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[TpencraBiaeHbl paqOXUMUYECKUE U HEHTPOHHO-(DU3NUYECKUE XapaKTePUCTUKU IIIAPMKOBOTO KPUOTEHHO -
rO 3aMeIJIUTENIsSI Ha OCHOBE CMECH Me3UTHIIeHa (CMeCh B BUE 3aMOPOKEHHBIX IIIAPUKOB), TTOJTYIeHHBIE BO
BpeMsI ero 3KCIutyaTaliluy Ha UMITYJIbcHOM ObicTpoM peaktope MBP-2. [TokazaHo, 4TO U3BMeHEeHME CBOMCTB
CMecCH TP BBICOKUX ITOIIOMIEHHBIX 103aX o0mydeHus (~100 MIp) He oka3bIBaeT CyIIeCTBEHHOTO BIMSTHUSI
Ha CMEKTP XOJOIHBIX HEUTPOHOB. BBIUTPHIIT B KOJTUUYECTBE XOJOAHBIX HEMTPOHOB C MOBEPXHOCTHU XOJIOJ -
HOTO 3aMeIJIUTEIS IO CPAaBHEHUIO C BOISTHBIM 3aMenyuTeaeM qoxoaut no 10 pas. [lerpamaius HEMTpOHHO-
ro MOTOKa B KOHIIEe paboyero LiMKia peakropa He Habonaercs. B ciiyyae ycrelrHoro pa3BuTusi TeXHOJI0-
ruy GecrpepblBHON CMEHBI paboyero BelllecTBa B KaMepe KPMOTEHHOTO 3aMeIJIUTEeNsT 3aMOPOKEHHYIO
CMeCh ME3UTUJIEHAa U METaKCUJIOJIa MOXHO PEKOMEHIOBATh K UCITOJb30BAHUIO HA MOIITHBIX MMITYJIbCHBIX
HMCTOYHUKAX HEUTPOHOB.

KioueBbie ciioBa: Kpl/IOFCHHbIﬁ 3aMEIJINTE/Ib, apOMATUYCCKUE YITIEBOAOPOIAbI, ME3UTUJIICH, METAaKCUJIOJI,
TIIOTJIOII€HHAadA 1034, pa)II/IOJ'[I/ITI/I‘-ICCKI/Iﬁ BOOOpPOIO, BA3KOCTD, CIICKTP HeﬁTpOHOB, I/IMHYJ’H)CHBIﬁ HNCTOYHHUK

HEUTPOHOB.
DOI: 10.31857/51028096022010034

BBEJEHUWE

B nmocnennee BpeMs ¢oKyc uccienoBaHuii B ¢pu-
31Ke KOHIEHCUPOBAHHOTO COCTOSIHIS BEIIIECTBA M-
TOJlaMU paccesTHUsI HEMTPOHOB Bce OOJIbIlle CMela-
€TCSI B CTOPOHY U3yYeHUsI JJIMHHOIIE PUOTHBIX CTPYK-
TYp, T.€. CTPYKTyp C MEXAaTOMHBIM pPacCTOSHUEM
ooistee 4 A. g peanusaluy TaKWX KCCIIETOBaHUIA
HeoOX0oaMMO CO30aBaTh MICTOYHUKIN HEMTPOHOB C CO-
OTBETCTBYIOILIECH IIUHOI BOIHBI, MW, IPYTUMMU CIIO-
BaMU, VUCTOYHUKU XOJIOOAHBIX HEUTPOHOB, WJIU XO-
JIomHbIe (KpUOTeHHBIE) 3aMelIuTean. B HacTosiee
BpeMst Ha peakTope MBP-2 B JIyOHe co3maH cTaOuiIh-
HO paboTaIINi KOMIUIEKC U3 ABYX KPUOTE€HHBIX 3a-
MEIJIMTENIE Ha OCHOBE TBEPIOro AUCIIEPCHOIO Me-
3UTWUJIEHA, KOTOPBIA TeHEPUPYET BHICOKOMHTEHCHUB-
Hble MYYKU XOJOIHBIX HEHTPOHOB MJISI MPOBEACHUS
¢u3NYECKNX HCCIEeIOBaHWII Ha CIIEKTpOMETpax B
IMAPOKOM JIMara3oHe IInH BoiaH [1—12].

Hano ormetuTh, 4TO B HACTOSIEE BpeMsI €IUH-
CTBEHHbIIA B Poccum AeiCTBYIOLIMIT UCTOYHUK XO-
JIOMHBIX HEUTPOHOB — 3TO KOMIUIEKC KPUOTCHHBIX
3aMeIINTeNIeii HAa OCHOBE ME3UTHJIEHA U METaKCUJIO-

JIa, B TO BpeMsI Kak B MUpe paboraroT 6oJiee 15: 4eThI-
pe — B CIIA, Tpu — Bo ®paHuIUU, TPU — B AHIVIUU,
IBa — B AAlmOHUM, oAvH — B ABCTpaJiuu, nBa — B ['ep-
MaHuM, onuH — B Benrpumn, onna — B IlIBeitmapumn.
ITosTOMY pa3BuUTHE KOMILIEKCA ME3UTUJICHOBBIX 3a-
MemmmTeneil Ha peakrope MBP-2 coBMecTHO ¢ myc-
KoM craimoHapHoro peakropa IIMK B I'atumnHe u
MmoaepHuzauueii peakropa MP-8 B Mockse (HUILL
“Kyp4aTOBCKMI1 MHCTUTYT ) MO3BOJIUT B CaMO€ OJI1-
Xaitimee BpeMs co3maTh B Poccuu coBpeMeHHBIH
MapK CIEKTPOMETPOB ISl U3yYEHUsI CBOMCTB COBpe-
MEHHBIX MaTepuajioB C BbICOKOI MPOM3BOAUTEIbHO-
CThIO U TOYHOCTBIO.

Ve ceiiuac yHUKaJIbHBII ONBIT pa3pabOTKM AUC-
MepCHBIX (LIAapUKOBBIX) 3aMemINTENIeil peakTopa
HUBP-2 HeoOxooMMO HMCHOJB30BaTh I CO3MaHUSI
MOTOOHOr0 KOMITIIeKca KaK Ha KOMITAKTHBIX UCTOY-
HUKaxX HEATPOHOB, TaK M Ha HOBBIX, 00JIE€ MOIITHBIX,
UMITYJIbCHBIX peakTopax [13—16]. DTu pa3paboTku
KPUTHYECKU BaXKHBI, IIOCKOJIBKY Ha MCITOJIb30BaHUE
B MMITYJIbCHBIX peaKTopax XXMIKOI0 BOAOpPOIa U TSI-
XeJIoW BOAbl — TPaaAULIMOHHBIX 3aMeIJIMTENIE Ha



4 BYJIABWUH u np.

MOIITHBIX CTAlIMOHAPHBIX HEHTPOHHBIX UCTOYHUKAX —
13-3a B3PBIBOOINIACHOCTU HaAKJIAIbIBAETCSI CEPhE3HOE
orpaHuueHue. MI3BecTHHI ABa cilydasi B3pbIBa 3aMe/l-
JIMTENS Ha XUIKOM BOIOPOAE Ha CTAallMOHAPHEIX pe-
akTopax [17]. B oboux ciyyassx He ObLIO Cepbe3HBIX
MOCJICACTBUIA, TaK KaK pPEaKTOPhl CTAllMOHAPHOTIO
neiictBus B 40 pa3 MeHee YyBCTBUTEILHBI K M3MEHE-
HUIO MX T€OMETpPUHU, YEM HMIIYJIbCHBIC DPEaKTOPHI.
AHajioruyHasi CUTyalusi Ha UMITYJIbCHOM OBICTPOM
peakrope (MBP-2) mpuBena Obl K cCepbe3HOM SAmep-
Hoit aBapuu [18].

B HacTos1eit pabote aBTOpbI, ONMMPasiCb HA MHO-
TOJICTHUIA OMBIT YCIICITHOM pabOThl IIAPUKOBBIX XO-
JIONHBIX 3aMeIJIuTe/Ieil Ha OCHOBE apOMaTU4YeCKOIro
YIJIEBOIOPOJa — ME3UTUJIEHA — Ha UMITYJIbCHOM pe-
aktope UBP-2 [1—12], npuBOAsSIT OCHOBHBIE PE3yJib-
TaThl, IIOJIy4eHHBIE BO BpeMsI SKCIUIyaTallii B YCJIO-
BUSIX PEAJIbHOTO PEaKTOPHOIO 3KCIIEPUMEHTA.

XOJIOAHBIE BAMEIJINTEIIN
HA HEMTPOHHbLIX MCTOYHUKAX:
IMPEMMVYIIECTBA ME3UTUJIIEHA

YuuTeiBasg MHOTOJIETHUI OTIBIT 3KCIUTyaTalluu
XOJIONHBIX 3aMEIJIUTEIIC HA HEUTPOHHBIX UCTOYHU -
Kax pa3HOU MHTEHCUBHOCTU BO BceM mupe [17—30],
MOXHO BBIIEIUTH CICAYIOIINE MATEPUATBI, UCTIOTb-
3yeMble B KaUeCTBE pab0OYero BellecTBa 115 3aMe/ljie-
HUSI HEATPOHOB: BOIOPOA B XKMAKOU (haze (Takke B
CMECH C IeUTepreM WM YNCTBIA IEUTESPHii), METAH B
KUIKOU M TBepIou ase, ME3UTWIECH B TBEpHOi dase.

HawnbGoiree TeXHOJIOTUYHBIN 1 Yallle BCETO IIpUMe-
HSIEMBII CeroHSI MaTepuraJl s XOJIOIHBIX 3aMeIJIN -
Teneit — 3To XxXuakuii Bogopon [17]. TexHonoruo ero
WCHOJIb30BaHUS NECITUICTUSIMU OTpadaThiBalu Ha
CaMBbIX MOLIIHBIX HEUTPOHHBIX UICTOUHMKAX 10 BCEMY
mupy. OCHOBHOE IIPEUMYIIECTBO XUIKOTO BOIOPOIa
110 CPAaBHEHUIO C METAHOM U ME3UTUJIEHOM — OTCYT-
CTBUE paguojn3a U paguallMOHHBIX 3(p(HEKTOB, UTO
He HaKJIaAblBaeT HUKAKMX OTpaHUYCHUI Ha ero mc-
MMOJIb30BaHME Ha CaMbIX MOIIHBIX HEUTPOHHBIX MC-
TOYHMKAX C OrPOMHOM BEJMYMHOW MNOTIJIOLIEHHOMN
no3bel. Ho ectb u MunHychl. Bo-niepBEIX, TepManu3a-
151 HEMTPOHOB B KMIKOM BOIOPO/I€ IPOUCXOAUT HE
MOJIHOCTBIO, UYTO MPUBOJUT K CHUKEHUIO TNIOTHOCTU
IIOTOKA XOJIOOHBIX HEUTPOHOB U YBEJIMYESHUIO BpeMe-
HU 3KCIo3ulnu oopa3siia. HemonHas tepManu3anus
HEUTPOHOB B >KUIKOM BOJIOPOJIe — CJIEICTBUE OTCYT-
CTBMSI HU3KOJIEXAIIIX BpalllaTeJIbHbIX YPOBHEM BO3-
OyXIeHMSI MOJIEKYJIBI M MaJIOM TNIOTHOCTH simep. Bo-
BTOPBIX, KaK YK€ TOBOPUJIOCH BHIIIIE, BEICOKASI BEPO-
SITHOCTh B3pHIBA BOOOPOIa OTPAaHMYMBAET BO3MOXK-
HOCTb €ro IPUMEHEeHMSI Ha UMITYJIbCHBIX peaKTopax
(UBP-2, ISIS, UBP “HenTyH”), KOTOpPbIE B IECITKU
pa3 60Jiee YyBCTBUTEIBbHBI K U3MEHEHUIO T€OMETPUU
(KOTOpO€ MOXKET IIPOM3OMTU M3-3a B3PhIBa BOIOPO-
J1a) TI0 CPaBHEHMIO CO CTAallMOHAPHBIMU peakKTOpaMMu.
B-TtpeTbux, TpeboBaHUS 0E€30IIACHOCTU IIPUBOAAT K
HeoOXOAMMOCTH YBEJIMYEHUSI CTEHKU KaMephl C BO-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

JIIOPOJIOM, UTO elllie OOobIIe CHIXKAST UHTEHCUBHOCTh
BbIXOJa XOJIOOHBIX HCﬁTpOHOB C ITIOBEPXHOCTHU TaKO-
0 XOJIOMHOTO 3aMEIJIMTENISI M CBOISAT Ha HET BCIO
MMPOU3BOAUTEIBHOCTb JIFOOOr0, CAMOTO MOIIHOTO
MNBP. B-yeTBepThIX, NICIOJIH30BAHME KMIKOTO BOJIO-
ponma orpaHnmyeHo Temiieparypoii 20 K, B To BpeMst
KakK OOJIbIIOE KOJIWYECTBO COBPEMEHHBIX HAaYYHBIX
YCTAHOBOK — KOMILJIEKCOB CIIEKTPOMETPOB — OTITH-
MaJIbHO pa0OoTaioT B IIMPOKOM MHTEpBaje TeMIlepa-
Typ 20—100 K.

KoneuyHno, HecMOTpsT Ha BCce 3TU MpOOJIeMbI, HE
CTOUT COBCEM OTKAa3bIBaTbCsS OT MAEU MCIOJb30Ba-
HMUSI XKUAKOBOJIOpOoaHOTo 3aMemiuTelisi Ha UBP, xoTst
OFBI I10 IIPUYMHE €0 BEICOKOM pamuallMOHHOM CTOM-
KOCTH, HO B TO XXe BpeMsI HEOOXOAUMO YIEJIUTh OCO-
0oe BHUMAaHUeE aJIbTepHATUBE — apOMaTUYECKUM YyI-
JIEBOAOPOJAaM U METaHYy, a B IIEPBYIO oYepeab, Me3H-
TUJIEHY U €T0 CMECSIM.

Mes3utuneH oGnamaeT BBICOKOM pamvaliMOHHON
CTOMKOCTBIO TI0 CPAaBHEHUIO C METAaHOM WJIW JILIOM
[31—36]. Brixon Bogopona U3 Me3UTUIIEHA B PE3YJib-
TaTe B3aMMOJEIHCTBHS C TIOTOKOM HEMTpOHOB B 10 pa3
MEHBbIIIE, YeM U3 METaHa, a U3 €ro CMECH C TOJTYyOJIOM
WiIn MeTtakcwionoM — gaxe B 20 pa3. B omiuuue ot
METaHa U JibJa B ME3UTWJIEHE MPAKTUYECKU HE MPO-
HMCXOIUT HaKOIJIEHUE paauKaaoB, TO3TOMY U HE Ha-
O1romaloTCs “CIIOHTaHHBIE” BCIUIECKU TeMIIePaTyphl
(peakuy peKOMOMHAIINY PaIuKalIOB), KaK B METaHE
WK BO Jibay [37—43]. AHaIU3 TuTepaTypHbIX JTaHHBIX
[35, 36] 1 ombITHAs 3KCIUTyaTallMsi KOMILIEKCA 3a-
MeJJIUTeNeld Ha OCHOBE TBEPJbIX IIADUKOB U3 ME3U-
TujeHa Ha peaktope UBP-2 [1—12, 31] He BbIsIBUIU
panualMoHHYKO MOJMMEPU3ALIMI0 ME3UTWIeHa MO
neiictBueM oOJlyyeHUsI, YTO, HECOMHEHHO, MHOIO-
KPaTHO MOBBIIIAET pecypc paboThl KaMepbl 3aMelJIN -
TeJIs.

Hanuuue HU3KMX 3HEPreTUYECKUX YPOBHE MO-
JIEKYJI B ME3UTHUJIEHE CITOCOOCTBYET OBICTPOM TepMa-
JIN3alu HEUTPOHOB. MoJjieKyia Me3UTUIeHa UMEeT
B CBOeM cocTaBe Tpu koMmiuiekca CH;, KoTophble co-
BEpIIAIOT CJIerKa 3aTOPMOXKEHHOE BpallleHIe BOKPYT
OCU CUMMETPUM KOMITJICKCAa. DHEePTUSI TAKUX Bpallle-
HUI1 IJIs1 TBEpIOro Me3uTuieHa paBHa 7 MaB, a mis
ero cMeceii ¢ pa3sTMIHBIMU IIPOU3BOIHBIMU OEH30I1a,
JUIST KOTOPBIX XapaKTepHa CTPYKTypa “IPOTOHHOTO
crekna” [44—47], — 5 MaB. 3MepeHUsI CIEKTPOB XO-
JIOOTHBIX HEUTPOHOB U SKCIIEPUMEHTAJIBHBIE TaHHBIE
O CEUCHMSIX HEYIPYIOoro paccessHUsl yKa3bIBalOT Ha
TO, YTO TT0 BBIXOIY XOJIOAHBIX HEMTPOHOB ME3UTUJICH
MPOUTPHIBAET TBEPAOMY METAHY, OHAKO OH JIy4Ille, YeM
KUIKUN BOOOPO, M 3HAUYMTENbHO JIydlne jgbaa [28].

B oTiimune oT MeTaHa ME3UTUIICH MOXHO VCITOJIb-
30BaTh B 0oJjiee LIMPOKOM HHTEpBajie TeMIeparyp.
B cocrossHum TBepaoit a3kl ME3UTUIIEH HAXOIUTCS
yke TIpu Temneparype Hmxke 228 K, a B coctogHumM
XunKoit ¢aszel — B uHTepBajie ot 228 mo 392 K. Ta-
KM 00pa3oM, 3arpy3Ky Me3UTHJIEHa B Kamepy 3a-
MEIJIUTENST MOKHO MPOU3BOIUTL KaK IMPU KOMHAT-
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HOI TeMImepaType, TaK U IIpU TeMIlepaType XXUIKOTO
a3oTa, a ee U3MEHEeHHUe B Mpoliecce MPoBeaeHUs (pu-
3UYECKOT0 SKCIIEPUMEHTA MO3BOJISIET MEHSTh CITEKTP
HEUTPOHOB B COOTBETCTBUM C TpeOOBaHUEM DKCITE-
pUMeHTaTOpa.

Yro kacaeTcs 6€30MacHOCTU UCTIOIb30BaHUS Me-
3UTUJIEHA HA UICTOYHUKE HEUTPOHOB (B OCOOEHHOCTH
Ha UMIIYJIbCHOM), TO OH He B3PbIBOOMACEH U He TaK
JIETKO BOCILJIaMEHsIEM, KaK MeTaH Wiu Boxopoa. Me-
3UTUJIEHOBBII 3aMeITUTENb MIPEICTABIISIET COOOM XO-
pOIINiT KOMIIPOMUCC MeXIY (U3MYECKUMU (BBIXOM
XOJIONHBIX HEMTPOHOB) U TEXHOJOTUUYECKUMU CBOM-
cTBaMM (paaualiMOHHasl CTOMKOCTh, YIOOCTBO B pa-
6ote, 6e3omacHOCTh). CIoco6 3arpy3ku KaMephl 3a-
MEIUTENS TBEPABIMU 3aMOPOKEHHBIMU IIapUKaMU
ME3UTHUJIeHA MTO3BOJISIET JIETKO CHUMATh SHEPTOBbIAE-
JIEHVE€ MTPU 3aMEJIEHUU OBICTPBIX HEUTPOHOB, a TaK-
K€ OTlepaTUBHO OCYIIECTBIISITh 3arpy3Ky U BhITPY3KY
BELIECTBA 3aMEJIUTEIIS, UTO JeJIaeT pecypc ero pabo-
Thl MPAKTUYECKA HEOTpAaHWYEHHBIM. BaxkxHo W TO,
yTo chepuyeckast opma 3aMeJIUTENS B OTJIMYKE OT
LIeJIbHOTO 3aMOPOXEHHOTr0 KycKa MaTepuaia rmo3Bo-
JISIET 0OpasyrolleMycsl B pe3yabTaTe OO0TydeHUs pa-
JTUOJIUTUYECKOMY BOJIOPOY OECTIpensITCTBEHHO MO-
KUAaTh KaMepy 3aMeIlJIMTeIsI, He co3aBasi B HEM 13-
OBITOYHOTO JABJICHUSI.

Bce Bbllliecka3zaHHOE TIOATBEPKAAET MHOTOJIET-
Hsist (¢ 2012 r.) ycnenrHas 6e3aBapuiiHast KCIUTyaTa-
111 ME3UTUJIEHOBOTO 3aMETUTENIS ISl TPOBEIECHUS
duznYeCcKrX 3KCIIepMMEeHTOB Ha peakTope MBP-2.

HEKOTOPBIE OCOBEHHOCTMU PABOTBI
KPUOTEHHOI'O ITAPMKOBOTO
ME3SUTHUIIEHOBOI'O 3AMEJJIMTEJIA
HA HOMUHAJIbBHOM MOIIIHOCTU
PEAKTOPA UBP-2

B Hacrosimee BpeMs KOMILUIEKC IIapUKOBBIX
KPUOTEHHBIX 3aMeIuTelieii HeMTPOHOB peakTopa
MNBP-2 Ha ocHOBe cMecH apoOMaTUYECKUX YIIEBOIO-
pOIOB ME3UTWJIEHA M MeTaKcujoja (gajgee padbodeit
cMecu) paboTaeT IS MpoOBeneHUs (DU3UYECKOTO
SKCIEPUMEHTa HAa HOMUHAJIBbHOI MOIIHOCTU peaK-
Topa. Kommiekc coctouT m3 Tpex 3amemIuTesie,
nMeronux npoektHoie HoMepa 201, 202 u 203 (puc. 1).
K3201 “npom3Boaut” XOJOOHBIE HEWTPOHEI B Ha-
MpaBJieHUX HEWTPOHHBIX IMydkoB Ne 1, 4—6 u 9
(cnektpomerpsl KOJIXUJA, FOMO, ®JIBP, JIH-6,
PE®DJIEKC), K3202 — B HampaBieHUU My4koB No 7,
8, 10 u 11 (cnextpomerpri CKAT, HEPA, BIICH-
JIOH, PEMYP, TPDUHC u ®CJI), a K3203, Haxo-
ISIIIAICS B HACTOSIIIMIA MOMEHT B CTaIWH IIPUHSITUS
penIeHus O peaan3alluy IIpoeKTa, OyneT padoTaTh B
HaIpaBJICHUU HEUTPOHHBIX My4ykoB Ne 2 u 3.

N3-3a pasnmmunoro pacnomoxenus K3201 wu
K3202 oTtHOCuTeIbHO akTUBHOI 30HbI MBP-2 no3o-
Bas HarpyskKa B KaMepax 3aMeIJINTeJIei pacpeneis-
eTcs TMo-pa3HoMy. MakcuManbHas pacyeTHast MOIII -

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

IMyyox 11

IMyuoxk 10

IMyuox 1 ITy4ok 9

| 4

IMTyvok 2

Puc. 1. Komriekce maprukKoBbIX KpUOT€HHbIX 3aMeTUTe -
neii peakropa UBP-2.

HOCTbB J1I03bl HETPOHOB M TaMMa-KBaHTOB OKa3hIBa-
eTcsa B KaMmepe 3amemnuresiss K3201 n nocturaet 49.6
u 16.4 I'p/c coorBeTcTBeHHO (1 MBT MOIIHOCTH pe-
aktopa MBP-2 cooTBeTcTBYyeT ITOTOKY HEUTPOHOB
0.93 x 10" 1/c). HeTpyaHO yCTaHOBUTB, 4TO 3a OIMH
CTaHJAPTHBIM LMK pabOThl peakTopa B peXume
KPHUOTEHHOTO 3aMemuTelis (6e3 CMeHBI Me3UTIIICHA
B Kamepe), KOTOphiii paBeH 11 cyTkaM, MakKCuUMaJlb-
Hasl cyMMapHasl MOIJIOILeHHasl 103a B CMeCU Oyner
~100 MIp.

I[TonoGHBIE BKCTpeMayibHbIE YCIOBUS PabOThl B
MOJISIX BBICOKOTO MOHU3UPYIOIIETO U3TyYeHUsT HEU3-
0EeXXHO MPUBOMSAT K M3MEHEHHMIO COCTaBa paboueid
cMmecu. I3aMeHeHMe cocTaBa 1oj neiictBueM ooyye-
HUSI TIPUBOJIUT K OOpa30BaHUIO PATUOJIUTUUYECKOTO
BOAOPO/JIa U MOBBILICHUIO BI3KOCTU paboyeil cmecu
nocJje obJiydeHusl, a TaKXKe MOXET NPUBOAUTh K Jie-
rpajaiii HEUTPOHHOIO MOTOKA, YTO 00s13aTesIbHO
JIOJDKHO OTpasuThCd Ha HEUTPOHHBIX CHEKTpax.
BaxxHo nmpoaHanu3upoBarbh 3TU (PaKToOpbl, AJIsI TOTO
YTOOBI JaTh UM aJ€KBAaTHYIO OLIEHKY U TTIPOTHO3UPO-
BaTh UX BIUSHUE Ha pabOTOCIOCOOHOCTh ME3UTHIIE-
HOBOTO 3aMEJIUTENS] TIPU SKCTPEMAJIbHBIX 1030BbIX
Harpyskax.

AnHanm3 cocTaBa pabodeit cMecH 10 M ITocje 00JIy-
YyeHUs MpUBeaeH B Taba. 1, B KOTOPOil yKa3aHbl Be-
IIeCTBa C HAMOOJIbIIIEd MacCOBOM KOHIIEHTpaLEid.
Oo6pa3zel YNCTOM cMecH OBIT ITPOoaHAJIM3UPOBaAH II0
I'OCT 32507-2013 (meton b) mpu 35°C (meraib-
HBII YIJIEBOJOPOMHEIN aHanmu3 0eH3uHa). Oopa3zelr
OOJIyUJEeHHOM cMecu ObUI IIpOoaHaJM3WPOBAH II0
I'OCT 32507-2013 (meton b) ipu 35°C, HO ¢ yBenu-
yeHrueM TeMIleparypsl ucraputeis 1o 330°C, a Tak-
ke mo FOCT EN 12916 “Hedrenponykrsl. Omnpene-
JIeHWe TUIIOB apoMaTUYECKUX YIJIeBOIOPOIOB B
CpemHUX IUCTWLISTaX. MeTom BBEICOKO3(M(eKTUB-
HOM XWUIKOCTHOM XxpomaTtorpadum ¢ JeTeKTHUPOBa-
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Taomuna 1. CocTtaB cMecH Me3UTUIEHA U METaKCUJIOJa 10 U rocie obyrydeHust nozoit 100 MIp

KoHueHTparnus 10 o6ayyeHust, mac. % Kowuenpaus

rmociie odsryuyeHus, Mac. %
MeszutuneH (1,3,5-TpuMeTHIGEH301) 82.6 0
Mertakcunon (1,3-muMeTna6eH30IT) 16.7 0
[MceBmokymorn (1,2,4-TpUMeTUIOEH30IT) 0.45 35
3-Otunroinyon (1-metni-3-3TunbeH30:1) 0.25 0
IMapakcuon (1,4-onuMeTHIIOCH301) 0 15
IMpouwue, B TOM Yuciie HEUACHTUMDULIMPOBAHHbBIE 0 50
XUMHMYECKHE BellleCTBa

HUEeM 110 KoadpunmeHTy pedpakunn”’. KoMmoHeH-
Thl MACHTU(MUILIMPOBAJIM C ITOMOIIBIO MaCC-CIIEKTPO-
METPHUYECKOIO AETEKTOPA.

J1s1 Bcex KOMITOHEHTOB I10CjIe OOJIyYeHUST XapaK-
TepHbI Macchl 194, 178, 133, 118, 105, koTOopbIie TOBO-
pAT O HAJIMYUM TpeX, IBYX U OOHOro OEH30JIbHOIO
Kosbua. I[Monumepuzauuu 1 06pa3oBaHMs OOJBIIOTO
KOJIMYECTBA TSKEJIBIX paIuKaoB B CMECH He HAOJIfO-
JaeTcsl.

Panuonutuyeckuit Bogopon, KOTOphIit oOpa3yeT-
csl TIoM, AeiiCTBUEM OOJIydeHMsI, a TAKKe YBEIIMUCHUE
BSI3KOCTH CMECH SIBJISIIOTCS Pe3YJIbTaTOM PaarOXU-
MHUYEeCKUX TpeBpalleHuii B MmesutwieHe [46—48].
DKCIIEpUMEHTAJIbHO YCTAHOBJIEHO, YTO BO BpeMsI pa-
0OTBHI KaMepbl KPUOTE€HHOTO 3aMEIJIUTENISI TP TEM-
neparype ~25 K B TeyeHUEe OJHOro CTaHAAPTHOTO
MKJIa B HOOOOHBIX 9KCTPEMAaJIbHBIX YCIIOBUSIX B3PhI-
BOOMACHBIN paguOJIUTUUECKUIT BOOOPO MpaKTUYe-
CKU He 00pa3yeTcs Ha MPOTS>KeHUH BceTo 1uKJa [29]

(puc. 2).
BeIxom Bomopoma HauMHAETCST BOBpPEMS ITOCTpa-

JIHUAlMOHHOTO OTOIPEeBa CMECH B KOHIIE LIMKJIa (MOLII-
HocTb MUBP-2 paBHa 0 MBT) ipu Temnepatype ~90 K,

=3

—_

=)
T

0.05}

Konuenrtpaums Bogopona, %

o
T

0 20 40 60 80 100
IMornomennas no3a, MIp

Puc. 2. 3aBUCHMMOCTh KOHLIEHTPALUU PATUOJIUTUIECKOTO
BOIOpOa OT IMOIVIOIIEHHOM T03bl IIPU TeMIIepaType pa-
6oueii cmecu ~25 K.
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a MakcuMaJjibHas KOHLIEHTpaLus JOXOOIUT 10 ~54%
(puc. 3). Ilagenue koHueHTpauuu nocie 150 K nHa
rpaduke 00yCIOBIEHO MMPUHIIMIIOM pabOThI TA30BO-
ro xpomarorpada, B KOTOPOM OCYILIECTBIISIETCSI He-
MPEPBIBHBII pacxol ucclieayeMoro rasa (B JaHHOM
cilydyae CMECH TeJIvsl C BOIOPOIOM) Yepe3 TEPMOXU-
MU4YecKuii metekrop. HecMOTps Ha OTHOCUTENIBLHO
BBICOKYIO KOHIIEHTPAIUIO BOAOPOAa B UHEPTHOM Te-
JIUK, YCIIOBUS JISI 0Opa3oBaHUsI B3PBIBOOIMACHOM
CMeCU B KaKUX-JIM0O0 crucTeMaX KPUOTeHHOTO 3aMell-
JIUTEJISE OTCYTCTBYIOT [31].

Bsi3kocTh 0OJTy4eHHOM XKUIKOCTH M3MEPSUIN 10
I'OCT 25271-93 “Ilmactmaccel. CMOJBI KMIKHE,
BMYJbCUM WU nucnepcuu. OnpeaeneHne Kaxyleii-
cs BsI3kocTu no bpykdwuibay”. BsskocTe paboueit
CMeCH JI0 O0JIydeHMsT oKa3ajioch paBHoi ~1 mIla - c,
a nmocisie oonyyeHust — 54 mlla - c. [lonydyeHHOe 3Ha-
YeHUe BSI3KOCTH CMECH IIOMYCTUMO, XUIKOCTb CBO-
GOIHO U B ITOJTHOM 00beMe (0Koo 650 MIT) clTMBaeT-
csl U3 KaMephl 3aMeJINTENs, MOJIMMepU3alius Me31-
THJIIEHAa He IPOMCXOmWT. B Hacrosiee BpeMs IO

60 -
53.857
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KonueHTpaius Bogopoaa, %
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T

0 50 100 150 200 250 300
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Puc. 3. 3aBUCHMMOCTh KOHLIEHTPAIIUM PATUOJIUTUIECKOTO
BOIOpOA OT TeMIIepaTyphbl BOBpeMsI MIOCTPaAUALIMOHHO-
ro oTorpeBa 00JIydeHHOM padboueii cmecu. Bpemst otorpe-
Ba okoJjio 17 4.
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Puc. 4. CriekTpbl HEUTPOHOB 151 CIIEKTPOMETPOB 4 (a), 5 (6), 6 (B), 9 (r) B HanpaBieHUM KpuoreHHoro 3amemnutenst K3201:
1 — Teruible HEUTPOHBI; 2 — XOJIOMHBbIE HEUTPOHBI; 3 — BBIUTPHIII B MHTEHCUBHOCTH XOJIOMHBIX HEUTPOHOB C MOBEPXHOCTH

KPHUOI€HHOI'O 3aMEIJINTEIA 110 CPAaBHEHUIO C BOAAHDBIM.

KOHIIa HE YCTAaHOBJIEHO, MPU KaKOM 3HAYEHUU TI0-
DJIOIIEHHOW O3Bl BI3KOCTh CMECH HAYMHAET PE3KO
BO3pAaCTaTh, MOCKOJIBKY IMOCTAHOBKA TAaKOTO JKCIIe-
pUMEHTa B PEATbHOCTU SIBJISIETCS JOBOJBHO CJIOX-
HOM 1 TOPOTOCTOSIIEN 3anauecid.

ITonyyeHHbIE PKCNIEpUMEHTAIbHBIE JaHHbIE OO0
0o0pa3oBaHUM PATUOJIUTUYECKOTO BOAOPOJA U YBE-
JIMYEHUW BSI3KOCTU TIO3BOJISIIOT CIENIaTh BBIBOA O
TOM, YTO ME3UTUJICHOBBIN 3aMEIJIATENb MOXET CTa-
OmbHO 1 6e3omnacHo padorath npu 1 = 25 K u no-
miomeHHo# no3e 100 MIp. Pecypc paboThl Kamepbl
3aMeIUTENS C TIEPUOANYECKOI CMEHOM 00TyYeHHO-
ro Me3UTUJIEHA B HEll B JaHHOM cJTydae IMpakKTU4eCK1
HEOTpaHWUYECH.

BaxxHBIM SBIIsIeTCS M TOT (baKT, UYTO TEPBBIe JaH-
Hble, oaydeHHble B 2020—2021 rr. 11 HayYHBIX
YCTAHOBOK B HaIllpaBJICHUU KPUOTEHHOTO 3aMeIjIn-
tenst K3201 (puc. 4), moka3bIBalOT yOeIWTEIbHBIM
BBIMTPBIII B TIJIOTHOCTH TTOTOKA XOJIOTHBIX HEWTPO-
HOB (o 10 pa3) c MOBEpXHOCTU KPUOTEHHOTO 3aMe/l-
JINTEJIS TI0 CPaBHEHMIO C BOASTHBIM 3aMeIUTUTEIeM Ha
MPOTSLKEHUM BCETO peakKTOpHOro mukia. Jlerpama-
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YIS TJIOTHOCTY HEUTPOHHOTO MOTOKA, HECMOTPS Ha
BBICOKYIO TIOIJIONIEHHYIO 103y B ME3UTHJICHE (M, KaK
CJIeNCTBUE, M3MEHEHME COCTaBa CMECH Ha OCHOBE
me3uTuieHa), B Kamepe K3201 He HaOmtonaeTcsl.

3AKJIFTOYEHHME

Co3gaHve KpUOT€HHBIX 3aMEJIMTENIed Ha WM-
NyJbCHBIX OBICTPBIX peakTopax, Kak MBbP-2, Tak u
cinenytoiero noxkoyieHus (MBP-3), pedyioT ocoboro
nomxona K obecnedyeHuro 6e30MacHOCTU BO BpeMs
9KCIUTyaTaliui. MHOTOJIETHUIM OMBIT MCIIOJIb30BaHMS
ME3UTUJIEHA B BUJIE 3aMOPOXEHHBIX 1IAPUKOB B Ka-
YyecTBe KPUOT€HHOTO 3aMemuTest peakropa UbP-2
TOBOPUT O TOM, YTO 3TOT Oe30MacHbIf MaTepual C
BBICOKMM BBIXOJOM XOJIOAHBIX HEUTPOHOB SIBJISIETCS
MPEeKpacHO aJbTEPHATUBOU XKUAKOMY BOJOPOLY Ha
UMITYJIbCHBIX UCTOUHUKAX MaJloi (KOMITaKTHBIX HC-
TOYHUKAX) M CpeoHeil WHTEHCHMBHOCTH. Pa3Butne
TEXHOJOTMU OeCrpepbIBHON CMEHBI TBEPHAOTO AWC-
MEePCHOro Me3UTWUJIEHa B KamMepe KPUOTEHHOro 3a-
MEJIUTENS O3BOJIMT UCTIOIb30BaTh €ro U Ha 0oJiee

2022



8

BYJIABWUH u np.

MOIIHBIX, YeM WBP-2, mMOyabCcHBIX HEUTPOHHBIX
MCTOYHUKAX.
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Some Features of Operation of the Pelletized Cryogenic Moderators Based on
Mesitylene at the IBR-2 Pulsed Fast Reactor

M. V. Bulavin' 2, K. A. Mukhin' 2, A. Yskakov! 3 *, A. D. Rogov!,
A. V. Galushko!, V. A. Skuratov!, I. A. Smelyansky!
! Joint Institute for Nuclear Research, Dubna, 141980 Russia
2Petersburg Nuclear Physics Institute, NRC “Kurchatov institute”, Gatchina, 188300 Russia
3 Institute of Nuclear Physics, Almaty, 050032 Kazakhstan
*e-mail: yskakov@jinr.ru

The radiochemical and neutron-physical characteristics of a pelletized cryogenic moderator based on mesi-
tylene mixture (a mixture in the form of frozen balls) obtained during its operation at the pulsed fast reactor
IBR-2 are presented. It is shown that the changes in the properties of the mixture at high absorbed irradiation
doses (~100 MGy) have no significant effect on the spectrum of cold neutrons. The gain in the number of
cold neutrons from the surface of a cold moderator in comparison with a water moderator reaches 10 times.
There is no degradation of the neutron flux at the end of the reactor duty cycle. If the technology of contin-
uous change of the working substance in the cryogenic moderator chamber is successfully developed, the fro-
zen mixture of mesitylene and methaxylene can be recommended for use on powerful pulsed neutron sources.

Keywords: cryogenic moderator, aromatic hydrocarbons, mesitylene, methaxylene, absorbed dose, radiolytic
hydrogen, viscosity, neutron spectrum, pulsed neutron source.
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BbICBOBOXKIEHUE TPUTL-TEKCTPAHA N3 KOMITIO3UTHbIX
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CUHTEe3UpOBaHbl KOMIO3UTHBIE MUKPOKAIICYJIBl Ha OCHOBE TOJMAJEKTPOJIUTOB M HAHOYACTULL OKCHUIOB
XeJie3za, M UCClIeIoBaH MPOLIeCC BBICBOOOXIEHWSI MHKATICYJIMPOBAHHOTO BBICOKOMOJIEKYJISIPHOTO IEKCTpa-
Ha MoJ, BO3AeWCTBMEM HU3KOYACTOTHOTO NMePEeMEHHOIO MarHUTHOTO TIOJISI 32 CYET MarHUTOMEXaHUYeCKOM
aKTMBAalLIMM HAHOYACTUII B OJIMMEPHOIT 000JI0uKe. B pesynbTaTe XMMN4YeCKO KOHAEHCAIIUU IBYX- U TPEX-
BaJICHTHOTO KeJie3a CHHTE3MPOBAaHbI M METOIaMU ITPOCBEUMBAIONIEH 2JIEKTPOHHO MUKPOCKOITUU, TUHA-
MUMYECKOTO CBETOPACCESTHUS, TOPOIIKOBOM pEeHTIeHOBCKOM TU(MpaKIINU U MecCcOay3pOBCKOM CITEKTPOCKO-
MY OXapaKTepU30BaHbl ONHOIOMEHHbIE MarHMTHbIe HaHoYacTulbl Fe;O,4 chepuueckoit popmel. IMonn-
3JIEKTPOJIMTHBIE MUKPOKATICYJIBl U3 TTOJUAJUIMIAMUH TUAPOXJIOPUIA U TOJMCTUPOJICYSIbOHATA HATPUS
ObUTM MOAMMUILIMPOBAHBI MATHUTHBIMM HAHOYACTULIAMU 32 CYET JIEKTPOCTATUUECKOM afCcOPOIIMM Ha MPO-
TUBOTIOJIOXHO 3apsSIKEHHOM CJI0€ MOJIMAJIEKTPoJIuTa. B KauecTBe MOMIEJIbHOTO BEIleCTBA IIJIsI MHKATICYJISI -
IIMM MCIIOJb30BaH JEKCTpaH, MEYEHBI TeTpamMeTuapogaMuH-S-u3otuonmanatoM (TPUTILI-gekcTpan),
ero Bxitoyanu B yactuubl CaCOj; (pacTBopsieMble siipa 1151 GOpMUPOBAHUS KarCyl) METOIOM COOCaXK/e-
Hus. OOpaslibl Karcysl UCCIeTOBaIM METOJAMU PACTPOBOM IEKTPOHHOM MUKPOCKOMUU, TMHAMMYECKOTO
paccesiHUS cBeTa, (hyopecleHTHO# KOHMOoKanmbHONW MUKpockonuu. Karmcynbl monBeprajim Bo3aeicTBuIo
epeMeHHOro MarHuTHoro 1ot ¢ amiumutynoi 100 mTin u yactoroit 30—110 I'u. ConepkaHue MEYE€HOro
JIeKCTpaHa B 000JI04Ke MUKPOKATICYJI U B CyTIepHATAHTE OTPENeISiIA C TIOMOIIbIO (DIiyopuMeTpuu 1 ¢iry-
OPECLIEHTHOM KOH(OKaTbHOM MUKPOCKOIIUHY. YCTaHOBJIEHBI IJTUTEILHOCTh BO3AEUCTBYS U YacTOTa Mar-
HUTHOTO TIOJISI, TIPU KOTOPBIX JTOCTUTAETCs] HauOoJblllee BhICBOOOXKIAEHHUE NeKCTpaHa M3 KOMITO3UTHBIX
Karcys. BoameiicTBue HM3KOYACTOTHOTO MEPEMEHHOTO MAarHUTHOTO IOJIsI MOXET MPUBOIUTH K CYIIe-
CTBEHHOI1 iehopMariny 000JJ0YKU MOTUIIEKTPOJIUTHBIX MUKPOKATICYJT, MOTU(DUIIMPOBAHHBIX MATHUTHbBI-
MM HAaHOYACTUIIAMMU, U YCIIEIITHOMY BBICBOOOKICHUIO MHKATICYJTMPOBAaHHOTO BEIECTBA.

KitroueBble cjioBa: rociieaoBareabHast ancopO1ysi, KapOoHAT KaIbLysl, TTOIUAJIEKTPOIUTHBIE MUKPOKATICYJIbI,
OIHOIOMEHHbIE MATHUTHBIE HAHOUYACTHULIBI, OKCU]I XKeJie3a, OpOYHOBCKAs pejlaKcaliis MAarHUTHOTO MOMEH -
Ta, MarHUTOMEXaHUYeCKasl aKTUBALMsl, HU3KOYaCTOTHOE IIepeMEeHHOe MarHUTHOE TT0JIe.

DOI: 10.31857/S1028096021120116

BBEJEHUWE

B HacTostiee BpeMst BaxXHOIT mpobGieMoit Meav-
LIUHBI 1 OMOTEXHOJIOTMMU SIBJISIETCS pa3pabOTKa U CO-
3[aHUE CUCTEM MHKAICYJSLIMU U 11eJIEBO TOCTaBKU
pa3IMUHBLIX BEIIECTB B HEOOXOOUMbIE MECTa Opra-
HU3Ma C MOCEAYIOIIUM KOHTPOJUPYEMbIM U/WIn
MMOCTEIIEHHBIM BBICBOOOXKICHEM MHKAIICYITUPOBAH-
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Horo BemecTBa. Cpean OOJBIIOTO KOJIMYECTBA pa3-
HOOOpPAa3HBIX CUCTEM JIOCTaBKM (JIMIIOCOMHEI [1], Mu-
mestbl [2] Be3ukybl [3]) nHTEpeC BBI3BIBAIOT IO~
BJIEKTPOJIUTHBIE MUKPOKATICYJIBI, MPeII0XKeHHbIC B
1998 r. E. HoHar, I.b. CyxopykoBbiMm [4]. Takue kari-
CYJIbI aKTUBHO UCCIIEAYIOT U TIPUMEHSIOT JIJISl Karcy-
JIMPOBAHUS U JOCTABKU Psiga OMOJIOTUYCCKU aKTHB-
HBIX BEILECTB ix Vitro U in vivo |5, 6], B YaCTHOCTH, O~
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JINBJIEKTPOJIMTHBIE  KATICYJIBI
IOCTaBKM BakuuH [7—9].

MEPCIEKTUBHEBI  JIJTSI

BricBOOOXIEHNE BEIIECTB M3 IOJUIICKTPOJIUT-
HBIX MUKPOKATICYJI TIPOMCXOAUT 3a cueT nuddysnu,
CKOpPOCTb KOTOPOIl 3aBUCHUT OT XapaKTepPUCTUK WH-
KarncyJIMpOBaHHBIX MOJIEKYJT (HaIlpuMep, OT pa3Mepa
MOJIEKYJIBI), CBOMCTB MOJIMMEPHOTO KOMILIEKca, U3
KOTOpOro cchopMHUpPOBaHA MUKPOKATIICYJIa, TOJIINHEI
000J104KHU U psiaa npyrux rnapamerpos [10]. KonTpo-
JIMpyeMoe BHICBOOOXIEHUE BEIIECTB MOApa3yMeBaeT
HUCMOJIb30BaHUE TPUITEPOB, 3aITyCKAIOIIUX 3TOT
MPOIeCC B KOMITO3UTHBIX MUKPOKATICYJIaX, 000JI0Y-
KM KOTOPBIX (PYHKIUOHAIU3UPOBAHBI MTOAXOMSII-
MU MOJIEKyJIaMU U/WJIN HaHOYacTullaMu. B KauecTBe
TpUITEpa MOXKHO MCIIOJB30BaTh BO3ACUCTBUE dep-
MeHTOB [ 11], ympTpa3BykoBoro noiis [ 12, 13], Mukpo-
BOJIHOBOTO 110141 [ 14], ma3zepHoro usnayuenus [15, 16].
IlepeMeHHOE MAarHUTHOE MOJIE TAKKE MOXKET BIIUSITh
Ha BBICBOOOXIEHUE COAEPXKUMOIO KOMITO3UTHBIX
KaIICy/ 1 UX LIeJIOCTHOCTH [17, 18].

I1pu momeneHM MarHUTHBIX HAHOYACTUIL B IIe-
pPEMEHHOE MarHMTHOE I10Jie TIEPBOHAYAILHO XaOTH-
YeCKM OPUEHTUPOBAHHBIE MarHUTHBIE MOMEHTBI
OyayT CTPEMUTBHCS IIOBEPHYTHCS B OOHY CTOPOHY.
B 3aBucuMOCTH OT XapaKTepUCTUK HAHOYACTHUI] U
mapaMeTpOB MarHUTHOTO MOJIsS BBIACISIOT IBa TUIA
penakcalii MarHUTHOro MoMeHTa. B mepBoM ciy-
yae BpallaeTcs MarHMTHBIA MOMEHT, caMa HaHoYa-
CTUIIA OCTAETCSI HETIOIBIKHOM — 3TO TaK Ha3bIBaeMasi
HeeJieBCKasl pejlakcalys, IpUBOISIIAsl K pa3orpeBy
OKpyXaronieil cpenpl. Ha HeeleBCKOI perakcannm
OCHOBAHO sIBJIEHVE€ MarHUTHOM rurieprepmuu |18, 19].
OnHako yBeIWYEHUE TeMITepaTypbl MOXET HeraTUB-
HO BJIMSITh KaK Ha TEPMOYYBCTBUTEJIbHbBIE OMOIOTM-
YeCKM aKTHMBHBIE BEIIECTBA, TaK M Ha OKPYXKaOII1e
TKaHU.

Ocoboe BHMMaHME 3acCIyXKMBaeT NPUMEHEHHE
HErpeIolero HU3KO4YaCTOTHOIO MAarHMTHOIO IIOJIS
(uactora 1—1000 Iir), koTtopoe obGiamaeT OOJbIICHH
IMIPOHMKAIOIIE CIIOCOOHOCTBIO OTHOCHUTEJILHO TKa-
Hel, TIETKOCTBIO JO3MPOBAHMS Y KOHTPOJISI, OOJIbIICH
JIOKAJIbHOCTBIO U 0€30ITaCHOCTBIO 10 CPAaBHEHMIO C
rperomuM MarHUTHBIM noseM [20]. Ilpu npuiozke-
HUM HU3KOYACTOTHOTO MArHUTHOTIO ITIOJISI MarHUT-
HBII1 MOMEHT OCTaeTCsI HeIOABUXKXHBIM OTHOCHUTEIb-
HO HAHOYACTHUIIbI, caMa HAHOYAaCTHUIIA BpalllaeTCs B
MarHUTHOM IIOJIE — 3TO OpPOYHOBCKasl pejlakcallus.
JaHHBIIA TIpoliecC HEe MPUBOAUT K CYIIECTBEHHOMY
BBIACJICHUIO TeIlJIa, 1 OCHOBHOI KaHaJI JUCCUTIAIIAN
9HEPrumu AeOopMaMOHHO-MEXaHUYEeCKU (MarHu-
ToMexaHudeckasl aktuBaius) [17, 21, 22]. Ha cero-
IHSIITHUI JeHb CYILIECTBYET JIMIIIb HECKOJIBKO padoT,
MOCBSIIEHHBIX BIUSHUIO HM3KOYAaCTOTHOIO IIepe-
MEHHOI'0 MAarHMTHOTO TT0JISI HA IMTOJIUAJICKTPOJUTHEIE
MUKpoKaricyisl [17, 22].
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Ilenbio paboThl ObUI CUHTE3 KOMITO3UTHBIX MUK~
pOKaricyJl Ha OCHOBe He Ouopa3zjiaraeéMbIX MOJIUJIEK -
TPOJIWUTOB M HaHOYACTUIL OKCHUIOB keneza Fe;O,
U VICCIIeJOBaHME IIpollecca BBICBOOOXICHUS WH-
KaTICyJIMPOBAHHBIX MOJIEKYJI BHICOKOMOJIEKYJISIPHO-
ro JIEeKCTpaHa ITof BO3IENCTBUEM HH3KOUYACTOTHOTO
MepEeMEHHOTO MATHUTHOTO MOJIsI 3 CUET MATHUTOME-
XaHWYECKOI aKTUBALIM HAHOYACTULL B OJTMMEPHOIA
00o0JToUKe.

OKCIIEPUMEHTAJIbHAA YACTb
Mamepuanut

Bce xumMmueckue BelecTBa OBLUIM aHAIMTAYECKOTO
KadecTBa U HCIOJb30BAIMCh 0€3 IOIOJIHUTEIIHbHOM
ounctku. Jduruapat xyopuaa Kansuusi CaCl,-2H,O0
(Acros Organics, CIIIA), 6e3BoaHbIII KapOOHAT Ha-
tpust Na,CO; (ITW Reagents, CLLIA), xjiopun Ha-
tpus NaCl, nonuctuponcyiabdoHaTt Hatpus (ITCH)
(My, = 70 xJda), noavauiMjaMyuH TUAPOXJIOPUL
(ITAT) (M, = 50 xa), TPUTLI-nekcrpan (M), = 65—
85 k[a), Terparuapar xuopuna xenesa FeCl,4H,0,
rekcaruapat xjaopuna xkeiesa FeCly; 6H,O, nuruopat
IUHATPUEBON CONU STUJIEHIMAMUHTETPAYKCYCHOM
kucinotel (BATA) mpomsBomctBa Sigma Aldrich,
I'epmanmnsg. Boagy oumImamy ¢ ITOMOIIBIO CHUCTEMBI
Milli-Q Plus.

Cunmes Hanouacmuy, okcuoa jxcenesa Fe;0,

Hanouactuiibl okcuaa xene3a ObLJIM CUHTE3UPO-
BaHbl XMMMWUYECKMM COOCaXiaeHueM MOHOB Fe’' u
Fe?™ B MOJISIpHOM COOTHOLIEHUM 2 : 1 U3 BOIHOIO
pacTBopa mpu AoOaBJEHUM Tuiapata amMmmuaka [23].
1s1 mpegoTBpalleHus arperaliii HaHOYaCcTUIIbI ObI-
JIV CTAaOWIN3UPOBaHbl OTPULIATENIBHO 3aPSI>KEHHBIMU
LIATpaT-uOHAMU.

Cunme3s NOAUINEKMPOAUNTHBIX MUKPOKANCY/

MuKkpoKarncyibl CMUHTE3UPOBAaHbI C MTOMOIIBIO Me-
Tola MOCJeAOBATEIbHON aacopOLIMM Ha 4YacTUliax
KapOoHaTa Kaiabuus [4]. s rnoaydeHus: yacTull Kap-
OoHaTa KaJIblIMs U BKJIIOUEHUSI IEKCTpaHa, MEYEHOTO
TeTpaMeTWwIpogaMuH-S-u3zotuonranatom (TPUTLI-
JIEKCTpaHa), B MUKPOKATCYJIbl METOJIOM COOCAXKIIEHUS
CMeIBaIu 1o 615 MK BomHbIX pacTBopoB CaCl,
u Na,CO; (1 monb/n) u 2 ma pacrsopa TPUTLI-
nekcTpaHa (2 mr/mi). @opMupoBaBIIMECsS] KpUCTa-
JIbl KapOoHaTa Kanbuus 3axBatbiBaivi TPUTILI-nekc-
TpaH, YTO BEJIO K €ro 3aKJIOYEeHUI0 BHYTPU YACTHUII.
st agcopOuMM HAHOYACTUIL B KaXXAYH0 MPOOUPKY
no6asisin 100 MK BOOHOM CycIlieH3UM HaHOYaCTUIL
(KOHIIEHTpAalIMs paccuuTaHa U3 YpaBHEHUS peakluu
[23] u cocTaBuaa ~2.3 x 10¥ wt.), B TeueHue 15 MUH
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repeMelInBaId B IIeiiKepe U MIPOMbBIBAJIM OIUH pa3.
J111 pacTBOpEeHMS YacTULI KapOoHaTa KaJbLUs K 00-
pasuam 106aBIIsIu 1 MJI BOTHOTO pacTBOpa IMHATPU-
eBoii comu D/ITA (0.2 mosb/1), B TedeHUE 15 MUH 11e-
peMelnBay B Lieiikepe, UeHTPU(YrupoBaiu U yaa-
JISIA cymnepHaTaHT. [Ipoliecc MOBTOPSIM TpU pasa,
MOJIyYeHHbIE MUKPOKAIICYIbI IPOMBIBAIN TPU pasa
JIeNOHU3NPOBaHHOIT Bomoii. KoOHIIeHTpalst MUKPO-
Karcysl OblIa pacCuMTaHa W3 YpaBHEHUs peaKIuu
oOpa3oBaHUsI KapOOHaTa KaJlbLIMS W COCTaBIIsijia
~6.9 x 10% wr. CTpyKTypa KOMIIO3UTHOI1 060JIOUKU
umena cieayromwuii Bun: PAT/IICH/PAI/MHY/
IICH/PAT'/TICH (MHY — MarHuTHasi HAHOYACTHUIIQ).

Bosdeiicmeaue HuzKkouacmommuoeo NepemerHHoco
MACHUNIHO2CO0 NO/AA HA KOMNO3UMHble MUKDPOKANC)/1bl

[uist mpoBeneHus 3KCIIEPUMEHTOB IO BHICBOOOXK-
neHuro TPUTIL-gexcTpaHa U3 MMOJIUAJIEKTPOIUTHBIX
MUKPOKAIICYJ MCIOJIb30BAIM TeHepaTop INepeMeH-
Horo marautHoro nojit TOR MFG 01/12 (“Hano-
Matepuanbl”’, Poccust). Ha Mukpoxamncyibsl Bo3meii-
CTBOBaJIM HETPEPHIBHBIM MEPEMEHHBIM MarHUTHBIM
noJieM ¢ amrumTynoit 100 Mo u yactoroit 30—110 IiI.
DKcnepuMeHT ObUT MPOBEAEH IJIs YeThIpeX cepuit
00pa3noB, yacToThl Bo3aeiicteus 30, 50, 77 n 110 ItI.
st aTOro o6paszel; MUKPOKAIICYJl ObLI pa3aeiaeH Ha
MSATh YacTel (C yueToM KOHTPOJILHOTO 00pasiia), 3a-
TeM TTPOOUPKU C KOMITO3UTHBIMU MUKPOKAICyJaMu
rnomelniaiyd B pabouyr 00JacTb reHepaTopa MarHuT-
HOTO TI0JISI C TIOMOIIbIO CIIeUATBHOTO JAepXKaTeJs.
KoHleHTpaluss MUKpOKarcyia B KaXIoi mpoOupke
cocraswia ~1.4 x 108 wT., BpeMs 5KCITO3ULIMK B Mar-
HUTHOM T10J1e 60 MUH IS KaxXKIoi cepuu oOpas3lioB.
Kaxnyio nipoOupky lLieHTpupyTrupoBaiv, CylepHa-
TaHT OTOMpaIM U U3MEPSIIIU MHTEHCUBHOCTh (pIyo-
peclieHIIMU ¢ noMmolukio dayopumerpa Cary Eclipse
Fluorescence Spectrophotometer Ha IJIMHE BOJIHBI
Bo30yxkaeHust payopecueHuuu TPUTILI-gekcTpana
552 HM.

g onpeneaeHUST ONTUMAJIBbHOTO BPEeMEHU 3KC-
MO3ULIMM MUKPOKATICYJI UCITOJb30BAJIU IIEpEMEHHOE
MarHuTHoe ToJie ¢ yactoroi 50 I'n. MHTeHCUBHOCTH
dnyopecuennnn TPUTL-gekcTtpaHa B KOMITO3UT-
HBIX MUKPOKAICyJIaX U3MEpSId CIIYyCTS 2 4 Mocie
BO3IEMCTBUSI MATHUTHOTO MOJISI C TIOMOIIBIO KOH(PO-
kanbHOro Mukpockorna Leica TCS SPE (Leica Cam-
era AG, I'epmanms).

PE3VJIBTATBI 1 UX OBCYXIEHHUE

s ornpeneneHust pa3MepoB, CUHTE3MPOBAHHbBIX
HAHOYACTUIl OBLIM MCITOJb30BaHBI ITPOCBEYMBAIO-
uii 37eKTpOoHHBI MUKpockoIl (ITDM) Technai Osiris
(FEI, CIIIA) u ananmuzatop Malvern Zetasizer ZS.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

[1DM-u306pakeHie CHHTE3MPOBAHHBIX HaHOYa-
ctull Fe;O, npeacrasiaeHo Ha puc. la. HaHouacTuiibl
nMeIoT (opMy, OIU3KYIO K c(pepruecKoil, X cpel-
HUI pa3Mep, paccunuTaHHBIN o [IDM-u300paxe-
HHMIO C IOMOIIbIO IIporpaMMbl Imagel, cocraBmi
13 = 1 aM. MeTomoM TMHAMMYECKOIO CBETOpaccesI-
HUS TIOJIyYeHO paclipeaelieHre HaHOYACTHUII 110 pa3-
MepaM (puc. 10), 13 KOTOPOTO CJIEAYET, YTO KpOoMe
OTIEJIbHBIX HAHOYACTUI B CYCIICH3UM IPUCYTCTBYET
He3HAaYUTEeJIbHOEe KOJMYECTBO MX arperatoB. Iumgpo-
IMHaAMUYecKuii nnameTp HaHouacTtull Fe;O, cocTas-
nger 85 £ 16 HM. DTO 3HAUEHME B HECKOJILKO pas
MpeBBIIIAeT pa3Mep, ITOJYyYCHHEIM METOOOM 3JIeK-
TPOHHOI MUKPOCKOIINH, YTO TOBOPUT O (hopMUpOBa-
HUU agcOpOLIMOHHOIO CJIOSI M3 MOJIEKYJI WM MOHOB,
MIPUCYTCTBYIOIINX B cCpele, Ha IIOBEPXHOCT HaHOYA-
CTHII.

IMopoikoBasi peHTreHOBCcKasl mudpakTorpaMmma
HaHouacTull (puc. 1B) mojiydeHa Ha J1a0OpaTOpPHOM
mopolukoBoM audpakromerpe Rigaku Miniflex 600
(A = 1.5406 A). Ha6monmatorcsa pedaexcer 220 npu
20 = 30.0°, 311 mpm 35.2°, 400 opu 42.9°, 511 nipu
56.9° 1 440 npu 62.5°, YTO CONIACHO CTaHOAPTHOMN
6a3ze naHHbix JCPDS (Ne 8§9-4319) cooTBeTCTBYET KYy-
OUUECKOIl KPUCTAJUIMUECKON CTPYKType IIIMUHEU,
xapakTtepHoit 1 marHetutra Fe;O, (mpoctpaH-

cTBeHHas rpymnmna Fd3m). CpenHuii pa3mep o61acTu
KOT€pPEHTHOTO pacCcesiHUsI, OLIECHEHHBIN Mo (opmyJie
IIlepeppa B mpubamkeHUU chepudeckoin HopMbl
HaHo4YacTUII ¢ mocTostHHOU K= 0.9, cocTtaBul 15 HM,
4yTO comtacyeTcs ¢ JaHHbIMU [TDM. Da30BbIil cocTaB
HaHOYaCTUII TaKXKe MCCIeT0BaH METOA0M Mecchaya-
POBCKOI CIIEKTPOCKOITUM B TEOMETPUN MPOMYCKAHMS
C UCMOJIb30BaHUEM MCTOYHMKA TaMMa-U3JIydeHUs
Co(Rh) u crmekrpomerpa MS-1104Em. Ananus
MeccOay?pOBCKMX CIIEKTPOB MOKa3ald IIPUCYT-
CTBHME B 00pasle TakxKe MarHUTHOM a3kl Marre-
muta y-Fe,0;. MI3MeHeHue n3era-noreHuuana Ha-
Houactull Fe;O, B 3aBUCUMOCTU OT KHUCJIOTHOCTH
IucIiepcHoi dasbl (puc. 1r) JeMOHCTPUPYET YBEIIM-
YyeHne MOIYJS A3eTa-IIOTeHIIMAaNa P YBEJINYESHUN
pH ot 2 no 7. Tak kak manbpHeiiliee noBeimeHue pH
He IIPUBOIUT K YBEINICHUIO MOMYJISI DJIEKTPOKMHE-
TUYECKOIO MOTEeHIIMAJIA, afCcOPOILIIO0 HAHOYACTHII HA
MMOJIUMEpPHBIE 000JIOUKM MPOBOAWIN HA CJIOI ITOIU-
KaTHOHA U3 CYCIICH3WM HAHOYACTUI] IPU HEeHTpab-
HOoM pH.

MarnutHble cBolicTBa HaHouyacTull Fe;O, onpe-
JIEeJISUIM IO KpUBOM rucTepesuca (puc. 2). s momy-
YeHHsI KPUBOI MCIOJIb30BaIU BUOPOMArHUTOMETP
EG&G PARC (momenp 155). KospuutuBHas cuia
cocraBuia 1.06 = 0.01 kKA/M, ynenbHast HAMarHYeH-
HOCTb HacklleHus 38.7 A - M%/KI, MAarHUTHBIA MO-
MeHT (2.4 + 0.3) x 107 A - Mm% Habmonaemas ripu

Ne 1 2022
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Puc. 1. MaruntHbie yactuuel Fe;0y4: a — TI9DM-n3obpaxenue; 6 — ructorpaMma pacrpenesieHus 1o pasMepam d; B — Iopoui-
KoBas qudpakTorpamMma; r — 3aBUCUMOCTb BeJIMUMHBI A3eTa-TToTeHInaia ot pH.

KOMHATHO#1 TeMmIlepaType KpuBasl TUCTepe3rca CBU-
IETETBCTBYET O TOM, YTO HaHOJYacTUIlhl Fe,0, nmeror
¢deppomarauTHyIO I1puponay. CormacHO CyIIeCTBYIO-
UM TIPEACTaBICHUSIM CUHTE3MPOBAaHHBIC HAaHOYA-
CTHUIIBI SIBJISTIOTCST OMHOMOMEHHBIMHM M MOTYT peJlak-
CHpPOBATh IO OPOYHOBCKOMY MEXaHMU3MYy B HU3KOYA-
CTOTHOM I€PEMEHHOM MarHUTHOM TI0JI€, UX MOXHO
HCIIOB30BaTh B KauyeCcTBE MEIMATOPOB JIOKATLHOMN
nedopmanuu 61arogapsi MAarHUTOMEXaHUYECKOM aK-
tuBauuy [20]. it ee peanu3anuy BaxKHbI apaMETPhI
HaHOYACTUIIbI (IMaMeTp, MaTeprua) U MarHUTHOTO
o1 (aMIUTMTYIHO-YaCTOTHbBIE U TTPOCTPAHCTBEHHO-
BpEeMEHHbIE XapaKTepucTUKu). DddeKkTuBHaAs pea-
T3l MAarHUTOMEXaHWMIECKOM aKTUBAIlUKA TPeOyeT
MPUMEHEHUST HHM3KOYAaCTOTHBIX IEPEMEHHBIX Mar-
HUTHEIX nojieit (meHee 0.1—1 xI11) 1 MAarHUTHBIX Ha-
HogacTull guaMeTpoM oT 15 mo 100 HM, TTOCKOJIBKY, C

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

OIHOI CTOPOHBI, HAHOYACTUIIHI JOJIKHBI OCTaBaThCS
OMHOJOMEHHBIMHU (TIEPEX0d B MHOTOJOMEHHOE CO-
CTOSIHME Yy MarHeTuTa MPOMUCXOAUT MpU AUAMETpe
okojio 100 HM), a ¢ Apyroit CTOPOHBI, YBEJIMYECHUE
pasMepa HaHOYACTUII MTOBBIIIAET MAKCUMAJIBHYIO Te-
HEpUPYEMYIO CUJTy B TIepEMEHHOM MAarHUTHOM IIOJIe
3a CYET pocTa MarHUTHOro MoMmeHTa [24]. Takum 06-
pa3oM, UCIIOIb3yeMble B MCCIIEAOBAaHUU TTOJISI U Ya-
CTULIBI TIOAXOIST JJIs1 pean3allui MarHUTOMEXaH-
yeckoit aktuBauuu. [Jis Hee XapakTepHa CIOXHasI
CBsI3b BeJIMYMHBI 2¢dekTa (medopMannun) ¢ 4acTo-
TOM TOJISI, KOTOPAsk 3aBUCUT OT OKPY>KEHUST HaHOYA-
ctull. CBI3aHHBIE C HAHOYACTULIAMU MaKPOMOJIEKY-
JIbl MOTYT UMETh OOpaTHbIE BpeMeHa peliakcaluu,
Jiexalie B 00JacTM HU3KUX 4YacTOT IepeMEHHBIX
MarHUTHBIX TIOJICi, YTO IIPUBOIMUT K TICEBAOPE30-
HaHCHBIM 3(ddeKTaM yBeTndeHMS OTKINKa [24, 25].
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Puc. 2. KpuBag HaMarHMYEHHOCTU CHHTE3MPOBaHHBIX
HAHOYaCTHLI.

TPUTILI-gexcTpaH yCIIEIIHO BKJIIOYAeTCs B 4a-
ctuiibl CaCOj5 B npoliecce coocaxaeHusl, Kak BUIHO
W3 N300pakeHUSI MUKPOKATIICYIT, TIOJTy4€HHOTO C TIOMO-
11Ib10 (hITYOPECLIEHTHOTO KOH(POKATBHOTO MUKPOCKOTIA
(puc. 3a). CpenHuii TUAPOOMHAMUYCCKUIT AUaAMETP
CUHTE3UPOBAHHBIX MUKPOKAIICYJI, ONIpeAeSICHHBII Me-
TOOOM IMHAMMWYECKOTO paccessHUSI CBEeTa, COCTABUII
3.7 £ 0.5 MxM. 1 U3ydyeHUs] BIAUSTHUSI HU3KOYa-
CTOTHOTO TIePEMEHHOI0 MarHUTHOTO TMOJISI Ha MOp-
¢ ororro 060JI0YKN Ha MUKPOKATICYJIbI BO3IEICTBO-
Banu mojieM ¢ ammmutygor 100 mMTin m gactoramm
30, 50, 77, 110 I'i. PacTpoBBIii 271€KTPOHHBIN MUKPO-
ckon (POM) JSM-7401F (Jeol, flnoHust) ucnonab3o-
BaJIM ISl U3YYeHMsI HapylIeHMs LIEJIOCTHOCTH 000-
JIOYKU TOJIUSJIEKTPOJIMTHOI MUKpOKaIicybl. O Hapy-
IeHu" cyauiu 1o POM-uzobpakeHusMm (puc. 36—3e).

B oTcyTcTBHME 11O CTPYKTYpa 000JI0YKM HE HApY-
IIeHa, MUKPOKAIICYJIbI OCTAIOTCS 1LeIbiMu (puc. 30).
M3 cpaBHeHUsT M300paxkeHU BUIHO, YTO HAaUOOIb-
masi medpopmanmsa HaOJMIOOAETCsS NPU BO3ACHCTBUU
MepeMEHHOI0 MarHUTHOIO MOJist ¢ yactoroit 77 Iig
(puc. 3r). IIpm gacrorax 30, 50 u 110 I'x (puc. 3B, 3m,
3e) Kakue-1mb0 3aMeTHBIE Ae()OpMalli OTCYTCTBY-
10oT. OCHOBHOM NPUYMHOI HAOII0IaeMOT0 pa3pyliie-
HUSI MUKPOKAIICYJI MOXET ObITh HACTYIJIEHUE TCEB-
JIOpe30HAaHCa B CUCTEME “000JI0YKa—HAHOYACTHUIIBL”
MpU COBIAlEeHUU OOpaTHOTO BPEMEHU pesiakcalluu
MHOTOCJIOMHOM ITOJIMAJIEKTPOJIUTHONH OO0OI0YKH U
9acTOThl MarHUTHOTO IT10is1. [Ilpu OpoyHOBCKOI pe-
Jlakcaluu ToJ NeHCTBUEM HU3KOUYACTOTHOTO Tiepe-
MEHHOTO MarHUTHOTO T0JIsI MArHUTHbIE HAHOYACTU -
1Ibl HAUMHAIOT COBEpIIATh KoJieOaTe/IbHbIE TBVKEHMSI.
Mx mexaHndecKasi SHeprus IepeaaeTcss 000JI0UKe B
dopMe gedopMalnii CXKATUSI M PACTSLKEHUSI MaKpO-
MOJIEKYJI, U3 KOTOPBIX COCTOSIT KOMIO3UTHbIE MUK-
poxarcysl, ImpuieM Ha yactore 77 I11 atu nepopma-
1IMM MHOTOKPATHO YBEJIMUYUBAIOTCS, T.€. HOCSIT Pe30-
HaHCHBIK XxapakTep. COOTBETCTBEHHO, MPU TaKOM
2 deKTe IMPOUCXOIUT BEICBOOOXACHNE NHKATICYIN-
poBa"nHoro TPUTII-gexcTpaHa 13 MUKpPOKAIICYII.

NurencuBHoct ¢ayopecueHuun TPUTI-nekc-
TpaHa B CyllepHaTaHTe MOCJe BO3ISMCTBUS Ha MUK-
PpOKarICyabl IepeMeHHOT0 MAarHUTHOTO TTOJISI pa3/iny-
HOM YacTOTHI MpUBeIeHHI B Taba. 1. Kaxkmoe nsme-
peHUe TIPOBOAWIIM 4Yepe3 2 49 ITI0C/Ie€ BO3ICUCTBUS.
Bunno, yto TPUTILL-gexcTpaH BEICBOOOXIAETCS BO
Bcex ciydasix. B ciiyyae KoHTpoabHOro obpasiia (0e3
BO3IENCTBUSI) BRICBOOOXKIECHME CBI3aHO ¢ TUPPy3u-
eit TPUTL-nexcTpaHa n3 MUKPOKATICYJIBI B CyIlep-
HATaHT, 1 B CPABHEHUU C OCTAJIbHBIMU OOpa3laMu
OHO MMHHMMAaJIBbHO. O0O0JIOUKN MHUKPOKAIICYJ ITpaK-
TUYECKU HEMPOHULAEMBbI I COeAUHEHUI ¢ MoJie-

Puc. 3. M306paxkeHsI MUKPOKAIICYJI, TTOJIYYEHHBIE C TIOMOIIBIO (hIyOopeCLieHTHOM KOH(MOKaIbHOM MUKpOocKonuu (a) u POM
(6—e), o (a, 6) u ocJte (B—e) BO3AeCTBUS B TeueHHe 60 MIH IMepeMeHHOTO MAarHUTHOTO 1moJist aMrumuTynoit 100 mTi ¢ yacto-

Toit: B— 30; 1 — 50; ;1 — 77; ¢ — 110 I'x.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS
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Taomuna 1. MateHcuBHocTh bayopecueHuuun TPUTL -
JIeKCTpaHa B CyliepHaTaHTe Mocje BO3AeHCTBUS MepeMeH-
HOTO MarHUTHOTO TOJISI pa3JIMIHOM YaCTOTHI U LICHTPUdY-
TMPOBAaHUSI MUKPOKATCYJI

. MHTEeHCUBHOCTh
YacroTa Bo3aeiicTBus, 11
dbayopecueHLIH, YCII. eI,
0 21.8
30 42.1
50 40.9
77 84.4
110 71.6

KyJIIpHOM Maccoii Gonbire 5 x/a [26]. TlosTomy
MOXHO CYMTaTh, UTO M3MEHeHHUe (IIyOopeCleHIIUU
M3-3a ecTecTBeHHON mudPy3un B JaHHOM BpeMEH-
HOM MHTEpBaJIe HE SIBISICTCS CTaTUCTUYECKU 3HAYM -
MBIM. MakcuMaibHOE 3HaYyeHHe WHTEHCUBHOCTU
diyopeclieHIIMM CynepHaTaHTa HAOMIOmaeTCs IIpu
BO3JIEMCTBUM IO C YacToToi 77 I, 4To cornacyer-
cs ¢ pe3ynbratoM POM.

OnHUM U3 TIapaMeTpPOB BO3ACUCTBUS SBISIETCS
BpeMsl IKCMHO3UIIMUM MUKPOKAICYJl B HU3KOYACTOT-
HOM TIEpEMEHHOM MarHuTHOM Itojie. C ITOMOIIBIO
KOH(DOKATHLHON MMKPOCKOITMM OBLTN TTOJyYeHBI TaH-
Hble 00 mHTeHCUBHOCTU (ayopecueHumu TPUTII-
IeKCTpaHa B MUKPOKAIICYJIaX B 3aBUCHMOCTH OT Bpe-
MEHM BO3AEMCTBUSI MarHUTHOro mnojs (puc. 4).
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Puc. 4. 3aBUCMMOCTh MHTEHCUBHOCTH (hIyOpeCCHIIUN
TPUTII-nexcTpaHa B 000J104Ke MUKPOKAIICYJI OT BpeMe-
HU DKCIO3UILIMU B MAarHUTHOM II0JIe C aMIUIMTYIOM
100 MTo1 1 wactoroit 50 Iti.
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IMpn mnurenmpHOCTM BO3meicTBUS Oombmie 10 MUH
UHTeHCUBHOCTH uryopecueHuu TPUTII-gmexcTpa-
Ha MpakKTUYECKM HE U3MEHSETCSI, YTO TOBOPUT 00
YCTaHOBJIECHUM PAaBHOBECHOI KOHILICHTpALlMM B 000-
JIOUKEe M JUCHEPCHOM cpelae U 00 OKOHYAaHUU IIPO-
ecca BICBOOOXAeHUS. TakuM 00pa3oM, ONTUMAaJIb-
HBIM BpeMeHEM BO3JIeMCTBYS IT0JIS siBJisieTcss 10 MUH,
B TeUEHME KOTOPOI'0 YCTAHABJIMBAETCS paBHOBECHAS
koHueHTpauuss TPUTII-nekcTpaHa B 000JI0UKe U
cpefe, B KOTOPOI HaXOASITCS MUKPOKATICYJIbI.

3AKJIIOYEHHME

B paboTte mpoaeMOHCTpHUPOBAHO YCIIECITHOE TTPH-
MEHEeHHEe HM3KOYAaCTOTHOIO MNEPEMEHHOIO0 MAarHUT-
HOTO MOJs IJIs KOHTPOJIMPYEMOIO BBEICBOOOXKICHUS
TPUTLI-nexcTpaHa M3 KOMMIO3UTHBIX MUKpPOKAaII-
CyJl. AHa/IM3 MOJYYEHHBIX PE3YJIbTaTOB ITO3BOJISICT
3aKJII0YUTh, YTO Y CUCTEMbl MHOTOCJIOITHOI MOJIN-
9EKTPOJUTHON O0O0O0JIOYKM, B KOTOPOM HAXOISATCS
HAHOYACTUIIbl MarHeTuTa, €CTh OIpeleieHHOEe 00-
paTHOe BpeMms peyakcauuu, oauskoe K 77 T, Ilpu
TMMOMEIIEHNN KOMITO3UTHBIX KarlCyJl CO CTPYKTYpPOM
AT /TICH/TIAT /MHY/T1ICH/TIAT' /TICH B nepe-
MEHHOE MarHUTHOE TToye yactoTou 77 I 6maromapst
MAarHUTOMEXaHWYECKOl aKTWBAllMM HAHOYACTHI]
BO3HMKAET IICEBIOPE30HAHC, BRI3LIBAIOIIHNIA ITOSIBJIC-
HHe nedeKTOB B 000JIOUKE M CTUMYJIMPYIOIINUA BBI-
CBOOOXIEHE MHKAIICYIUPOBAaHHOIO BellecTBa. O11-
TUMAaJIbHOE BpPEMSI BO3ACUCTBUSI MAarHUTHOTO ITOJISI
cocrtasisgetr 10 MuH.

MarnutoMexaHuueckasi akTUBAIIUS SIBJISIETCSI OC-
HOBOI1 HOBOM KOHLIEIILIUU JTOKAJIBbHOIO BO3AEMCTBUS
Ha MOJIEKYJSIPHOM YpPOBHE M TIEPCIEKTHBHA IJISI
VIIpaBJICHUS TIPOHUIIAEMOCTBIO 000J0YeK MHKPO-
KarICyJl TIP1 JTOCTaBKe OMOJIOTMYECKHN aKTUBHBIX Be-
1IECTB.

BJIIATOJAPHOCTHU

PaGoTa BbITIOJIHEHA B paMKaX rocy1apCTBEHHOTO 3a/1a-
Huss @HUL “Kpucramutorpadus u horonuka” PAH ¢ uc-
nonb3oBanueM obopynoBanus LIKIT ®HUII “Kpucran-
norpacgpusa u poronuka” PAH npu noggep:xxke MuHoOp-
Hayku Poccum (mpoekr RFMEFI62119X0035) B yactu
CUHTE3a U XapaKTepr3aluu HAaHOYACTULL OKCUJOB XeJle3a.
Pa6ots mo Momudukanmy 000JI0UeK Karcysl HaHO9aCcTh -
LIaMM OKCUJIOB XeJjie3a U aHaU3y BIUSHUS HETPEeIOIleTo
MarHUTHOTO TIOJIsI BBIMTOJTHEHBI ITpy noaaepxkke Cosera no
rpanTtam [Ipesunenra P® (rpant Ne MK-1109.2021.1.3).

KonhMKT HHTEpecoB: aBTOPHI 3aSIBJISIIOT, YTO Y HUX HET
KOHMIMKTAa UHTEPECOB.
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Release of TRITC-Dextran from Composite Microcapsules under the Influence
of a Low-Frequency Alternating Magnetic Field

A. V. Mikheev" 2 *, 1. A. Burmistrov?, V. B. Zaitsev!, V. V. Artemov?, D. N. Khmelenin?,
S. S. Starchikov?, M. M. Veselov!, N. L. Klyachko!, T. V. Bukreeva? 3, D. B. Trushina? 4
! Lomonosov Moscow State University, Moscow, 119991 Russia
2Federal Research Center “Crystallography and Photonics” RAS, Moscow, 119333 Russia
3Research Center “Kurchatov Institute”, Moscow, 123182 Russia

“Sechenov First Moscow State Medical University of the Ministry of Health of the Russian Federation (Sechenov University),
Moscow, 119991 Russia

*e-mail: mikheev.av 16@physics.msu.ru

Composite microcapsules based on polyelectrolytes and nanoparticles of iron oxides were synthesized, and
the release of encapsulated high-molecular dextran under the influence of a low-frequency alternating mag-
netic field due to the magnetomechanical actuation of nanoparticles in a polymer shell was investigated. As a
result of chemical condensation of ferrous and ferric iron, single-domain magnetic spherical Fe;O, nanopar-
ticles were synthesized and characterized by transmission electron microscopy, dynamic light scattering,
powder X-ray diffraction and Mossbauer spectroscopy. Polyelectrolyte microcapsules from polyallylamine
hydrochloride and sodium polystyrene sulfonate were modified with magnetic nanoparticles due to electro-
static adsorption on the oppositely charged polyelectrolyte layer. Dextran labeled with tetramethyl
rhodamine-5-isothiocyanate (TRITC-dextran) was used as a model substance for encapsulation; it was in-
corporated into CaCOj particles (soluble cores for the formation of capsules) by coprecipitation. The capsule
samples were examined by scanning electron microscopy, dynamic light scattering, and fluorescence confo-
cal microscopy. The capsules were exposed to an alternating magnetic field with an amplitude of 100 mT and
frequencies of 30—110 Hz. The content of labeled dextran in the shell of the microcapsules and in the super-
natant was determined using fluorimetry and fluorescence confocal microscopy. The duration of exposure
and the frequency of the magnetic field, at which the maximum release of dextran from composite capsules
is achieved, were established. Exposure to a low-frequency alternating magnetic field can lead to significant
deformation of the shell of polyelectrolyte microcapsules modified with magnetic nanoparticles, and the suc-
cessful release of the encapsulated substance.

Keywords: layer-by-layer adsorption, calcium carbonate, polyelectrolyte microcapsules, single-domain mag-
netic nanoparticles, iron oxide, Brownian relaxation of the magnetic moment, magnetomechanical actua-
tion, low-frequency alternating magnetic field.
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MeTonoM caMOpacpOCTPAHSIONIETOCS BBICOKOTEMIIEPATYPHOTO CUHTE3a ITOJy4YeHbl KOMITO3UIIMOHHBIE
matepuanbl 3Ti—Si—2C ¢ ucronb30BaHUEM Pa3INIHBIX CTPYKTYPHBIX (DOPM yriiepoaa (caxa, yriiepomgHbIe
HaHOTPYOKH, (pyuieput). Pa3oBrlii cocTaB 00pa3l0B UCCAEA0BAaH METOAOM PEHTTEHOCTPYKTYPHOIO aHa-
sm3a. [TokaszaHo, uro konnuectBo MAX-bassl TisSiC, (paset M, , 1AX,, tnen =1, 2, 3, ...; M — nepexon-
HBI d-MeTaill; A — p-37eMeHT; X — yriaepoa) B MOJAyYeHHBIX MaTepraiax 3aBUCUT OT ¢opMBbI yriepona.
I1pu ncnonb3oBaHUM caxky 0OHaApYKeHO Takke popMmupoBaHue Kapouna TiC, a Ipu ncnoab30BaHUN yT-
JiepooHbIX HaHOTPYOOK U dysuieputa — TiC u TisSizC,. Bo Bcex o6pasuax nmpucyrcTyloT cienbl dasel TiSi,.
MeTomoM pacTpoOBOil 3JIEKTPOHHON MUKPOCKOIUU IMOKA3aHO, YTO CTPYKTYpa 00pa3LoB ¢ QYLUIEPUTOM U
HAHOTPYOKaMU HEOTHOPOIHA U COACPXKUT 00IaCTU, COCTOSIIIINE OMHOBPEMEHHO U3 HECKOJIbKUX (has.

KiroueBble ciioBa: caMopacIpocTpaHsIIOIIUIiCcsS BBICOKOTeMIIepaTypHblii cuHTe3, MAX-da3za, Ti;SiC,, Tutan,
KpeMHUI, yriepomn, GyiepuT, yriiepoaHble HAHOTPYOKH, caxka, MUKPOCTPYKTYpa, pEHTTeHOCTPYKTYPHBIIA

aHaJIN3, JEKTPOHHAsI MUKPOCKOITHSI.
DOI: 10.31857/51028096021120104

BBEAJEHUWE

Cunuxkokapoun turtaHa TizSiC, — TUNMuHBLI
MpencTaBUTEb CEMENCTBA TPOUHBIX CJIOUCTBIX Kap-
O6unoB co crexuomerpueit M, . AX, (tnen=1,2,3, ...;
M — niepexonHbiit d-MeTajut; A — p-31eMeHT; X — yr-
Jiepon), Tak Ha3biBaeMbix MAX-da3, xapakTepusylo-
IIMXCSl YHUKQJIbHBIM COUYeTaHMEM CBOMCTB MeTajlyla 1
kepamuku [ 1—4]. Ti;SiC, obianaeT ManbIM 3J1I€KTPO-
cornpoTtuBieHueM (23 MkOM - cMm), TeMIlepaTypoi
rraBieHnst ~2300°C M BBICOKOUM OKMCIUTEIBHOMI
croiikocTbio Tipu 900°C, HeOOMBITUM KO3 DULIUEH-
ToM TpeHusi (MmeHee 0.15 mpu TpeHUU MO CTANU U
HUTPULY KPEMHHMS ), XOpOIIei pamralimiOHHOM CTOM-
KocTblo. [Ipy ONMHAKOBO C TUTAHOM IUIOTHOCTH
(~4.52 t/cm?) Ti;SiC, xapakTepusyeTcsl 3HaYMTENb-
HOM XEeCTKOCTBIO U TBEPIOCTbIO Ojiaromapst 0OabIIe-
My Mmonymto FOuHra (325—345 I'Tla). B cpaBHeHuHM ¢
kapounom TiC cusmmkokapomna ThTaHAa — aHOMAaJIbHO
MSITKUI MaTepua, o0Jiagaroliuii 0oableil Tpel-
HocToMKOCTbIO (5—16 MIla - M'/2). Baronaps Takoit
KoMOuHaiuu cBoiictB MAX-daza Ti;SiC, npusneka-
€T BHUMaHUe HccieaoBaTesieil Kak NMepCcreKTUBHbIN
MaTepual BBICOKOTEMIIEpATypHOU KepaMUKM, 3a-

18

IIUTHBIX TIOKPBITUIA, JaTYUKOB,
KOHTAKTOB U IPYTUX MPUTOKEHUIA.

IMonyuwnts Ti;SiC, B unctom BUze CioxHO. MeTon
MOPOIIKOBOI MeTaJUTypruu (M3Ha4YaJlbHO OCHOBHO)
TpeOyeT OOJBIIOro Yrcia TEXHOJIOTMYECKUX Oonepa-
uuii. Bropas ¢asza (B 6oapuimHcTBe ciaydaeB TiC,
moryT 6bITh Takxe TiSi,, SiC, TisSi; TisSi;C,), obpa-
3ylollasicsi B Mpollecce CHMHTE3a, OKa3bIBaeT Cyllle-
CTBEHHOE BIMsIHUE Ha cBoiicTBa MAX-da3nl. [ToaTo-
MY J0 CUX TIOp aKTyaJIbHBbIM SIBJISIETCS Pa3BUTUE Me-
TOIOB ee cuHTe3a [5—12]. B murepatype mokazaHa
BO3MOXHOCTb nosydeHust Ti;SiC, uucroroii ot 92 no
98 mac. % MeToJaMU ropsiuero npeccoBaHus in situ
[1, 5, 11], MexaHOCHUHTE3a C TIOCAEeAYIOIINUM OTKUTOM
[6], MckpoBOTO TJIA3MEHHOTO CIIeKaHUs [9], MarHe-
TpoHHOTO pacrbiUieHus [10], cnekaHus B UMITYJIbCHOM
paspsae [12]. B kadyecTBe mcXomHOI peaKIIMOHHOM
CMeCH MCIIOJIB3YIOTCs KaK yncThie mopoiuku Ti/Si/C
[5, 6, 10], Tak u cmecu ¢ kKapoumamu Ti/C/SiC u
Ti/Si/TiC [7-9, 11, 12]. PaccmaTpuBaetcs 3ddek-
TUBHOCTb M30BITOYHOIO A00aBIeHUS KpeMHUs (110
OTHOIIIEHUIO K cTexruoMeTpuu MAX-da3bl) o1 KOM-
MeHcallMu ero IoTepb IpU UCIapeHUU BO BpeMs
cuHTe3a [5, 7, 12].

SJICKTPUICCKUX
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HMcnonp3oBaHrue MeToma caMopachpoOCTpaHsIo-
1erocst BbicokotemriepatypHoro cuHte3a (CBC) ms
nonydyeHus Ti;SiC, sBasieTcss 5KOHOMUYECKON alb-
TepHaTUBOI 0oJiee YCHEeIIHbIM, HO JOPOTOCTOS UM
METOIaM PEaKTUBHOTO CIEKAHUS U TOPSTYEro U30CTa-
Tueckoro npeccopanus [13—17]. dns CBC xapak-
TEPHO caMOIoIAepKUBaloIeecs IPOTeKaHUe XUMU-
YECKOM peaklMu, KOTOPOe MPOUCXOIUT 0€e3 yuacTust
BHEIITHUX WCTOYHUKOB Teruia [18]. MakcuManbHas
TeMmIieparypa ropeHus npu cuHrese Ti;SiC, naHHbIM
MeToaOoM MoxkeT nocturathb 2373 £ 25 K [15]. B 3aBn-
CHUMOCTH OT YCJIOBUM IKCIEPUMEHTA, PEAKIIMOHHOMN
CMECU U IUCTIEPCHOCTU MOPOIIKOB Pa3HbIMU aBTO-
paMu ToKa3aHa BO3MOXHOCTb MOJYYEHUSI METOAOM
CBC Ti,SiC, uucroroii no 90 mac. % [13—17].

OnmanM 13 BaxkHBIX mapamMeTpoB CBC, oka3piBaro-
IIKUX BAUSIHUE Ha (Pa30BbIil cocTaB 00Pa3loB, SIBJIsI-
€TCSl UCTIOb3YeMblii UICTOYHUK YTJiepoja, a UMEHHO
ero CTpyKTypa U TepMuuecKkue cBoiictBa. M3BecTHO,
YTO MpU U3OBITKE yriaepoja B IMPOAYKTaX CUHTE3a
yBesmuuBaeTcs KoqndectBo TiC, a mpu HegocTaTke
noMuMo Kapouaa popmupyercs TisSi; [17]. ABTOpa-
mu [14] moka3aHoO, YTO IPU MCITOJIb30BAaHUM CAXU U
rpacduTa B pesynbrare CBC-peakuuu opmupyercs,
COOTBETCTBEHHO, 71.5 1 82.5 06. % Ti;SiC,, nobasie-
Hue Kapomaa SiC B 000MX Cirydastx IIPUBOIUT K BEIXOLY
~85 06. % Ti;SiC,. Ha ocHOBe aHanu3a qurepaTtyp-
HBIX JaHHBIX B [17] oTMe4aeTcs, YTO UCHOJb30BaHUE
MEJIKOJUCIIEPCHOTO rpaduTa U BBICOKOAKTUBHOTO
yraepona nosbiiaeT Bbixon TizSiC,. BnustHue wuc-
TOYHMKA yriepoaa Ha ¢dopmupoBanue MAX-dazbl
npu CBC ormedaeTcd TakKe IUIST IPYTUX COCTAaBOB
HaHojamMuHaTOB [19]. UMeroTcst naHHbIe [5] 0 BiIuMsI-
HUU aKTUBUPOBAHHOTO YIUISI U rpachuTa Ha CUHTE3
Ti;SiC, MeTonom ropsiuero rpeccoBaHusl, IJe YNCTO-
Ta MAX-da3ssl coctabnsieT 98 u 87 mac. % cooTBeT-
CTBEHHO.

M3BeCTHO, YTO MCTIOJb30BAHUE PA3TUUYHBIX HAHO-
CTPYKTYpHBIX hopM yriepona (dyiepeHoB, rpade-
Ha, YrjaepoAHbIX HaHOTPYOOK MW HaHOajMa30B)
BMECTO TPAAULIMOHHBIX TpaduTa U CaxXu MO3BOJISIET
CYIIECTBEHHO YIYYIIUTb CBOKMCTBA Pa3iWYHbIX Me-
TaJUIOMaTpUYHBIX MaTepuanoB [20—23], KoTopble
OMpeAessitoTcs ux CTpyKTypoii. MccnengoBanus Biu-
SIHUS, HaTTpuMep, (pyuiepeHOB U YIJIEPOIHBIX HAHO-
Tpybok Ha dopmupoBaHue MAX-daszbl Ti;SiC, npu
CBC B cpaBHEHMHU C caxkeii I rpaUTOM He TIPOBO-
JWIUCD.

Lenpro HacTosMIEH PaOOTHI OBIJIO CPABHUTEIBHOE
HCCeq0BaHe BIUSHUS Pa3IUYHBIX CTPYKTYPHBIX
¢dopM yriaepona Ha GOPMUPOBAHNE CHIIMKOKApOUIa
tutana Ti;SiC, merogom CBC. B KauecTBe UCTOYHUKA
yriaepona opaiu yriaeponaHble HAHOTPYOKU U ¢ysuie-
PpUT, TIPEACTABISIONINIT COOOW MOJEKYISIPHBIA KpU-
crayul. MUccnenoBaHrs MpOBOAWIIN B CDABHEHUHU C Ca-
Kelt, KoTopasi TpaAuIIMOHHO UCHOJb3YETCSl TIPU IO~
nydyeHnn MAX-da3. 3HaHUE pealbHOM CTPYKTYPhI
MPOAYKTOB TOPEHUS HEOOXOAUMO JJII MOHUMaHUS
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Mmexann3mMoB CBC, yTo B cBOIO odepenb BaxkKHO OIS
oosiee 3 PeKTUBHOrO IMPUMEHEHMSI JaHHOTO METoIa
pu mosryaeHnn MAX-das [16, 17].

METOANKA S5KCITEPUMEHTA

JJ1s1 IpUTOTOBJIEHMSI UCXOMHBIX IIMXTOBBIX 3aro-
TOBOK MCIIOJb30BaJii CMECh IMOPOIIKOB TUTaHa
Mapku [1TM-1 (99%, 5—15 MKM), KpeMHUST MapKu
Kp-00 (99%, dpakuma 76—160 MKM) m yriepona,
B KauecTBe KoToporo BeiOpanu caxy (I1803), mHoro-
CJIOiiHBIE YIIepOaHbIE HAHOTPYOKU (TTPOU3BOIUTENb
YHM “Tayunur”, TI'TY, r. Tam60B) 1 cMechb Qyi-
neputa Cgg79. CMech Cg 79 Obl1a moaydyeHa B HLI
MO®M Yam®UII YpO PAH MmeTomom 371eKTpOAYyro-
BOTO ucnapeHus rpacUTOBBIX CTEPKHEN ¢ Mocaeny-
JoIlel BKCTpakuueil ymiepeHoB u3 QyuiepeHco-
JIepxKalle caxXu KUISIIIUMM TOJIyoJOoM B TIpubope
“Cokcner” u majabHeie Kpucraumaanuueit gyi-
JiepuTa U3 pacTBopa B POTALlMOHHOM HCIIapuTelie.
ITo nmaHHBIM BBICOKOI(h(HEKTUBHON KUIKOCTHOMN
xpomarorpaum coctaB ucxonHon cmech  Cgg 700
82.18 mac. % Cq, 14.08 mac. % C, 2.81 mac. % okcu-
0B Cg,0, C0, u C;,0; 0.93 mac. % Boicuiux ¢yi-
JepeHoB Cy4, Cog, Cyy, Cqy. ComnacHo TEpMOTpaBU-
METPUUECKOMY aHaM3y COJep>KaHUE OCTaTOYHOTO
TOJIyoJia B oOpa3iie coctabiisteT 1.1 mac. % (Haxomut-
cs B oOpasue B Bune Kpucrawiocosibata Cgy—Cyp—
C¢HsCH,).

Hcxonnbie nopoiuku Ti, Si u C npeaBapuTeabHO
cyuny npu temrepatype 140—150°C B TeueHue 2 4.
[IIuxTOBBIE 3arOTOBKM MOATOTABIAUBAJIN U3 pacue-
Ta CTEXMOMETPUUECKOTO COCTaBa MeTaJlIOKepaMUKHU
Ti;SiC,. MexaHuueckoe rnepeMelmBaHe MCXOIHbIX
KOMITOHEHTOB OCYIIECTBIISLIM B OOYKOOOpa3HOM
cMecuTesie CO CKOPOCThbIO BpallleHus1 19 06./MUH B
TedueHue 2 4. Jlanee cMech 3achbllajid B TUTedb AUa-
meTpoM 48 MM u BoicoToit 49 mMm. Ilponecc CBC
npooawiu B peakrope PBC-10 o6vemom 10 11, u3ro-
toBieHHOM B HII M®M YVim®HUII ¥YpO PAH, B ar-
Mocdepe aproHa npu P,, = 70—110 arm. Boany no-
CJIOMTHOTO TOPEHUS PEaKLIMOHHO# CMeCU MHULIUUPO-
BaJii pacKajleHHOI BOJIb(ppamMoBOii ciupaiblo.

PeHnTreHoBckue nugpakTorpaMMbl MOJy4eHbl Ha
nudpakromerpe JPOH-6 (CukK,-usnyuenue). Uc-
cienoBaHus (pa30BOro cocTaBa MOPOLIKOB MPOBEIE-
HBbI C TIOMOIIIbIO TakeTa porpaMM MISA. Mopdo-
Jiorusi oOpa3loB M3yYeHa C TMOMOIIbIO PACTPOBOIO
aJieKTpoHHOTO MMKpockona (POM) Termo Fisher
Scientific Quattro S, ocHallleHHOTO CUCTEMOI 3HEP-
roJIMCIIEPCUOHHOI0 MMKpOaHain3a Ha OCHOBE CIEK-
tpoMeTpa EDAX Octane Elect Plus EDS System.

PE3VYJIbTATbBI 1 UX OBCYXIEHHUE

M300paxkeHusI UCXOIHBIX MOPOIIKOB CaXHU, yTJie-
pornHbix HaHoTpyOoK (YHT) m dymnepura Ce
npuBeneHBl Ha puc. 1. MUcronbp3yeMble yriepoaHbie
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Puc. 1. PODM-u3o06paxkeHrsi UCXOOHBIX YIJIEPOIHBIX Ma-
TepuajioB: a — caxa; 6 — mHorocJyioiiHsie YHT; B — (pyin-
aeput Ce /70

MaTepuajbl OTJIUYaloTCsl Mopdosorueit u aucnepc-
HOCTBIO yacTull. PasMmep cheprnuecKrx JacTULL Caxku
coctais1 ~100—200 um (puc. 1a). HaHoTpyOKu xa-
PaKTepHOM HUTEBUIHON (opMbl muamMeTpom ~30—
70 HM TIpeaCTaBISIA cOOOI arioMepaThl pa3MepoM
~50—-250 Mxm (puc. 16). Yactuusl dymieputa —
iockue, pasMepomM ~60—200 MKM, pHIXJIble BHYTPH,
cocrosiiue u3 6ojiee MeJIKMX 4acTUIl 0KOoJIo 1—4 MKM
(puc. 1B).
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Puc. 2. udpakrorpammbl 00pasiioB, MOJTYYEHHbBIX METO-
noMm CBC c ucnionb3zoBanueM: I — caxu; 2 — yrJIepOIHbBIX
HaHOTPYOOK; 3 — dymnepura Cgy, /70-

B pesynerate CBC-peaknnn cmeceit 3Ti—Si—2C
MoJyYeHbl MaTepuajbl, OTInvarolmecs: (a3oBbIM
COCTaBOM B 3aBHUCHMOCTH OT UCIIOJIB3yeMOil (hOpMBI
yoiepoaa (puc. 2). Ha nudpakrorpamme oOpasiia
c caxeil HaOIIOMAIOTCS WHTEHCUBHBIE pedeKchl
MAX-dazsl Ti;SiC,, peduiekcsl kapouna TiC HeOOb-
IO UHTEHCUBHOCTH U cieabl ¢dassl TiSi,. B Mmatepu-
ajlax, CHHTEe3MPOBaHHBIX ¢ ucnojib3oBaHueM YHT u
dyuiepuTa, IOMUMO YKa3aHHBIX (pa3 TakKKe IIPUCYT-
ctByeT da3za TisSi;C,, npomexyrouHas npu popmu-
poBannu MAX-dasel Ti;SiC,. B Tabn. 1 npuBeneHsl
KOJIMYECTBEHHEIEC NJaHHbIe oOpa3yroimuxcs da3. Co-
IJIACHO MOJIYYeHHBIM pe3yibTaTaM B oopasiie ¢ YHT
npeobmamaet kapoun TiC (40 mac. %), a B obpasiie ¢
dymrepurom Cq 79 — TisSi;C, (46 mac. %).

Ha puc. 3 npencraBieHbl n300paxkeHUsT MUKPO-
CTPYKTYPbI CKOJIOB MTOJTyYeHHbIX MaTepuajioB. B obpasz-
e ¢ caxeit (puc. 3a) BBISIBJIEHO HECKOJIbKO CTPYK-
TYPHBIX COCTABIISIOMMNX. MeTOI0OM MUKPOPEHTICHO-
CMIEKTPAJIBLHOTO aHaIu3a MO CTEXUOMETPUUYECKOMY
COOTHOIIIEHUIO 3JIEMEHTOB OllpenesieH nx (ha30oBbIit
cocraB — TiC, Ti;SiC,, TiSi,. Kap6ocunuumn Ti;SiC,
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Ta6mma 1. KonndecTBeHHOE coiepkaHue ha3 B MaTepuaiax, moinydeHHbIX MeTonoM CBC ¢ ucrnonb3oBaHUEM pa3IMIHbIX

¢opm yriepona
dopma yriiepona Ti;SiC,, mac. % TiC, mac. % TisSi;C,, Mac. %
Caxa 90 10 —
VYHT 32 40 28
Dynrepur 20 34 46

uMeeT xapakTepHyto mist MAX-da3 cioucTyo CTpyK-
TYpy W TIpeACTaBlieH B ABYX (hopMax — B BUIE TLIa-
CTUH ToIuHOM 0.5—1 MKM 1 TOpOMIAIbHBIX YaCTHIL
nuametpoM 5—10 mxMm. Kapoun TiC cpopmupoBaH B
BuIe OKpymiblx 3epeH. Cunuuun TiSi, — Kpuctayisl,
MMeIoIIe TPSIMOYTOJIbHYIO OTPaHKY.

MUKpOCTpYKTypa MaTepUaJIOB, MOJYYEHHBIX C
ucrnionb3oBanueM YHT u ¢ymnepura, orimyaercs

OoJjiee HEOOHOPOAHLIM cTpoeHueM (puc. 30, 3B).
B nmepBoMm ciiydyae Ha MOBEPXHOCTH CKOJIa BbISIBJICHBI
okpyrible 3epHa kapobuma TiC co BCTpOeHHBIMU
mexay Humu mactuHamu Ti;SiC, (puc. 36). Kpome
TOTO, MOXKHO BUIIETh KPYITHBIE YACTHUIIBI C BhIpaXkeH-
HBIMU I'PaHSIMM, KOTOPbIE COIJIACHO HEProaUCIIep-
CHMOHHOMY aHaInu3y He SBISTIOTCI MOHOMa3HBIMMU.
Bo BTOpOM ciyyae oOGHapy>KeHbI IJIOTHbIE CKOILIe-

Puc. 3. MuKpocTpyKTypa CKoJIOB 00pa3ioB (B pa3HOM MacITabe), moiaydeHHbIXx MeTogoM CBC c ncroib3oBaHneM: a — Caxu,

0 — yIIIepOIHBIX HAHOTPYOOK; B — dyireputa Ce /7.
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HUS U YaCTULIBI OKPYTJIOi (DOPMBI, UMEIOIINE CIOM-
CTy10 CTpYKTYpyY (puc. 3B). CormacHO MUKPOPEHTIe-
HOCIIEKTPaAJIbLHOMY aHa/ln3y, YKa3aHHbIe YyYacTKU
MOTYT COOTBETCTBOBaTh Kak MAX-daze Ti;SiC,, Tak
u nipomexytounoii dase TisSi;C,. B oTinune ot 006-
paslia, Tpu TMOJy4YEeHUN KOTOPOTO MCIIOJIb30Balach
caxa, yKa3aHHbIC YYaCTKH MMEIOT CMJILHO CIJIasKeH-
HBIH, “onyaBlieHHBIN” BuA. Hanmune pa3anmyHBIX 110
¢dopMe 3epeH CO CITIOUCTOM CTPYKTYPOU MOXKET OBITh
OOBSICHEHO MHOTOCTYIICHYAThIM XapaKTepPOM IIPO-
ecca nx obpasoBaHusg n pocta. Kpome Toro, nmpm-
CYTCTBYIOT JIOKaJbHbBIE YYacTKU, C(DOPMUPOBAHHBIE
JacTULIAMU, MMEIOIIMMU POBHBIC TpaHU, COOTBET-
crBytonie Kapounmy SiC (3mech He IIPeACTaBJICHBI).
OTMeTHUM, YTO Ha PEHTT€HOBCKMX AU paKTOorpaMMax
pedaexcel Kapouna SiC He oOHapyxXeHBI (puc. 2).
CiegoBaTepbHO, B 00pa3lie OH MMPHUCYTCTBYET B HE-
3HAYUTEJbHOM KoJnyecTBe. BaxkHO OTMETUTH, UTO B
obpasuax, MoJyd4eHHbIX ¢ ucnojb3oBaHueM YHT u
Ceo/70, UMEIOTCS YYaCTKU HEITPOPEArMPOBABILETO YT~
Jnepona. Takum oopa3oM, popMa yriiepoaa BiausieT Ha
Ka4eCTBEHHbII M KOJIMUYECTBEHHBIA (Da30BhI CO-
CTaB, a TAK;Ke MUKPOCTPYKTYPY CUHTE3UPYEMBIX M-
tonoM CBC MarepuasioB. YcTaHOBJIEHUE MEXaHU3-
MOB X (pOPMUPOBAHUS SBIISIETCS TIPEIMETOM HaJlb-
HEUIIMX UCCIeTOBAHUIMA.

3AKJIIOYEHHME

MeTomoM caMoOpacIpoOCTPaHsIIOIErocss BHICOKO-
TeMIIEPaTypHOTO CUHTE3a MOJIyYeHbl KOMITO3UIIMOH-
Hele Matepuanbl 3Ti—Si—2C ¢ ucnonb3oBaHUEM B
kavyectBe yriepona caxu, YHT u dymrepura Ce 7.
ITokazano, uyto B pesyiabrate CBC-peakuuu B
cpaBHMBaeMbIX oOpasiiax ¢opmupyercss MAX-baza
Ti;SiC,, koMUecTBO KOTOPOii 3aBUCUT OT DOPMBI YT~
snepona. [IponykToMm cuHTe3a B cydae ¢ caxkeid Takoke
siprisiercst kKapou TiC, a B cayyae YHT u dymiepura —
kapoun TiC u daza TisSi;C,. Kpome Toro, Bo Bcex 06-
paslax oOHapyxXeHbl cienbl cuiuiuaa TutaHa TiSi,.
MetongoM POM BBISIBJIEHBI pa3jiduusl B CTPYKType
MOIyYeHHBIX MaTepuajaoB. IToka3zaHo, 4To cTpyKTypa
0o0pas31oB ¢ QymIIepuTOM U HAHOTPYOKAMM HEOITHO-
pOlIHA U COAEPXKUT OOJIACTH, COCTOSIIIIUE OTHOBpE-
MEHHO 13 HECKOJILKMX (a3.
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Self-Propagating High-Temperature Synthesis of MAX-Phase Ti,SiC, Using Various
Forms of Carbon

N. S. Larionova®> *, R. M. Nikonova!, V. 1. Lad’yanov!

IScientific Center for Metallurgical Physics and Materials Science of Udmurt Federal Research Center of the Ural Branch RAS,
Izhevsk, 426067 Russia

*e-mail: larionova_n@udman.ru

Composite materials 3Ti—Si—2C were obtained by self-propagating high-temperature synthesis using various
structural forms of carbon (carbon black, carbon nanotubes, fullerite). The phase composition of the samples
was investigated by X-ray diffraction analysis. It was shown that the amount of the MAX-phase Ti;SiC, (phase
M, . AX,, where n =1, 2, 3, ...; M is a transition d-metal; A4 is a p-element; X is carbon) in the materials ob-
tained depended on the carbon form. The formation of TiC carbide was found in the sample with carbon
black, and TiC and Ti;Si;C, were found in the samples with carbon nanotubes and fullerite. All samples con-
tained traces of the TiSi, phase. It was shown by scanning electron microscopy that the structure of the sam-
ples with fullerite and nanotubes was inhomogeneous and contained regions that simultaneously consisted of
several phases.

Keywords: self-propagating high-temperature synthesis, MAX-phase, Ti;SiC,, titanium, silicon, carbon, ful-
lerite, carbon nanotubes, carbon black, microstructure, X-ray structural analysis, electron microscopy.
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VCCJIIETOBAHUE TEPMHUYECKOM CTABMJIbHOCTU JIUTBIX
N MUKPOKPUCTAJUVIMYECKUX CIUIABOB Al-2.5Mg—Sc—Zr
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IMpencraBieHbl pe3ybTaThl UCCACAOBAHUI CTPYKTYPbl 1 MUKPOTBEPIOCTH IPU OTKUTE JIMTHIX U MUKPO-
KPUCTAJUTMIECKUX aJTIOMUHUEBBIX CIIaBoB Al—2.5% Mg—Sc—Zr ¢ cyMMapHBIM conepXaHueM Sc u Zr,
paBHbIM 0.32%. Conep:xanue Sc Bapbupyercs ot 0.1 1o 0.22% ¢ untepsajiom B 0.02%, IponopLMOHATIBHO
U3MEHSIETCSI KOHLIEHTpaLus Zr B CIlaBe. B MICXOMHOM COCTOSIHUM JINTHIE CILJIABbI XapaKTEPU3YIOTCS OTHO-
POIHOI KPYITHO3EPHUCTON MaKpOCTPYKTYpOil. MUKPOKPUCTAINIMYECKUE CILJIABBI MOJIYYEHbI ITyTEM pPaB-
HOKAHaJIbHOT'O YIJIOBOTO MPECCOBAHUS I UMEIOT B UCXOAHOM COCTOSIHUM OJHOPOIHYIO MEJIKO3EPHUCTYIO
cTpyktypy. OmnpezaeneHa TeMmeparypa Hayaja peKpUCTALUIM3allMid MMKPOKPUCTAJUIMYECKUX CILJIABOB.
OmnpenesaeHb MEXaHU3MbBI U TEMIIEpaTypa Havajla BbIIEJIEHUS YaCTUL] U3 IIEPECHIIEHHOTO TBEPAOTO pac-
TBOpPA B JINTHIX 1 MUKPOKPUCTAIMUECKHUX CILJIaBaX COMIACHO ypaBHeHUIO JIxkoHcoHa—Mena—ABpamMu—
KoamMoroposa. YcTaHOBIEHO, YTO YACTUYHOE 3aMellleHUEe CKAHAUS LIMPKOHUEM IIPUBOIUT K MOHOTOHHO-
MY YBEJIMYEHUIO TEPMUUYECKO CTAaOMIbHOCTHY TBEPJOro pacTBopa Sc U Zr B aJIOMUHUU.

KioueBble ciioBa: allOMIHUEBBIC CILJIaBbI, LIHpKOHHfI, CKaHI[HfI, MUKPOTBEPAOCTD, JICKTPOCOIIPOTUBJIIC-

HUE, MUKPOKPHUCTA/UIMYECKasi CTPYKTypa.
DOI: 10.31857/S1028096022010113

BBEAEHWE

BbicokonpoyHble MUKPOKPUCTAIIIUYECKUE aTtO-
MUWHUEBbIE CIIJIaBbl aKTUBHO pa3padaThIBaloOTCs B Kaue-
CTBE MePCIEKTUBHBIX MATEPUAIIOB B OTPACJISIX, TJI€ aKTy-
aJIbHOI MPOOJIEMOIA SIBJISIETCSI CHYKEHVE BEca TOTOBBIX
U3NeIUi MPU YCIIOBUU COXpaHEeHUsT HEOOXOMUMBIX u-
3UKO-MEXaHMYECKMX XapakKTepucTuK. OmHuM u3 3¢-
(bEKTUBHBIX JIETUPYIOILIMX JIEMEHTOB IJIsI CILJIABOB CU-
creMbl Al—Mg siBisiercst ckanauii. HeOoobiias nobaBka
ckaHaust (0.2—0.3 Mac. %) cmocoGCTByeT MOBBIILIEHUIO
MPOYHOCTHBIX XapaKTepUCTUK Ae(OPMUPYEMBIX alto-
MUHMEBBIX cIu1aBoB Ha 100—150 MITa [1]. Bercokast Tep-
MMYECKasi CTabOMJIbHOCTb CBOMCTB MUKPOKPUCTATUIUYE-
CKUX CILJIaBOB 00eCITeYnBaeTCs 3a C4eT KOHTPOJIUPYEMO-
ro pacnama Sc B Al, mpuBOAsIIEero K o0Opa30BaHUIO
HaHouacTtull Al;Sc [2—8]. DT yacTullbl UMEIOT BBICO-
KYyI0 CKOPOCTb POCTa, UYTO MPUBOAUT K YBEJIUYECHUIO
pa3zmepa 3epHa P OTKUTe MUKPOKPUCTAUTTUYECKUX
criaBoB. ClrienyeT TakKe OTMETUTb TOPOTOBU3HY
CKaHIMSI, UTO CHUXKAET MEePCHEeKTUBBI MPUMEHEHUS
cm1aBoB Al—Sc B IIPOMBIIJIEHHOCTH W OOYCIOBIM-
BaeT MPaKTUYECKYIO aKTyaJIbHOCTb 33J]a4M MTOMCKa Jie-
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TUPYIOLIMX BJIEMEHTOB, KOTOpble MOTYT 3aMEHUTb
CKaH[IUi1, 00eCreuyrnB COXpaHEHUE BBICOKUX MEXaHNYe-
CKHX CBOMCTB CILIaBOB.

IlepcnieKTUBHOI SIBAsIETCS 4YacTUYHas 3aMeHa
CKaHOUS peaKo3eMeIbHbIMU 3ieMeHTaMu (P3D) miu
nepexonHeiMu MeTauiamu (ITM) ¢ Gonee HU3KUM
ko dunreHToM nuddy3rund B aTIOMUHUU, YEM Y
CKaHIMsl, U BBICOKOI paCTBOPUMOCTHIO B (haze Al;M
(M—P33, I1M). D10 M0O3BOJISIET HOBBICUTH TEPMHUYE-
cKyto ctabuibHOCTh yactull Al;(Sc,M), a B psine ciy-
yaeB c()OpMUPOBATh YaCTULIBI CO CTPYKTYPOM “SIpo
Al;Sc—ob6o0uka Al;M” ¢ Masoit ckopocTbio pocTa [9].

Ilenpio paboThl SIBSIETCSI U3YyYEeHHE BO3MOXHO-
CTM YaCTUYHOI 3aM€Hbl CKaHAWS Ha IMPKOHUI MpU
JIETUPOBAaHUY MUKPOKPUCTATIIIMYECKUX CIIaBOB Al—
Mg ¢ NOHMKEHHBIM coliep>KaHUeM MarHusl U uccie-
JIOBaHUE pacnaja TBEPAOIo pacTBOpa B 3TUX CIIJIaBax.

TEOPETUYECKHWU AHAJIU3

VYaenbpHoe anekTpoconporuniacHue (YOC) cruiaBa
MPOTOPIUOHAIBLHO COJAEPXKAHUIO MPUMECU B TBEpP-
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Ta6mmma 1. 3HaUYeHUs yIEIBHOTO 3JIEKTPOCONPOTUBICHUS IUIST JIMTBIX 1 MUKPOKPUCTAIMIECKUX CIIaBoB Al—2.5%

Mg—Sc—Zr
ConepxxaHue cKaHAUA 0.22Sc + | 0.20Sc + | 0.18Sc+ | 0.16Sc+ | 0.14Sc+ | 0.12Sc + | 0.10Sc +
U LIUPKOHUS, Mac. % +0.10Zr | +0.12Zr | +0.14Zr | +0.16Zr | +0.18Zr | +0.20Zr | +0.22Zr
JluTbie crIaBbl (Pey,, MKOM * cM) 4.50 4.59 4.37 4.62 4.55 4.54 4.50
MukpoKpCTaIIeckite CIaBhl | - 4q 4.46 4.58 4.50 4.56 4.57 4.48
(Pexp> MKOM - cMm)
Pacuer (py,, MKOM - cM) 4.62 4.62 4.61 4.61 4.60 4.60 4.59
Pacyer (pin, MKOM - cM) 3.98

JIOM PacTBOPE, UTO MTO3BOJISIET PaCCUUTATh BETUUUHY
VYBC cruaBa yepes BKJIAAbl OTASIbHBIX JIETUPYIOLINX
a51eMeHTOB (JID):

p =po+ApC +Ap,C, +...+ Ap,C,, (1)

e p,— YOC amomunus (2.65 MkOM - cMm), C; — KOH-
ueHTpauust JID B at. %, Ap; — npupoct YOC Ha 1 at. %
JID (s Mg, Scu Zr — 0.49, 3.32, 5.85 MkOwMm - cMm/art. %
[10, 11]).

ComnocTaB/ieHE TEOPETUYECKON Py, U IKCIEPU-
MEHTaIbHO U3MEPEHHOI P, BennunHbl YO C no3Bo-
JISIET OLIEHUTh KOHIIeHTpa11io JID B TBEpAOM pacTBO-
pe cIutaBa M1 0ObeMHYIO IOJTIO BBIIEIUBIIXCS YACTUILL
BTOpOIi (ha3bl f.

KuHeTnka maMeHeHUsI BEeIMYUHEBIL f TIpU pacrnazie
TBEPAOIO PACTBOpPA MOXET OBITh OITMCAaHA YpaBHEHU -
eMm JIxxoHcoHa—Mena—ABpamu—Koamoroposa [12]:

[ = faa(l = exp(=(t/D)")), @)

IJe ¢ — BpeMs OTXKUTA; [, — MaKCUMaJIbHasi 0ObeM-
Hasl J0J1s1 YaCcTUIl; # — TIapaMeTp, XapaKTepU3YIoIInit
MEXaHU3M BbIACIeHMS YacTul (n = 1.5 — oObeMHas
mddys3us, n ~ 1 — quddy3ns 1Mo rpaHULIAM 3epeH,
n < 1 — muddysus no saapam guciaokauuit [12]); T —
xXapakTepHoe BpeMs npoliecca: T = Toexp(Q/kT); Ty —
KOHCTaHTa; Q — 3Heprus aKTUBAIIUU Tpoliecca; kK —
noctosiHHas bonbiiMaHa; T — temniepatypa. Corac-
Ho TpaBuny Marrtucona—®uemunra [10], cBg3b
Mexny fu nsmeHeHueM YO C cIuiaBa MOXKHO OIMCaTh
C TMTOMOIIIBIO IMHEIHOTO ypaBHEHMUSI:

1-f) = 6p, 3)

rae © — YUCIeHHBIN Ko3(pPUImeHT. DTo MO3BOJISIET
IO YIITy HakJIoHa 3aBrucumocteit Inln((py, — Prmin) (P#) —
— Pmin)) — In? TpadpuyECKM ONPENETUTL BETUUUHY 1
[10] (3mech P, — BeauurHa YOC, COOTBETCTBYIO-
11as1 TTOJTHOMY pacIiaay TBepIOTo pacTBopa).

METOIUNKA

OObeKTaMU UCCIENOBAHUS  SIBISIOTCS CIUIABBI
Al—2.5% Mg—Sc—Zr (3mech u manee mac. %). Cym-
MapHOE€ CoAepKaHue CKaHIUs U IUPKOHUSI BAPbUPY-
ercsa ot 0.10 o 0.22% c unTepBasioMm B 0.02%, 11po-
ITOPLIMOHAIBHO U3MEHSIETCS KOHIIEHTPALIMS [IUPKO-
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Hus B criaBe. Cimutku pasmepoMm 20 X 20 X 160 MM
MOJIyYeHbl METOJIOM MHIYKLIMOHHOTO JIUThsI (JIUTbE-
Bag MammHa INDUTHERM VTC-200). Mukpo-
KpUCTaJIJIMYecKasi CTpyKTypa chopMUpoOBaHa C UC-
MOJIb30BAaHUEM TEXHOJIOTMU paBHOKAHAJILHOTO YTJI0-
Boro npeccoanus (PKYII) (runpaBindeckuii mpecc
Ficep HF 400L) npu temneparype 225°C, yucio
HukJgoB N = 4. OTXur o0pa3ioB MPOBOIWIN B BO3-
nyurHoit meun CHOJI. MccnenoBaHue MUKPOCTPYK-
TYpbI MPOBOJWIN C UCIIOJIb30BaHUEM WHTEpPhEepeH-
HuoHHoro Mukpockorna Leica IM DRM u pactpoBo-
ro 3JeKTpoHHOro Mukpockomna JEOL JSM-6490 c
SHEProfMCIepCUOHHBIM MUMKpoOaHau3atopom Ox-
ford Instruments INCA 350. MuxkpotBepnocts (HV)
n3Mepsia  tBepaomepom HVS-1000. M3mepenue
VBOC BBINOJHIIN BUXPETOKOBEIM METOJIOM ITPH MO-
Motu ipudopa SIGMATEST 2.069.

OKCITEPUMEHTAJIBHBIE PE3VIJIBTATbBI

B ucXOIDHOM COCTOSSHUM JIUTHIE CIUIaBbl Al—
2.5% Mg—Sc—Zr UMeIoT OMHOPOIHYIO KPYITHO3ep-
HUCTYIO CTPYKTYpPY B LIEHTPAJIBbHOI YaCTU CIUTKOB U
CTPYKTYPY CTOJI0YATHIX KPUCTAJIJIOB Ha KpasiX CJIMUT-
KOB. B cTpyKType CIUIaBOB C CyMMapHBIM COJIEpKa-
HUEeM cKaHaug u uupkoHus >0.30% HaGmomaroTcs
nepBuYHble yactulibl Al;Sc u Al;Zr. Pe3ynbTathl uc-
cJIeIOBaHUI1 MOKA3bIBAIOT, YTO SKCIEPUMEHTAILHEIC
3HauyeHus YOC OJIM3KM K CBOMM TEOPETUYECKHU 3HA-
yeHusM (Tabu. 1). DTo mo3BoisieT caejiaTh BHIBOA O
TOM, YTO OOJIbIIIAsI YACTh CKAHIMS U IMPKOHUSI HAX0-
JUTCS B TBEPIOM PAaCTBOPE ATIOMUHUSL.

ITocine PKYTI cniimaBel MMEIOT OMHOPOIHYIO MUK~
POKPUCTAJUIMYECKYIO CTPYKTYPY CO CPEIHUM pa3Me-
poMm 3epHa ~0.5 MKM. Pe3ynbraThl MCCIEAOBAHUIA,
npencTaBlIeHHBIC B Ta0d. 1 MOKa3bIBAIOT, YTO BEJIM-
yrHa YOC MUKPOKPUCTALIMYECKUX CIIJIABOB OJIM3Ka
K YOC NMUTHIX CIUIAaBOB. DTO ITO3BOJISIET CAEIATh BhI-
Boz 0 TOM, 4TO B ipotiecce PKYII ne mpomnzomniio ne-
dopMalIMOHHO-CTUMYJIMPOBAHHOIO pacliaja TBep-
JIOro pacTBoOpa.

Ha puc. 1 noka3aHbl 3aBUCMMOCTH MUKPOTBEPIO-
cti 1 YOC OT TeMIiepaTyphbl OTXKUTa JUTHIX CILIABOB
Al—2.5% Mg—Sc—Zr. AHam3 pe3yIbTaToB MTOKa3bI-
BaeT, YTO TeMIlepaTypa Hadajla pacmazga TBEpHIOTO
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Puc. 1. 3aBucumoctu Mukpotrsepnoctu (a) u YOC (6) ot
TeMmIrepaTypbl 30-MMHYTHOTO OTXKHTIa JIUTHIX CILIABOB
Al—2.5%Mg—Sc—Zr ¢ pa3snuYHbIM COIepKaHUEM CKaH-
st 1 upkoHust: 1 — Al—2.5% Mg—0.10% Sc—0.22% Zr;
2 — Al-2.5% Mg—0.12% Sc—0.20% Zr; 3 — Al-2.5%
Mg—0.14% Sc—0.18% Zr; 4 — Al—2.5% Mg—0.16% Sc—
0.16% Zr; 5— Al—2.5% Mg—0.18% Sc—0.14% Zr; 6 — Al—
2.5% Mg—0.20% Sc—0.12% Zr; 7 — Al-2.5% Mg—0.22%
Sc—0.10% Zr.

pacTtBOpa cocTanisieT ~275°C, a 3aMeleHre CKaHIUsI
LUPKOHHWEM TIPUBOIUT K YBEJIMUYCHUIO TEPMUIECKOIA
YCTOMUMBOCTU TBEPIOr0 pacTBOpa CKAHIWS U IIUP-
KOHMS B aJlIOMUHUU — CHIDKCHUIO MHTEHCUBHOCTU
YMEHBIIIeHUsI MUKPOTBepaocTy M YOC IIpu MOBHI-
IIEHUU TeMrepaTypbl otrxwura. I[lo pesynbTaram
SHEPrOAUCIICPCUOHHOIO aHajiu3a OOJbIIUHCTBO
BBIIEIUBIINXCS YACTHUI[ COAEPXKAT OITHOBPEMEHHO
CKaHIMK u umpkKoHui. HawmbGonpmuii >ddekT
YIIPOYHEHMS IIPU OTKUTE JIMTHIX CIIABOB HabII0ma-
eTcd IUISI CITJIABOB C IIOBBILIEHHBIM COAEpXXaHUEM
ckaHaust. OTXKUT JIMTBIX CIUIABOB MPY MOBBIIIIEHHBIX
temmeparypax 475—500°C npuBOAUT K MOBBILLIEHUIO
YOC, 410 CBSI3aHO C PACTBOPEHUEM paHee BHIMTaB-
mux yactuul Al;Sc.

Ha puc. 2 moka3aHbl 3aBUCMMOCTH MUKPOTBEPIO-
ctu 1 YOC oT TeMnepaTypbl OTXKUTa MUKPOKPUCTAJT-
JIMYECKUX cIUTaBoB Al—2.5% Mg—Sc—Zr. ccnenoBa-
HUST MUKPOCTPYKTYPBI OTOXKEHHBIX MUKPOKPHUCTAI-
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Puc. 2. 3aBucumocTtu mukpotseproctu (a) u YOC (0) ot
TemriepaTypbl 30-MUHYTHOIO OTXXUra MUKPOKPUCTAJLII -
yecKux CIuiaBoB Al—2.5% Mg—Sc—Zr (0603HaYeHUs
CIUTAaBOB — CM. puc. 1).

JIMYECKUX CIUTAaBOB ITOKAa3BIBAIOT, YTO TeMIIepaTypa
Hayvajla peKkpucTauim3anuu coctanisier 375—400°C.
Ha puc. 3 npeacraBieHsl poTorpadmum MUKPOCTPYK-
TYpbl CIUIAaBOB IIOCJE€ OTXWUIa MpU TeMIeparype
450°C B Teuenue 30 MUH, CpeOHUI pa3Mep 3epHa BO
BceX cruiaBax cocTabiisieT ~1.5—2 mkm. OOHapyXeHO,
4T0 3aBUCUMOCTH YD C OT TeMIepaTyphl OTXKUTA IS
BCEX MMKPOKPUCTAUTMIECKUX CIJIABOB MMEIOT JBE
CTalIuu: CTaausi HeOOJbIIOro CHUXeHUs YOC mnpu
orxxure 10 reMmiieparypbl 300°C u ctagus ObICTPOro
cHuxeHust YOC (puc. 2). Temneparypa Hayaja pac-
Tama IepechIIeHHOTO TBEPAOTO PACTBOPA COCTABIISI-
eT ~275—300°C u 1ocTaTo4yHO c1abo 3aBUCUT OT CO-
IepXaHUs CKaHIus U IUPKOHUSI. OTMETUM TakKe,
YTO, HE CMOTPSI Ha BBICOKYIO MUKPOTBEPIOCTh MUK~
POKPUCTAJUTMIECKUX CIUIAaBOB B COCTOSTHUM ITIOCTIE
PKYTI, nocne otkura npu remneparype 500°C Muk-
POTBEPIOCTh MUKPOKPUCTATMIESCKUX CILIABOB Al—
2.5% Mg—Sc—Zr oka3bIBaeTCsd HUXE, YeM MHUKPO-
TBEPIOCTh JINTBHIX CIJIABOB TOTO XK€ COCTaBa IIOCTe
aHaJlorTuyHOTro oTXura. [1onydeHHBIN pe3yabTaT yKa-
3bIBaeT Ha OBICTPBIN POCT YACTUIL MPU OTXKUTE MUK-
POKPUCTAUIMIECKUX CIUIABOB, YTO (B COOTBETCTBUU
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Puc. 3. ®ororpadurt MUKPOCTPYKTYPbI MUKPOKPUCTATUTUYECKHX CIUIaBOB Al—2.5% Mg—Sc—Zr nocne otxura mnpu 450°C

(30 MmuH) (0603HaYEHUS CIJIABOB — CM. pHC. 1).

¢ ypaBHeHueM OpoBaHa) HNPUBOIUT K CHIDKCHUIO
BKJIaJa YacTHUIl B IPOYHOCTh MUKPOKPUCTAJIIIAYEC-
CKUX CILUIaBa.

Ha ocHoBaHuM aHanM3a pe3yJbTaTOB UCCIEeI0Ba-
Hus 3aBucumocteil YOC ot BpeMeHH oTkura (puc. 4)
C UCITOJIb30BaHMEM ypaBHeHU (2), (3) onpeneaeHbl
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3HaYeHUS Koa3(ddUleHTa # 1, KaK CIeACTBUAE, MeXa-
HU3M BBIICJICHUS YaCTUL] BTOPOIi (pa3bl IIPU OTKUTE
JIMTBIX 1 MUKPOKPHUCTAJJIMYECKUX CIIJIABOB.

IlokazaHo, YTO B JUTBHIX CIUJIaBaxX yBeJIWYEHUE
KoHI1eHTpamu ckaaaus ot 0.10 no 0.22% mpuBoaUT
K yBenuueHMio KoadduuueHnta n oT 0.9—1.40 mo
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Puc. 4. AHaIM3 KUHETUKM pacnaia TBepAOro pacTBopa B
MUKPOKpUCTAJUIMYECKOM cIiaBe Al—2.5% Mg—0.16%
Sc—0.16% Zr. 3aBucuMocTy Ap OT BpeMEeHU OTXMWTra (a) 1
3aBUCUMOCTHU P(f) B JBOMHBIX JJOrapudMHUIECKUX KOOP-
nuHatax InIn((Pmax — Pmin) (P — Pmin)) — In7 (6).

1.92—2.76, 4yTo, 1O HallleMy MHEHUWIO, CBUIETEJb-
CTBYET O TPEUMYIIECTBEHHOM BBIACJICHUM YaCTUII
Al;Sc B 00beMe KpucTaLIMYecKoi pelieTku (n ~ 1.5),
a yactull Al;Zr — Ha rpaHulax AEHIPUTOB U sapax
nuciaokanuii. OTMETUM, YTO 3TO JOCTATOYHO HEOXM -
JMaHHBIA pe3yJibTaT, MOCKOJIbKY OOBIUHO IIpearoa-
raeTcs, YTO CKaHIM KOHIIEHTPUPYETCS Ha TPaHUILIaX
3€pEH AJIIOMUHUEBBIX CILIAaBOB, a IUPKOHUM — B 00b-
eMe Kpucrauindeckoit pemerku [11]. B Mmukpokpu-
CTAJNIMYECKUX CTIJIaBax BbIAEIEHME YaCTUIL [TPOUCXO-
IUT MO sApaM AWUCIOKAlIMK U IO rpaHullaM 3epeH
(n < 1), 4TO MOXeT ObITh OOYCJOBJIEHO MOBBIILIEHHOM
TUIOTHOCTBIO JMCIOKAlUiA B MUKPOKpHUCTAIAYE-
CKUX CILJTaBaX, B TOM YMCJIE — ITOBBIIIIEHHOM MJIOTHO-
CThIO AMCJIOKAIMii B HEPAaBHOBECHBIX IpaHULIAX 3e-
PEH MUKPOKPUCTAINYECKUX CTIJIaBOB.

3AKJIIOYEHHME

UccnengoBaHbl 0COOEHHOCTM pacliaga Iepechi-
ILIEHHOTO TBEPAOTO PacTBOPa B JIMTHIX I MUKPOKPHU-
CTaJUIMYECKUX cIiaBax Al—2.5% Mg—Sc—Zr ¢ pa3nuy-
HBIM comepKaHueM CKaHIWs U IupKoHus. [TokazaHo,
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YTO TeMIIepaTypa Hayajla pacrnana nepechIieHHOTro
TBepOOro pacrsopa cocrtasiger 275—300°C u ciabo
3aBUCUT OT COACPXKAHUS CKAHOWS W ILIMPKOHWUS.
YcTaHOBJIEHO, YTO B JIMTHIX CIJIaBax IMIPOLIECC pacIia-
Jla UMeeT IBYXCTaIUTHBIN XapaKTep U IPOUCXOINT 3a
CUeT BblaesieHUs yacTull Al;Sc B 00beMe KprcTain-
YeCKOM peleTKy, a 9acTUIl Al;Zr — 110 sapaM TUCIIO-
Kaluii U TpaHULaM 3epeH. B MUKpoKpucTaminde-
CKMX alIOMUHMEBBLIX CIUIaBaX BBIACICHUE YACTHUIL
MPOUCXOIUT TOJILKO TIO SIApaM IUCIOKAIUIl U TpaHU-
naMm 3epeH. HanGonbimmii 3@dekT ynpouyHeHUs Ipu
OTXKUTE JINTHIX CIJIABOB HAGII0MAETCs IJIsl CILUIABOB C
MOBBIIIIEHHBIM colepxXaHueM ckanaus. Mccnenosa-
HUSI TIPOLIECCOB PEKPUCTA/UIM3ANY TTOKA3aJIU, 4TO
TeMIlepaTypa Hadajla PeKpUCTAIUIN3AlMA B MUKPO-
KPUCTAJUIMYECKNX cIuiaBax cocraBisieT 375—400°C.
YcTaHOBIEHO, YTO YACTUYHOE 3aMellleHUe CKaHIUS
LUPKOHWEM IIPUBOAUT K MOHOTOHHOMY YBEJIHUYE-
HUIO TEPMUYECKOM CTAOMILHOCTUA TBEPAOTO PACTBO-
pa Sc v Zr B alllOMUHUMU.
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Studying Thermal Stability of Cast and Microcrystalline Alloys Al—2.5Mg—Sc—Zr

A. V. Nokhrin!, I. S. Shadrina® *, V. N. Chuvil’deev!, V. 1. Kopylov’ 2, A. A. Bobrov!, K. V. Likhnitskii'
!Lobachevsky State University of Nizhny Novgorod, Nizhny Novgorod, 603950 Russia
2Physical and Technical Institute, National Academy of Sciences of Belarus, Minsk, 220141 Belarus
*e-mail: janashadr@gmail.com

The article presents the results of studies of the structure and microhardness during annealing of cast and mi-
crocrystalline Al—2.5% Mg—Sc—Zr alloys with a total Sc and Zr content of 0.32%. The Sc content varies from
0.1 to 0.22% with an interval of 0.02%, and the Zr concentration in the alloy changes proportionally. In the
initial state, cast alloys are characterized by a homogeneous coarse-grained macrostructure. Microcrystalline
alloys are obtained by equal-channel angular pressing and have a homogeneous fine-grained structure in the
initial state. The temperature of the beginning of recrystallization of microcrystalline alloys is determined.
Mechanisms and temperature of the beginning of solid solution decomposition in cast and microcrystalline
alloys are determined according to the Johnson—Mehl—Avrami—Kolmogorov model. It is found that partial
replacement of scandium with zirconium leads to a monotonic increase in the thermal stability of the solid
solution of Sc and Zr in aluminum.

Keywords: aluminum alloys, zirconium, scandium, microhardness, electrical resistance, microcrystalline
structure.
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HuzkoakTuBupyeMbie (C OBICTPBIM CHAaA0M aKTUBHOCTH) (DEPPUTHO-MAPTEHCUTHBIC CTAJIM — MEPCIIEKTHUB-
Hble KOHCTPYKIIMOHHBIE MaTepHasibl TEPMOSIIEPHOM SHEpPreTUKU. PaccMaTpuBaeTcsi BO3MOXHOCTb MX
MPUMEHEHUsI B KaueCTBe MaTepualia, 0OpalleHHOro K Ijla3Me, B 00J1aCTSIX YCTAHOBKM C OTHOCUTEJIbHO
HU3KOI dHepreTudecKkoi Harpy3koii. Oopa3sisl craneil Pychep, EBpodep, CLAM u F82H o6myyanu um-
MYJIbCHBIMM ITOTOKAaMM IeTepUEeBOi1 TNIa3Mbl, XapaKTEPHBIMMU TSI TIepucepUuiiHBIX CPBIBOB I1J1a3Mbl. Bbuu
BBIOPAHBI 1BA BapuaHTa Harpy3ku: 0.3 MJIxx/M2, | MC — yCIIOBHSI, IIPY KOTOPBIX TOBEPXHOCTHU TUX CTaNeil
He ruiaBsites, 1 0.6 MIIxx/M~, 1 MC — yCIIOBUS, TIPU KOTOPBIX MTPOUCXOIUT pacIllaBJieHIEe TOBEPXHOCTHOTO
ciost. O6pa3sipl ob6aydanu 1—25 ummynbcaMu IIpU Kaxkaoil Harpyske. McciaemoBana MomubuKaius mo-
BEPXHOCTHOTO CJI0S1. YCTAHOBJIEHO, YTO €CJIU MPU 0OJyYEHUN MOBEPXHOCTHBIH C/I0i1 00pa31oB MIaBUTCS,
TO yXe II0CJIe OTHOTO UMIYJIbca MoBepxHocTU 00pa3ioB Pychep, CLAM u F82H cTtaHOBSITCS BOJHUCTBI-
MU, a TOBEPXHOCTh cTaiu EBpodep ocraeTcst MiIocKoii BIUIOTh 10 001yYeHUs 25 UMITYJIbCaMU C TlapaMeT-
pamu 0.6 MIIxx/M2, 1 Mc. DTO MOXKeT GBITb CBSI3aHO C pa3IMUMSIMU B cocTaBe craieil. Kak mokasanu pac-
yeThl, KO3(GULIMEHT MTOBEPXHOCTHOTO HATSIKEHUS B pacrujiaBieHHOM ciioe ctanu EBpodep Brile, yem B
pacmase ctanu Pycdep nipu toit ke Temrieparype. Ctanb ¢ 60j1ee BBICOKMM KO3(MD(PUIIMEeHTHOM MOBEPX-
HOCTHOTO HaTSDKEHUS JTydllie AepXUT (popMy noa AeiiCTBUEM BHEIITHUX CHUJI.

KimoueBble ci10Ba: HU3KOAKTUBUpPYeMEbIe (peppuTHO-MapTeHcuTHBIe cTtamm, DK-181, Pycdep, EBpodep,
CLAM, F82H, neitrepuii, uMIy/IbCHasl TJIOTHAsI TIa3Ma, IOBEPXHOCTh, pelibed.

DOI: 10.31857/S102809602201006X

BBEAEHWE

B xauecTBe KOHCTPYKIIMOHHBIX MaTepUaIOB MPO-
MBIIILICHHBIX TEPMOSIIEPHBIX YCTAHOBOK paccMaTpy-
BalOT ayCTCHUTHBIC CTaJIM, KOMITO3UTH Ha OCHOBE
KapOuaa KpeMHUs, CIUIaBbl BaHamausi, (eppUTHO-
MapTeHCHUTHBIE CTaJIM CO CHIDKEHHOM aKTUBaIvei
IIpY OOJTyYeHUN TEPMOSIICPHBIMU HEUTPOHAMMU.
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HenocraTkoM ayCTEHUTHBIX CTajieil SIBJSIETCS UX
JIUTUTENbHAsl aKTUBaLUs MPU 00JydYeHUU HEWTpoHa-
MU, oOpazoBaBiIMMucs B peakiimu D—T. CriaBbl Ba-
Haauvsl 3aXBaThIBAOT OOJIBIIIOE KOJUYECTBO BOAOPO-
na. Ilpu Mcnonb3oBaHUM B TEPMOSIIEPHBIX PEAKTO-
pax B HUX OyHeT HakKaIlUIMBaTbCsl pagdOaKTUBHBIN
TPUTHUI B BBICOKUX KOHIIEHTPALIUSIX, UYTO SIBJISIETCS
CYIIECTBEHHBIM HEIOCTaTKOM JTUX MaTepuaJioB.



MOJNDPUKALMS TOBEPXHOCTEN 31

Ta6mma 1. CoctaB HU3KOAKTUBUPYEMbBIX (DepPUTHO-MapTEHCUTHBIX cTajieil (Mac. %)
Cranb (Ne naBku) | Ni C N Si Ti A% Cr | Mn | Fe Ta W P S (0]
Pycdep (J11141056) [0.03 |0.16 | 0.07 04 |0.05]04 12 0.6 0.15 | 1.09
EBpodep (83699) 0.007(0.15 |0.017 0.19 | 8.99]| 0.44 B 0.014] 1.1
asza

CLAM (1506) 0.12 | 0.0026| 0.03 | 0.21 | 0.19 | 9.1 | 0.41 0.2 1.52 {0.003{0.003|0.001
F82H 0.1 0.2 8 0.45 0.06 | 2.0
CLF-1 0.3 85 | 0.5 0.08 | 1.5

M3 xomno3utoB SiC,/SiC nmoka He yMeIOT MpOr3BO-
JIUTH IeTaI OONBIINX Pa3MEPOB U CIOKHOI (DOPMHEIL.
CocTaB (eppUTHO-MapTEHCUTHBIX CTaJIeii CO CHU-
KEHHOI aKTWBammeil ImogoOpaH TakKhM oO0pa3oM,
yTOOHKI y>ke yepe3 100 et mocie BEIBOIA U3 IKCILTya-
TallMM C 3TUMU MaTepuaaaMy MOT HEIIOCPEICTBEHHO
paboraTh nepcoHai. 3axBaT BOAOPOJa B 3TUX MaTe-
puajiax 3HauYUTeJIbHO HUXKE, YeM B CIIaBax BaHaAusI.
I[TosToMy U3 HepeynuCIeHHBIX MaTepuaioB EeppuUT-
HO-MapTeHCUTHBIE CTaJIX CO CHIDKCHHOI aKTUBalI-
eif B HAaCTOSIINU MOMEHT SIBISIIOTCS (aBOpUTAMMU,
HECMOTpSI Ha TO, YTO 3TO MarHUTHBIC MaTepUaIbl U
MX pa3MelleHUe B MAarHUTHOM IT0JI€ TOKaMaKa MOXKET
OBITh CONPSIKEHO C TEXHOJIOTMYSCKMMU MIPOOIeMaMM.

IlepByto cTeHKY peakTopa, CAEIaHHYIO U3 TaKUX
CcTajieii, MJIaHUpYyeTCs 3allUIIAaTh MyTeM OOJIUIIOBKU
OepuveM, a B HambOosiee 3HEPTOHAMPSIKEHHBIX
obnacTtsax — BojabdpamMoM. Bo3MOXHBI BApUaHTHI 00-
JIMIIOBKY MCKJIIOYUTEBHO BOJbMpaMoM, a TakxkKe
KaNMWJUISIPHBIMU MOPUCTBIMU CTPYKTYpaMu U3 TYy-
TrOTJTaBKUX MaTeprUaaoB WJIN JaXe U3 CTIN, CMOYEH-
HpIMU JautueM [1]. Psam yd4eHBIX paccMaTpuBaeT
TaK>Xe BO3MOXHOCTb UCTIOJIb30BaTh (heppUTHO-Map-
TEHCUTHBIE CTAJIM CO CHMKEHHOI aKTUBallUe B Ka-
yecTBe MaTepuaia, oopalleHHOro K rjia3Me, B obJa-
CTSIX, HA KOTOpbI€ MPUXOAITCI OTHOCUTEIBHO HU3-
KM€ MOTOKM I1a3Mbl U 3Hepruu [2, 3]. Kpome Toro,
HeJb3s WCKJIIOUUTh TJIa3MEHHOE OOJlyueHUe KOH-
CTPYKIIMOHHBIX CTaJIeli B 30HaX, YAAJIEHHBIX OT IlJ1a3-
MBI (B pe3yJibTaTe BTOPUYHBIX Pa3ps 0B WM CPHIBOB
IUIa3MBl).

HuskoaktuBupyemble (peppUTHO-MAPTEHCHUT-
HbIe CTajlu pa3pabaThIBAIOT IJISI UCITOJb30BaHUS B
SIIEPHBIX U TEPMOSIIEpHBIX ycTaHOBKax. Cranu co
CHIDKEHHOH aKTUBaIlMel MMoJ HEMTPOHHBIM 00Iyde-
HueM paspaboransl B EBpomne (ctasb EBpodep),
Snonun (F82H), Poccun (9K-181 Pycdep), Kurae
(CLAM, CLF-1 [4]).

OCHOBHOE OTJIMYME B COCTaBe 3TUX CTajleil — KOH-
LeHTpalus xpoMma. Jlerupymolinass nobaBka Xpoma
YBEJIMYUBAET KOPPO3UOHHYIO CTOMKOCTh MaTepHaa
3a CYET TOTO, YTO Ha TIOBEPXHOCTH 0Opas3yeTcs TJIeH-
Ka HepaCTBOPUMBIX OKCHIOB XxpoMa. BeirencTBuie BbI-
COKOM KOHIIEHTpallnu XpoMa ctaib Pycdep obnama-
eT MpeKPacHLIMU ITPOYHOCTHBIMU 1 aHTUKOPPO3M-
OHHBIMM cBoiicTBamu. ODHAKO MpPU TMOBBIIICHHOMI
KOHIIEHTpalluM XpoMma HabogaeTcss OOJbIINiA 3a-
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xBat Bogopoaa [5]. Auddys3nto Bomopona B CTalsIX B
acIleKTe UX MNMOTEHIMAJIbHOIO WCIIOJIb30BaHUSI B
TEPMOSIEPHBIX YCTAHOBKAX WCCIEAYIOT yXe OoJiee
20 set [6]. 3axBaT Bomopoaa B HU3KOAKTUBUPYEMBIX
deppUTHO-MaPTEHCUTHBIX CTAJISIX UCCIIEAYIOT MEHee
10 et [7—9]. BmecTe ¢ TeM nH(poOpMaLus O mOBeIe-
HUM 3TUX CTajJeil NPU TEIUIOBBIX U MJIa3MEHHBIX Ha-
Ipy3Kax, KOTOPbIM OHU MOTYT IOABepraThcs, Oyayuun
0o0pallleHHBIMM K IUIa3Me B TEPMOSIIEPHBIX peakTopax,
orpannyeHa Tpemd myoymkanuamu. B [10, 11] n3ydge-
Ha MUKPOCTPYKTypa HU3KOAKTUBUPYEMbIX DEPPUT-
HO-MapTeHCUTHBIX CTajieil mociae (POTOHHOI TeIo-
Boit Harpy3kn 50—200 MMITYyTbCOB IJIMTEIBHOCTHIO
0.5 Mc, TIoTHOCTh motoka 3Hepruu 0.5 MJIx/m2.
B [12] uccienoBaHO M3MEHEHHE MUMKPOCTPYKTYPHI
cranu Pycdep ripu o0nydeHUM UMIYJILCHOM a30THOM
ra3Moii. MoanduKanuio NoBEpXHOCTEM HU3KOAK-
TUBUPYEMBIX HEPPUTHO-MAPTEHCUTHBIX CTaJIE IPU
OOJIy4EHUU UMITYJIbCHBIMI MOTOKAMM IJIa3MBI, Xa-
pakTepHBIMU TS TTIepudepUITHBIX CPLIBOB, paHee He
U3YYaJiu.

Lenpro HacTos1IEl paOOThI OBLJIO CPABHUTEIBHOE
uccaeaoBaHue MoaU(UKalMKU MOBEPXHOCTA HUBKO-
aKTUBUPYEMBIX (DEepPUTHO-MAPTEHCUTHBIX CTalieit
yeTbipex Mapok — OK-181 (Pycdep), EBpodep,
F82H, CLAM — 11pu 061ydeHUN TIJIOTHON UMITYJIBC-
HOIi TIa3MOM ¢ MapamMeTpaMM, XapaKTepHbIMU ISl
neprdepruitHbIX CPHIBOB IJIa3MBbl.

MATEPUAIJIBI 1 OBPA3LLbI

B pabore wmccnenoBaHBl HU3KOAKTUBUPYEMbIE
depputHo-MapTeHcUTHbIe cTaiu Pychep (BK-181)
[13, 14], EBpodep [15], F82H [16], CLAM [17], pa3-
paboTaHHbIE, COOTBETCTBEHHO, B Poccuu, EBpore,
SAnonun u Kurae. CocTtaBbl UCClIefOBaHHBIX CTaIEi
npuBeneHbl B Ta0. 1. M3 Tabauibl BUAHO, YTO CO-
JIepXkaHue XpoMa B ctainu Pycdep HeCcKOJIbKO BhIIIIE,
YeM B OCTAIBHBIX cTasX (12 Mac. %), a B cramu F82H —
HauMeHbIlee (8 mMac. %). HampoTuB, comepxaHne
Boab(dpama B ctaim F82H nanbombmee.

O6pa3suebl pazmepoMm 10 X 10 MM ObLIM BBIpE3aHBI
MEXaHUYECKM U OTIIOJIMPOBAHEL C ABYX CTOPOH IO
3epKasibHOTO OJiecka. TojiimHa oOpas3loB crajieit
Pycdep, EBpodep, CLAM 6bu1a 2 MM, ctaim F§2H —
1 MM. BBIIO M3TrOTOBJIEHO HECKOJILKO IECSITKOB 00-
pas31oB KaXKI0i CTaJIu.
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Puc. 1. POM-u3o00paxeHnsi TTOBEPXHOCTH 00pa3lioB HU3KOAKTUBUPYEMBIX (DepPPUTHO-MAPTEHCUTHBIX CTAJIei TTOCIe IO~
POBKHM M OTKUTa B BakyyMe: a — Pycdep, 6 — EBposep, B — F82H, r — CLAM.

CoracHoO IpeapIayInnM McciienoBaHusiM, 773 K —
OINTUMAaJIbHAI TeMIIepaTypa OTKHTIa 06pa3loB CTaIn
Pycdep, mpu KoTopoit He MEHSIETCSI MUKPOCTPYKTY-
paMatepuaa [7]. [ToatoMy nocie pe3Ku 1 IOJIUpOB-
K1 00pa3upl ObUIM IIOCIEOOBATEILHO OYMILEHBLI B
YJILTPa3ByKOBOI BaHHE B Pa3BeACHHOM AVCTUJLIIAPO-
BaHHO BOHOI IIEJIOYHOM XKHUIKOM pacTBOpe s
OYMCTKHA MeTaioB (5%), M30IponaHojie, STaHoJe.
3aTteM 00Opa3lbl ObUIM ITOMENISHBI B BAKYYM M OTO-
oKeHBI TIpu 773 K B TedeHure 2 4 C LEJIbIO pelakca-
UM HATIPSDKEHU I, 06pa30BaBIINXCS IPU N3TOTOBIIE -
HMU M TIOJMPOBKe Martepuaja. M3o0OpaxkeHus II0-
BEpXHOCTell 00pa3loB, MOJYYEHHbIE C ITIOMOIIbIO
pacTpoBOro 3JeKTpOHHOro Mukpockorna (POM) Ver-
sa 3D (Thermo Fisher Scientific), mpuBeneHbsl Ha
puc. 1.

OINMCAHUE BKCITEPUMEHTOB
Obayuenue umnyavcHoil naazmoii Ha cmende KCITY-T

VceranoBka KCITY-T, mogpo6Ho onvicaHHas B [18],
MpeAcTaBiIsieT co00M OAHOCTYyMeHYaThlii KBa3ucTa-
IMOHAPHBIN MIa3MEHHBIN YCKOPUTEIb C COOCTBEHHBIM
MarHUTHBIM mojieM. Ha 3Toit ycTaHOBKe ucCIeayoT
MoBeleHUe MaTepualioB Mo AeHCTBUEM WMMIMYIbC-
HBIX IJIa3MEHHO-TEIJIOBBIX HAarpy3oK. B HacToseit
padore KCITY-T ncnonb3oBanau IJIst O0JIydeHUs Ma-
TEPUAJIOB UMITYJILCHOM NEUTEPUEBOI TUIA3MOM C Ta-
paMeTpaMu, XapakKTepHBIMHU UISI IIepUdepUitHbIX

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

CPBIBOB TuIa3Mbl. OOpaslibl cTajieil 3akpervisiii B
HEHTPAJIPHON YaCTU CTAIBHOM IIJIACTUHBI pa3MepoM
160 X 160 X 5 MM C IOMOIIBIO BAKYYMHOI'O IBYXCTO-
poHHero (yriaepoaHoro) ckorya. IlimacTuHy BMecTe ¢
o0pa3laMu yCTaHABIIMBAJIU Ha IepxXXaTelb B BAKyyM-
Hoit kKamepe KCITY-T u opueHTHpOBaIU TIepHeHIM-
KYJISIPHO MOTOKY Ij1a3Mbl (puc. 2a). Obpa3sibl 00J1y-
yanu cepusimu u3 1, 5, 10 u 25 umnynabcoB. B kaxnoii
cepur OOJIyYeHMIO TOIBEPrajucCh Cpa3y YeThipe 00-
pasiua (mo omHoMY 00pa3ily KaxKaoro BUaa ncciemye-
MBIX CTajieii), pacHoJOXEHHbIE BIUIOTHYIO IpPYT K
IpyTy TakK, 4TO OOJlydaeMble IJIa3MOI OBEPXHOCTU
BceX 00pa3loB ObUIM B OOHOM IIOCKOCTH (puc. 20).
PacripeneneHue TeItoBOM HArpy3Ku 110 ITOBEPXHO-
CTU MUIIEHU WLIIOCTpupyeT puc. 2B. HeomHopomn-
HOCTb MOTOKA B MpeaesiaXx cocTaBHOU MultieHr 20 X
x 20 MM He mipeBbimana 10%. MHTepBa MeXIy UM-
nyJbCaMM B CepUU cocTaBs1 ~ 10 MuH. 3a 3TO BpeMst
00pa3iibl OCThIBAJIU 10 TeMIlepaTyphbl, Ha 7—9 K mpe-
BBIIIABIIIEI TIEpBOHAYAJIbHYIO. TakuM o0Opa3oM, I10-
clie cepum U3 25 MMITYJIbCOB TeMIlepaTypa oopasia
MoIJla NOAHAThCS He 6osee yeMm Ha 200 K, mmocie ce-
puu u3 10 umnynbcoB — MeHee yem Ha 100 K. Bo3oyx
HamycKajlu B KaMepy HEIOCPEICTBEHHO IMocje 3a-
BepIIeHUs 00JIyYeHUsT 00pas31IoB.

XapakTepHyIO IIUTETLHOCTh TIa3MEHHO-TEII0-
BOTO BO3IEMCTBUSI HA MCCeayeMble 00pasLibl ONpe-
JIEJISITU TI0 UMITYJIBCY JABJICHMST TOPMOXKEHUsI TTOTOKA
IU1a3Mbl HA IIOBEPXHOCTD IUIACTUHBI, 11 U3MEPEHMUS
KOTOPOIO MPUMEHSIN JaTYMK AaBJICHUS C UyBCTBU-

Nel 2022
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ITna3MeHHbII

YCKOPUTEh O6pasent

IToTok
TUIa3MBbl

Jlepxarenb

/ NSSSSSSSSSSSSSSSSSSSSSSSN

BakyymHast kamepa

(6)

CranbHas
IUIACTUHA

80
—80—60—-40—-20 0 20 40 60 80X
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Puc. 2. Cxema o0GyryuyeHUs] 06pa3lioB HU3KOAKTUBUPYEMBbIX (heppUTHO-MapTeHCUTHBIX crajeil Ha ycraHoBke KCITY-T: a —
CcXeMa yCTaHOBKM 00pa3iioB B BakyyMHo# KaMepe KCITY-T; 6 — BHELIHU BUI TUIACTUHBI C YETHIPbMSI 3aKPEIUIEHHBIMU 00-
pasliamu cTajieii; B — xapaKTepHoe pacipeiejieHre TeIJI0OBOM HAarpy3Ku Mo MOBEPXHOCTH TutacTUHbI [ M/ M“].

TEJIbLHBIM 3JIEMEHTOM U3 ITbe3oKepamuku LITC-19 [19].
JuramMeTp MpUeMHOI MOBEPXHOCTU JaTYMKA COCTaB-
a1 5 mMm. Bo BpeMsl 3KCIIEpUMEHTOB ITPUEMHBIN
TOpell JaTYuMKa BCTaBISJIM B OTBEPCTHUE B LIEHTPE
IJIACTUHBI TaK, YTO €r0 MOBEPXHOCTh HAXOOMJIACh
Ha OOHOM YPOBHE C IIOBEPXHOCTBIO IUIACTUHBI, 00-
JlydyaeMoM 1ia3Moil. TUNMWYHBINA UMITYJIbC TaBICHUS
MpeacTaBlieH Ha puc. 3.

Bruto TIpoBeneHO 4YHMCIEHHOE MOJIEeIMpOBaHUE
OIWHAMUKHA TeMIIepaTypbl Ha ITOBEPXHOCTH CTajleid
Mapok Pycdep n EBpodep mipu BapppOBaHUH TETI-
JIoBOit Harpy3ku. PacueTsl OCYyHIECTBISUIM B IPO-
rpammMHoOIT cpene Comsol Multiphysics [20]. 3amaBamm
HavajabHYI0 TeMIlepaTypy oopasuon 293 K. Temnepa-
TYpHbIE 3aBUCUMOCTU TEILUIOEMKOCTH, TIJIOTHOCTU U
TETUIONPOBOAHOCTH YKa3aHHBIX MapOK CTajeil ObUTH
B34Thl U3 [21, 22]. ®opMma uMIIyjJdbca TEIJIOBOTO
MOTOKa, Tamarllero Ha IMTOBEpXHOCTh 0Opasia, co-
OTBETCTBOBAaJa 9KCIIEPUMEHTY (puc. 3). 3a 1IuTeb-
HOCTb WMITyJibca TIPUHUMAN IIUPUHY BPEMEHHOMN
3aBUCMMOCTHU Ha TIOJIYBBICOTE.
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Ha puc. 4 mpencrasieHa xapakTepHasi pacueTHast
3aBUCUMOCTb TeMIEepaTypbl ITOBEPXHOCTH CTaJIN
Mapku Pycdep oT BpeMeHU npu TeTIoBoIi Harpy3ke
0 = 0.3 MJIx/m2. Ha puc. 5 rnokasaHbl pacyeTHbIE
3aBUCUMOCTU MaKCUMAaJIbHOW TeMIiepaTyphbl Ha IO-
BepxHocTu crajieit Mapok Pychep u EBpodep mis
0= 0—0.7 MJIxx/m2. O6ydyeHre 0Opa3LOB IPOBO-
JIVJIA B IBYX peXMMax: “BbIIIe IUIABJICHUS” — IjIa3-
MeHHad TeroBas Harpyska Q = 0.6 MJIIx/m2, 1 mc
(B 3TUX YCIIOBUSIX MaKCUMaJlbHasl TeMIlepaTypa Mo-
BEPXHOCTH 00Opa3oB IPU OOIYYCHUU IIPEBHIIITACT
TeMIIepaTypy IUIaBiieHus ctaau 1 nocturaet ~2000 K
(puc. 5)); “Hmxe mwasneHusa” — Q = 0.3 MJIx/M?,
1 Mc (B 3THUX YCIOBMSIX MaKCUMaJIbHAs TeMIlepaTypa
MOBEPXHOCTH O0OpPa3loB IPH OOJIYIEHUH HE MPEBHI-
maet 1230 K, uro HMXe TemIiepaTyphbl ITLJIaBICHUS
n3ydaeMbIx ctaneit (~1620 K mrs craim EBpodep)).
ComnacHo pacuetam (puc. 50), TOMIIMHEL BCEX MC-
cJIeDOBaHHBIX 00Opa3IIOB CTajleit MHOTO OOJIBIIIE, YEM
TOJIIMHA CJIOSI, KOTOPBIM MOJDKEH TJIaBUTHCS MPU
IJIa3MEHHOI1 TeTuIoBoi Harpyske 0.6 MIx/m>.
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Puc. 3. XapakTepHbIii IMIYJIbC JAaBJICHUS ITIOTOKA TIJIa3-
Mbl KCITY-T Ha noBepxXHOCTb 00JIly4aeMOii MUILIEHU.

I1pu o6nyyeHUN HaYaIbHAsI SHEPIUs MOHOB Jeii-
Tepusl, BBUICTAIOIINX WX IUIA3MEHHOIO MCTOYHUKA,
MeHbllle 1 ka3B. Ilpu cToiKHOBEeHUM TIJTa3MEHHOTO
CTyCTKa ¢ MUILIEHBIO OKOJIO €€ TTOBEPXHOCTU 00pasy-
eTcs TWIoTHBIA (1o 102 M~3) 1 OTHOCUTENIBHO XOJI0-
HBI1 (MeHee 5 3B) cnoii w1a3mer [23]. TloaTomy, Kak
u B [24], ipeanosaraaun, 4YTo CpeaHssl SHEPrus Ja-
CTULI, B3AUMOJEUCTBYIOIIUX C TOBEPXHOCTHIO MHUIIIE-
Hu, Hmke 10 3B. Jlo3a obGiayyeHUMd neiitepmeM 3a
OIMH UMIIYJIbC, COMJIACHO OlleHKaM MmoToka [24], co-
crapaseT 7.5 X 1052 M2,

Mukpockonus

OnTuyecKyo MUKPOCKOIHNIO 00pas3loB (B TOM
YHClie UCCIeNOBaHUSI COCTOSTHUSI TIOBEPXHOCTH, Tie-
pernana BEICOT pejibeda, TOPLEBhIX HUTMEPOB 00pa3-
IIOB) TIPOBOIVJIN C TIOMOIIBIO ONITHYECKOTO MUKPO-
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Puc. 4. PacueTHble 3aBUCUMOCTHU TeMIIepaTyphl OBEPX-
Hoctu craieii Pycdep u EBpodep ot Bpemenu mist Q =
=0.3 M)I)K/Mz.

ckona Zeiss Imager Alm. Ilepen ucciaenoBaHUSIMU
00pa3IIbl MOATOTABINBAIM Ha METAJUIOTpadpmIeCcKUX
OTPE3HBIX U IMITU(OMOJUPOBATBHBIX CTaHKaX. TpaB-
JIeHre MeTajtorpadpudeckux nndoB ¢ HeIblo BBI-
SIBJICHUSI CTPYKTYPBI OCYIIECTBIISIIM C IIOMOIIBIO
CTaHJIAPTHBIX paCTBOPOB.

DIeKTPOHHO-MUKPOCKOTIMYECKUE UCCIIeTOBAHUS
npoBomam ¢ romoineio POM EVO MAI10, ocHaleH-
HOTO PEHTTEHOBCKUM YHEPTONMCIIEPCUOHHBIM CITeK-
tpomeTrpom XFlash Detector 5030 ¢oupmbl Bruker.

PE3VJIBTATBI 1 UX OBCYXIEHHWE

I1pu o6rydeHM 00pa3110B UMITYIBCHOM TJIa3MO
B peXXUMeE “HUXKe MJIaBJIeHUsI” UX MTOBEPXHOCTU OCTa-
IOTCSI TJIAAKMMU, HabJlIodaeTcsl pacTpecKMBaHUe To-
BEPXHOCTHOTO CJI0SI BCEX MaTepuaioB, MPOrpeccupy-
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TemnnoBast Harpy3ka, MZ[)K/M2

Puc. 5. PacueTHbIe 3aBUCMMOCTH MaKCUMaIBLHOM TeMITepaTyphl Ha moBepxHocTu ctajneid Pycdep (/) u EBpodep (2) (a) u Tom-
IIIMHBI PACIIaBJICHHOTO CJIOs (0) OT BEJIMYMHBI TEIJIOBOM HATrPy3KU.
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\ 5 MKM
| I

Puc. 6. [ToBepxHOCTH 00pa31oB cTayiv Pycdep mocie o6aydyeHrst UMITYJIbCHOM IeiiTepreBOoii I1a3MOii, Harpy3Ka “HIKe IiaB-
nenusa” (1 mc, 0.3 MI/M“), KOTUYECTBO UMITYJIbCOB: a — 1; 6 — 5; B — 25.

[ollee C YBEJIMYEHUEM YMCIIa UMITYJIBCOB, YTO MILTIO-
CTpPHUPYET puc. 6 Ha IpuMepe cTanu Pycodep.

ITocie oOmydyeHUsT oOpa3lOB CTaJieii MMITYJIbC-
HBIM [TOTOKOM JIeATepUEeBOIi IMJIa3Mbl B PEKMME “BbI-
Iie IUTaBiaeHus1” (GOPMUPYETCS BOJHUCTBIA pelibed
noBepxHocTell ctaneit Pycdep, F82H, CLAM, co-
CTOSILLIMI U3 TOPOOB U BMAaANH, a TOBEPXHOCTh CTAIU
EBpodep ocraercsa mmankoii (puc. 7). Ha numdax ce-
YEHUSI BUAHO, YTO TIPU YKA3aHHOI Harpy3Ke MnmoBepx-
HOCTHBIN CJTOU pacmiaBisieTcs Ha DIyOuHYy ~ 15 MKM
(puc. 8), 4TO COBIIamaeT C MpeaBapUTEIbHBIMU pac-
yetamu (puc. 56). POM-u3zo0paxkeHuss ¢ BHICOKMM
paspellieHueM JIEeMOHCTPUPYIOT, YTO TMOBEPXHOCTU
00pas31oB, MOABEPraBILIMXCS paclllaBJIeHUIO, CO-
CTOST U3 KPUCTALIUTOB C XapaKTepPHbIM pa3MepoM
~0.5 MKM.

POM-n300pakeHnss MOBEepXHOCTEl 00pa3loB
CLAM, noaBepriumxcs pacijlaBJIeHUIO IIpU 00Iyde-

Puc. 7. POM-u3o06paxeHust 00pa31ioB HU3KOAKTUBUPYE-
MBIX (peppUTHO-MApPTEHCUTHBIX CTajieil mocje oo0aydye-
HUS ONHUM MMIYJIbCOM B peXUMeE “BBbILLIE TJIaBJIeHUS "
a — Pycdep; 6 — CLAM; B — EBpodep; r — F82H.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

HUM UMITYJIbCHOM NeWTEeprueBOi MJIa3MOIi, NpUBEIE-
HBI Ha pHC. 9. AHaJIOTMYHO BHIJISIAEIIN IIOBEPXHOCTU
TpeX OpYyrUX UCCIeOBaHHBIX cTaieii. Takoii ke ObL1a
u moBepxHocThb ctanu Pycdep [10, 11] mpu obayue-
HUU UMITYJIbCHBIMU TIOTOKaMU Teruia (He T1a3Mbl!),
MIPpU KOTOPBIX IIOBEPXHOCTHBIM CJI0OM cTajeii MIaBUJI-
cs. CormacHo [10, 11], meperiaBaeHHBINA CIOi cTa-
Jieit COCTOSLT U3 OPYEHTUPOBAHHBIX MEPIIEHANKYJISIP-
HO MOBEPXHOCTH 3€PEH, MMEIOIINX (POPMY KOJIOHH C
ocHoBanuem 0.1—1 mMxMm B nmamerpe. B [12] nipu
ob0nyyeHnuun craiu Pycdep mMMITyabCcHOI a30THOIL
j1a3MoOil HENOoCPeACTBEHHO Ha IIOBEPXHOCTH Ha-
Onomasncsl STYEUCThI cioii TommHoi 0.5—1 MKM.
AHaJIOTUYHYIO CTPYKTYpy TepeIuIaBeHHOIO Clos
HaOmoganu B [24] rmocie o6aydyeHns BoJib(hpaMa M-
NyJbCHBIMM ITIOTOKAaMHM TIJIa3Mbl, BbI3bIBABIIMMU
LUKJINYECKOE TIUIaBJIEHUE ITIOBEPXHOCTHOIO CJIOS.
JlormyHO MpeanoI0XuUTh, UTO B HACTOSIIUX DKCIe-
pUMEHTaxX TepeniaBleHHbIM MOBEPXHOCTHBIN CJIOM
TaKXKe COCTOUT U3 CTOJIOYATHIX KpUcTaIUTOB. Ilepe-
Maj BEICOT HA MOBEPXHOCTH C Pa3BUTHIM BOJIHUCTBIM
penbedoM, BOZHUKAIOLIUM B pe3ybTaTe 00IydeHUS
00pa310B INIOTHOI UMITY/IbCHOI TIa3MOi1, HAXOIUT-
cd B IIpenenax 6—16 MKM.

B [11] mpu oOaydeHMM ayCTEHUTHOM CTaJin
SS316L-1G uMMOyIbCHBIMUA TEIJIOBEIMU TOTOKAMU
(0.5 MIIx/m2, 0.5 mc) niepenan peabeda Bo3pacrail
IPOIIOPUMOHAILHO YMCIIYy MMIIYJIbCOB W TOCTUTAN
BeanmauHBI 200 MxM 1ipu 200 mMmmyiabscax. B HacTos-
et padbote mpu 00Iy4eHUN UMITYJIbCHOM neiiTepure-
BOI TJIa3MOM YE€TKOI 3aBUCUMOCTHU Mepenaaa BhICOT
Al OT KOJIMYeCTBa UMITYITBCOB, KOTOPBIMM OBLIT 00Ty -
YyeH oOpasel] HU3KOAKTUBUPYEeMOU (heppUTHO-Map-
TEHCUTHOM CTaJIn, He BBISIBJICHO, YTO WLIIOCTPUPYET
puc. 10. Penbed mMoBEepXHOCTH TPEX U3 YETHIPEX MC-
cJIeIOBAaHHBIX CTajieil pa3BUT, B TO BpeMsl KaK IO-
BepxHOCTh cTaim EBpodep octaercs mrockoii. [Tpu-
YMHBI pa3BUTHUS peiibea, BEPOSITHO, KPOIOTCS B pa3-
HOM 3JIEMEHTHOM COCTaBe UCCIIeIyeMbIX CTaJlei.

Paszputne penbeda Ha TOBEpPXHOCTU PACITIABICH-
HOM CTajIi BIIEpBBIE oImucaHo B [25, 26]. B [25] uc-
clieqoBaiy pa3BUTHE peibeda Ha MOBEPXHOCTU pac-
IUIABJIEHHBIX ayCTEHUTHBIX CTaleil MpU OOJIydeHUU
HEUTpaJbHBIM TIOTOKOM BBICOKO3HEPTEeTUYECKOIO
BOIIOPOZA, MOIIHOCTL noTtoka ~80 MBt/M2, mm-
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[leperuiaBieHHBIN CIOM

Puc. 8. MukpocTpykTypa nuidoB cedeHust 06pasioB crajeit EBpodep (a) u Pycdep (6) mocie 06s1ydeH s OMHUM UMITYJIbCOM

¢ mapamerpamu 1 mc, 0.6 MI[)K/M2 Ha cteHne KCITY-T.

Puc. 9. IToBepxHocTh o6pasua craiu CLAM, o6i1y4eHHOro MMIYJIbCHOM AeiiTepreBOii IJ1a3Moil ¢ mapameTrpaMu 1 Mmc,

0.6 M):[>K/M2, KOJIMYECTBO UMITYJIbCOB: a — 1; 6 — 5.

TeJILHOCTB 00JTydeHus 1.5 ¢. bruto o6HapyXeHO, 4TO
TMOBEPXHOCTh OYEHBb UYBCTBUTEJIbHA K KOHIIEHTpa-
UM psiia MpuUMeceii: cepa U KUCIOPOA HayMHas C
OTIpeNIeJIEHHOTO CONep KaHMs MTPUBOIAT K Pa3BUTHIO
BostHUCTOTO penbeda. [Tpumecu P, Al, Ca neitcTByioT
MPOTUBONOJOXHBIM 00pa3oM, TMONABJsIS pa3BUTHUE
pelibedba Ha MIOBEPXHOCTHU PACIUIABIIEHHOM cTanu [26].
He uckmouyeHo, YTo aHAIOTUYHO MOTYT AeliICTBOBATh
U npyrue npumecu. [Ipolecchl Ha pacruiaBJIeHHONH
TMOBEPXHOCTH HOBOJBHO CJIOXHBI, TaK KaK Ha pac-
TJIABJIEHHBIN C0M AEHCTBYIOT CHJIa ITIOBEPXHOCTHOIO
HaTSKEHUSI, CUJIa TSDKECTH, CUia BSIBKOTO TPEHWUS,
CHJIa PEaKTMBHOTO MCITAPEHMSI, a TaKKe CYIIBI TP
CTSATUBAHUM BO BpeMs 3aTBepacBaHus. Eciu gpyrue
CUJIbI MIPEBBILIAIOT CUITY BSI3KOTO TPEHUSI, MaTepua
pacIUIaBIeHHOTO CJIOSI MOXET JIBUTAThCS.

st pacueTa IMOBEPXHOCTHOIO HATSDKEHUST CTaIU
MOXKET OBITh MCIOJIb30BaHa (opMyJia, MPeaIoXKeH-
Has IMomenem [27]:

k

G = O, —20001g) FX,, (1)
i=2

1€ G, — MOBEPXHOCTHOE HATSDKEHUE YMCTOTO XKeje3a,
X; — aToMHas 107151 i-TO KOMIIOHEHTa B cruiaBe, F; —

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

napameTp, XapaKTepU3yIolInuii KamUISIPHYIO aKTUB-
HOCTB JISTUPYIOIIEH T00aBKU.

ITpu 1873 K 3HaueHus F; 11st 60JbIIMHCTBA JETU-
pyloMx 106aBoK MpuBeneHbI B Tad. 2. st apyrux
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Yucio HMITYJIbCOB

Puc. 10. I[Tepenan BeICOT pesibeda B 3aBUCHUMOCTH OT KO-
srdectBa ummyiabcoB (1 mc, 0.6 MIx/M?), KOTOpbIMU
ObLIM 00JTydeHBI 00pa3iibl ctasieit Pycdep (kBaapaTel) u
CLAM (KpyXKmn).
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Taomuna 2. [Mapamerp KanwuisipHON aKTMBHOCTW pas-
JINYHBIX 2JIEMEHTOB

Fe | Cr
2.5

W
1.5 5

Mn | Si

2.2

v |C
062

N
150

Ni| S
500

DJIEMEHT

F1873 1

1.4

TeMIlepaTyp 3HaueHue F ciaeayet onpeaeasaTh U3 Bbl-
paxxenus [27]:

)
Fr =(F1873) T

1 1

(2)

B Tabiy. 3—5 npuBeneHbl MapaMeTpbl U pe3yabTaThbl
pacyeToB ITOBEPXHOCTHOIO HATSLKeHUsI ctaieit Py-
chep, EBpodep m CLAM mipu 7'= 1873 K. Paccun-

MOBEPXHOCTEN 37
TaHHble 0 dopmyie (1) koahGUIUEHTH MOBEPX-
HOCTHOTO HaTsixkeHMs mpu Temmepartype 1873 K
COCTABMIIU: Opycpep = 1466, Opypopep = 1643, Ocpam =
= 1677 M x/M?. PacueTHbIe 3aBCUMOCTU KO3(PDU-
LIMEHTa MOBEPXHOCTHOTO HATSIKEHUS OT TeMIlepaTy-
pbI cTajieit mpuBenaeHbl Ha puc. 11.

Tak kak kKo3¢p@dUILIMEHT MOBEPXHOCTHOTO HAaTSI-
KEeHUs pacIiuiaBieHHOM ctanu EBpodep Oomnbiie, ee
MOBEPXHOCTh Oo0Jiee yCTOMYMBA M JIydllle OEPXKUAT
¢dopmy, uem cranb Pychep. OnHaKo coraacHo pacue-
TaM, KO3(p(GUIUEHT IIOBEPXHOCTHOIO HATSKECHUS
ctaim CLAM eitie BoIllie, HO 3TOT MaTepUaJl IEMOH-
CTPUPYET Pa3BUTYIO BOJHUCTYIO [TIOBEPXHOCTH MOCIIE
neperuiaBKy IIOBEPXHOCTHOIO cyiosi. MOXHO IIpend-
MOJIOXKUTh, UTO XMMUYECKHUI COCTAaB HE MOIHOCTBIO

Tao6uua 3. PacueT KoadduimeHTa NOBEpXHOCTHOIO HATSKEHUS cTaii Mapku Pycdep

DneMeHT Coﬁff?;?m’ A;c;ng:: | Figrs n; 2n; Xi=n/Zn; | XiFig;3 | ZXiFign3 |6, MIx/M?

Fe 91.576 56 1 1.635286 0.856215 0.856215
Cr 11.28 52 2.5 0.216923 0.113578 0.283945
w 1.08 183.8 1.5 0.005876 0.003077 0.004615
Mn 0.75 55 5 0.013636 0.00714 0.035699
Si 0.37 28 2.2 0.013214 0.006919 0.015221
Vv 0.28 51 0.6 0.00549 0.02875 0.001725
C 0.15 12 2 0.0125 1.909901 | 0.006545 0.01309 1.573188 1466.439
N 0.05 14 150 0.003571 0.00187 0.280493
Ni 0.03 58.7 1.4 0.000511 0.000268 0.280493
Al 0.02 27 0.000741 0.000388 0

Ta 0.021 181 0 0.0001163 0.0000607 0

Ce 0.1 58 0 0.001724 0.000903 0

S 0.005 16 500 0.000313 0.000164 0.081811

IIpumeuanue: X; — aToMHast 10Jis1 i-TO KOMIIOHEHTA B CIUIaBe, F; — MapaMeTp, XapakTepU3YIOIINi KauISIPHYIO aKTUBHOCTB JIETUPY-
fonlei 106aBKH, #; — KOJIMYECTBO i-ro KomrioHeHTa Ha 100 r criaBa [Mois].

Ta6mmma 4. PacueT koadhduMeHTa mMoBepXHOCTHOTO HaTsKeHUsT cTaiu Mapku EBpodep

DremeHT COI;T;)CX_( z;zme, A;(:\slc{:ﬂ Figr n; Zn, Xi=ni/En;| XFig;3 | ZXiFigr3 |6, MIx/M?

Fe 93.106 56 1 1.662607 0.87052 0.87052

Cr 8.99 52 2.5 0.172885 0.09052 0.2263

\% 1.1 183.8 1.5 0.005985 0.003134 | 0.0047
Mn 0.44 55 5 0.008 0.004189 | 0.020943

Si 0.07 28 2.2 0.0025 0.001309 | 0.00288

\Y% 0.19 51 0.6 0.003725 0.001951 | 0.00117

C 0.12 12 2 0.01 1.868355 0.005236 | 0.010472 1.297889 | 1633.525
N 0.017 14 150 0.001214 0.000636 | 0.095368

Ni 0.007 58.7 1.4 0.000119 0.0000624 | 0.0000874

Al 0.008 27 0 0.00296 0.000155 0

Ta 0.14 181 0 0.000773 0.000405 0

S 0.004 16 500 0.00025 0.000131 | 0.065488

IIpumeuaHue: X; — aToMHas JOJISI i-TO KOMIIOHEHTA B CIUIaBe, F; — mapaMeTp, XapakTepU3YIOINil KaIMJUISIPHYIO aKTUBHOCTB JIETHPY -
Ionieii 106aBKH, #; — KOJIMYECTBO i-ro KoMroHeHTa Ha 100 r craBa [Mois].

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1
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Tabomuna 5. PacueT koadduiimeHTa moBepxHocTHOTO HaTsikeHUs ctanu mapku CLAM

DreMenT Coifffé;jm’ AIA(;?C{:H Figrs n; Zn; X;=n;/En;| XFign3 2X:Fis7 | o, MZL)K/M2

Fe 93.4324 56 1 1.668436 0.8733942 | 0.873394

Cr 9.06 52 2.5 0.174231 0.091206 | 0.228016

W 1.52 183.8 1.5 0.00827 0.004329 |0.006494

Mn 0.42 55 5 0.007636 0.003997 |0.019987

Si 0.025 28 2.2 0.000893 0.000467 | 0.001028

A% 0.19 51 0.6 0.003725 0.00195 0.00117

C 0.12 12 2 0.01 0.005235 |0.01047

1.878065 1.23394 | 1677.412

N 0.0026 14 150 0.000186 0.0000972 | 0.014583

Ni 0 58.7 1.4 0 0 0

Al 0 27 0 0 0 0

Ta 0 181 0 0 0 0

Ce 0 58 0 0 0 0

S 0.0048 16 500 0.0003 0.000157 |0.078522

Te 0.21 47.86 0.12 | 0.004388 0.002297 | 0.000276

IIpumeuanue: X; — aToMHast 10Jis1 i-TO KOMIIOHEHTA B CIUIaBe, F; — MapaMeTp, XapakTepU3YIOIINi KaISIPHYIO aKTUBHOCTb JIETUPY-
fonlei 106aBKH, #; — KOJIMYECTBO i-ro KomrnoHeHTa Ha 100 r criaBa [Moib].

yKa3zaH B cneuuuKaUusaxX cTajaeil, Torga Kak He-
3HAYUTEJIbHbIE KOJMYECTBA HEKOTOPBIX NpHUMecei
(B mepBy10 odepenb a30Ta) MOIYT OKa3aTh CyIle-
CTBEHHOE BJIMSIHUE Ha KO3(P(MUIMEHT MOBEPXHOCT-
HOTI'O HAaTSDKEHUS paciiaBa. MexaHu3M o0pa3oBaHus
BOJIH Ha MOBEPXHOCTU He BHojHe siceH. Ecnu pac-
TUTABJICHHBIN CJI0I MOoTepsieT OalaHC MOBEPXHOCTHOTO
HATS>KEHUsI B MOMEHT 3aTBepJeBaHMsI, YaCTU CJIOS C
OOJIBIIIMM HATSDKEHMEM MOTYT IIPUTITUBATh OCTajlb-
HBI€ YacTU cj104 K HUM [26]. Kak Bo3MoxXHOe 00bsIC-
HEHUEe pas3inuusl pejbeda MCCIeTOBaHHBIX CTajeid
CTOUT OTMETHUTH U pa3jinune B KOHIEHTpALlIM a30Ta
(ta6m. 1). CornacHo [28], mpu BelIeIeHUM a30T 00pa-
3yeT KpaTephl.

B 1enssx wmcmonb3oBaHUS HU3KOAKTUBUPYEMBIX
(eppUTHO-MapPTEHCUTHBIX CTaJleil B KayeCTBe obpa-
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Puc. 11. 3aBucumocTt K03 GUIIMEeHTa TOBEPXHOCTHOTO
HaTspKeHUst ctaneit Pycoep (1), EBpodep (2), CLAM (3)
u xkene3a (4) oT TeMIlepaTyphl.
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IIEHHBIX K IJIa3Me MaTepuajoB IPearoYyTUTeIbLHEE,
YTOOBI MOC/Ie UHTEHCUBHBIX HArPy30K MMOBEPXHOCTh
CTEHKU KaMepbl HA MUKPOYPOBHE COXpaHsijia IMpexX-
HIOIO TJIaAKOCTh, UYTO MOXKET OBITH IOCTUTHYTO 3a
CUET ONTUMM3ALUU KOHLCHTpALW JIETUPYIOIIUX 10~
0aBOK M KOHTPOJISI X COAEP>KaHWS B BHIILIABIISIEMOM
Mmartepuaine.

BbIBOJ bl

bei1o ucciienoBaHO BO3AEHCTBUE MMMYJIbCHOM
JleiiTepueBoii TJIa3Mbl C MapamMeTpaMM, XapaKTepHbI -
MU 171 TiepudepUHBIX CPBIBOB TIa3MBbl, Ha 00pa3-
1IbI HU3KOAKTUBUPYEMBIX (PeppUTHO-MAPTEHCUTHBIX
craneit Pycdep, EBpodep, CLAM, F82H. O6nyue-
HY€ TIPOBOAWJIU B JBYX PEXUMaxX: UMNYyJIbCaMU 11 -
TeabHOCTHIO 1 Mc ¢ sHeprueii 0.3 1 0.6 MIx/m2. [1pu
MEHBbIIIEN Harpy3ke MOBEPXHOCTHBIA CJIIOM HE pac-
TUIaBJISIICS, TIpU OOJbliield — TUIaBWICS Ha TIyOUHY
~15 MKM.

IMocne o6ayyeHus o6pa3LoB crajeil neitepue-
BOI1 T1a3Moi ¢ mapamerpamu 0.3 MIx/M?, 1 mc, 1—
25 UMITyTbCOB OOHAPYKEeHBI TPEIINHEI Ha TOBEPXHO -
cTu 0o0pa3LoB Beex cTajeil. IToBepxHOCTH Beex o0pas3-
LIOB COCTOSIIA U3 KPUCTAJUTUTOB, IMAMETP KOTOPHIX B
TIJTOCKOCTH MTOBEPXHOCTH cOCTaBISIT ~0.5 MKM.

ITocne oGaydyeHUSI MMIOYJIbLCHONM AEeUTEpUEBOM
IL1a3Moii ¢ Harpyskoit 0.6 M/Ix /M2, 1 Mc ITOBEpXHO-
CTU 00pa3l0B BCEX CTaJIEll COCTOSUIM U3 KPUCTAIIU-
TOB. B TJIOCKOCTH TTOBEPXHOCTU AUAMETP ITUX KPU-
crayumaroB ~1 MxM. 1o aHamoruu ¢ pesyiabraramu [12]
¥ [24] MOXHO TIPEATION0XKNTD, YTO TIEPETIaBICHHBIN

Ne 1 2022
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CJIOM COCTOUT U3 CTOJ0YATHIX KPUCTAJUIUTOB, OPUEH-
TUPOBAHHBIX MEPHEHAUKYJISIPHO TOBEPXHOCTH.

Ilocie oO6ayYeHMST MMOYJbLCHOU HOelTepreBOt
I1a3Moii ¢ Harpyskoii 0.6 MJIxx/m?, 1 Mc ITOBEpXHO-
ctu obpasuos craneit Pycdep, F82H n CLAM nipn-
0o0pe BOJTHUCTHIN pesibed, ITOBEpXHOCTH XXe 00pa3-
1a ctanu EBpodep ocraBanach raakoi He3aBUCHMO
OT Uuciia UMIYJIbCOB.

BeposTHOIl mpuYMHON paznuuuii peabeda Mo-
BEPXHOCTEi1 0Opas3loOB CTalCi I1OCIE MMITYJIbCHOIO
MJ1a3MEHHOI0 OOJy4eHMSI MOXET OBITh pa3iandue B
coIepXaHWU psiga IMpuMeceil, BAUSIONINX Ha CUITY
IMOBEPXHOCTHOTO HATSDKEHUS B pacIUIaBJIEHHOM CJI0€
(C, O, N, P, Al, Ca u, BO3BMOXHO, IPYIux 3J€MEH-
ToB). ComtacHO MPOBEACHHBIM pacueTaM Kodddu-
LUEHT ITOBEPXHOCTHOTO HATSDKEHMSI pacIUIaBICHHOM
crann EBpodep BrIllle, yeM pacIuiaBJIeHHOM cTajlu
Pycdep mipu Toii XKe TeMIieparype.

BJIIATOOJAPHOCTH

PaGora BbIMOTHEHA B paMKaxX COBMECTHOTO POCCHIi-
CKO-KHUTalicKOro rpaHTa npu mnoagep:xkke PO®U (rpant
Ne 18-58-53026 TDEH_a) u NSFC (rpant Ne 1171101243).
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Modification of the Surfaces of Reduced-Activation Ferritic-Martensitic
Steels by Pulsed Deuterium Plasma Irradiation with Parameters
Typical for Edge Localized Modes

A.V. Golubeva®-*, D. V. Kovalenko?, S. D. LidzhigoryaevZ, V. A. Barsuk?, N. P. Bobyr!, A. A. Mednikov!,
N. S. Klimov?, Q. Huang3, D. Terentyev*, N. Ashikawa®, V. M. Chernov®
INRC “Kurchatov Institute”, Moscow, 123182 Russia
2SRC Troitsk Institute for Innovation and Fusion Research, Moscow, Troitsk, 108840 Russia
3 Institute of Nuclear Energy Safety Technology, Chinese Academy of Sciences, Hefei, Anhui 230031 China
4SCK CEN, Nuclear Materials Science Institute, Boeretang 200, B-2400 Mol, Belgium
SGraduate University for Advanced Studies & National Institute for Fusion Science, Gifu, 240-0193 Japan
%A.A. Bochvar High-Technology Research Institute of Inorganic Materials, Moscow, 123098 Russia
*e-mail: av_golubeva@nrcki.ru

Reduced-activation ferritic-martensitic steels are promising structural materials for fusion power engineer-
ing. The possibility of their use as plasma-facing materials in areas with low energy loads is considered. Sam-
ples of steels Rusfer, Eurofer, CLAM, and F82H were irradiated with pulsed deuterium plasma fluxes typical
for of edge localized modes. Two load options were selected: 0.3 MJ/m?2, 1 ms — conditions under which the
surfaces of steels did not melt, and 0.6 MJ/m?2, 1 ms — conditions under which the surface layer melted. The
samples were irradiated with 1—25 pulses at each load. The modification of the surface layer was investigated.
It was found that if the surface layer of the samples melted during irradiation, then after one pulse the surfaces
of the Rusfer, CLAM, and F82H samples became wavy, and the surface of the Eurofer steel remained flat
until irradiation with 25 pulses with parameters 0.6 MJ/m?, 1 ms. This may be due to differences in the steel
composition. Calculations showed that the surface tension coefficient in the molten layer of Eurofer steel was
higher than in the molten layer of Rusfer steel at the same temperature. Steel with a higher surface tension
coefficient holds its shape better when exposed to external forces.

Keywords: reduced-activation ferritic-martensitic steels, EK-181, Rusfer, Eurofer, CLAM, F82H, deuteri-
um, pulsed dense plasma, surface, relief.
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[IpoBeneHBI KCIIEpUMEHTHI 10 00 TydYeHMIo B ycTraHoBKe [11asmenHbINH pokyc PF-1000 MemHBIX CIIaBOB
Cu—4% Niu Cu—4% Ni—10% Ga (mac. %) MOITHBIMUA UMITYJIbCHBIMU ITOTOKAMU AeHTEpUEBOIl MIa3Mbl U
MOHOB Aeiitepust. CIUIaBbl OBLTN OOJTYYEHBI B IByX PEXXUMAaX: XKECTKOM 1 60Jiee MITKOM. 2KeCTKUI peskuM —
COBMECTHOE BO3ICICTBHE MIOTOKOB AEUTEPUEBOI IIA3MBI [IPU ¢, = 103—10° Bt/cm?, Ty = 100 He v MOHOB
JIelTepus 1pu q; = 10°-10'9 Br/cMm?, T;= 50 Hc. bonee Markue pexxMMbl: BO3IeCTBUE TOTOKAMU AeTepU-
€BOI IIa3MBbI MPU TIOTHOCTH MOIIHOCTH g = 2 X 107 Br/cm? M IUTUTETLHOCTH MUMITYJIbCA Ty = 100 HC
st ciutaa Cu—4% Ni, a st citaBa Cu—4% Ni—10% Ga — mipu g, = 5 < 107108 Br/cm?, ¢; = 108

10 B1/cM? 1 Tex e 3HaYeHUSIX I TEIbHOCTH UMITYJIbCA. XapaKTep MoBpexxaaeMocTi crtaBoB Cu—4% Ni
u Cu—4% Ni—10% Ga B peaTu30BaHHBIX peXXUMaxX 00JIydeHUS] IPUMEPHO OOWHAKOB U OTIPEAEIISIETCST BOJI-
HOOOpa3HbIM peibedOoM II0OBEPXHOCTH, HAIMYMEM Ha Hell KpaTepOoB, MUKPOIIOp, (pparMeHTOB Karjieoopas-
HOTO BUIA U OTCYTCTBUEM MUKpPOTpelnH. B otmune ot crutaBa Cu—4% Ni, cTpyKTypa TOBEpXHOCTHOTO
cnos crutaBa Cu—4% Ni—10% Ga nociie 00JIydyeHHsI UMEET STYSHUCThIN MU STYEerCTO-ICHAPUTHBIN XapaK-
Tep. [TapaMeTpbl 0Opa3oBaHMSI TAKOU CTPYKTYPBI 3aBUCST OT PEXXMMa UMITYJILCHOTO 00JTydyeHus1 oOpasiia-
MMIIIEHU W YCJIOBUI TOCEAYIOIei HalpaBJIeHHON KPpUCTANIU3AIMM PACIIIaBJIEHHOTO TTOBEPXHOCTHOTO
cnosi. Ha dopmupoBaHue yKa3zaHHOM CTPYKTYpPbl 3aMETHOE BIIMSIHME OKa3bIBAaeT TaAKXe JIeTMPpOBaHUE Ou-
HapHOTO MEeTHO-HUKEJIEBOTO CILIaBa TPETHUM 3JIEMEHTOM — TaJUTMEM U, BEPOSITHO, AEHAPUTHAS CTPYKTypa
cruiaBa B MICXOMHOM cocTossHuU. HabGmonaercs rutactuueckast necdopmaiiysi B TOBEPXHOCTHOM CJIO€ KaX-
JIOTO U3 MCCIIeTOBAHHBIX CIIJIABOB ITOCJIE BO3NEMCTBUSI Ha HETo MOTOKAaMU AeiTepreBOil M1a3Mbl 1 HOHOB
neiitepusi, KOTopasi MpoTeKaja MeXaHM3MOM CKOJIbXKEHHS 1O TUIOCKOCTAM Haubosiee TMIOTHOM yIaKOBKU
{111}, TunuyHeM 1j1s1 MaTepuanoB ¢ I'TIK-penrerkoii. OTMeueHO, YTO UCCieNOBaHHbIE TUIACTUYHbIE ME-
Hele criaBbl cucteM Cu—Ni u Cu—Ni—Ga, Kak 1 paHee ucciaegoBaHHbli cruiaB Cu—10% Ga, nposiBIsiioT
BECbMa BBICOKYIO TPEIIMHHOCTOMKOCTh K BO3MEMCTBUIO MOIIHBIX UMITYJIbCHBIX PAauallMOHHO-TepMUYEe-
CKMX Harpy3okK, reHepupyembix B yctaHoBke [lnasmeHHsIit okyc PF-1000, B cpaBHeHUU ¢ TYrornjaaBKUMU
meTtamaamu: W, Mo, V.

KiioueBbie cjioBa: MMITYJIbCHEIE TIOTOKM, OeiiTepreBasl Iia3Ma, MOHbBI AeiTepusi, IIa3MeHHBIN GOKycC,
MMOBPEXIAEMOCThb, KPUCTAIN3aLIM, SUeUCTast CTPYKTypa, IlacTudyeckas nedopMaiiusi.

DOI: 10.31857/51028096022010150

BBEJIEHUWE HO peaJiM30BaTh YCIIOBHS, TIPA KOTOPBIX HAa 0Opa3er-

MUIIEHb COBMECTHO BO3IEHCTBYIOT pagdallMOHHAasI,

M3BecTHO, 4TO MpU 0O0pabOTKE MAaTEPUATIOB MOIIl-  TepMMUYeCKasi U ydapHO-BOJHOBas Harpy3ku [1—4].
HBbIMUW UMITYJIbCHBIMUA MOTOKAMU HEPTUU C UCTIONb-  Takas KOMILIEKCHast 00paboTKa, ¢ OMHOM CTOPOHHI,
30BaHUEM TLJIAa3MEHHBIX YCTAHOBOK U CUJIbHOTOUHBIX ~ MOXKET MPUBOIUTH K IMTOBPEXIAeMOCTH MaTepHala
YCKOpUTEJIeil MOHHBIX M 3JICKTPOHHBIX ITYYKOB MOX- (2 MHOLIA M K €ro pa3pylleHuIo), a ¢ APYroil — cro-
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(@)

Hepxatenu
o0Opas3ioB l«—— CranbHas TpyOa
] Cu—4Ni—10Ga
XC}// (Ne 3)
B AAA Cu—4Ni—10Ga

PIETPEE (Ne 4)

YQHBI
\t /

lopsayasi rmiazma
AHOI [1D

(6) bapaban-nepxarenb
‘ o0Opa31oB

Cu—4Ni
(Ne 2)

Cu—4Ni—10Ga
(N 5)

Puc. 1. Cxema o6ayyeHus o6pasnos criaBoB Cu—4Ni u
Cu—4Ni—10Ga B ycraHoBke IlnasmMeHHBIII (HOKYyC
PF-1000 ¢ ucrronp3oBaHrEeM MIECTUTPAHHON TPYOHI () 1
b6apabana (6) 11 KperuleHUsT AepxKaTeieit oopa3ios.

COOCTBYeT M3MEHEHUIO CTPYKTYPHO-(a3zoBOro co-
CTOSIHUSI B OOJyYEHHBIX MOBEPXHOCTHBIX CIOSIX U
CO3[IaHUI0 MOIM(PUIMPOBAHHBIX KPUCTAIUYECKUX
CTPYKTYpP C HOBBIMU CBoiicTBaMu [5—S8].

B 37011 cBsI3U Menb U CIUIaBBI Ha €€ OCHOBE, IIU-
POKO TIpUMEHSIEMBIE B PA3JIMIHBIX 00JIACTSIX HAYKU U
TEXHUKHU, TPEACTABISIIOT WHTEepeC IS U3YyYeHUS
BJIVSITHUSI HA HUX Pa3IMYHbIX BUIOB UMITYIbCHBIX U3~
JIyIEHUM ¢ Lebl0 YIydlIeHUS (U3UKO-MeXaHWYe-
CKMX U TEXHOJOTMYECKUX CBOMCTB, a TAK3Ke OLICHKU U
MPOTHO3UPOBAHUS UX CTOMKOCTH K UMITYIbCHBIM pa-
IUALIMOHHO-TEPMUYECKUM U YIAPHO-BOJTHOBBIM Ha-
rpy3kaMm. BrlllleykazaHHBIE MOIIHBIE WMITYJIbCHBIE
yIapHble HArpy3KM UCHBITHIBAIOT, B YACTHOCTH, Ma-
Tepuaabl BHYyTPEHHUX MMOBEPXHOCTEM Kamep (“mare-
puaJbl IIEPBOI CTEHKM’) B YCTAHOBKAX TePMOSIIEP-
HOIo CHMHTEe3a C MHEPLMaJIbHBIM yiepxXaHueMm [9].
B cBsI3u ¢ 3TMM TIOBedeHUE TUIACTUYHBIX METHBIX
CIUIABOB B MOMOOHBIX YCJIOBMSIX BBI3BIBAET HECO-
MHEHHBII UHTEpeC.

B nmuteparype 3aMeTHOE BHUMAaHUE YIEISIeTCS NC-
clIieJOBAaHUSIM 3aBUCUMOCTU COCTOSIHUSI TTOBEPXHO-
CTH, Je(EKTHOI CTPYKTYpPhI U DJIEMEHTHOI'O COCTaBa
MOBEPXHOCTHOTO CJIOSI MEIHO-HUKEJIEBBIX (DOJIbI' OT
napamMeTpoB OOJIyYeHUsT IOTOKAMU MOHOB aproHa U’
Oopa B coueTaHnu ¢ nx umranranueii [10—12]. IMo-
BBILIEHHBIM MHTEPEC BBI3BIBAET TAKKe BOIIPOC O BO3-
JEACTBUM Ha MeEIHbIE U ApPYrue CIUIaBbl MOLIHBIX

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

WOHHBIX ITy4KOB [ 5, 13], IMITY/TECHOTO JIa3epHOTO M3~
JyyeHusd [14, 15] u ymapHbix BosH [16—18]. Mccieno-
BaHME KOMIUIEKCHOTO — pagudallMOHHO-TepMUYEe-
CKOTO Y YIapHO-BOJIHOBOTO — BO3IeiCTBUSI Ha MeIb
1 MEIHO-TaJUIMEBBII CIUIAB BBHIIIOJHEHO B padote [19]
C UCIIOJIb30BaHMEM yCTaHOBKM [lna3MeHHBINH GoKyc
PF-1000.

Hacrosiiass padorta mpoaoskaer uccienoBaHusl,
MpoBeneHHbIe B padoTe [19], u mocesileHa usydye-
HUIO TOBPEXAaeMOCTU U AehopMallMOHHbIX 3 deK-
TOB B ITOBEPXHOCTHBIX CJIOSIX CIUIAaBOB HA OCHOBE Me€-
mu cucteM Cu—Ni u Cu—Ni—Ga npu Bo3neiicTBUU
Ha HUX MOIIHBIX UMITYJIbLCHBIX MOTOKOB AeiTepue-
BOIi MjasMbl U MOHOB AEUTEpHUsi, TeHEPUPYEMBbIX B
ycraHoBke [TnasmenHbIi ¢pokyc PF-1000.

METOOMKA SKCITEPUMEHTOB
1N NCCIEAOBAHUU

Cxema o0ydyeHMs1 oOpa3lioB B ycTaHOBKe [1maz-
MeHHbI pokyc PF-1000 npuBeneHa Ha puc. 1.

B xauecTBe ucciienyeMbIX MaTepruaaoB UCTIOIb30-
Bauch criaBel Cu—4% Ni u Cu—4% Ni—10% Ga
(3mech u nanee — Mac. %), KOTOpble ObUIM BhIILIABJIC-
Hbl B BakyymHo# meuun CIIIBJI-16 B rpaduTOBBIX
TUIJISIX B BUAE LHWJIMHAPUYECKUX 0OPa3lOB IUaMET-
pom @ = 9 mMm. CruiaBbl MOCJEe BBIIIJIABKU UMEIU
JEHAPUTHYIO CTPYKTYpy (puc. 2), W TIpeICTaBIISIN
co00ii TBepAble pAaCTBOPHI HUKEJISI B MEAU 1 COBMECT -
HO HMKEeJISI ¢ TaJUIMEM B MEIU, KOTOPbIE€ OCTaBaINCh
CTaOMJIbHBIMU B IIIMPOKOM MHTEpBaJIe TeMIlepaTyp:
OT KOMHATHOI1 10 TeMIepaTyphl riaBiaeHus. CriiaBbl
ObLIM Hape3aHbl Ha 00pa3ibl B hopMe TabJIETOK TOJI-
IITHOM 2 MM. DKCIIEPUMEHTHI IT0 OOJTyYEHUIO ITPOBE-
neHbl B ycraHoBKe ITnasmeHHbIit ¢pokyc PF-1000 ¢
sHepreTndeckuM 3amnacoMm 600 k/Ix. Paboyum razom
B DKCIEepUMEHTaX OB AeHTepuil Mpu HadaJlbHOM
naBiaeHun B Kamepe P = 470 ITa. Mcronb3oBanuch
JIBE METOOMKMU oOJiydyeHus1 (puc. 1), KoTophie ObLIN
onpoboBaHbl B padbote [19] u Mo3BoJIsIM BapbUpPO-
BaTh PEeXXMM 00pabOTKH 00pa3loB MOTOKAMU JeiiTe-
pUEBOI TIJIa3Mbl U UOHOB AelTepus ¢ dHeprueit E; >
> 100 x3B. CrutaB Cu—49% Ni 6611 00Iy4eH B ABYX pe-
xnMax. B cirydae, korma oOpasel 3Toro crijilaBa ObIT
3aKpEIUIeH Ha 3aJHEM TOPLE IUECTUTPAHHOI TPYOHI,
u3roToBiaeHHOM 13 ctaau Mapku 10X12I'20B (puc. 1a),
Ha HETO BO3IEMCTBOBAJIA TOJBKO NEUTepUeBas Iiaa3-
Ma, TaK KaK CTeHKa TpyObl 3KpaHMpoBaia oopasell OT
TTOTOKAa OBICTPBIX MOHOB neiTepus. Ilpm 3ToM pac-
CTOSTHME OT oOpa3slia 0 aHOJa YCTAaHOBKU COCTaBJISI-
o L = 40 cMm. B ciryuae ke pa3melieHUss o0Opas31ioB
atoro ciaba u ciiaBa Cu—4% Ni—10% Ga Ha cTeH-
Ke O0apabaHa-nepKaTes, U3rOTOBJIICHHOTO M3 CTaJIn
X18HOT (puc. 16), Ha KaxXablif U3 HUX JI€HUCTBOBAIA
COBMECTHO 00a IOTOKA: MOHBI AEUTEpUS U OeUTEpHr-
eBad mirazMa. O0pa3bl HaXOOWJINCh OT aHOAA Tia3-
MeHHOTo (POoKyca Ha paccTosgHUM L = 12 cM u OBl
CMEIIeHBI OT OCH KaMephl ~ Ha 5 cM (puc. 16). Tak
KakK B 9TOM CJIydae Yyroj KoHyca pasjieTa reHepupye-
MBIX B IJTAa3MEHHBIN (POKYC OBICTPBIX MOHOB COCTaB-
g1 ~40°, To Ha oOpa3slbl IeiicTBoBaja He camMas
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MOIITHAasI KOMITOHEHTa WOHHOTO ITyYKa, TeJIeCHBIH
YTOJI PacXOAUMOCTH KOTOpoii ~7°—10°. DTo yMeHb-
IIaJI0 SHEpreTUYecKoe BO3ACHCTBME Ha CIUIABHI,
CHITXAJIO TIPMMEPHO Ha TIOPSIOK BEJIMINHBI TLTOT-
HOCTb MOIITHOCTH ITOTOKa, 1 00pa3oBaHMs YIapHBIX
BOJIH B 00BbeMe 00 TyJaeMBbIX CILIABOB HE ITPOMCXOIN-
s10. CoBMeCTHOE ITyYKOBO-TIIa3MEHHOE BO3ICHCTBIIC
Ha Marepuan Cu—4% Ni—10% Ga ocylecTBISI0Ch
TaKke B OKCIEPUMEHTaX, KOrma oOpasIlbl 3TOTO
cIUTaBa GBUTM 3aKpeTuIeHBI BOJM3H TIepeaHero Topia
TPYOBI 1 HAXOMITMCH OT aHONIa YCTAaHOBKY Ha PacCTO-
saun L = 15 cm. Bo Bcex akcnepuMeHTax obaydae-
MBbIe 0Opa3IIBI-MHIIIEHN PACITOJlaraiuch B KaTOMHOM
0061aCcTH KaMephI TUTa3MeHHOTO (hoKyca.

[TapameTtpsl 061ydeHMST 00pa3L0B NPEACTaBICHBI
BTabJ. 1, [oe 9KCIepUMEHTHI C UCIIOIb30BaHUEM IIIe-
CTUTPAHHOM TPYOBI HA3BaHKI: “aKcnepuMeHT Ne 17, a
¢ IpuMeHeHneM GapabaHa-IepxaTesas — “IKCIepu-
meHT No 27,

IMocne ob6iydeHnsT 0Opas3Ibl UCCACTOBAINCH Me-
TOJaMM OITHYeCKoi Mukpockornuu (OM) ¢ mpume-
HeHneM MHUKpockora Neophot M pacTpoBoil 3yeK-
TpoHHOII MuKpockonuu (POM) ¢ mcnoiabp3oBaHUEM
CKaHMPYIOILIETO 3IeKTPOHHOTro Mukpockomna EVO 40
bupMBI Zeiss ¢ IpUCTaBKOM WIS TOKATHHOTO peHTIe-
HOCIIEKTpaibHOro MukpoaHammia (PCMA).

PE3YJIBTATBI U OBCYXIEHWE
ITlospexcoaemocmob MeOHbIX CNAABOS

Ha puc. 3 n 4 mpeacraBieHa MUKPOCTPYKTypa 00-
JIydeHHOI1 rmoBepxHocTH 00pa3LoB ciiaBa Cu—4% Ni
MOCJIe BO3AEHMCTBUS HAa HUX MMITYJIbCHBIX IIOTOKOB
IeiitepreBoii T1a3Mbl (Tabir. 1, sker. Ne 1) u coB-
MECTHOTO BO3A€HCTBUS IMIOTOKOB A€MTEpUEBOI MJ1a3-
MBI U MOHOB nieiitepus (Tabu. 1, skcn. Ne 2). B o6oux
clydasix HaOJIIogaeTcsi TUIIMYHBIA XapaKTep MOBpe-
XKIAeMOCTHU IIOBEPXHOCTHOIO CJIOsI, pPeau3yeMblil B
METaJUIMYECKUX MaTepuajiaXx B MOAOOHBIX YCIOBUSIX
TyYKOBO-TTa3MeHHOTo Bo3aeiicTeusa [20—22]: Ha 00-
JIY4eHHOM MTOBEPXHOCTH BUIHBI BOTHOOOPAa3HEIN pe-
Ieed, KpaTepbl, MUKPOITIOPEI, Karjieoopa3Hbie par-
MEHTBI, HO OTCYTCTBYIOT MUKPOTpEIIMHbI. B Han6o-
Jiee XEeCTKOM peXkuMe o0ydeHus (Tabm. 1, aker. Ne 2)
YCUJIMBAETCS IIPOLIECC IPO3UU U YIAICHUS YaCTH I10-
BEPXHOCTHOTO CJI0S BCIEACTBME UCIIAPEHUS MaTe-
puana.

Cneunduka rospexnaemoctu crutaBa Cu—4% Ni—
10% Ga nipu pa3iu4YHbBIX peXUMax 00IydeHUs IIPe-
cTaBjieHa Ha puc. 5. Kak BumaHo 13 cxeMbl Ha puc. 1a,
obpazerr Ne 3 (tabn. 1) cruraBa MOr IOABEpraTbes
BO3AEHCTBHUIO IIOTOKOB A€MTEpUEBOM IJ1a3Mbl, a TaK-
K€ 4YaCTMYHO — OBICTPBIX MOHOB AEUTEPUS M UCIIbI-
TBHIBaJI 3aMETHYIO MOBPEXKIAEMOCTb IIOBEPXHOCTHOTO
ciost. O0ydyeHHas1 MMOBEPXHOCTh cIiaBa (puc. 5a)
HMeEET BOJIHOOOPA3HbIi XapaKTep, COASPKUT MHOXKE-
CTBO B3OYyTHUM, IIOp, KaIuleoOpa3HbIX HAIUIBIBOB U
KpaTepoB ¢ OOJBIINM Pa30dpPOCOM XapaKTEePHBIX pa3-
MEpPOB — OT €AMHUIL U AECATKOB 10 HECKOIbKHUX CO-
TeH MKM. Takoii BuJI MOBEPXHOCTHU yKa3bIBaeT Ha TO,

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

”

100 MxMm

Puc. 2. Mukpoctpykrypa ydacTkoB cruiaBoB Cu—4% Ni
(a) u Cu—4% Ni—10% Ga (6) B MCXOTHOM COCTOSTHUH MO~
ciie BeitutaBku (OM).

YTO B TTOBEPXHOCTHOM CJIO€ TIPU KaKIOM HMITYJIbC-
HOM BO3ICHCTBUM MOTOKOB SHEPTUH IPOMCXOIMIIO
B3pPBIBHOE KHUIIEHUE, COITPOBOXIABIIIeecs Ipolecca-
MU UCITApEHUS, IPO3UHN, 00pa30BaAHUS KUIKOM ha3bl
¥ OBICTPOM KPUCTAJUTN3AIINN.

CHuxeHue B oopasiie Ne 4 crijtaBa o CpaBHEHUIO
¢ 06p. Ne 3 (Tabn. 1) MJIOTHOCTU TMOTOKA SHEPIUU,
BO3AEHCTBYIOIIE HA TIOBEPXHOCTHBIN CJIOM, MpUBE-
JIO K YMEHBIIIEHUIO €ro MmoBpexmnaemMocTu (puc. 50).
DTO BBIpaxaeTcsd B 0oJiee CINIaskeHHOM pefibede 1o~
BEPXHOCTH, a TaKXe B YMEHBIICHUM KOJUYECTBA
HaO0JII0TaeMbIX KPaTepoOB M MX MaKCHUMaJbHBIX pa3-
MepoB (OT HECKOJBKMX COTeH B 00p. Ne 3 mo He-
CKOJIBKUX HECITKOB B 00p. Ne 4, ta6i. 1). dpyrumu
cJIoBaMM, MHTEHCUBHOCTD BBIXOJIa ra30Boii (ha3bl U3
paciuiaBa ¢ 00pa3oBaHMEM KpaTepoOB Ha €ro MoBepX-
HOCTU B 00p. Neo 4 ObL1a HiKe, yeM B 06p. Ne 3 (Tabm. 1),
YTO CIIOCOOCTBOBAJIO CHIKEHUIO MX Pa3MepPOB U KO-
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Taomuna 1. TTapameTpsl 061ydeHUst moTokamu neiirepuenoit miasmsl (JIIT) u nonos neittepust (MJ1) o6pasiioB criaBoB
Cu—4% Niu Cu—4% Ni—10% Ga B ycraHoBke ITna3zmeHHsblit hokyc PF-1000

IImoTHOCTH [ImoTHOCTH
Paccrosinue noroxa JITT JInuTensH. noroka V]I JmutensH. uMmil. | Yucio uMir.
Cocras cruasa oTaHona L, cm 5 | mmm. AT, 7, c 5 ’ na.z,c Bo3a., N
u Ne o6pasiia Br/cm Bt/cm
DkcrepumeHT Ne 1
Cu—4Ni (Ne 1) 40 2% 107 1077 - -
Cu—4Ni—10Ga (Ne 3) 15 108 1077 108—10° 5% 1078
Cu—4Ni—10Ga (Ne 4) 15 5 x 107 10~7 108 5x 1078
BOkcnepumeHT No2
Cu—4Ni (Ne 2) 8119 7 9 10 -8
Cu—4Ni—10Ga (Ne 5) 12 10°—10 10 10° —10 5% 10 5

JudecTBa. Hanmuue xe ra3oBoit (pa3bl B pacruiaBieH-
HOM TTOBEPXHOCTHOM CJIO€ CBSI3aHO C MPUCYTCTBHUEM
B MCXOITHOM COCTOSTHUU CIUIaBa KHMCJIOPOIa IIpruMe-
CH, a TAK:KE C UMILJIAaHTaLlME B MaTepUragl MOHOB J€Hi-
Tepusi. UX 3axBaTt ropaMu U BAaKAHCUOHHBIMU KOM-
miaekcamu [23] ¢ mocnenyonieit Koaryasnueil B MUK-
pOTMy3bIpU U yOAJIEHUEM U3 XUAKOUN dasbl, a TaKKe
BO3MOXHOCTh 00pa30BaHUsI MapoBoii (ha3bl Mpu B3a-
WMOACHCTBUHM MOHOB IEeHTEpHUs C IMIPUCYTCTBYIOIINM
B CIUIaBe KHMCJIOPOIAOM TIPMMECH CITOCOOCTBOBAIM Ha-
OIromaeMoMy Ha IOBEPXHOCTH KpaTepooOpa30BaHUIO.

O6nyyenue oopasua criaba Cu—4% Ni—10% Ga,
3aKperjeHHOTO Ha GapabaHe-aepxKaTreie, IPOUC-
XOAWJIO B Hambojee XKECTKOM peXKMMe OOTydeHUs
(tabn. 1). ITloBpexmaeMocTb paccMaTpUBaeMOro
cruiaBa (puc. 5B) ornpenensyiach BBICOKO MHTEHCUB-
HOCTBIO TIpollecca 3po3un MaTepuania, B pe3yJjibTaTe
KOTOPOIi 3aMeTHasl 4aCTb MOBEPXHOCTHOTIO CJI0SI yaa-
JISIJIach CO CTOPOHBI 00 Iy4aemMoii moBepxHocTu. I1o-
5TOMY Ha BOJIHOOOPA3HOM MOBEPXHOCTH CIJIaBa Mo-
cJie 00JIyYeHUsT COAEPKUTCS 3aMEeTHO MeHbIIe ¢hpar-
MEHTOB Karuieo0pa3Horo BUaa, KpaTepoB U MOp, YeM
B aHAJIOTMYHOM CILIaBe Mocje 3KCIepuMeHToB No 1

biounas crpykrypa

Puc. 3. MUKpOCTPYKTypa y4acTKOB MOBepXHOCTH oOpasia criaBa Cu—4% Ni nocjie oGirydyeHust B yctaHoBKe I1na3MeHHbIN
dokyce B oken. Ne 1 (tabu. 1): paccrostaue ot aHoza L =40 cM, g, = 2 X 107 BT/CMZ, T = 100 Hc, yucio umm. N =4 (OM).

Bitounast ctpykrypa

JIVMHUY CKONBXKEHUST

W UKPOCTPYKT TKBHB HTI/I 11a CILIaB u o oC]I JIydeHUsT B ycraHoBKe [11a3sMeHHbI
Puc. 4. M oC a y4acTKOB II0B€ octH o6pa3sua cruiaBa C 4‘7N1 oclie o0Jyde ctaHoBKe [1na3me

(oxyc B oken. Ne 2 (tabu. 1): gp = 10810
6,8 — OM.

TMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEAOBAHUS  Ne 1

Br/cm?, 7= 100 Hc, q;= 10°

—10! BT/CM2 T =150 Hc, uncno umm. N=5:a— POM;
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CrnenmyeT 0co00 MOMYEPKHYThH, YTO IIPU BCEX pea-
JIN30BAHHBIX PEXUMaX pamvalliOHHO-TePMIYECKOM
00paboTK Ha OOJYyYeHHON MHOBEPXHOCTH CILIaBa
Cu—4% Ni—10% Ga (xak u B crutaBe Cu—4% Ni) oT-
CYTCTBYIOT MUKPOTpPEITUHEL. B TO ke BpeMst aHasro-
TUYHBIC MW OJTU3KKE K HUM YCIOBUS ITyIKOBO-TUTA3-
MEHHOTO BO3IEUCTBUS Ha TYTOIUIABKUE MaTepUaIbI
(W, Mo, Vu ap.) npuBoasaT K 00pa3oBaHUIO MUKPO-
TPEIMH B 00 IyJYeHHBIX ITOBEPXHOCTHBIX CII0sIX [24—26].

Sueucmas muxpocmpykmypa
6 cnaase Cu—4% Ni—10% Ga

WccmenoBannsl mokasaiu, 4TO Ha OOIyYeHHOM
noBepxHocTr ciutaBa Cu—4% Ni—10% Ga, mpo-
CTPAHCTBO MEXITY KpaTepaMu IIpeICTaBIIsIeT co0oit
STIEUCTYI0O MHUKPOCTPYKTYPY, SUYSHKM HMMEIOT Karl-
JIeoOpa3HBIN BUII, a UX CPETHUM pa3Mep JIEKHT B TIpe-
nmemnax ~0.5—1 mxM. [IpumMep momoOHOI CTPYKTYPHI
st oopasua Ne 3 crimaBa Cu—4Ni—10Ga (ta6a. 1)
TpencTaBieH Ha puc. 6a. MHTepecHO, 9TO B OTHETb-
HBIX yJ9acTKaxX OOJYYeHHOTO ITOBEPXHOCTHOTO CJIOS
HEKOTOpas YacThb sS9eeK PAcIoIOXeHa BIOIb JTMHUI
CKOJIbXeHUs (puc. 66, 6B), BOBHUKIINX BCICICTBUE
TUTAaCTUYECKO mecopMallmi MaTepuaia. B mpyrux
yJacTKax SYeiiKr paBHOMEPHO pacrpenesIeHbl 1o 3a-
HUMaeMo Ttommanu. B Hanboree skeCTKOM peskume
BO3IEUCTBUSA TIOTOKOB NEWTEPUEBON TIUIa3MBI U
MoHOB neittepus Ha crutaB Cu—4% Ni—10% Ga, pea-
JIM30BAaHHOM B aKcrniepuMeHTe Ne 2 (Tabj. 1), Ha ero
00JIYIeHHOI TTOBEPXHOCTH ITOMUMO sTYeeK HabJTroma-
€TCSI IPUCYTCTBUE NEHAPUTOB (puc. 7).

Hanuuue s4yencToii CTpyKTYphl YKa3blBaeT Ha MO~
TEePIO YCTOMYMBOCTU MIOCKUM (PPOHTOM KPUCTAJIIIU -
3allMy pacijiaBa, YTo OOBIYHO UMEET MECTO TTPU BO3-
HUKHOBEHMHU B HEM KOHIIEHTPAIIMOHHOTO MepeoxJia-
KIEeHUsST Teped MOBEPXHOCTbIO pasliesia TBEepAOh U
Kuakoi ¢asz [27—29]. Aueiiku, uMmeroliue Ha o0JIy-
YEHHOI1 IMTOBEPXHOCTH CIlJIaBa KarjieoOpa3Hyo Qop-
My, TPEICTABJSIIOT COOOI BEPIIMHBI CTOJOYATHIX
KPUCTAJJIOB, KOTOPbIe C(DOPMUPOBAIUCH U BHIPOCIHU
B Mpoliecce HampaBJIEeHHON KpUCTa/UIM3alluu pac-
MjiaBa MOBEPXHOCTHOTO CJIOSI B YCJIOBHUSIX KOHIICH-
TPALlMOHHOTO TiepeoxaaxaeHus. MoXHO IoJiararhb,
4YTO BETBU ACHIPUTOB, BXOJMUBIINX B CTPYKTYPY MC-
XOOHOTO cIiaBa (puc. 2), KOTOPbI B IPUIIOBEPX-
HOCTHOM CJIO€ TIOJI PacIljlaBOM OCTaBaJjiCsl B TBEPAOM
COCTOSIHUM, KOHTAKTUPOBAIM C XUAKON hazoil u
CTAaHOBWJIMCH LICHTpPaMU 3apOXACHUSI U TOCIeayIO-
111er0 OBICTPOTO POCTA CTOJOYATHIX KPUCTAJIJIOB B Ha-
MpaBJeHUM TpaiueHTa TeMIlepaTyphl.

OTMeTHM, 4TO 0Opa3oBaHME CTOJIOYATON CTPYK-
TypBI HAOIIOAAJIOCh B MOTU(MPUIIMPOBAHHBIX TTOBEPX-
HOCTHBIX CJIOSIX PAa3JIMYHBIX CTaJleil M HUKEJIEBBIX
CILUIABOB I10CJIE BO3IEUCTBUS Ha HUX BBICOKOTEMIIEpA-
TYPHOM UMITYJIbCHOM TUIa3MBI TIPH G, = 2 X 10° Br/cm?,
1T =3—-50 mkc [1], a TakXe B BoJib(pamMe Ipu BO3ACH-
CTBUM JeUTEPUEBOI TIJ1a3Mbl C TETJIOBOUM HArpy3Koii
0.2—5 MJIx/M?> ¥ IIUTENbHOCTU uMITynbca 0.1—
1.2 mc [30].

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

Puc. 5. MUKpoCTpyKTypa y4aCTKOB [IOBEPXHOCTH CILJIaBa
Cu—4% Ni—10% Ga mnocie oGiaydeHUs] B yCTAaHOBKE
ITna3menHslii hokyc (Tadu. 1): a — aken. Ne 1 06p. Ne 3
(gp = 10% Br/em?, T =100 e, ¢; = 108~10° Br/em?, 1=
= 50 Hc, ynciio umi. N = 4); 6 — aker. Ne 1 o6p. Ne 4
(gp=5% 107 BT/CMZ, 1=100Hc, g;= 108 BT/CM2, T=50Hc,
uncno umn. N = 4); B — skern. Ne 2 06p. Ne' 5 (g, = 108—
10° Br/em?, T = 100 e, ¢; = 10°—10'° Br/em?, 1 =
= 50 Hc, yucio umn. N =5 (POM).

Oo0pailaeT Ha cebsl BHUMaHUE TOT (DAKT, UTO B OM-
HapHoM criaBe Cu—4% Ni nociie 001y4eHus ero rmo-
TOKaMM JEUTEpUEBOI IIa3Mbl U MOHOB AeHTEpUs
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Puc. 6. MUKpOCTpyKTYpa y4acTKOB oBepXHOCTH (TabJ1. 1) oopasua Ne 3 crutaBa Cu—4% Ni—10% Ga mmociie o61y4eHus B ycTa-
Hoske [LnasmenHslii pokyc B axcniepumente Ne 1: g = 10 BT/CM2, T=100 Hc, ¢; = 103—10° BT/CM2, T = 50 HC, YUCTIO UMIIL.

N=4(POM).

JleHnpuTsl

JIMHUU CKONBXEHUS

Sueiikn

Puc. 7. MUKpoCTpyKTypa y4acTKOB oBepXHOCTH (TabJ. 1) o6pasiia Ne 5 crmaBa Cu—4% Ni—10% Ga mociie 061y9eHus B ycTa-
HoBke I1nasmeHHbl okyc B sxkcnepumente Ne 2: g, = 10°~10” Br/em?, T = 100 He, g; =10"-10" Br/cm?, T = 50 Hc, yucio

umn. N=5 (POM).

STYEUCTOM CTPYKTYPBI B IOBEPXHOCTHOM CJIO€ HE BO3-
HUKaJI0. AHAJIOTWUYHAsI CUTyallusl UMejla MeCcTO U B
paHee ucciaegosaHHoM ciutaBe Cu—10% Ga [19] no-
cjie TyYKOBO-TUIa3MEHHOIO BO3ACUCTBUS Ha HEro
MPUMEPHO B TOM Xe pexXuMe. B TpeXKOMIIOHEHTHOM
xe criaBe Cu—4% Ni—10% Ga ripu 00JIydeHUH ero
B T€X 3Ke YCIOBUSX, 4To 1 ciutaB Cu—4% Ni (tabin. 1,
akcr. Ne 2), HaGaomaeTcs sidercTasi U STYeMCTO-
IeHapuTHas (puc. 6, 7) cTpyKTyphl. Mlcxomst u3 moury-
YEHHBIX PE3Y/JbTAaTOB, MOXHO 3aK/IIOUKTh, YTO yBE-
JINYeHHE CTeNeHU JISTUPOBAHUS OMHAPHBIX METHBIX
cmiaBoB cucteM Cu—Ni m Cu—Ga mmyteMm gobasiie-
HUS B COCTaB TPEThEero KOMITOHEHTA CITOCOOCTBOBAJIO
B IPOLIECCE KPUCTAIM3ALIMU PACILIABIEHHOIO MM-
Ty IbCHBIM U3JIydeHUEeM ITOBEPXHOCTHOTO CJIOSI ITOTe-
pe yCTOMYMBOCTH IUIOCKUM (POHTOM 3aTBEPACBAHMS,
TO-BUJIMMOMY, M3-3a BOSBHUKHOBEHMS 3P (PeKTa KOH-
LIEHTPALIMOHHOTO IIEPEOXIAKICHUS B XKUIKOM PACTBO-
pe. DTo cTaio MpUYNHOM 00pa3oBaHNsI OOHAPYXKEH-
HBIX SIYEUCTOM U JEHAPUTHOM CTPYKTYp (puc. 6, 7).

BnusitHue KoHUEHTpalWU JIETUPYIOIIUX SJIeMeH-
TOB Ha MOP(POJOTMYECKYI0 YCTOMYMBOCTH (PPOHTA
KPUCTAJIM3ALUU U CTPYKTYPHOE COBEPIICHCTBO MO-
HOKPUCTAJIJIOB HUKEJIEBBIX CIIJIABOB HAOJI0NAIOCH
Takke B padorax [31, 32].

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

IIracmuueckas deghopmayus 6 NOBEPXHOCMHOM cA0€

TTociie mpoBeIeHHBIX PKCIIEPUMEHTOB Ha O0Jy-
YEHHOII MOBEPXHOCTU MCCIEAYEMbIX CIUIABOB MpPHU-
CYTCTBYIOT IIPU3HAKHU IJIACTUYECKOM TepopMalii —
JIMHUM CKOJIbXXeHMSs1. B pasanuHbIX ydacTKax MoBepx-
HOCTHBIX cjioeB civiaBa Cu—4% Ni HaGmonalorcs asa
BHUIA JUHUN CKOJIBXEHUS: C 00pa3oBaHMEM OJIOYHOM
(puc. 3 u 4a) u nmonocuaroil (puc. 46, 4B) MUKpPO-
CTPYKTYpPBI. XapaKTep INIacTU4eCcKOu medopMaiinm
s crutaBa Cu—4% Ni—10% Ga (aker. Ne 1 06p. Ne 4,
Taba. 1) mpencTasiieH Ha puc. 8§ B 30HE IPaHUIIbI IBYX
3epeH. B onHoM ciydae (puc. 8a) HaGa0maeTcss oqHa
cUCTeMa JIMHUM CKOJIBXEHUSI, KOTOPhIE B COCETHUX
3epHAX pAaCIOJIOXKEHBI IIOA YIJIOM APYr K IpyTy, B
IpyroM ciaydae (puc. 860) B mpeaesiax Kaxaoro 3epHa
HAOIIOMAIOTCST ABE CUCTEMbl JIMHUI CKOJIbXKCHUS.
B menoM, xak mokasaj aHaJu3, OCHOBHAS TUIOIIAAb
00JIy4eHHUs CIIaBa CONEPXKUT “CETKY”, COCTOSIIYIO
W3 ABYX CUCTEM JIMHUI CKOJIbXeHUs (puc. 9a, 96), HO
BCTPEYAIOTCST YYACTKHU, B KOTOPBIX UMEIOTCS TPU CU-
CTEMBbI JIMHUI CKOIbXeHus (puc. 9B).

IIpencraBieHHbIe pe3yabTaThl IMO3BOJISIIOT 3a-
KJIIOUUTh, UTO TPOLECC TUIACTUUECKOI medopMaln
B TIOBEPXHOCTHBIX CJIOSIX OOJIYYEHHBIX OOpas3loB
crutaBoB Cu—4% Niu Cu—4% Ni—10% Ga nporekan
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Puc. 8. MUKpoCTpyKTypa ydacTKOB OBEpXHOCTH (Ta0I. 1)
o6pasiia Ne 4 crutaBa Cu—4% Ni—10% Ga nocie o6ydeHust

B ycraHoBke [1® B akcniepumenTe Ne 1: g =5 % 107 BT/CMZ,
t=100He, ¢; = 108 BT/CM2, T =50 Hc, yncio umm. N =4
(POM).

MEXaHU3MOM CKOJIBXKEHMUS 10 TNIOCKOCTSM HauboJiee
TUJIOTHO# ynakoBKu {111}, TUMUYHBIM [IJIsI MaTepura-
JoB ¢ I'lIK-pemrerkoii [23, 33]. DTOoT MexaHU3M Aeii-
CTBOBaJI KakK IIpU OOJYYEHUM METHO-HUKEJIEBOTO
cIjlaBa TOJBKO IIOTOKAaMM AeUTepueBOil I1a3Mbl
(puc. 3), Tak U TP COBMECTHOM OOJIyYEHU N KaKTOTO
W3 CIUIaBOB ITOTOKAaMM JEUTEPUEBOIA T1a3Mbl U MIOHOB
nevitepus (puc. 4, 6—9). Hannuue 61049HOI 1 moyio-

CcyaToil MUKPOCTPYKTYpP YKa3blBaeT Ha TO, 4YTO Tjia-
ctuyeckasi Aedopmaiivs B Pa3MYHbBIX JIOKAIbHBIX
ydyacTKaXx TIOBEPXHOCTM CILJIaBOB MpoTeKajla ¢
Y4acCTUEM PAa3JIMUYHBIX CUCTEM CKOJIbXEHUSI, IOITy-
ctumbIx B MeTaiutax ¢ I'LIK-pernrerkoii, B 3aBUCUMO-
CTU OT OPUEHTUPOBKU KPUCTALIMTOB B 9TUX y4acT-
KaX OTHOCUTEJILHO OCHU TMPUJIOXKEHHOTO HampsiKe-
Husg. TepMuyeckume HaIIpSDKEHUSI B OOJIyYEHHBIX
TMOBEPXHOCTHBIX CJI0SIX BO3HUKAJIM Ha CTaIuU OXJia-
KIeHUs1 oOpa3lioB CIJIAaBOB MOCJE BO3AEUCTBUS Ha
HUX UMIYJIbCHBIX TTIOTOKOB NefiTepueBOii Maa3Mbl U
MOHOB AelTepus. BeaenctBue BO3MOXHOIO HEOTHO-
POIHOTO pactpee/ieHUs INIOTHOCTU HEPTUHU 110 ce-
YEHMIO MOHHOTO IMy4YKa ITPU UMMYJIbCHBIX pa3psiiax B
1a3MeHHOM (OKyce M, COOTBETCTBEHHO, (PIyKTya-
Ui TeMITepaTyphbl B 00IydaeMbIX 00pa3nax CIUIaBOB
TepMUYECKUE HATIPSIKEHWST MOTJIU ObITh Pa3JIMYHbBI-
MU B pa3HbIX MUKPOOObEeMax MOBEPXHOCTHBIX CJIOEB.
B couetanmnu ¢ pa3anaHOl OpUEHTUPOBKOM MUKPO-
KPUCTAJINTOB TlacTuyeckas nedopmanus B JIO-
KaJIbHBIX Y4YacTKaxX NMOBEPXHOCTHbBIX CJIOEB CIJIABOB
npoTeKaja MEeXaHU3MOM CKOJIbXEHUSI MO TIJIOCKO-
ctam {111} ¢ yyacTeM Tex CUCTeM CKOJIBXEHUS, KO-
TOpbI€ I JAHHOTO yyacTKa 00Jy4yaeMbIX CIJIaBOB
ObLIW MPEATIOYTUTENbHbI.

Crenyet 3aMeTUTb, UYTO OOJIee XKeCTKUi, YeM B Ha-
crosiiieil paboTe, pexxuM oOJIydeHUsl, coueTalouit
MOIIHbIE paAuallMOHHO-TEPMUYECKHE BO3ACUCTBUS
C yIAapHO-BOJIHOBBIMM HArpy3KaMH, KOTOPBI ObLI
peanu3oBaH TpU OOJIYyYeHUM TBEPIOro pacTBOpa
criaBa Cu—10% Ga B pabore [19], MoxkeT cioco6-
CTBOBAaTb MPOTEKAHUIO TIpoliecca TIacTUuYeCcKou ae-
dopManuu mo MexaHU3My IBOMHUKOBaHUS [16—18].

DnemeHmHbLil AHAAU3 8 NOBEPXHOCNIHOM caoe

Pesynbrarel peHTIeHOCIIEKTPAIBLHOIO aHaIn3a 00-
JIydeHHBIX 06pa31oB Ne 4 u Ne 5 crunaBa Cu—4% Ni—
10% Ga 1iociie poBeAeHHBIX SKCIIEPUMEHTOB Mpe-
ctaBjieHbl Ha puc. 10. AHanu3 1mokasaji, YTo MocJe
00JTydeHUsI CIIaBa B €T0 TTOBEPXHOCTHOM CJIoe, TO-
MHMO OCHOBHBIX MCXOIHBIX KOMITIOHEHTOB, MPUCYT-
CTBYIOT B Ka4yeCTBe MpUMecei yrjiepoa, KUCaopoa 1
aJIIOMUHUNI. YTepoa 1 aTlOMUHUI MOTJIM OCaXKAaThb-
Csl Ha TMOBEPXHOCTh O0Opa3lia-MUIIIeH! TOCe ucmna-
peHUS CO CTeHOK (PYHKIIMOHAJIbHBIX MaTepUAIOB Ka-

JIMHUY CKONMBXEHUST

Puc. 9. MUKpocTpyKTypa y4acTKOB OBepXHOCTH (TabJ1. 1) obpasiia Ne 4 crutaBa Cu—4% Ni—10% Ga mociie 061ydeHMsI B ycTa-

HoBke [lna3meHHBbI (poKyc B akcriepumeHTe Ne 1.
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Puc. 10. PeHTreHOBCKYE CIIEKTPhI 3JIEMEHTOB B 00, TyYeHHOM MOBEPXHOCTHOM citoe crutaBa Cu—4%Ni—10%Ga: a — ke Ne 1, o6p.
Ne 4 nyist nByX ToYek Ha puc. 9a — Ha JIMHUU CKOJIbXKeHUs (T. 1) ¥ BOJIM3M JIMHUU CKOJTbXeHUsI (T. 2); 6 — akert. Ne 2 o6p. Ne 5 B MuK-

poyacTulie Ha ToBepxHocTH (Tadd. 1).

Mephl IIa3MEHHOro (hoKyca MOIIHBIMM IOTOKaMU
NeATepreBO TTa3Mbl M MIOHOB AeiTepus. [1pu aToMm
Ha 00JlydaeMyl0 MOBEPXHOCTh CILJIaBa OCaXIAaJIUCh
TaKXXe MHUKPOYACTULBI, MCIIapsieMble KJIaCTePHBIM
MEXaHU3MOM MpPU BO3AEHUCTBUU MMOTOKOB AeUTEpUE-
BOIi J1a3Mbl M KOHOB AEUTEepHsI HA MaTepuall AepxKa-
Teaeit oopas3uos (puc. 1). B coctaB Takux MUKpoda-
CTHUILI, HApSay C YKa3aHHBIMU 3JIEMEHTaAMU, BXOIWIU

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

5JIEMEHTHI CTaJIM, M3 KOTOPOU OBLIM M3TOTOBIICHBI
nepxarenu (puc. 100).

3AKJIIOYEHHME

IIpoBeneHa cepust 3KCHEPUMEHTOB B YCTAaHOBKE
ITmasmenHbIN (POKyC MO 0OIYydeHNIO METHBIX CIIjia-
BoB Cu—4% Niu Cu—4% Ni—10% Ga (mac. %) Mor-

Ne 1 2022
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HBIMU UMITYJIbCHBIMU ITOTOKaMHM JeMTEepUeBOil TI1a3-
MbI 1 MOHOB Jeiitepus. CIiaBbl 00JIy9anuch B IBYX
peXrMax: XEeCTKOM pPeXUME COBMECTHOIO BO3ICH-
CTBUSI TOTOKOB i TepUeBOil TIa3Mbl ITpH ¢, = 108—
10° Br/cM?, T, = 100 HC ¥ MOHOB AeifTepust NpH ¢; =
= 10°—10" Br/cm?, T; = 50 Hc, a TakKe B 60JIee MATKHUX
pexumax — cimiaB Cu—4%Ni notokamu AeTeprueBoii
IUIa3MbI ITPY IUIOTHOCTU MOUIHOCTH g, = 107 Bt/cm?
U IJIUTETbHOCTH UMITyJIbca Ty = 100 He, a crutaB Cu—
4% Ni—10% Ga — nipu g, = 5 x 10’—10% Bt/cm?, ¢, =
= 108—10° Bt/cM? 1 TeX Xe 3HAYEHUSIX JUINTEIBHOCTU
UMIYJIbCA.

ITokazaHo, 4TO XapakTep MOBPEXIAEMOCTH CILIa-
BoB Cu—4% Ni u Cu—4% Ni—10% Ga B UcHbITaH-
HBIX peXMMax OOJIydeHHUs] TTPUMEPHO OJMHAKOB U
ompeesieTcsl BOJIHOOOpa3HbIM peibe()OM MOBEpX-
HOCTM, HaJIW4yMeM Ha Heid KpaTrepoB, MHMKPOIIOp,
¢parMeHTOB KaruieoOpa3HOIro BHIa U OTCYTCTBHUEM
MUKpoTpeluH. ITpu KaxkmoM UMMIyJIbCHOM BO3Iei-
CTBMU MOTOKOB SHEPTUU Ha 0OpabaThIBaEMbIii CILJIaB
MPOUCXOIUJIO PacIUIaBJIEHWE €ro MOBEPXHOCTHOTO
CJIOSs, B3phIBHOE KUIIEHUE C 00pa3oBaHUEM KpaTepOB
1 TI0p Ha 00Jy4YeHHOI TTOBEPXHOCTH, a TaKXKe McHa-
peHue MaTepuaa (rmpoiecc 3po3un). B dosee xkect-
KOM peXume 00JIydeHUsI yKa3aHHbIE TIPOLIECChI yCU-
JIMBAJIUCh U COMPOBOXIATUCH YIAIEHUEM YaCTU TO-
BEPXHOCTHOTO CJIOS BCJIEACTBUE 3PO3MU MaTepuraia.

B ormmuune ot crmaBa Cu—4% Ni, cTpyKTypa Io-
BepXHOCTHBIX cioeB ciutaBa Cu—4% Ni—10% Ga B
pEaTn30BaHHBIX pEXMMAax OOJy4EHUSI TOCIE pac-
TUIABJIEHUSI TTyYKOBO-TTA3MEHHBIMU BO3MICHACTBUSI-
MU U KPUCTAJIU3ALUU XUIKOW (a3bl UMeeT sTueu-
CTHIA WU STYEUCTO-NEHOPUTHBIN xapaktep. [lapa-
METPBI 0OpPA30BaHUSI TAKOU CTPYKTYPHI 3aBUCST OT
peXnMa UMITYJIbCHOTO OOJTydYeHUsI 00pa3lia-MUIIIEHU
W YCJIIOBUM TOCJIEAYIOIIEA HAIIPaBJIE€HHOM KPUCTAJI-
JIN3alIMU PACIUIABJIEHHOTO TIOBEPXHOCTHOTO CJIOS.
Kpome Toro, Ha popMupoBaHue paccMaTpruBaeMoi
CTPYKTYPBI 3aMETHOE BIIMSTHUE OKA3bIBACT JIETUPOBA-
HUE OMHAPHOTO MEAHO-HUKEJIEBOTO CIIaBA TPETHUM
3JIEMEHTOM — TAJUIMEM W, BEPOSTHO, NEHIPUTHAS
CTPYKTYpa CIUIaBa B UCXOTHOM COCTOSTHUM.

B noBepxXHOCTHOM CJ10€ KaXXA0Tro U3 UCCIIeI0BaH-
HBIX CIIJIAaBOB IIpY OOJy4eHUU ITOTOKAMU JeiTepue-
BOI ITJIa3Mbl U MIOHOB AE€HATEpUsI MO/ IEUCTBUEM TEP-
MUYECKUX HaMNpsDKEeHUN IpoTeKaja IlacTudyeckKas
nedopmanus TUIMMWYHBIM 1J1s1 MatepruaioB ¢ I'IK-
PEUIETKOM MEXaHU3MOM CKOJIbBXEHUS IO TLIOCKO-
CTSIM HauOoJiee MJIOTHOM ynakoBku {111}.

IMonyyeHHBIE pe3yJbTaThl IOKA3bIBAIOT, UTO I1J1a-
ctuuHble MeaHble criaBbl cucteM Cu—Nin Cu—Ni—
Ga, a Takke uccienoBaHHbIi paHee ciuiaB Cu—10%
Ga [19], nposBIsIOT BRICOKYIO TPEIIMHHOCTOMKOCTD
K BO3ICUCTBUIO MOIIHBIX UMIYJIbCHBIX paIvuaLlIOH-
HO-TEePMHMYECKUX HArPy30K HAHOCEKYHIHOTO T1ara-
30Ha IJINTEILHOCTU MMITYJibCa, TCHEPUPYEMBIX B
ycranoBke ITmasmennsiii pokyc PF-1000, B cpaBHe-
HHU C TYTOIUIaBKMMM MeTaimaMu — W, Mo, V.
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Influence of Pulsed Flows of Deuterium Ion and Deuteric Plasma
on Cu—Ni and Cu—Ni—Ga Alloys

V. N. Pimenov!" *, 1. V. Borovitskaya’- **, V. A. Gribkov!, A. S. Demin!, N. A. Epifanov" 2,
. A. Maslyaev!, E. V. Morozov!, 1. P. Sasinovskaya', G. G. Bondarenko? 3, A. 1. Gaydar3, M. Paduch*

!Baikov Institute of metallurgy and materials science of the Russian Academy of Sciences, Moscow, 119334 Russia
?National Research University High School of Economics, Moscow, 101000 Russia
3Scientific Research Institute of Advanced Materials and Technologies, Moscow, 115054 Russia
Institute of Plasma Physics and Laser Microfusion, Warsaw, 01-497 Poland
*e-mail: pimval@mail.ru
**e-mail: symp@imet.ac.ru

Experiments on irradiation in the Plasma Focus device of copper alloys Cu—4% Ni and Cu—4% Ni—10% Ga
(wt %) by power pulsed flows of deuterium plasma and deuterium ions have been carried out. The alloys were ir-

radiated in two modes: hard mode of combined action of the deuterium plasma flows at g, = 108—10° W/cm?,
T, = 100 ns and deuterium ions at ¢; = 10°—10'° W/cm?, 1; = 50 ns, and also in more soft conditions — Cu—
4% Ni alloy with flux of deuterium plasma at power density g,; = 2 X 107 W/cm? and pulse duration T, = 100 ns,

and Cu—4% Ni—10% Ga alloy — at g, = 5 x 10'—10® W/ecm?, ¢; = 108—10° W/cm? and the same values of the
pulse duration. The nature of the damage for Cu—4% Niand Cu—4% Ni—10% Ga alloys in the irradiation regimes
implemented is approximately the same and is determined by the wavy surface relief, the presence of craters, mi-
cropores, droplet-like fragments and the absence of microcracks. Unlike the Cu—4% Ni alloy, the surface structure
of the Cu—4% Ni—10% Ga alloy after irradiation has a cellular or cellular-dendritic character. The parameters of
the formation of such a structure depend on the regime of pulsed irradiation of the target sample and the conditions
of the subsequent directed crystallization of the molten surface layer. The formation of this structure is also signifi-
cantly affected by the alloying of the binary copper—nickel alloy with the third element (gallium) and probably the
dendritic structure of the alloy in the initial state of the alloys. Plastic deformation is observed in the surface layer
of each of the studied alloys after exposure to the flows of deuterium plasma and deuterium ions, which proceeded
by the sliding mechanism along the planes of the densest packing {111}, typical of materials with an fcc lattice. Stud-
ied ductile copper alloys of the Cu—Ni and Cu—Ni—Ga systems, as well as the previously studied Cu—10% Ga al-
loy, exhibit very high crack resistance to the effects of powerful pulsed radiation-thermal loads generated in the
Plasma Focus installation, in comparison with refractory metals — W, Mo, V.

Keywords: pulsed flows, deuterium plasma, deuterium ions, plasma focus device, damage, crystallization,
cellular structure, plastic deformation.
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CUHTE3 ITNOKCUJA TUTAHA INIASMOJANHAMNYECKUM METO/IOM
C BOSMOXHOCTbBIO PEI'YJIMPOBAHUA
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IIpencraBieHbl pe3yabTaThl 9KCTIEPUMEHTATLHBIX UCCIICIOBAHUI CUHTE3a YABTPAAUCIIEPCHBIX ITOPOIIKOB
MMOKCUIA TUTAHA TJIa3MOAUHAMUYECKUM METOJOM C MCIOJb30BaHUEM criocoba auddepeHnanibHo-0a-
pUYECKOl ceTtapaivu i peryJIMpoOBaHUs UX TPaHyJIOMETPUUECKOTo cocTaBa. [IpuHIMIT paboTHI criocoba
3aKJIIOYaeTCs B ITIepeMeIleHUU MEJTKOIUCIIEPCHOM (ppaKiiuy 13 OCHOBHOM Kamephl (B KOTOPOIi MpOTeKaeT
TUTa3MOXMMUYECKas peakivs) B OydepHyo MpY OTKPBITUH MEPEITyCKHOTO KJlalaHa 3a c4eT pa3HOCTHU JTaB-
JieHnit. Crioco6 Mo3BOoJISIET OCYIIECTBISITh GPaKIMOHHOE pa3eieHUe U MojyyaTh MaTepralbl ¢ IpeuMy-
IIECTBEHHBIM COMepXKaHNEM MEJIKMX YaCTUII pa3MepaMu MeHee 1—2 MKM (BIUIOTH 10 10 HM) ¥ KpyITHBIX 9a-
ctull pasmepamu nopsiaka 10—100 MKM B mpoliecce cuHTe3a 0e3 HCMOJIb30BaHUST JOTOJIHUTETbHBIX
YCTPOMCTB M METOMIOB cenapalny. DKCIepuMeHTaIbHas cUcTeMa, peanusyltomas nuddepeHImaIbHo-6a-
pUYECKYIO cernapaluio, o3BOJISIET U3MEHSITh BPeMsI OTKPBITHUS TIEPEITYCKHOTO KJlaraHa MeXIy OCHOBHOM
u 6y epHoOit KamMepaMHM, YTO BIUsIET Ha COOTHOIIIEHWE Macc U (pa3oBbIii COCTaB HU3KOAMCIIEPCHOM 1 BBICO-
KoaucnepcHoii ¢ppakuuii. [TokazaHa 3(hHeKTUBHOCTb TIPUMEHEHUSI CIToco0a 1JIs1 MOJIy4eHUsI MaKCUMaJlb-
HOI1 MacChl BBICOKOAMCIIEPCHOM (hpaklMy ¢ HAaMOGOIBIIMM colep:kaHMeM aHaTasza okoiio 80 Mac. % mipu
BpPEMEHM OTKPBITHS MEPEMyCKHOro KiianaHa okojo 10 ¢, 4To moarBepkaaeTcsl pe3ybTaTaMu PEHTIeHOB-
CKOIt MM(PaKTOMETPUU U TTPOCBEUNBAIONIEH 3JIEKTPOHHON MUKPOCKOITHH.

KioueBble cjioBa: IU1a3MOAMHAMWYECKMN CUHTE3, TUOKCHU TUTaHA, aHaTa3, pyTwi, quddepeHInaaIbHO-
Gapuueckasi cernapalusi, MpoCBeYMBaloIas JIeKTPOHHAs MUKPOCKOITHS, PEHTTEHOBCKAsT TU(MDPaKTOMETPUSI.

DOI: 10.31857/S1028096022010174

BBEAEHUE

I1po0byemMsbl, CBSI3aHHBIC C 3aTrPsSI3HEHNEM OKpYXKa-
IOl cpedbl M UCTOIIIEHUEM 3aIlacoB MCKOIIaeMOTIo
TOILJIMBA, MOCIYXWIA MPUYMHON aKTMBHBIX HCCJIE-
JIOBaHUi1 B 00JIaCTU MPOU3BOACTBA BOJAOPOAA B IO-
cienaue necatuietus [1—4]. Ha tekyuuiit MOMeHT
pa3paboTaHO HECKOJILKO OCHOBHEBIX CITOCO00B: dep-
MEHTalusT OMOMAacChl, KPEKWHI HEKOTOPBIX BUIOB
YIJIEBOIOPOAOB, 3JEKTPO- U (hOTOKATATUTUIECKOE
pa3ioxkeHWe BOJbl C MCIOJb30BAaHUEM KaTajlu3aTo-
posB [5, 6]. B acriexre MoTeHIIMAIBHOM TOCTYITHOCTHI
PECYPCOB U 9KOJOTMYHOCTHU Mpoliecca hoTopaciiern-
JIEHV€ BOJbI HauboJjiee MPearnoYTUTENbHO, ITO3TOMY
Bce OosbIlle HAayYHBIX padOT MOCBSIIEHO MMEHHO
aToit TeMatuke [7—10]. Cpenu cymecTtBytomux ¢o-
TOKaTaJIM3aTOPOB IIO-TIpeXXHEMY HauOoJiee IIOITy-
JIIpHBIM ocTaeTcsl nuokcua tutaHa TiO, BBUIY €ro
BBICOKOI XMMWYECKOI CTAaOMJIIBHOCTY M HU3KOM CTO-
nmoctu [11—14]. MHormne ncciaemoBaTea POSBIIS -
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FOT MOBBIIIEHHBIN MHTEPEC K aHaTa3dy — MoguduKa-
uuu TiO,, KoTopas obnagaeT HaWTyJlei porokara-
JIMTUYECKOM aKTUBHOCTBIO CPEIN APYTUX U3BECTHBIX
ctpykTyp TiO,, 4TO OOYyCJIIOBJIEHO MEHBILIUM CPEI-
HUM pa3MEPOM YacCTUll U, COOTBETCTBEHHO, OoJiee
BBICOKOU MOBEpXHOCTHOI aHeprueii [11, 14]. B cBs3u
C 9TUM TMOJIydeHUE NUOKCHAA TUTAaHA C IOBBIIIECH-
HBIM COllepXXKaHWEeM aHaTa3a U MUHMMAaJbHBIM pa3-
MEPOM YaCTHUII SIBJISIETCS aKTyaJlbHOI 3a1a4eii.

B [15] moka3aHa mpuHIUIIMAIbHAsSS BO3MOXHOCTD
noaydyeHus: aucriepcHoro TiO, ¢ moMolblo MeToaa
MPSIMOTO IUIa3MOAMHAMNYECKOIO CUHTE3a. YCTaHOB-
JIEHO, 4YTO MaTepuaj CHUHTE3MPOBAHHOIO MOPOIIKa
COCTOUT M3 IBYX CUJIBHO Pa3IMYaIOINXCS pa3Mepa-
MU $paKIMii: yIbTpaguCIepPCHON — ¢ pa3MepoM Ya-
ctull 10 1—2 MKM 1 MUKpPOHHOM — 10 200 Mxm. s
¢oTOKaATATUTUIECKUX MPUIOKECHUMN HYXHBI 4aCTH-
OBl ¢ OOJIBIIEH MTOBEPXHOCTHOM DHEpTHEii, KoTopas
JIOCTUTAETCS 32 CYET YMEHBIICHUS UX pa3Mepa, Mo-
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Bosayx,, O,/Ar

1 OCHSBHaS{ 2 bydepnas

g Kamepa 5 Kamepa

b= p =10atm. [[&] P,=0.1arm.
v 12

Puc. 1. [IpuHIMnaabHas cxeMa CUCTeMbl nuddepeH-
UMaIbHO-0apuyecKoi cenapauuu: / — 3J1eKTPOI-CTBOJ
YCKOpUTEIISl; 2 — TIePeIyCKHOM YIpaBiseMblii KiaraH
MEXIy OCHOBHOI 11 Oy(epHOIi KamepaMMu.

B3TOMY TIPEIIOXKEHO TIPOBOAUTDL (PPAKIIMOHHOE Pa3-
JIeJIeHUe HEeITOCPEICTBEHHO B KaMepe-peakTope cpa-
3y TI0cJie OKOHYaHUS TIpoliecca cuHTe3a. B HacTos-
meit paboTe MPOAEMOHCTPUPOBAHA BO3MOXHOCTH
npuMeHeHUsI crocoba nuddepeHIInaabHO-0apude-
CKOM cemapauyu 1jisg (ppaKIMOHHOTO pas3aeicHUs
YaCTUL ¥ MPEUMYIIESCTBEHHOTO MMOJIYYeHUS YIbTpa-
IUCIICPCHOrO MPOAYKTAa C CoAepXXaHWeM aHaTas3a
okouto 80%.

OKCITEPUMEHTAJIbBHAA YACTDb

MeTton mpsIMOro TIa3MOJINHAMUYECKOTO CUHTE3a
JIMOKCHUIa TUTAHA OCHOBAH HA MCIOJIb30BAHUU CBEPX-
3BYKOBOI IIJIA3MEHHOM CTPyM, T€HEPUPYEMON HM-
MYJbCHBIM CUJIbHOTOYHBIM KOAKCUAJIbHBIM MarHW-
TOTUTA3MEHHBIM YCKOPUTEJIEM 3PO3MOHHOTO THUTIA C
TUTAHOBBIMU 3JIEKTPOJIAMU U YCKOPUTETbHBIM KaHa-
JoM [15]. UMIIyabCHOE 31E€KTPOIIMTAHUE YCKOPUTE-
JISI OCYWIECTBIISIETCS OT E€MKOCTHOTO HAaKOMUTES
9HEPruu ¢ eMKOCTbIO KOHJIeHCAaTOpHOI 6aTtapeu C =
= 14.4 m® nipu 3apsaaHOM Hanpskenuu U,,, = 2.5—
3.0 xB.

TutaH HapabaThIBaeTCs MyTeM 3JIEKTPOIPO3UOH-
HOTO MU3HOCA C MOBEPXHOCTU YCKOPUTEIBHOTO KaHa-
Jla IpA MPOTEKAaHUU TOKA BJIEKTPOIMUTAHUS OKOJIO
100 KA, miepexoauT B IJIa3MEHHOE COCTOSIHUE, YCKO-
psieTcs B KOAKCUATbHOM 3JIEKTPOJHOU cUCTEME Mar-
HUTOIUIA3MEHHOTO YCKOPUTENSI IO CKOPOCTEeH Io-
psiaka 1 KM/c 1 UCTeKaeT B repMETUUHYIO KaMepy-pe-
aKTop, 3aIOJTHEHHYIO ra30BOil CMEChIO KMCJI0pOaa 1
aproHa Mpy COOTHOIICHUM MaplUaIbHBIX JaBJICHUN
(O,: Ar=1:1) B HOpMIbHBIX YCIOBUSIX MIPU KOM-
HaTHOM Temnepatype. IIpu pacnbuieHUM MaTepuraia
C BHEIIHEH TIpaHULbl TOJOBHOM YIApHOM BOJIHBI
CBEPX3BYKOBOI CTPYU IMPOUCXOIUT TJIa3MOXUMUYE-
cKasl peakiuisi oOpa3oBaHMSI NUOKCHUAA TUTaHa U
¢opMUpoBaHUE MUKPO- U HAHOYACTUII.

B pamkax HacTosimero ucciieqoBaHus o ppak-
LMOHHOTO pa3IeIeHUsI CMHTE3UPYEMOIO AUOKCHUIA
TUTAaHA WCIIOJIL30BaJICI pa3padOTaHHEIN CIOCO0
muddepeHInaIbHO-0apMUYeCKOil cenmapalumn, CyTh
KOTOPOTIO 3aKJII04YaeTcs B MepeMEIleHUU B3BEIICH-
HOI B Ta30BOIM CMECH MENTKOIMCIIEpCHOM (ppakmnm
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U3 OCHOBHOI KaMepbl (B KOTOPOI MpOTeKaeT Ia3-
MOXUMMYECKasT peakivsi) B OydepHyIo 3a cUeT pas-
HOCTH JaBjieHUI B nx oobeMax (puc. 1). Texanaecku
cnoco® peanusyeTrcsl IMyTeM pasaeicHUs OOIIero
o0beMa KaMep Ha ABa He3aBHUCHUMBIX, COCTUHECHHBIX
MEXIy CO0OI MepenyCKHBIM YIIPaBIISIEMBIM KJjlama-
HoM 2 (d = 10—20 Mmm). B OydepHOIi Kamepe co3maeT-
cg (popBakKyyM, IOCJE YeT0o 3aKpbIBaeTCs KiallaH, a
OCHOBHAasI KaMepa HaITOJTHSIETCSI CMEChIO Ta30B. B oc-
HOBHOI1 KaMepe MPOTeKaeT IJIa3MOXUMHYECKasT pe-
aKIUs ITpU HOPMAJIbHOM aTMOocGhepHOM AABJIEHUU U
KOMHaTHOIT Temriepatype. [lociie OKOHYaHUS TLIa3-
MOXMMMWYECKON peaknu U (pOpMUPOBAHUS YACTHII
IUOKCHUIA TUTAHA CITyCTSI YCTAHOBJICHHBIN BpeMeH-
HOM TIPOMEXYTOK Af¢ OTKPBIBAETCS ITePEITyCKHOI
KJIallaH, ¥ 9aCTh Ta30BOM CMeCH, coaepKallleil B3Be-
IIEHHbIE MEJIKOAUCIIEPCHBIE YACTUIIHI, TTepeMellaeT-
cs B OydepHyI0o KaMepy 3a cUeT rnepernana JaBieHUit
IO MOJHOTO €ro BbhIpaBHUBaHUS. bonee mompoGHO
MeTOJI onucaH B [16].

PentreHodasoBblii aHaIM3 TPOMYKTOB TLIA3MO-
JTUHAMUYECKOTO CHHTE3a TPOBOIWJICS C MCMOb30Ba-
HueMm nudpakromerpa Shimadzu XRD 7000S (Cuk,,-
usnydyeHue). O6paboTKy MoaydeHHbIX IMMpaKTOrpaMm
OCYIIECTBJISLIN B IiporpammMmHoii cpene PowderCell2.4
C MHCHOJIb30BaHMEM 0a3bl CTPYKTYPHBIX JaHHBIX
PDF4+. CreneHb KpUCTAJUIMYHOCTUA OLIEHUBAaIU C
MOMOIIIbI0 porpaMmMHoro npoaykra XRD: Crystal-
linity. CTpyKTypy, MOP(OJOTUIO U pa3Mepbl YaCTHUIL
HUCccIea0BaIu ¢ TTOMOIIbIO PACTPOBOTO 3JIEKTPOH-
Horo Mukpockota (POM) Hitachi TM 3000, JSM-
6700F w mpocBeYMBAIONIETO 3JEKTPOHHOTO MUK-
pockona (IT®M) Philips CM12. [Insg usmepeHuit
YIEJIbHOUW MOBEPXHOCTU CUHTE3UPOBAHHBIX MMOPOIII-
KoB MeTogoM bproHera—Ommera—Temiepa (BOT) B
a30Te UCITOIb30BAIU ra30a0COPOLIMOHHBIN aHAIU3a-
TOp yAeJIbHOI MoBepXHOCTU U mopucTocTu TriStar 11
3020.

PE3VYJIBTATBI 1 UX OBCYXIEHUE

OCHOBHBIM (HaKTOPOM, CIIOCOOHBIM MOBJIUSTh Ha
rpaHyJIOMeTpUYeCcKrit U (pa3oBbIii cOCTaB MPOAYKTa
TUIa3MOJIMHAMMYECKOIO CUHTE3a, a TakKe Ha ero
Maccy MpU UCIIOJIb30BaHUU MPEII0KEHHOTO CIIOCO-
0a cemapaumu, sIBsieTcss BpeMsi At OTKPBITHUS TIepe-
IMYCKHOTIO KJlallaHa IocJjie 3aBepIIeHus paboThl KO-
aKCUaJbHOTO MAarHUTOIJIa3MEHHOIO YCKOPUTEIS.
Ha puc. 2 nipeacTaBiieHbl 3aBUCMMOCTH MacC MPOIyK-
TOB, COOpaHHBIX B OCHOBHO¥ (m,) 1 OydepHoii (m,)
KaMepax, 1 CyMMapHO MacChl IMCIEPCHOrO MaTe-
puana ms; oT yKkazaHHoro napamerpa. O4eBUAHO, UTO
C yBeIMYEHHMEM BPEMEHM OTKPBITUS KJIallaHa Macca
MOPOIIIKA, OCTAIOIIErOCsI BOCHOBHOI KaMepe, 3aMeT-
HO BO3pacTaeT, B TO BpeMs KaK Macca BBICOKOIMC-
MEePCHOTO TIPOAYKTa, MepeKavyaHHOro B OydepHyIo
KaMepy, YMEHBIITaeTCsI. DTO 00YCIOBISHO TEM, UTO C
YBEJIUYECHUEM BPEMEHHOIO IpPOMEXYTKa OoJiblliee
KOJIMYECTBO YaCTHUIL OCAXIAETCsI Ha CTEHKM OCHOB-
Hoit Kamepbl. OOIIasT Macca MaTepuaaoB OCTaeTCs
MOCTOSTHHOI B MpeaeiaXx, 00yCIOBIEHHBIX HEKOTO-

Ne 1 2022
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3.0

2.5 ® PS

At, ¢

Puc. 2. 3aBucuMocT Macc MOPOIIKOB # OT BpeMEHU OT-
KPBITUSI IEPEeNyCKHOTo Ki1anaHa Af: / — Macca mopolika
B OCHOBHOI1 Kamepe my; 2 — Macca IopouIKa B 6ydepHoii
Kamepe m,; 3 — CcyMMapHasl Macca MOpPOIIKa 713.

PBIMHN OTKIIOHCHUAMMU TONBEAECHHOM K YCKOPUTEIIO
OHECPIMU B CEPUU SKCIIEPMMCEHTOB.

B paccmaTpuBaeMbIX YCIOBUSIX MaKCHUMAaIbHOE
KOJIMYECTBO YJIBTPAIMCIIEPCHOTO MaTepHajia BBIHO-
cuTcs B 00beM OydepHOoit Kamepbl Py MUHUMAJIb-
HOM BpeMEeHH OTKPBITUS KjIaniaHa okoJio 1 ¢. OnHako
POM-u3obpaxenue (puc. 3a) IeMOHCTPUPYET He-
MMPUEMJIEMOCTh TaKOTO PeXMMa, TaK KaK B MPOMYKT
OydepHOIT Kamephl TP TIepeHoce MOoIaaarT YacTH -
bl pa3MepamMu nopsinka 10 MkM u 6oJjiee. DTo Hello-
CTaTOK TIOCTEIICHHO WMCKIIIOYAeTCsl ¢ yBEJIMYCHUEM
MMPOMEXYTKa BpeMeHU At 10 OTKPBITUS TTEPEITYCKHO-
ro KjamaHa, KakK 5TO BHUIHO W3 COIOCTaBJICHUS
POM-uzobpaxenuit Ha puc. 3. Tak, mpu Ar > 10 ¢
B TIOpOIIIKe Oy(depHOit KaMephl yKe MOJIHOCTBIO OT-
CYTCTBYIOT YaCTHILIbI KPYITHOM (bpaKILIMKU pazMepaMu
oonee 10 MKM, a TIPOILIEHTHOE COAepKaHWE YAaCTUIL

pa3Mmepamu meHee 400 HM BIJIOTH IO OeCSITKOB Ha-
HOMETPOB MOHOTOHHO Bo3pacTaer. O0 3TOM cBUE-
TEJILCTBYIOT COOTBETCTBYIOIIME TMCTOIpaMMBblI pac-
npeaeyeHusT o pasMepaM 4YacTUl, CyOMUKPOHHOIO
nuarasoHa (puc. 3), corytacHO KOTopbIM Ipu Af=1c¢
X colepxXaHue coctasiseT 67.5%, nipu At = 10 ¢ —
80.3%, anipu At=30c — 83%.

Takum o6pa3om, yBenumueHue Az 1O3BOJISIET pery-
JIMPOBATh TPAHYJIOMETPUYECKUIA COCTAB ITOPOIIKOB
OydepHoOIT KaMephbl B Auara3oHe pa3mepoB oT 1.0—
1.5 mxm o mopsinka 10—100 HM 1 BEIOMpaTh HEOOX0-
JUMBI TMAana3oH, OTBeYarolnii (pyHKIMOHAILHBIM
TpedboBaHmsIM. OTHAKO CIeIyeT OTMETUTD, YTO IIpE-
JIOXKEHHBIN CIMOCcOo6 He obecrieunBaeT yaalleHWe U3
MOPOLIKA YaCTULl MUKPOHHBIX PAa3MEPOB, KOTODHLIE
IJIUTEILHOE BpeMsl HAaXOISTCS BO B3BEIIEHHOM CO-
CTOSIHMM B OCHOBHOI1 Kamepe. [ToaToMy 1151 BBIAEIIE-
HUS PpaKIIIy ¢ pa3MepoM rpanyn nopsinka 100 HM u
McHee HEOOXOOMMO MCIIONIb30BaTh APYrUe, HOIIOJI-
HUTEJIbHBIE CITOCOOBI Celapalyu, Hanmpumep, LeH-
Tpudyruposanue. KpoMe Toro, coriacHo 3aBUCHMO-
CTSIM, TIpPUBEICHHBIM Ha pUC. 2, yBejqudeHue At co-
MPOBOXIAETCS CUIILHBIM IepepacipeacicHIeM Mace
MOPOIIKOB MEXIY OCHOBHOIM U OydepHOIt KaMepaMu
(yBeJIMUEHUEM B OCHOBHOI M YMEHBIIIEHUEM B Oy-
depHOIT KamMepax) 3a cUET JONOJTHUTEIBLHOM ecTe-
CTBEHHOI arjioMepaluu MeJIKoi (pakiuu 1 ee oca-
XKIEeHHsI B OCHOBHOM Kamepe ¢ yBelmueHueM Atr. Tak,
€CJIY TIpYM MUHUMAJIbHOM Af = 1 ¢ Macca mopoIlKa B
oydepHOIf Kamepe coctanisieT ~1.4 1, To mpu At = 10 ¢
OHa YMEHbIIAeTCsT 40 1 T IIpU MOTHOM OTCYTCTBUU
YacTULl KPYITHOU (hpakiimu, B TO BpeMsI Kak Ipu ¢ =
= 30 ¢ ona ymenbmaercsa 1o ~0.8 1. [Ipn manbHeii-
IIEM YBEJIMYEeHUU A? IPOUCXOOUT HEXeIaTeJIbHOE
YMEHbIIIEHUE M,, a ($a30BbIi cocTaB MpoayKTa Oy-
depHOIi KaMephbl OCTaeTCsl MPAKTUYECKU MOCTOSTH-
HbIM. Mcxonst U3 3TUX MaHHBIX, C YIETOM COXpaHe-

0 I T T I

0.2 0.6 1.0
d, MKM

1.4 0.2 0.6
d, MKM

1.0 1.4 0.2 0.6 1.0 1.4
d, MKM

Puc. 3. POM-u3o06paxeHust MPOAYKTOB TUIa3MOAMHAMUYECKOTO CUHTE3a, MTOJIydeHHBIX TP BpeMeHaxX OTKPBITUSI TIEPeIyCK-
Horo kiarnana Af =1 (a), 10 (6), 30 ¢ (B), 1 COOTBETCTBYIOIIME TUCTOTPAMMBI pacpeaesICHUST YaCTHUIL TI0 pa3MepaM.
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Puc. 4. PDM-1306paxkeHusT BBICOKOTO pa3pelieHus MPOAyKTa MIa3MOIMHAMUYECKOTO CUHTEe3a U3 OydhepHOi KaMephl, MOy~

yeHHoro npu Ar= 10 c.

HUS B ITOpOIITKe OydepHO KaMepbhl MUKPOHHON M
CYOMMKPOHHOI (pakIul ¢ HOCTATOYHO OJIN3KUM
MPOLIEHTHBIM COASPKAHUEM 32 ONITUMAILHOE BpeMsI
OTKPBITHSI TIEPEITYCKHOTO KJIallaHa YCJIOBHO MPUHSITO
At=5—10 c. D10 BpeMs obecrieunBaeT MPaKTUIECKNA
MaKCUMaJbHOE MO0 Macce BbIIEIeHUE MEJIKOM (ppak-
UM TIPY MOJTHOM MCKITIOYEHUH YaCTULL C pa3MepaMu
nopsinka 10—100 mxm. OmHOBpeMEHHO B OCHOBHOM
KaMepe ocaxaaeTcs KpylHas (paklus ¢ OTHOCH-
TEJIbHO MaJIbIM COAePXKaHUEeM MEJIKOM (PpaKLVN.

Ha puc. 4 npuBenens! TunmuaHeie POM-u3o0pa-
KEHMsSI BBICOKOTO pa3pelleHUs] IMOpOIIKa MEIKO
dpakumu n3 oydepHoii kKamepsl ipu Az = 10 ¢ u ru-
cTorpaMMa paclripelnesieHrs1 4acTUIl MO pa3Mepam.
BunHo, 4TO MpakTUUYECKU BCE YACTUIIBI C pa3MepaMu
1o 100 HM 1 GoJsiee KpyITHBIE UMEIOT CHEPUUECKYIO
dopmy u OsouHOe cTpoeHue. CpenHuii pa3Mep 4a-
CTULl CYOMMKPOHHOI M HaHOpa3MepHOM (pakiuit
MOPOIIKOB B OIMMCAHHBIX YCJIOBUSIX COCTABJISIET OKOJIO
80 oM. ConepxaHue HaHopa3MepHbIX (MeHee 100 Hm)
yacTull 01M3Ko K 58%, a ompeneneHHass METOIOM
BOT ynenbHas MOBEPXHOCTh cocTaBisieT 10—15 M2/r,
YTO COOTBETCTBYET CPeIHEMY pasMepy yacTuil 80 HM.

CTOUT OTMETUTD, YTO 0OBEMBI OCHOBHOI1 V| 11 Oy-
depHoit V, kamep, a Takxke ux oTHoueHue V,/V, oka-
3bIBAIOT BJIMSTHUE HA KAUeCTBEHHbIE XapaKTEPUCTUKU
npoiecca nuddepeHIaIbHO-0apUIECKOI cermapa-
UM CUHTEe3UpOBaHHOTO TipoayKTa. [lpu oTHocu-
TEJILHO MaJIOM 00BbeME OCHOBHOI Kamepsl V; = 0.017 M
(muametp d = 0.021 M, nyiuHa /= 0.5 M) 3HaUYUTEJIbHAS
4acTb HapaOOTAHHOTO B KaHaJIe KOAKCUAJIbHOTO Mar-
HUTOIJIA3MEHHOTO YCKOPUTEJISI MaTepraiia 10CTUra-
€T MPOTUBOIIOJOXHOM CTEHKM OCHOBHOIM KaMEpHhl,
HE BCTyIas B peakliMi0 OKUCJIEHUS U HE y4acTBys B
00pa30BaHUU JIUCIEPCHOIO MPOAYKTA, TIe ocaxaa-
eTcs B BUJE pacllaBa TUTaHa. DKCIEPUMEHTAIbHO
YCTAHOBJIEHO, YTO YBEJIWYE€HUE OObeMa OCHOBHON
Kamephbl 3a CYET YBEJIUUYECHUS €€ IJIMHbI U JTUaMeTpa
MO3BOJISIET CYILIECTBEHHO ITOBBICUTh CYMMAapHYIO
Maccy IMCIEPCHOro NpoayKTa ms. Ha puc. 5 npuse-
JleHa DKCTIEpUMEHTaIbHAs 3aBUCMMOCTh OTHOIIEHUS
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Macc MOPOIIKOB, COOpaHHBIX U3 Oy(hEepHOI 1 OCHOB-
HOIT KaMep m,/m;, OT OTHOIIECHUST OO BEMOB ITHX Ka-
mep V,/V,. OHa IpaKkTUUYeCcKH JIMHEHasA U He 3aBU-
CUT OT aOCOJIIOTHBIX JIMHEHMHBIX pa3MepoB U abco-
JIIOTHBIX BEJIUYMH M, W mM,, TIPU TIOCTOSTHHBIX
UCXOOHbIX AaBiaeHusix P, =1u P, =0.1 aTM. U COOTHO-
LLIEHUU KOMITOHEHTOB ra3oBoii cmecu O,: Ar=1: 1.
3aBUCUMOCTb TTOKa3bIBAET, UTO C POCTOM OTHOIIIE-
Hus V,/V, cylliecTBEHHO BO3pacTaeT Macca BBICOKO-
JIUCTIEPCHOTO MPOAYKTa, nepexonsinasi B 0yhepHyo
kamepy. To ecTb ee 00beM HE3aBUCHUMO OT rabapuToOB
JIOJDKEH OBITh MHOTO OOJIbIIIe 00beMa OCHOBHOI Ka-
Mepsl V, > V| 115 o6ecriedeHust NPEAETbHO BBICOKOM
3(hEeKTUBHOCTU TIpeABapUTEIbHON cermapauuu u
BBIICJICHUSI KaK BBICOKOJIMCIIEPCHOM, TaK U HU3KO-
IMCIIepCHON (paKIIuy MPOayKTa IJIa3MOJAMHAMUYE-
cKoro cuHTe3a B cucteMe Ti—O.

Ha puc. 6 mipenacTaBiieHbl TUITMYHbIE TU(HPAKTO-
rpaMMBbl MOPOIIKOOOPAa3HBIX MPOAYKTOB M3 OCHOB-
Hoii u OydepHOIi Kamep, MOJIYyYEeHHBIX B 3KCIIepU-
MEHTaX IPU pa3HbIX Af M MPOYNUX OAUHAKOBBIX YCIIO-
Busix (V,/V, = 1.65, W= 30.0 x/Ix). ®a3oBbIit aHaU3
MOKa3aJl, 4YTo BO BCEX CIy4yasix MaTepuasibl COCTOSIT 13
IBYX MoauUKaLUii, 6IU3KUX K CTPYKTYPHBIM MOJIE-
JsiM a”atasa aliO, (kaprouka Ne 21-1272, teTparo-
HaJIbHasl CHHTOHUS, TIp. Tp. [4,/amd) u pytuna rTiO,
(kapTouka Ne 21-1276, TeTparoHajabHasi CUHTOHUS,
mp. rp. P4,/mnm) c IpenMyIlIeCTBEHHBIM ColIepKa-
HueM aHata3a. Cyast Mo COOTHOLIEHUSM MHTEHCUB-
HocTelt cunbHelmumx pedaekcos aliO, 101 u rTiO,
110 rpm yrimax 260 = 24°—29°, ntoMnHUpOBaHME aHATA-
3a yCHJIMBAeTCs B MaTepuae nu3 0y(hepHO KaMepHI,
B KOTOPOMl MpaKTUYECKM OTCYTCTBYET KpYITHAS
dpakims MOpPOIIKOB ¢ pa3sMepaMU YacTUIl TTOpsSAKa
10—100 MKM, coCTOSIIIAs U3 PyTHIIA.

OO0 3TOM KOCBEHHO CBUIETEIBCTBYET 00JIee BHICO-
KU1 ypOBeHb KPUCTAUIMYHOCTU = 98.2% mnopoliika
M3 OCHOBHOII KaMephl 1T0 OTHOIICHUIO K MaTepHuay
n3 OydepHoit Kamepbl 97%. Pe3ynabraThl pacyeToB
IIOKa3aJIM MUHUMAJILHOE ColepKaHue aHaTasa ~68%
M MakcumajiabHOe pytuia ~32% B mopoiuke u3 0y-
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Puc. 5. BnrusiHue oTHOIIeHUST 00beMOB KaMep Ha OTHO-
IIEHUE MAacC TMCIIEPCHOrO NpoayKTa Ipu nuddepeHIm-
aJIbHO-0apUYeCKOil cerapainm.

depHoif KaMephl Ipu BpeMeHu A7 = 1 c. D10 00y-
CJIOBJICHO, KaK OTMEUYEHO BBIIIIE, TTIONajaHueM B Oy-
depHYyI0 KaMepy YacTHUIL KpYITHOM (ppakiimu. AHAJIO-
rMYHOE COOTHOILIEHKE (aHaras 67.9% u pyrun 37.1%)
MMEeT MECTO ISl TIOPOIIKOB OCHOBHOI KaMephl.
Veemmuenue At no ~10 ¢ n3-3a NCKITIOUYEHUS IIEPEX0-
Ia B OydepHylo Kamepy KpynHoi dbpakiuu (pyTuiia)
obecIieunBaeT IOBHILICHUE B Hell colep:KaHUsl aHa-
Ta3a 10 73—75% v cHUKeHMe collep>KaHus pyTUjia 10
27—25%. BaxXHO OTMETUTD, UYTO AaJIbHEHIIee YBeIu-
yeHne At 10 ~60 ¢ IpUBOIUT JUIIb K HEOOIBIIOMY,
Ha YpOBHE MOTPEIIHOCTH 3KCIIEPUMEHTa OKOJIO 1—

(@)

2%, CHUKEHUIO cOoAepKaHUSI aHaTa3a U POCTY KOH-
HEeHTpal1 PyTUja. DTO MOXHO CBSI3aTh C BO3MOX-
HBIM (pa30BBIM MEPEXOOOM MaTepuaja HaHOYACTHUIL
MIpH TIOBBIIIIEHUN BPEMEHU MX HAXOXACHUS B YCJIO-
BUSIX IIOBBIIIEHHOI TEMITepaTypbl OCHOBHOM KaMephl
n3-3a IMCCUIIMPOBAHHON B HEil SHEPTUU ILIa3MEH-
HOM CTpyHU.

OLEeHOYHbIE pacyeThl CPeIHUX Pa3MEPOB 00Ja-
CTeil KOrepeHTHOTO paccesiHUS MMOKa3alu UX MpakTh-
YeCKOe MOCTOSIHCTBO JJIsI TIOPOIIKOB MENIKO# pak-
uuu u3 OydepHoit Kamepsl: 80 HM [JIsT aHaTa3za U
90 HM TSI pyTUIIa, YTO COIIOCTAaBUMO C pe3yJibTaTaMu
craTudyeckoro aHaiusa (puc. 4). OTH pe3yabTaThl
TaKXe MOKa3bIBAIOT 11€JIECO00Pa3HOCTh UCIIOJIb30Ba-
Hust At = 10 ¢ 115 ToJaydeHus1 MaKCUMaJIbHOTO CO-
Jep>KaHUsI aHaTasa.

Ha puc. 7 npuBenexs! pesynbrathl I1OM Hanbo-
Jiee TUMUYHBIX CKOTUIEHUI YaCTULL BICOKOAMCIIePC-
HOW (bpakuMU: CBETIOINOJIbHbIE U300pakKeHUs1, Kap-
TUHBI 3JIEKTPOHHONW MUKpOAM(MPAKIIMU B BbIACIEH-
HBIX OO0JIaCTSIX U TEMHOIIOJIbHbIE M300pakeHusl B
cBeTe IUdparupoBaHHbBIX ITyYKOB, MOJTYYEHHbBIE MTPU
CMeEILIeHUHU arlepTypHOii nuadparmMel B 00J1acTH yKa-
3aHHbIX pediekcoB. Bo Bcex ciiydasx pa3mMepbl Hau-
0oJiee KpYIHbIX chepruuYecKrX YacTUIl He MpeBbIIa-
10T ~250 HM, a HauboJiee MEeJIKUX COCTaBJISIIOT OKOJIO
~10 HM.

Bce mpencraBiaeHHBIE KapTUHBI MUKpomudpak-
UM CoAepKaT KOJIblla, ISITHA U PeJICKCHI ABYX I10-
JmMopdHBIX (pa3 aHaTaza u pyTwia — pediekcam [—3
COOTBETCTBYIOT TEMHOIIOJIbHbIE N300paXKeHUs C SIp-

(©)
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Puc. 6. [IndpakiimoHHbIe KAPTUHBI TOPOIITKOB IJIA3MOIMHAMUYECKOTO CUHTE3a, COOpaHHBIX U3 OyhepHOIl 1 OCHOBHOI KaMe-
pbl ipu pa3HbIX Af: a — OydepHast Kamepa; 6 — OCHOBHasl Kamepa.
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1 —rTiO; 110 —1TiO, 210

03

3 —aTiOo, 211

200 HM 200 HM

Puc. 7. HpOCBe‘{I/IBa}OH.IaFI DJIEKTPOHHasA MUKPOCKOIIMA YaCTULl AMOKCH A TUTaHa IJIa3MOIUHaAMWU4YE€CKOI'oO CUHTE3a.

KO CBETSIIIIMMMCSI KOHTYpaMU. B HEKOTOPEIX clIydasix
SKCTUHKIMOHHbBIE KOHTYPhI PACIIOJIOXKEHbBI 110 BCEMY
TeJly LeabIX JyacTull. HampuMep, Tak BBIOCISIOTCS
oeccpopmeHHBIe 00BeKTHI | 1 11, KOTOPBIM COOTBET-
CTBYIOT IBa pa3HbIX peduekca 110 u 210 ¢dazsl pyTu-
J1a. 9T 1 MogoOHOTO BUIa OOBEKTHI 00pa30BaICh
MIpU COEIMHEHNN HECKOJIBKMX XUIKO(Pa3HbIX HAHO-
Karejb CUHTE3UPOBAHHOIO AUOKCUAA TUTaHA C MO-
clieayolleit OTHOCUTENIBHO MEIJIEHHO KPUCTAIIN3a~-
nmeit pas3pl CO CTPYKTYPOIl pyTHIa.

DTOT (paKT WILTIOCTPUPYET OIHY U3 3aKOHOMEPHO-
cTeit mpollecca rmia3MoIMHAMMYECKOro CUHTE3a: Mo-
JIOOHBIE TT0 MOP(GOJIOTUU OOBEKTHI UMEIOT CTPYKTYPY
pyruna. Bropoii npenmoigaraeMoii 3aKOHOMEPHOCTBIO
SABJIIETCSI OOpa3oBaHME HEOONBIIOTO KOJMYECTBa
cepoIoIoOHbIX, MHOTOA C IIPOCMAaTpUBalONIeiics
€CTECTBEHHOII OrpaHKO, MOHOKPUCTAJLUIMYECKUX
yacTull. [eoMeTpusi SKCTUHKIIMOHHBIX KOHTYPOB U
pedaexkcnl 211, 004 ¢a3bl aHaTa3a MOJTHOCTHIO COOT-
BETCTBYET I€OMETPUM CaMUX YaCTHUII, YTO BUIHO U3
CpaBHEHUS CBETJIONOIbHBIX I TEMHOIIOJBHBIX N300~
paxenwnii (dactuusl 111 u IV). To ecTb MOHOKpUCTANI-
JINYECKUE YaCTULIbl, KaK MTPaBUJIO, UMEIOT CTPYKTYpY
aHartasa. TpeThsi, HanboJjiee oueBUIHAST, 3aKOHOMEP-
HOCTb 3aKJIIOYAETCS B TOM, UTO IOAaBJIsIIONIee 60Ib-
IIIMHCTBO YaCTHII IIOPOIIKOB MMEET OJIOYHOE CTpOe-
Hue. Cyas o ouepTaHUSIM 3KCTUHKIIMOHHBIX KOHTY-
POB Ha TEMHOIIOJBHBLIX M300paXeHUSIX, OJIOKU
MOHOKpHcTa/uinueckue. Tak, HarpuMep, HaGI01a-
FOTCSI 9KCTUHKIIMOHHBIE KOHTYPHI B TeJie OJIOKOB Ya-
ctunbl V 1 orpaxkeHus ot miockocreit (101) u (004)
aHarasa.
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3AKJIFTOYEHHME

Paspaboran m peaqm3oBaH B 3KCIIEPUMEHTAIb-
HBIX YCJIOBUSIX HOBBII cioco6 muddepeHInaIbHO-
GapHU4YeCcKOl cermapaliii TUCTIEPCHBIX TIPOIYKTOB TH-
OKCHIIa TUTaHa TTa3MOINMHAMWYIECKOTO CUHTE3a He-
MOCPENCTBEHHO TIPH ITPOBEICHUHN CaMOTO TIpoliecca.
YKa3aHHBIH c1Toco6 cenapaiy MO3BOJISIET OTIEIUTD
VIBTPAIHUCIIEPCHYIO (DPAKIIMIO YaCTUIl C pa3MepaMu
oT 1—2 MKM M MeHee BILIOTh A0 ~10 HM OT KPYITHOI
dpakuu ¢ pazmepamu yactull mopsiaka 10—100 Mxm
u Oouiee.

INoka3zaHo, 4TO Macca yIbTPaIUCIIEPCHOTO MaTe-
puaa, TIepeHeceHHOTo B OydepHyIo KaMepy U3 OC-
HOBHOI, Bo3pacTaeT ¢ YMEHBIICHUEeM BpeMEHU OT-
KPBITHS TIEpEeITyCKHOTO KjallaHa W C YBeJIMYeHUEeM
o0beMa OydepHOI KaMephl. biM3kuMm K onTuMaib-
HOMY cJIemyeT cuuTath BpeMs 10 ¢, Mpu KOTOpPOM
TIOJTHOCTBIO MCKITIOYAeTCs TOITamaHe YacTUIl KPyII-
HoM (ppakuuu B Oy(pepHyIO KaMmepy.

Pesynbrarel peHTTeHO(a30BOTO aHAIM3a IToKa3a-
JIN TOMUHUPOBaHWE KPUCTAJUTIECKOIT (pa3bl aHaTa-
3a B OydepHoit kKamepe. KOCBEHHO 3TO CBUAETEb-
CTBYET O TOM, UTO aHaTa3 SIBJISIETCS OCHOBHBIM MaTte-
pHUaIOM MEJIKOM (hpaKInm.

MeTogamMu pacTpOBOIi 1 MPOCBEYNBAOIICH DJIEK-
TPOHHOI MUKPOCKOITMU YCTAaHOBJIEHO, YTO IIPOAYKT
OydepHOIT KaMephbl COCTOUT B OCHOBHOM M3 chepo-
TTOJIOOHBIX YACTUIL C OJIOYHOM CTPYKTYpPOM C pa3Mme-
pamu oT ~10 go 250 HM TIpU cpeaHEM pa3Mepe OKOJIO
80 uM. Birokn IBASIOTCSI MOHOKPUCTAUINISCKUMHA U
MMEIOT B OCHOBHOM CTPYKTYypy aHarasa. Iloka3aHo,
YTO B YAbTPAAUCIEPCHBIX MOPOIIKAX IIPUCYTCTBYIOT
B HEOOJILIIIOM KOJINYECTBE OechopMeHHBIe CYOMMK-
POHHBIE OOBEKTHI, COCTOSIIME M3 MaTepuajia Co
CTPYKTYpOIi pyTuia.
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Synthesis of Titanium Dioxide by Plasma Dynamic Method with Controlling
the Particle Size Distribution

A. A. Sivkov! 2, Yu. N. Vympina? *, I. A. Rahkmatullin?, A. S. Ivashutenko?, Yu. L. ShanenkovaZ,
I. 1. Shanenkov?, D. S. Nikitin?

!College of Communication Engineering, Jilin University, Changchun, 130023 China
2School of Energy & Power Engineering, National Research Tomsk Polytechnic University, Tomsk, 634050 Russia
*e-mail: sivkov@tpu.ru

The results of experimental studies of the synthesis of ultradispersed titanium dioxide powders by the plasma
dynamic method using differential pressure separation to control their particle size distribution are presented.
The essence of the method is to move the finely dispersed fraction from the main chamber (in which the plas-
ma-chemical reaction takes place) to the buffer one when the bypass valve is opened due to the pressure dif-
ference. The method makes it possible to carry out fractional separation and obtain materials with a predom-
inant content of small particles with sizes less than 1-2 um (up to 10 nm) and large particles with sizes of
about 10—100 um in the process of synthesis without using additional devices and separation methods. The
experimental system that implements differential pressure separation allows changing the opening time of the
bypass valve between the main and buffer chambers, which affects the weight ratio and phase composition of
the low-dispersed and highly dispersed fractions. The efficiency of the application of the method for obtain-
ing the maximum weight of the finely dispersed fraction with the highest anatase content of about 80 wt %
with a bypass valve opening time of about 10 s is shown, which is confirmed by the results of X-ray diffrac-
tometry and transmission electron microscopy.

Keywords: plasma dynamic synthesis, titanium dioxide, anatase, rutile, differential pressure separation,
transmission electron microscopy, X-ray diffractometry.
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BJIMAHUE AOOUHHOCTU KOMITIOHEHTOB CTPYKTYPbBI
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B pamkax (pakrasbHOro aHajau3a UccienoBaHoO BiaussHue apduHHOCTH (CpOACTBAa) KOMITOHEHTOB HAHO-
KOMITO3WTOB TTOJIMBUHUJIOBBIN CITMPT/OKCUI rpadeHa Ha CTeTIeHb arpeTalilid HAaHOHATIOJTHUTENIS U UX Me-
XaHUYeCKUe XxapaKTepucTUKu. [TokazaHo, 4TO MOBBILLIEHUE YPOBHS ap(pUHHOCTU, XapaKTepU3yeMOro pas-
HOCTBIO pa3MepHOCTe#l MMOJUMEPHON MaTPUIILI M TTOBEPXHOCTH HAHOHAMOJHUTENS B MeCTaX KOHTAaKTa,
MPUBOIUT K YJYUYIICHUIO KaueCcTBa HAHOKOMITO3UTOB, 8 UMEHHO: YMEHbIIIEHWE Pa3HOCTU O3HAYaeT CHUXKE-
HUE YPOBHS arperaliiy HaHOHATIOJTHUTEIIS M TOBBIIIIEHNE CTETICHN YCUJIEHUsS HAHOKOMITo3UTOB. [Tpoirecc
arperauuu 2D-HaHOHAMOJIHUTESI TECHO CBSI3aH ¢ MexXda3HbIMU 3deKTaM1 B HAHOKOMITO3UTE.

KiroueBble cji0Ba: HAHOKOMITO3UT, OKcUj rpadeHa, acdhbUHHOCTD, arperaiys, MexxdasHble 3hhEKThI, pa3-

MEPHOCTb, CTENIEHb YCUJIEHUA.
DOI: 10.31857/51028096022010083

BBEAJEHUWE

ADPUHHOCTBIO TIPUHSITO HAa3bIBaTh TEPMOOMHA-
MUYECKYIO XapaKTEPUCTUKY, KOJIMYECTBEHHO OIM-
CBHIBAIOIIYIO CTENIEHb B3aUMOJEHCTBUS BemlecTs [1].
DTOT TEPMUH TPAKTYET CPOICTBO OMHOTO BEelIEeCTBA K
JIpyroMy NpU MOPOTEKaHUU KaKOU-1ubO peakiuu.
BOTO MOXET ObIThb XUMHUYECKMM CPOICTBOM, CPOI-
CTBOM K 3JIEKTPOHY, TPOTOHY. B ciiydae HaHOKOMIIO-
3UTOB 11011, aPUHHOCTHIO, KaK ITPAaBUJIO, TIOHNMAaeT-
Csl TEPMOAMHAMUYECKOE CPOJICTBO MEXIY TOJIMMED-
HOM MaTpulleit 1 HaHoHaroHuTeleM [2, 3]. OogHako
KpOME XMMUUYECKUX ACTIEKTOB TPUMEHUTEIBHO K TTO-
JIMMEPHBIM HAHOKOMITO3UTaM CYIIECTBYeT ellle U
CTPYKTypHasi ap(pUHHOCTh, KOTOpas 3aKJII0YaeTcs B
0JIM30CTU CTPYKTYPHBIX XapaKTEPUCTUK KOMITOHEH-
TOB HAHOKOMIIO3UTAa 1 KOTOPYIO MOXXHO OXapaKTepHu-
30BaTh Pa3HOCTBIO (hpaKTaJbHBIX pa3MEPHOCTEM TT0-
JIMMEPHOI MaTpUIlbl ¥ TOBEPXHOCTU HAHOHAIOJIHU-
TeJsl.

Kaxk u3BecTtHO [4], arperainusi HAaHOHATIOJIHUTEJIS
B TIOJJUMEPHOUM MaTpulle CYIIECTBEHHO YXyHAllaeT
CBOICTBa TMOJMMEPHBIX HAHOKOMIMO3UTOB. B Hux
9TOT 3(hheKT MPOSIBISIETCSI CUJIbHEE, YeM B MUKPO-
KOMITO3UTaX (KOMITO3UTAaX, UMEIOIIMX HAMOJIHUTEb
¢ pasmepamu nopsaka 10~° M), BeaencTBue 601bLIONM
yIEJIbHOU TUIONIaAM MOBEPXHOCTU S,, COCTaBJISIIO-

1ieit BeimuuHy nopsiaka 100 m2/kr [5].
JJ1s1 HAHOKOMITO3UTOB Pa3HOIo THUIIA XapaKTepeH
CBO crienmuUIecKWid BUO, arperaiiii HaHOHAIIOJM-
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autens. B vactHocTn, 2D-HaHoHamomHUTEIN (Opra-
HOIJIMHA, OKcup TpadeHa, HUTpUI Oopa, rpadeH)
dopMupyloT “mayku”’ (TaKTOMABI), COCTOSIIVE W3
HECKOJIbKUX KOJUIMHEAPHO YITAaKOBAaHHBIX ILIACTUH
HaHoHarojHuTenel [6]. Crerenb arperaunu 2D-Ha-
HOHAIIOJIHUTEJIE OoTIpeielisieT pa3MEePHOCTb UX arpe-
ratoB [7] U, Kak CJIEACTBUE, OKa3bIBAeT BJIUSIHUE
Ha ypoBeHb ac(UHHOCTM HAHOKOMIIO3UTOB MOJIM-
Mep/2D-HaHOHAMOMHUTENb. [loaToMy HEeablo Ha-
cTosiiieil paboThl ObUIO MCCIeI0BaHUE B3aUMOCBSI3U
CTEeTIEHU arperanuyvyd HaHOHAIOJHUTENS U YPOBHS
aPUHHOCTU KOMIIOHEHTOB CTPYKTYpPbI, COOTBET-
CTBYIOIIIMX HAHOKOMITO3UTOB, a TAaKXKe BIAUSHUS DTUX
XapakTepUCTUK Ha UX CBOMCTBA HAa MpUMEpPE HAHO-
KOMITO3UTOB MOJMBUHUIOBBII CIIMPT/OKCUI rpade-
Ha (ITBC/OT) [8].

SKCITEPUMEHTAJIBHAA YACTb

ITnactuHbl okcuma rpadeHa IOJiyueHbl U3 TO-
pollIKa MpupoaHoro rpagura MeTogoM Xammepa [8].
CHayaJjia mopolloK rpaduTa ouyuIaiy B X0Ae AUalu-
3a ISl yOajNeHUsl OCTaTOYHbIX METALIMYECKUX MPU-
Meceii, 3aTeM (QUJIbTPOBAIM U CYIIWINA B BaKyyme
npu Temrieparype 333 K B Teuenne 24 4. [TonydeH-
HBIIl MOPOIIKOOOpa3HbIi oKcu rpapeHa oopadaThi-
BaJid B IEMOHU3UPOBAHHOM BOJIE€ YAbTPA3BYKOM JJISI
o0pa3oBaHUsI TOMOTeHHOM agucnepcun [8].
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B xauecTBe MaTpMYHOIrO MOJIMMEpPA UCIIOJIb30BaH
nonuBuHWIOBBI criupt (IIBC) ¢ MosexkyisipHoii
Maccoii oBTopsitoiierocst 3seHa 2400—2500 r/mMob
Mapku 122 co creneHbio ruaponnsa 98—99% mnpous-
BoacTBa pupmel Beijing Chem (Kwurait). [Tnenkn Ha-
HokoMmno3utoB IIBC/OI' ¢ comepxxaHuem okcuaa
rpadeHa 1—5 Mac. % ToiydeHbl BaKYyMHOI (UiIb-
tpaumeii nucnepcuii [1BC u okcuna rpageHa B ne-
MOHU3MPOBAaHHOM BOIEe Yepe3 IoIUKapOOHATHEIC
MeMOpaHbI ¢ mopaMu pa3MepoM 0.2 MKM IpOU3BOI-
crBa ¢upmbl Nucleapore (Benukooputanus). Mx
MOABEPrajd CYIIKEe B yKa3aHHBIX BBIIIE YCIIOBHSIX.
[lepen ncrpITaHUAMM IVICHKY HAHOKOMITO3UTOB J0O-
noaHuTenabHo cymviy rpu 333 K B reuenue 1 9 [8].

MexaHn4ecKre MCOBITAHUS BBIIIOJIHEHB HA Ma-
muHe 11 pactsokeHus momenun WDW 3020 Auto-
graph npousBoacTsa ¢pupmbl Changchun Xinke Co.
(Kurait). B kadectBe 00pa3loB MCIOJIb30BaHEI
MJICHKU TOMIIMHON 78—120 MKM, mupuHoOit 2—3 MM
u gauHoM 20—25 mM. McnibITaHUST BHITIOJTHEHEL TIPU
temreparype 293 K, ckopoctu 1moinsyHa 1 MM/MUH 1
npenBapuTenabHoi Harpy3ke 1 H [8].

PE3VJIbTATBI 1 UX OBCYXIEHHWE

Kak xopomo u3zBecTHO [4, 9], OCHOBHBIM MpOLIeC-
COM, OKa3bIBAIOIIMM HETraTMBHOE BIMSIHUE Ha CBOM-
CTBa ITOJIMMEPHBIX HAHOKOMIIO3UTOB, SIBJISIETCSI ar-
perauusi WCXOOHBIX YacTULl HAHOHAIIOJHUTEJS.
O1LICHUTH KOIUYECTBEHHO CTEIIEHb arperaiui HaHO-
HAaITOJIHUTEJISI MOXKHO C IIOMOLLBIO ITapamMeTpa ¥, KO-
TOPBIt onpenesieTcs ¢ IoMollbio ypaBHeHUs [10]:

X =—r—, (1)
(Pn+(pif

Iae ¢, 1 Q;y— OTHOCUTETBHOE 0OBEMHOE CONEPXKAHME
HAHOHAIIOJIHUTEISI U MeK(da3HbIX 00JacTeili cooT-
BETCTBEHHO.

Hpyroit BapuaHT omnpeaeieHUsT CTEIIEHN arpera-
LIVU ¥, IPEAJIOXKEH B [4]:

0.35
=—, 2
X b, (2)

rae b, — O6e3pa3MepHBIil MapaMeTp, XapaKTepu3ylo-
U ypOBEHb MeX(a3HOM aare3Mn B KOMIIO3UTAX,
KOTOPBI MOXHO OIIPENEIMTh C ITOMOIIBIO CIIEIYIO-
ILIETO TIEPKOJISILIMOHHOIO COOTHOILIEHUS [9]:

i 1i112920,9,)7, G

m

rne E, u E,, — MOJlyJIu yNIPyroCTU HAHOKOMITO3UTa U
MaTPUYHOIO TOJIMMEPAa COOTBETCTBEHHO (OTHOIIIE-
nue F,/E, TIpUHSTO Ha3bIBaTh CTETICHBIO YCUJICHUS
HaHOKOMIIO3UTA).
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3aBUCUMOCTb cTerneHu ycuiienus E,/E,, oT cTere-
HUM arperalivy HaHOHATIOJHUTENS ¥ ONpenessercs
CJIEIYIOIIMM IIPOCTBIM cooTHOIIeHueM [10]:

1.7
ﬂ=1+11(%) : 4)
X

IIpupaBHSIB TpaBble YacTU COOTHoIueHUM (3) u
(4), MOXXHO TIOJIyYUTh YpaBHEeHME (2) yKe TeopeTrude-
cku. OrMeTum, 4To ypaBHeHus (1) u (2) mpenmnosara-
10T 3aBUCUMOCTb CTETIEeHU arperalii HaHOHAMOJIHU-
Tenst oT MexX(a3HBIX 3((dEKTOB, XapaKTepU3yeMbIX
MO0 OTHOCHUTEIBHOM JToJiel MexXda3HbBIX obnacTeit
¢ (ypaBHeHue (1)), 1160 ypoBHEM MexXpasHOM an-
re3uu b, (ypaBHeHUE (2)): 4eM CUJIbHEE BbIPAXKEHBI
9TH 9(PPEKTHI UITK YeM OOJIbILE @) UITH b, TEM MEHB-
1lI€ CTENEeHb arperalui HaHOHAIOJHUTES. YpaBHe-
Hue (1) npenmonaraer, YTo 4YeM OOJNBILE @y TEM
cujibHee “muccunanusi”’ arperanuyd HaHOHAIIOJIHM-
TEJIs1 U TEM MEHbILIE ee cTeneHb ). Hanuuue mexdas-
HBIX 00JIaCTeil B CTPYKType HAHOKOMITO3UTOB CHU-
JKaeT CTeleHb arperaiyu HUxe eauHulbl. Kak uz-
BecTHO [9], mapamerp b, ompeneysieT He TOJbKO
KOJIMYECTBEHHYIO0, HO U KauyeCTBEHHYIO Trpajallvio
ypoBHs1 MexdasHoii aare3uu. Tak, BenuuuHa b, = 0
O3HavyaeT OTCYTCTBUE MexX(ha3HOU aare3nu, ycioBue
b, = 1.0 onpeneinsier coBeplieHHy0 (1o KepHepy)
MexdasHylo aaresuvto, a kpurepuin b, > 1.0 maer
yciaoBue peanusauuu addexkra HaHoaares3uu. Ouszu-
YeCKMI CMBICA ypaBHeHMs (2) Takke OYECBUICH:
CUJIbHBIE MexX(a3HbIe CBSI3U, XapaKTepU3yeMble Ma-
pamMeTpoM b, yaepKUBaIOT YaCTULIbI HAHOHATIOJIHU-
Tens oT arperanuu (“cauranus’). JIiss HAHOKOMITIO-
3utoB [1BC/OTI" unrepsain b, coctapiset 7.23—3.90,
T.€. B HUX peayusyercs 3PdeKT HaHOAATe3Ur, MPU-
BOJSIIIIMI K CYILIECTBEHHOMY CHUXKEHUIO CTENEHU ar-
peranuu dacTull okcuga rpadenHa. Ilockonbky 3d-
¢deKT HaHOANAre3uM SIBISIETCSI UCTUHHBIM HaHO3(D-
¢dexToM, T.e. CTeINleHb ero peaju3aliu 3aBUCUT OT
pazMepa 4acTUIl HAHOHAIIOJIHUTEJI [9], TO 3TO 03Ha-
YyaeT CylIeCTBOBaHUE CTPYKTYPHBIX HAHO2(D(HEKTOB B
paccMaTpMBaeMbIX HAaHOKOMIIO3UTaX M, KakK CJen-
CTBHE, HEOOXONMMOCTb yueTa UX BIUSIHUS HA CBOM-
CTBa 3TUX HAHOMAaTEePUAJIOB.

m

Kak ormeuanoch Bbile, ah(UHHOCTh MPUMEHU-
TEJIbHO K OMMCAHUIO CTPYKTYPHBIX 3(p(PeKTOB B TT0-
JIMMEPHBIX HAHOKOMITO3UTAaX MOXHO KOJUYECTBEH-
HO ONKCaTh KaK pasHOCTb Ady(paKTalbHBIX pasMep-
HOCTEH CTPYKTYpbl TOJMMEPHOH MaTtpuubl dy 1
TTOBEPXHOCTH HAHOHATIOJTHUTEIIS dy,,:

Ad, =d, —d,,. 5)

Pa3MepHOCTb CTPYKTYpbl HAHOKOMIIO3UTA dy, KO-
TOpasi MPUHSITa PABHOI pa3MEePHOCTU CTPYKTYPbI I10-
JIMMEPHOI MaTPUIIbI, OTIpe/ieieHa COIJIACHO YpaBHe-
Huo [9]:

d, =(d-1)(1+v), 6)
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e d — pasMepHOCTb €BKJIMIOBA MPOCTPAHCTBA, B
KOTOPOM paccMmarpuBaeTcsl dpakrtai (04eBUIHO, B
naHHOM ciydae d = 3), v — koadduumeHT [TyaccoHa,
ornpeaessieMblil 0 pe3yjabTaTaM MEXaHUYeCKUX MC-
NBITAHUM C TTOMOIIBIO COOTHOLIeHUS [11]:

E, 6(1+v)

rae 6y u E, — npenes TeKy4yecTy U MOIY/b YIIPYTOCTU
HaHOKOMITO3UTa COOTBETCTBEHHO.

Oy _ 1-2v 7

O1eHKY corlacHO ypaBHeHMIO (7) MoKa3aiu yBe-
JMYEHNE PA3MEPHOCTU CTPYKTYPbI dy HAHOKOMIIO3H -
toB [IBC/OT B nmanasone 2.720—2.866 nipu uaMeHe-
HUM MacCOBOTO CofepXaHUsI oKcuaa rpadeHa ot 1 1o
5Mac. %. ®pakTaIbHYIO Pa3MEPHOCTD ITOBEPXHOCTH
TaKTOUIIOB OKcuAa rpadeHa MOXKHO OIMpPEenesUuTh C
TIOMOIIBIO CIIEAYIOIIETO COOTHOIICHUS [6]:

By 14130, [1- (d - )", ®)

a 3HAYEeHUS (P, PACCUNTATH COTIIACHO XOPOIIIO U3BECT-
Hoi1 popmyiie [9]:

¢, =, &)

e W, — MaccoBoe conepkaHre HAaHOHATIOJTHUTES,

— ero IUIOTHOCTb, paBHas I okcuaa rpadeHa
1600 kr/m* [8], a cymma (@, + @) paccunTaHa ¢ 1o-
MOIIBIO CIEAYIOIEro COOTHOIIeHUS [9]:

Ev _1v11(0, +0p)”

m
Kaxk m3BectHoO [12], m1st paccMaTpmBaeMBIX HAHO-
KOMIIO3UTOB 3aBucumocts E,/E, (¢,) nAuHeiHa u
OIUCHIBAETCS CICAYIOIIUM 00pa3oM:
E, _ 1+60.8¢,.

m
Coueranue ypaBHeHuii (8) u (11) mo3BosseT no-
JIYYUTh Cliedylolliee yciaoBue: d,, = const = 2.56.
CrenoparenbHo, usmeHenue abpbuHHOCTH Ady 1is
HaHokoMmio3utoB [IBC/OI' ompenensieTcsi TOJBKO
Bapuauueil pasMEPHOCTH dy WU, APYTUMU CIIOBAMU,
MoauduUKaLuel CTPYKTYpbl MaTPUYHOTO TOIMMeEpa

Mpy BBEIEHUU HAHOHAIIOJIHUTES.

(10)

(1)

Ha puc. 1 npuBeaeHa 3aBUCUMOCTb CTEIIEHU arpe-
rauuu 4acTtul okcunaa rpadeHa y, ot ypoBHs adhduH-
HOCTU  CTPYKTYpbl Ad, [Uild HaHOKOMIIO3UTOB
INBC/OI. Kak cienyeT U3 pucyHkKa, HabI0maeTcs
yCUJIeHHMe arperaluuy IUIaCTMH OoKcHaa IrpadeHa I10
Mepe pocTa napamerpa Ady, T.€. CHUXEHUSI YPOBHs
apPUHHOCTM KOMIIOHEHTOB HAHOKOMIIO3UTA, 4YTO
AHAJIMTUYECKM MOXHO OIMCATh CJICOYIOIINM YpaB-
HEHHUEM:

x = 0.005+0.22Ad,. (12)
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X
0.08

0.04

0 0.2

0.4 Ad,

Puc. 1. 3aBUCUMOCTb CTETICHU arperaliui HaHOHATIOJTHU -
TeJIsl ), OT YPOBHsI apPMHHOCTH €ro KOMIIOHEHTOB Ady
11t HaHokoMmno3utos [TBC/OT.

OTMETUM, YTO TIPU TIOJTHOM COOTBETCTBUM DPa3-
MepHOCTEN dpu d,, (MX copasmepHOCTH [13]) cTeneHb
arperauuu y, UMeet Xots u Hebosblayto (= 0.005),
HO KOHEYHYIO BeIWYnHy. PU3NIECKU 3TO OmpaBIa-
HO, TIOCKOJIBKY COITIACHO ypaBHEHUIO (4) Takasl Be-
JIMYUHA ) HE TI03BOJISIET TTOJIYIUTh HEPeaTbHOE yCII0-
Bue E,/FE, = oo.

Kak xopomro m3BectHO [14], miaoTHOyIIaKOBaH-
HbIe MexK(a3HbIe 00J1aCTU B ITOJMMEPHBIX HAHOKOM-
MO3UTAaX SIBJISIOTCS TAKUM K€ apMUPYIOIIUM 2JIeMEH-
TOM MX CTPYKTYpPHI, KaK M COOCTBEHHO HAHOHAIIOJ-
Hutenb. s HaHokomniosutoB [IBC/OI 6bL10
OTMEYEHO, YTO yBeJIMYEeHHE COJACp>KaHWs HaHOHa-
TMOJTHUTEJISI HEe TPUBOIUT K IIPONOPIIMOHATEHOMY
pOCTy colepKaHUs MexX(da3HbIX 00JIaCTEei: TTOBHIIIIS-
HUE @, B MSTh pa3 IaeT YBEJIUYEHUE @, TOJBKO B 2.5
pa3a. 1151 OOBSICHEHUSI 3TOTO HECOOTBETCTBHUS Ha
pucC. 2 NpuBEIeHa 3aBUCUMOCTD () OT OTHOLIEHUS
¢,/Ad;, KoTOpas oxazanachb JUHEHHOW ¥ NPOXOMI-
et yepe3 HavyaIo0 KOOPAMHAT. DTO OOCTOSITETLCTBO
YKa3bIBaeT, YTO HETTPOIIOPIIMOHAIEHOE POCTY (), yBE-
JIMYEHUE @ OOYCIIOBIEHO CHUXKEHUEM YPOBHS ad-
(¢UHHOCTU KOMITOHEHTOB HAHOKOMIIO3UTA, T.€. MO-
BoiieHUeM Ad,. Tak, mpu COXpaHEeHMM BEJIMYMHBI
Ad,= 0.042, mony4eHHOW [UII HAHOKOMIIO3UTA
IMBC/OTI c 1 mac. % HaHOHATIOJTHUTEIS, [IJIST TOTO Ke
HaHOKOMMO3uTa ¢ 5 Mac. % okcuaa rpacdeHa BeJTndu-
Ha E,/E, coctaBiisiia Obl 7.4, TOraa Kak 9KCIIepuMeH-
TaJbHO MOJTYYeHHOE 3HaUYCHMEe 9TOTo ITapaMeTpa paB-
HO Bcero 2.9.

M, nHakoHen, ucnoab3ys ypaBHeHus (4) u (12),
MOXHO TEOPETUYECKM pacCUUTaThb CTEMEeHb ycuse-
Hug E,/E, nnst paccMaTpuBaeMblX HAHOKOMITO3UTOB.
Ha puc. 3 nmpuBeneHsb! 1J1s1 cpaBHEHUS SKCIIEpUMEH-
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Qi
0.4
A faN
0.2F
1 1
0 0.05 0.10 ¢,/Ad;

Puc. 2. 3aBUCHUMOCTb OTHOCHUTEJIBHOTO COACPKAHMUS
MexXba3HbIX obiacTeil (;r OT KOMILIEKCHOTO Mapamerpa
((pn/Adf) 11t HaHokommo3urtos [1BC/OT.

E,/Ey,
3L

0 0.02 0.04 ¢,

Puc. 3. DkcrnepuMeHTalbHas (CIUIOLIHAS JIUHUS) U pac-
cUMTaHHAasl corlacHO ypaBHeHUsIM (4) 1 (12) (cuMBOJTBI)
3aBMCUMOCTHU cTeneHu ycunenus E,/E,, oT 0o6beMHOTo
COIEPXXKaHUsI HAHOHATOIHUTENS ¢, [UIsI HAHOKOMITO3U-
toB [1BC/OT.

TaATBHO TIOJMYyYeHHBIC M pPacCUMTaHHBIE YKa3aHHBIM
obpazom 3aBucumoctu E,/E,(®,) 11 HAHOKOMIIO-
sutoB [IBC/OI, koTopoe nmokasajio ux Xopollee co-
OTBETCTBHUE (CpeaHee PacXoXIeHHNE TEOPUH 1 SKCITe-
pUMeHTa cocTaBiseT MeHee 4%).

3AKJIIOYEHHME

PesynbraTel HacToOsIIEH paGoOTHI MIPOIEMOHCTPH -
pOBaJIM, YTO TIPOIIECC arperanny okcuaa rpadeHa B

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

HaHokoMmro3uTax [IBC/OTI cBsa3an ¢ Mexda3HBIMU
SIBJICHUSIMU, KOTOPBbIE KOJIMYECTBEHHO MOXHO OXa-
pakTepu3oBaTh YpoBHEeM a(OUHHOCT KOMITOHEHTOB
HAHOKOMITO3UTA WJIA Pa3HOCThIO UX pa3MepHOCTE B
MecTe KoHTakTa. CTeleHb arperaluyi OJHO3HAYHO
onpenensieTcsl ypoBHeM a(PUHHOCTA KOMIIOHEHTOB
HAHOKOMITO3UTAa, HO Jaxe IIPU HYJIEBOM €€ YpPOBHE
CTeTleHb arperaluuy UMeeT HeOOobIIYI0, HO HeHYyJIe-
Bylo BeanuuHy. CoaepkaHue Mexda3HbIx obacteit
B ITOJUMEPHBIX HAHOKOMITIO3UTAaX KOHTPOJIUPYETCS
Kak cojepXXaHueM HaHOHAMOJHUTENS, TaK U yPOB-
HeM a(p@UHHOCTM KOMITOHEHTOB. Takoii momxon
MO3BOJIIET OLIEHUBATh KA4ECTBO MOTMMEPHBIX HAHO-
KOMITO3UTOB C IIOMOIIbIO YPOBHSI ah(UHHOCTU UX
KOMIIOHEHTOB — 4YeM OOJIbllle YPOBEHb, TEM BHIIIIEC
Ka4ecTBO HaHOKOMIIO3uTa. [T OLEHKU YPOBHS
a(UHHOCTU CJIEIYyeT UCIIOJIb30BaTh peajbHble (Ha-
IpUMEpP, C YIETOM CTEIIEHM arperaluy HaHOHAaIOJ-
HUTENS), a HE HOMUHAJIbHBIE BEJIMUYUHBI (DpaKTallb-
HBIX pa3MepHocTeil. BeIoHeHHBIE OLIEHKM ITOKa3a-
JIU HEBO3MOXHOCTb peaiM3aliii HyJIeBOil cTeneHu
arperanyu, 4To He MO3BOJISIET MOIYYUTh (PU3NIECKU
HepealbHYIO CTCIIEHb YCUICHUSI, paBHYIO O€CKOHEeU-
Hoctu. IlpemnoxeHHasi Monesb MoKa3ajla Xopollee
COOTBETCTBUE C OKCIIEpUMEHTAILHBIMU Pe3y/IbTaTaMMU.
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Influence of the Affinity of the Structure Components of Polymer/Graphene
Nanocomposites on Their Properties

G. V. Kozlov!, 1. V. Dolbin® *
'Kh.M. Berbekov Kabardino-Balkarian State University, Nal’chik, 360004 Russia
*e-mail: i_dolbin@mail.ru

The influence of the affinity of the components of poly(vinyl alcohol)/graphene oxide nanocomposites on
the degree of aggregation of the nanofiller and their mechanical characteristics has been studied within the
framework of fractal analysis. It is shown that an increase in the affinity level, characterized by the difference
in the dimensions of the polymer matrix and the nanofiller surface at the contact sites, leads to an improve-
ment in the nanocomposite performance, namely: a decrease in the difference means a decrease in the level
of the nanofiller aggregation and an increase in the degree of reinforcement of nanocomposites. The process
of 2D nanofiller aggregation is connected closely with interfacial effects in the nanocomposite.

Keywords: nanocomposite, graphene oxide, affinity, aggregation, interfacial effects, dimension, reinforce-
ment degree.
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DKCcNepuMMeHTATbHO UCcliefoBaHa KWHeTUKa MU Gy3MOHHOTO B3aMMOIECTBUS 3a9BTEKTUYECKOTO CILJIa-
Ba CUIMUMIOB MonubaeHa MosSi; + MoSi, ¢ peakTopHBIM criiaBoM Mapku D110 Ha OCHOBe LIMPKOHUS.
MeTtogaMu pacTpOBOM 3JIEKTPOHHOM MUKPOCKOITUY U SHEPTOAUCIIEPCUOHHOTO PEHTTEHOCTIEKTPAIIBHOTO
MUKpOaHaJIU3a U3YUYEeHO CTPYKTypHOe U dhazoBoe cocTosiHre nrcby3MOHHBIX Map, MOABEPTHYTHIX OTXKU-
ram B Bakyyme nipu 1100, 1200 u 1300°C B Teuenue 3, 6 u 9 4. Bo BceM nccienoBaHHOM MHTEpPBaJIe TEMIIE-
patyp U JUisl BCeX BblAEPXKEK Ha TpaHulie pas3jielia CIUIaBOB CUJIMLIUIOB MOJIMOIeHA U LIMPKOHUS B Pe3yJib-
TaTe 1P HYy3MOHHOIO B3aMMOACHCTBUS 00pa3yroTCs CUINLMAB HUpKOoHMs. [Ipoliecc mepeHoca KpeMHUs
SIBJISIETCSI OCHOBHBIM TU(MDY3MOHHBIM MPOLIECCOM TTPU B3aMMOJICCTBUM CIIaBa HA OCHOBE LIMPKOHUS U
cunmuuuaoB MonubneHa. IlpusHakoB mugdy3un HUPKOHMS B CHJIMIUIL MOJUOASHA HE OOHApYKEHO,
nuddy3ust MoarbaeHa B IMPKOHUM I 3HAUUTEIBLHO OrpaHUYeHa. BoIsiBJIeHbI 0COOEHHOCTHU CTPYKTYPBI U X1 -
MHYECKOI0 COCTaBa 00pa3yromuxcs B 001acTu a1ndGy3noHHOIO B3aUMOASHCTBUS CMINLMAHBIX a3. [1po-
BelleH CPAaBHUTEJIbHbII aHATU3 MUKPOCTPYKTYPbI 001acTeit Anddy3noHHOTO B3aUMOIECTBUS CUJIMLIUIOB
MosSi; 1 MoSi, co crimaBoMm uupkoHus. OnpeaesieHbl 3OGEeKTUBHbIE KUHETUYECKHE NTApAMETPhI ITPOLIEC-
coB 11 dy3MOHHOTO B3aMMOJICMCTBUS MPU pa3HbIX TeMIIEpaTypax, a Takxke rmapaMmeTpbl TeMIlepaTypHOi
3aBUCUMOCTH 3P PEeKTUBHOM ITapaboIMIeCKOil KOHCTAHTHI pOCTa CJIOSI IPOMEXKYTOUHBIX (a3, BO3HUKAIO-
11IeTO TIpU OTKUTaX TUMOOY3NOHHBIX Map.

KoueBble cioBa: nrudby3ust, CUTULIMAL MOIMOIEHA, IIMPKOHU, MapOLMPKOHUEBAs peaKIysl, TOJEPaHT-
HOE TOTUIMBO, CUJIUIIMALI IMPKOHMS, (pa3oBbIii cOCTaB, MUKPOCTPYKTYpa, CKaHUPYIOIIAasl dJeKTPOHHAs

MMKPOCKOIUS, MUKPOAHAIIN3.
DOI: 10.31857/51028096022010058

BBEIAEHME

CniaBbl HA OCHOBE IIMPKOHMS ITMPOKO IIPUMEHSI -
IOTCSI B p€aKTOPOCTPOEHUM BO BceM MUpe. OHU SIBJISI-
IOTCSI OCHOBHBIM MaTe€pUaIOM, U3 KOTOPOI'O U3rOTaB-
JIMBAIOT OOOJIOUKM TEIUIOBBIICISIONIUX 3JIEMEHTOB
(TB3BJI) u apyrue netanu TEIUIOBBIAEISIONIUX COO-
pok (TBC) smepHBIX 3HEPreTUYECKUX YCTAaHOBOK
(AADY), ucrnoib3ylolIUX JEerkylo BOAY B KayecTBe
teruioHocutesss (BBOP, PWR, BWR, PBMK u 1.1.).
OHu 00J1a0a10T BBICOKOM KOPPO3MOHHOI CTOMKOCTEIO,
JIOCTAaTOYHBIM YPOBHEM MEXaHWYECKMX CBOWCTB W,
YTO OYEHb BaXKHO, HU3KUM 3((PEKTUBHBIM CEYCHUEM
3axBaTa TEIUIOBBIX HEUTPOHOB [1]. Ha ceromusiimyaumii
IIeHb B KadecTBe obonouek TBOJI B DY ncrmons3y-
IOTCSI CIUIaBBI LIMPKOHMS ¢ 010BoM (Zircaloy 2, Zir-
caloy 4), nuoouem (5110, 2125, M5), cioxHOIErN-
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poBaHHBIe cruiaBel (ZIRLO, D365) [2]. Ux BakHBIM
MPEUMYIIIECTBOM TaKXe SIBJISIETCS BbICOKAsSI CTENEHb
OTpabOTAaHHOCTU TEXHOJIOTUH MX CO3JaHUSI U DKC-
rutyataiu. OgHaKoO cepbe3HbIM HEAOCTATKOM CIIjia-
BOB LIMPKOHUS SIBJISIETCSI UX HU3Kasi CTOMKOCTb MpU
B3aMMOENMCTBUU C BOASHBIM MApOM B YCJIOBUSIX aBa-
pUMIAHBIX cuTyauuii Ha SABY, cBsI3aHHBIX ¢ TOTepeil
terroHocutens [3]. I1pu pa3Butum NogoOHOM CUTY-
alMu B aKTUBHOI 30He ADY mpoucxoaut raaeHue
JIaBJIeHUS] U WHTEHCUBHBIN POCT TeMIlepaTyphbl 3a
CUET OCTAaTOYHOTO TETJIOBbIIeieHUs ToruuBa. Ilpu
JIOCTVDKEHUM TeMItepaTtypbl okono 900°C u BhIlie
BBITNIOJIHEHHBIE U3 CIJIaBOB LIMPKOHMSI 060104k TBDJI
BCTYIAIOT B 9K30TEPMUYECKYIO PEAKIINIO C BOASHBIM
Mapom, IPOoJyKTaMu KOTOPOI SIBJISIIOTCSI OKCUJL LIUP-
KOHUS 1 ra3000pa3Hblil Bogopod. [Tpu nanbHeiiem
pocTe TeMIlepaTyphbl BblAeJeHUE TEIIa 3a CYET Mapo-
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LIMPKOHUEBOI peaKlny 3HAYMTEIBHO PACTET, pacTeT
¥ KOJIMYECTBO BBIIEISIIONIECTOCS Bogopoaa. Pazsutue
BTOTO Mpoliecca MOXET MPUBOAUTH K KaTacTpoduie-
CKUM ITOCIICIICTBUSIM [4].

B cBs131 ¢ HEOOXOAMMOCTBIO MOBLICUTH Oe30I1ac-
HocTh AADY ycunusimu MATATD ObL1a pa3paboTaHa
KOHIIEMNIIMS YCTOMYMBOIO K aBapursIM TOILJIMBa (acci-
dent tolerant fuel, ATF) [5]. CornacHo 3TOi1 KOHIIEII-
LIMU, pellieHre 3a1a4l TTOBBIIICHUST YPOBHSI 6e30mac-
HOCTH PEAKTOPOB Ha JIETKOI BOJIE B KPAaTKOCPOYHOM
MEPCIIEKTUBE JOCTUTAETCS 32 CYCT CO3MaHUS 3aIlIUT-
HBIX MTOKPBITUM Ha CylllecTBYoII1e 000104k TBOJI
[6, 7]. DTOT IyTh HEe MOTPEOYET BHECEHUS CEPHE3HBIX
M3MEHEHUII B CYIIECTBYIOIINE TEXHOJIOTUN KOHCTPY-
MPpOBaHUs U dKCIUTyaTauu SA9Y.

AXTHBHBIE TIOUCKHA MaTEpUAJIOB, CITOCOOHBIX 3a-
IIUTUTD CTIJIaBbl HA OCHOBE LIMPKOHUS OT MapoLup-
KOHUEBOM peakluu, BeayTcsl B TOCJIEeIHNE TOAbl 110
BceMy Mupy. OCHOBHBIMU MaTepuajiaMM, paccMar-
PMBaEMbIMU B KAU€CTBE BO3MOXHBIX TTOKPBITUIA, KaK
MpaBuJio, SIBJISIOTCS MaTepualbl, (QopMUpYOIINe
JKapOCTOMKKE OKCUJIbI B MPOLIECCE OKUCIEHUS. DTO
MaTtepuansbl, cogepxamue Cr, Al, Si [8]. B xauecTBe
MaTepuaia 3allMTHBIX MOKPHITHA Ha obomouku TBOJI
paccmaTtpuBaioT ciuiaBel FeCrAl [9—11], MAX-da3bl
[12—14]. N3y4anu CIIOCOOHOCTH 3alllMTUTH CILIABBI
LIUPKOHUS C TIOMOIIbIO KapOuAHbBIX [15] u HUTpUI-
HbIX [ 16, 17] moxpeITHii. OCHOBHBIM K€ MaTEPHUATIOM,
paccMaTpMBaeMbIM B KayeCTBE MOKPBHITUSI HA 000-
snouku TBOJI, Ha ceroans siBasietcst Cr [18—22].

OnHoit 13 BaXXHBIX TpobJieM pa3pabOTKU IMTOKPHI-
st Ha o6onouku TBOJI asiasgercsa omuddy3moHHoe
B3aMMOJICUCTBUE MaTepraia MOKPBLITUS CO CITaBaMU
LIUPKOHUSI, KOTOPOE MOXET IMIPUBOIUTH K 3HAUUTEIb-
HOMY CHIDKCHHWIO 3allIMTHBIX CBOMCTB ITOKPBITHSI.
DTOT HENOCTATOK XapaKTEepeH IUIST Pa3jIMYHBIX ITO-
KpbITUiA [23, 24], B TOM YucCe 1 1J1s1 HauboJiee akTUB-
HO M3y4yaeMBbIX ITOKPBITUIL Ha OCHOBE XpoMa [25, 26].
ITosToMy ITpomoKeH1Ee padoT IO ITOMCKY HOBBIX Ma-
TEepUAJIOB LISl 3aIIUThI IMPKOHUEBBIX CIIJIABOB OT I1a-
POLIMPKOHMEBOI peaKIIUM OCTAeTC aKTyaJIbHBIM.

Bo3MOXHBIM HaIlpaBjeHHMEM HAy4YHOIO ITOMCKa
C LIEJIbI0 CO3daHUsSI KapOCTOMKOTO TIOKPBITUSI Ha
TBOJI aBnsgercsd co3manne MOKPBITUIA Ha OCHOBE CH-
IunaoB MoauoaeHa. PaHee cunmmimasl MoanOIeHa
paccMaTpuBaiuch B paMkax KoHuenuuu ATF kak
MMOKPBITUS Ha MEPCIIEKTUBHBIE MOJIUOAECHOBBIE 000-
nouku TBBJI. I1pu aToM OBUIa yCTaHOBJIEHA UX I10-
BBILIIEHHAsI CTOMKOCTD K B3aMMOJAEUCTBUIO C TTAPOM B
IMAPOKOM HMHTepBasie TeMmriepatyp [27]. Cuanumumsl
MOIUOIeHA IIPOAEMOHCTPHUPOBAJIM BLICOKIE ITOKa3a-
TEJIM CTOMKOCTH B Mapax BOJbI, IO3TOMY OHU MOTYT
paccMaTpUBaThCSI B KAYECTBE MEPCIIEKTUBHBIX MaTe-
pUAaJIOB IS CO3JAaHMS MOKPBLITUSI HAa LIMPKOHUEBBIE
o6osiouku TBOJI ycTOMYMBOTO K aBapUsIM SIIEPHOTO
TOILJIMBA.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

Juddy3nonHoe B3aUMOIEHCTBUE ILIMPKOHUS C
IIPOCTLIMU BEIlIECTBAMM U3y4Jaloch paHee. bl mo-
JIydeHBbl NaHHbIe O IM(POY3MOHHON NOIBUKHOCTHU
KpeMHUs B IMpKoHUU [28, 29], a Takke MoJIMOaeHA B
mupkonun [30]. OgHako, Ha CETOOHSIIHUI IeHb B
Hay4yHOM JIUTepaType OTCYTCTBYIOT TaHHBIC O XapaK-
Tepe ¢ Gy3MOHHOTO B3aMMOAECHCTBUSI CUIIULIUIOB
MoOJIMOAeHa ¢ HUPKOHMEM WM CIIJIaBaMHM Ha €ro
OCHOBe. BaxXHOCTb MONyYeHUSI 3TUX CBEICHMIA IS
OLIEHKN BO3MOXHOCTU CHJIMLIMIHBIX TIOKPBLITUIT 00ec-
IICYUThH 3aIIUTY LHUPKOHMEBBIX CILJIABOB TPYIHO IIE-
pPEOLIEHUTb.

IMonyuyeHue naHHbBIX O XapakTepe IUdPy3nOHHO-
ro B3aMMOJICUCTBUSI CUJIULIMAOB MOJMOAEHA C LIUP-
KOHUEM WM CIUIaBaMM Ha €T0 OCHOBE SIBJISIETCS OC-
HOBHOM LIEJIbIO 3TOU paboThl. MBI UcclienoBalu B3a-
UMOJeNCTBUE IBYX(ha3HOTO CWIMIIUAHOIO CILaBa C
peakTopHBIM crjlaBoM D110 Ha OCHOBe IIMPKOHUS,
M3 KOTOPOI'O WM3TOTaBIMBAIOTCI oOonouku TBOJI
6osblMHCTBa DY poccuitckoro mpou3BoOACTBA.

METOAMKA

HMccnenoBasin oO6pasiibl, MOJTyYeHHBIE TTyTeM Aud-
(by3noHHOTO B3aMMOACIHCTBUS CIIaBa CHJIMIIMIOB
MosSi; + MoSi, ¢c peakTOpHBIM cI1aBOM Mapku D110
Ha OCHOBE LIUPKOHUSI.

OO0Opas3upl CUINLIMIOB ObUIM CUHTE3WPOBAHBLI B
NOTT PAH u3 31eMeHTapHBIX ITOPOIIKOB MOJIMOE-
Ha ¥ KpeMHUs. BblT UCIOIb30BaH MOPOIIOK MOJIUO-
mena “I1M99,95” ¢ uncroroit 99.95 mac. % mpous-
BoactBa AO “ITOJIEMA”, a TakkKe OPOIIOK KpeM-
HUs ¢ yucToToir 99.8 mac. % mpoussoactsa OO0
“ITmatmaa”. BIM3KWIT K 9BTEKTMYECKOMY COCTaB CH-
JIMIIUAHOTO CIJIaBa ObLI BHIOpAaH Ha OCHOBaHUU
WU3BECTHBIX NaHHBIX O cToiikocth MosSi;/MoSi, K
OKMCJICHUIO, a TAaKXE COITIACHO PSITY TEXHOJIOTHYEe-
CKUX CBOICTB MaHHBLIX CIUIAaBOB. TakK KaK moOTepu
KPEMHUSI TIpM UM3TOTOBJIEHUU CUJIMULIUMIAOB ObLIU
MPaKTUIECKN HEN30EXKHBI, M3 MCXOMHBIX IIOPOIIKOB
ObLJIa IIPUTOTOBJIEHA CMECh, OJIM3KAasi IO COCTaBy K
MoSi,, 4TOOBI B pe3yjbTaTe CUHTE3a IMOJYYUTh 3B-
TEKTUYECKYIO CMECh CUIMLIMAOB MoSi, + MosSi; uiun
CMECh NIEPBUYHBIX KpUCTAUI0B M0Si, ¢ TaHHOI 3B-
TeKTUKOoM. [TogoOHBIE CIUIaBhI XapaKTepU3yIOTCS OT-
HOCUTEJIbHO HU3KMMU TeMIIepaTypaMM ILUIaBJICHUS.
BrineneHue 3aMeTHBIX KOJIMYECTB IMEPBUYHBIX KPU-
cTajuioB ¢a3bl Mo5Si; ObU10 ObI HexXenaTeIbHBIM, TaK
KaK 3TO O3Hayayio Obl MOJyYeHUE CIIJIaBa C OTHOCH-
TEJLHO BbICOKOI TEMIIEpATYypPOil IMKBUOYC.

IMopoluky OB TIATEIBHO CMEIIaHbI U CIIpPec-
COBaHbI TP KOMHATHOM TeMIlepaTrype IIpu JaBjie-
HUM TipeccoBanHug 25 MIla. 3arem mnosyyeHHas
MpeccoBKa OblIa credyeHa mpu temmeparype 1 =
= 1400°C B aTtMocdepe aproHa, IIOcjie 4ero Obuia
MOABEPrHyTa BJIEKTPOHHO-JIYYeBOMY IIeperuiaBy B

Ne 1 2022
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oxjaxmaeMoil MemHoi wmanoxuuile. IlomydeHHbrit
CJIMTOK pa3pe3alii Ha IUIaCTUHBI pa3MepoOM OKOJIO
2 X 7 X 7 MM ¢ TJIOCKOTIapalIeIbHBIMU TPAHSIMM 7 X
X 7 Mm. OgHY M3 THIOCKOTIapaieIbHBIX TpaHeil oz -
Beprajiv numm¢oBKe U ITOJIMPOBKE.

Oo6pa3smsl craBa Mapku D110 (Zr—1 mac. % Nb)
ObUIM TTOJTyYEHBI U3 TIPYTKA AUaMeTPOM 9.6 MM, U3r0-
ToBiieHHOTO AO “Yemneukuii MexaHUYeCcKMii 3aBon”
B cooTBeTCTBUM ¢ TY 95241-89. XuMmUdecKnii cocTaB
o6pasuoB cootBeTcTBOBaA TY 95166-98. Ilpyrok
paspe3anyu Ha UWIMHAPUYECKHE OOpas3lbl BHICOTOM
OK0JI0 7 MM. 3aTeM OgHA U3 IIJIOCKUX ITOBEPXHOCTE
MOJIY4eHHBIX 00pa31oB IToABeprajach NIMMOBKE U
MOJIMPOBKE.

Juddy3noHHBIE TTaphI A1 UCCIIeIOBAHUS IIPUTO-
TOBWJIM MeTOAOM IU(P(PYy3MOHHOMN CBapKU 00pa3loB
CUJIMLIMIAOB U MUpKOHUA. CBapKy OCYIIESCTBIISIN B
MoaepHM3poBaHHOM yctaHOBKe Y C-10 B Bakyyme
(naBnenue 10~3 Topp) mpu temmepatype 1000°C
B TeUYeHME OJHOIO Yaca, JaBJICHUE IIPECCOBAHMS CO-
cTaBJisyio okoJio 3 MIla. IIpu moaroroske mpoiiecca
mdGy3nOHHO cCBapKM 00pa31Ibl IUPKOHWS W CYITH -
LIIOB COIPSITAIVCH OIMPOBAaHHBIMU IOBEPXHOCTSIMU
1 TTOMelIaJucCh B YCTAaHOBKY. [lJIsl TIpenoTBpalieHusI
B3aMMOJIEMCTBUSI 00pa3loB ¢ TpadUTOBOM OCHACT-
KOI YCTAaHOBKM MCIIOJIb30BaJIM MPOKJIAOKU U3 MO-
JIMOaeHa U TepMUYECKU pacllielIEeHHOro rpadura.
ITocne okoHYaHMST BEICOKOTEMIIEPATyPHOI BEIAEPK-
KM IIOJTy4eHHbIEe TAKUM 00pa3oM o0pas3nbl nudQy3u-
OHHBIX Map OXJIAXKIAJIUCH BMECTE C MEeYblO.

ITocne nonydeHust, roToBble NU(GY3MOHHbBIE Ma-
pbl OBLIM TIOABEPTHYThl OTXKUTaM Pa3jIMyHON Mpo-
JNOJDKUTEbHOCTH MpU Pa3IUuYHOM TemrmepaType.
OTXUTU NPOBOAMIU B II€YX COMPOTUBJIECHUSI C MO-
JINOIEHOBBIMU HarpeBaTeIssIMU U MOJIMOAEHOBBIMU
JleTaJISIMU TETUIOBOI 30HBI B BAaKyyMe, P JaBJIeHUNU
<5 x 10~ Topp. Temneparypa OTXUIOB COCTABJISLIA
1100, 1200 u 1300°C, muTteasHOCTh — 3, 6 1 9 4. Bpe-
Ms1 BbIXO/A MEYM Ha TEeMMEPATYpPHBIA PEXUM ObLIO
OKOJIO 12—15 MUH 1 He YYUTHIBAJIOCHh B OOIIIEM Bpe-
MeHU BbiAepKKU. [Tocie oTXKHUroB oopas3ibl pa3pesa-
JIV TIEPIEHIMKYJISIPHO TIJIOCKOCTH KOHTaKTa a1uddy-
3MOHHOM Mapkl U ucciaegoBaiu. Kpome toro, mst no-
MOJTHUTEIBHOU OLIEHKM MCXOMHOTO COCTOSIHUSI PSII
00pa3loB HCCIEAOBAIM B COCTOSSHMM cpasy Mocie
nonaydyeHus: nuddy3noHHoil mapel (0e3 HOIOIHU-
TEJIbHBIX TU(PHY3UOHHBIX OTKUTOB).

Pe3ky 00pa3ioB OCYILIECTBIASIIA C TTOMOIIBIO
IEKTpO3po3noHHOTO cranka. IllnndoBKy 1 monm-
POBKY 00pa31ioB IIPOBOIUIN ITyTeM abpa3suBHOM 00-
paboOTKM C IIOCIeOOBATEeIbHBIM YMEHBIIICHUEM pa3-
Mepa abpa3smMBHBIX YacTWIl. B KadecTBe abpa3mBOB
ncnoiab3oBanack SiC-Oymara ¢ 3€pHUCTOCTBIO OT
P120 mo P2500, a TakxXe ajiMa3Hble MOPOILUKU OT
ACM 10/7 no ACM 1/0.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

MUKpPOCTPYKTYPY HOIYyYEeHHBIX 00pa3lioB HCCIIe-
JIOBaJIi C MOMOIIbLIO PAaCTPOBOIO 3JIESKTPOHHOIO
mukpockomna Tescan VEGA II XMU. AHanu3 XumMu-
YEeCKOTO COCTaBa CTPYKTYPHBIX COCTABISIIOIINX OBLI
MIpOM3BEAECH METOIOM PEHTI€HOCHEKTPAJIbHOIO
MUKpOaHaIN3a C UCIOJb30BAaHUEM BHEpPromucrep-
cuonHoro criekrpomeTpa INCA Energy 450 ¢ momy-
nmpoBogHUKOBBIM Si(Li) nerektopom INCA X-sight.
Bce nipuBeneHHbIe B paboTe WILTIOCTpALIMM MUKPO-
CTPYKTYPBI HONTYYEHBI C UCITOJIb30BAHUEM CUTHAJIA OT
OTpakeHHBIX 3JICKTPOHOB.

AHanmm3 KWHEeTUKHN U Oy3nMOHHOTO B3auMOACH -
CTBUSI OCYILIECTBIISIIIA O JAHHBIM 3aBUCUMOCTU 00-
1Ieii TOJLIMHBI CJIOSI CUJTULIMIOB LIMPKOHMS, 00pa3y-
folerocst Ha TrpaHuile paszgeina D110 u cummomoos
MoOJIMGAeHa, OT TeMIlepaTypHO-BPEMEHHEBIX I1apa-
METPOB TEPMOOOPAOOTKU.

TonmuHy ctost oIpenessiii o N300paskeHUSIM
MUKPOCTPYKTYPBI, IIpoBoAs OT 17 o 27 uaMepeHuit
TONIIMHBI OIS KaXKI0TOo o0pa3na. TommmHy n3Mepsi-
JIM Ha CJIIy4allHBIX yd4acTKaX MUKPOCTPYKTYpPHIL. [l
KaXaoro obGpasla omnpenessyii CPenHIo OOIIyio
TOJIIIUMHY 00pPa30BaBIIETOCS CI0SI CHINIIUAOB IIUP-
KOHUSI, a TaKXKe CTaHIAPTHOE OTKJIOHEHUE Pe3yJIbTa-
TOB €€ U3MEPEHUSI OT CpeaHero 3HadeHus. s Bcex
00pa31oB ObLI orpeacaeH KO3MUIIMEeHT Bapualun
TOJIIIUHBI CHWINLMOHOIO CJOsl, IPEICTaBISIONINIA
OTHOIIIEHUWE CTAaHIAPTHOTO OTKJIOHEHUS K CpeIHEMY
3HAYCHUIO H3MepseMoil BeJIudyuHbL. [l aHammsa
M300paxkeHUI MUKPOCTPYKTYPHI, a TaKKe IJISI IIPO-
BeICHUS U3MEPEHUI pa3MePOB CTPYKTYPHBIX COCTAB-
JISIIOIINX UCITOIb30BayM mporpammy ImagelJ [31].

BddekTrBHYIO TapadoINYECKyI0 KOHCTaHTY PO-
CTa kg, V11 KaXXI0M TEMIIepaTypbl ONPENe/IsIN ABY-
MsI METOIAMMU.

Merton, 1. g Kaxkaoii JJIUTETbHOCTH BBIIEPXKKHU
MpY JaHHOM TeMIIepaType pacCYUTHIBAJIACH BEJIMYTHA

kyy = x°/21, ()

rie K,q, — 3¢ ekTuBHadg napaboaryecKas KOHCTaHTa
pocTa ISt JAaHHOM JJIUTEIbHOCTY U TEMITepaTyphl OT-
KUTa, X — U3MEPEHHAasl CPEeIHsIsT TOJIIINHA CIIOST CH-
JIMIUIOB LHUPKOHUS, ¢ — IJIMTEJIbHOCTh OTXKUTa. 3a-
TeM OMPEACsSIOCh CpeaHee apudMeTHIEeCKOE 3HaUe -
Hue K.y, XapaKTEPHOE Il TaHHOM TeMIIEPaTyphI.

Meton, 2. DddekTBHasg mapadoanyeckass KOH-
CTaHTa JJisl TaHHOM TeMIepaTyphl OIPeaesyiach CO-
[JTACHO COOTHOIIEHUIO:

kyy = /2, )

Ie a — TAaHTE€HC yIJjla HAaKJIOHA JIMHEHOM anmnpoKCHu-
MaluU 3aBUCUMOCTU TOJIIWHBI CI0sI OT KOpHS U3
BpPEMEHH IUISI JAHHOM TEMIIepaTyphl.

I1o mosyyeHHBIM JAHHBIM CTPOUJIU 3aBUCUMOCTD
HATypaJIbHOTO Jiorapudma k4, OT BEJIMYMHBI, 0OpaT-
HoIt TeMriepatype. 1o nuHeHOI armmpoKCuMaInmn
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Puc. 1. O6umii Bun npuroToBieHHOI nuddy3nonHoii mapsl (MosSiz + MoSi;)—9110 (a); cTpyKTypa c1051 CUIULIMIOB MOJING-

neHa: MosSisy — cetnas dasa, MoSi, — TemHas (0).

9TOM 3aBUCHMOCTH OIPEIEIISIN ITapaMeTphl ypaBHe-
HUsI AppeHuyca:

Ky = koexp(—E/RT), (3)

rne k, — NpeadKCNOHEHIIMAbHBIM MHOXWTENb, £ —
9HEPrus aKTUBalMU pocTa, R — yHUBepcajbHas ra-
30Bag ITOCTOsIHHAg, T — TeMmeparypa.

PE3YJIBTATHBI U UX OBCYXIEHUWNE
Mukpocmpykmypa u cocmas

O6mmit Bun nudy3MOHHBIX Hap, XapaKTEepHBIN
IJIsT BCeX TIOJydeHHBIX 00OpaslioB, IpencTaBlieH Ha
puc. la. Kak BUIHO M3 pUCYHKAa, KaxKIbIid oOpaser]
COCTOSLI U3 TPEeX OCHOBHBIX 00JIacTei:

1) pacrnonoXeHHBI BBEPXY CJIOK CHJIMIIUIOB MO-
JMoneHa;

2) 3aHUMaOIIMii OCHOBHYIO, CPEIHIOIO YacTh 00-
pasiua ciaoil HUPKOHUS,

3) TOHKMI cyoii MoinbaeHa, pacIoJ0XEeHHBIN
BHM3Y.

Croii MonubaeHa NPeACTaBsUl TEXHOJOTMYECKYIO
TMOIJIOXKY, WCIIOJIb30BaHHYIO IIPW W3TOTOBJICHUU
obpasiua. OCHOBHOE BHMMAaHUE TIPU UCCICIOBAHUM
OBLTO OOpaIleHO Ha U3MEHEHUs CTPYKTYPbhl BOJIU3U
TPaHUIILI pasiena CJIOS CHJIMIIMIOB MOJMOIEeHA CO
cJ10eM LIMPKOHUS, TIPOUCXOISIIME TP OTXKUTaX.

Bo Bcex uccienoBaHHBIX ClTydyasix CTPyKTypa cJiost
CUJIMLIMIOB MOIMOaeHa OblIa 0Opa3oBaHa 3BTEKTHU-
yecKMMM KosioHusMu (MosSi; + MoSi,) ¢ BKiove-
HUEM U30BITOUYHBIX KpUCTALTOB (ha3bl MoSi, (puc. 16).
BrigeneHue nepBUYHBIX KpUCTALIOB dazbl MosSis
He ObLJTIO 3a(PMKCUPOBAHO HU B OMHOM CJydae.

Crenyet OTMETUTb, YTO MOYTH JJ151 BCEX UCCIEN0-
BaHHBIX 00pa31IOB XapaKTepHa 30HaJbHasl IMKBaLIUSI
B CJIO€ CWJIMIIAIOB MOJIMOEHA, T.€. HEOMHOPOAHOCTD
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pacmpenesieHUsI TEPBUYHBIX KPUCTALIOB ha3bl
MoSi, no o6bemy. [IpucyTcTBUEe TOJOOHBIX HEOTHO-
POIHOCTEN XUMUYECKOTO U (Da30BOT0 COCTaBa CUJIU-
LIUJIHOTO CJIUTKA MOXET OBbITh CBSI3aHO C OCOOEHHO-
CTSIMU 3JIEKTPOHHO-JIYYEBOM TIJIaBKM, a TaKXke C
BBICOKOI TeMMepaTypoil IUIaBJAeHUS CUJIULIUAOB
monuobneHa. Ilpu aTom, HabGIOgaeMBIe U3MEHEHUS
00BbEMHOM J0JIM TIEPBUYHBIX KpucTtajuioB MoSi,
COOTBETCTBYIOT U3MEHEHUIO CPEIHETO Comep>KaHUs
KpeMHUsI B oObeMe CIUIaBa B IIpeleiax BCEero He-
CKOJIbBKAX EIWHUIl aTOMHBIX ITPOIIEHTOB. TakKum
00pa3oM, MOXHO 3aKJIIOUUThb, YTO IPUMEHEHHas
TEXHOJIOTHS TTOJTyYeHUsI CHJIMIIMIOB MOJTMOIeHA T103-
BOJIMJIA YCIIEIITHO TOJIYIUTH 0OPa3Iibl CILUIABOB CHJIH-
LIMI0B MoMbieHa HeobxoaruMoro coctaBa. OmHako,
HabOmomaeMass (IIycTb M HEOOJIbIIAs) HEOTHOPOI-
HOCTb paclipele/ieHs] KpeMHUsI B 00beMe CII0ST CH-
JIMLIUAOB MOJIMOIeHa TIPUBOIUT U K HEOTHOPOIHO-
CTH €Tr0 pachpenesieHUsI M Mo TUIOCKOCTH auddy3u-
OHHOTO B3aMMOICUCTBUS C IIUPKOHUEM. BimsHme
9TOI1 HEOJHOPOMHOCTU Ha mapameTpbl AU Yy3MOH-
HOT'0 B3aUMOJIEHICTBUS OyIeT 0OCYKIEHO HIKE.

Crpykrypa 30HBI Iu(hGY3MOHHOTO B3auMoOIeii-
CTBUSI LIUPKOHUS U CUJIMIIAIOB MOJIMOAEeHA BCEX MC-
cJieqoBaHHBIX 00pa3loB IIpeacTaBlieHa Ha puc. 2.

BDKcnepuMeHTaJIbHbIE JAHHBIE O XUMUYECKOM CO-
cTaBe (pa3, 00pa3yIoIINXCS B pe3yIbTaTe B3auMOIeii-
CTBMSI, MOKAa3aJi, 4TO BO BCEX CIIydasX OCHOBHBIM
npoiieccoM Tuddy3nOHHOro nepeHoca siBisijics Ie-
pEHOC KPEeMHMUS U3 CUJIMILIMAOB MOIUOACHA B CIUIAB
IUPKOHUSI, COITPOBOXIAIONINIICS 00pa30BaHMEM CJIO-
€B CWJIMLIMIOB HMPKOHUA pa3JIMYHOIO COCTaBa.

VYC10BHO MOXKHO pa3faeInuTh 00pa3yronIyiocs 30HY
nnddy3noHHOro B3aMMOIeCTBUSI Ha TpU 00J1acTH,
Mo Mepe MPOABUXKEHUSI OT HUPKOHUS K CUIULIUIAM
MonaubaeHa (puc. 3):

1) oGnacTh, TpuiieraIas K HUPKOHUIO,
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Puc. 2. CtpyKrypa rpaHuiibl pazneiia anddy3rMoHHbBIX Map Mocjie OTKUIOB MpU pa3indHoi TeMmmneparype: a — 1100°C 34, 6 —
1100°C 6 4, B — 1100°C 9 9; r — 1200°C 3 4, 1 — 1200°C 6 u, ¢ — 1200°C 9 u4; x — 1300°C 3 4, 3 — 1300°C 6 u, u — 1300°C 9 u.

2) TIpoMesKyToYHas 00J1acTh,

3) obJacTh, mpujeramas K CUINIUIAM MOJINO-
JIeHa.

HauGonblieit o ToNIIMHE SBISETCS MPOMEXYTOU-
Hasg o0JacTh, KOTOpasl Bcerma oOpa3oBaHa ¢a3oil
Z1,Si. Cnoii aT0i1 (pa3bl xapakTepeH AJis1 BCex Uccie-
JIOBaHHBIX 06pa310B. OlleHKa XUMUYECKOTO COCTaBa
ATOIO CJIOS IJISI BCEX MCCASAOBAaHHBIX 0OPa31oB IO~
KaszaJia cojepkaHue KpeMHus Ha ypoBHe 30—31 art. %,
YTO HECKOJIbKO HUXe, 4YeM CTEeXHOMETPUUECKOE.
CrenmyeT Takke OTMETUTb, YTO 3aMeTHas TOJIIMHA
JTaHHOTO CJIOSI TIO3BOJISIJIA OLIEHUTHh U3MEHEHUE XU-
MHUUYECKOTO cocTaBa JaHHOI (pa3bl B 3aBUCUMOCTHU OT
yaaJeHus OT CHJIMIUIOB MonrbneHa. B pamkax Ha-
cTosmieit paboOThI ITOHOOHOTO M3MEHEHMSI HEe ObLIO

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

OoOHapy:KeHO: B Ipeaesiax TOYHOCTU KCIOJIb3yeMOI
METOIMKM, COCTaB TaHHOI (pa3bl HE 3aBHCeEN OT pac-
TTOJIOXKEHU 00JIaCTU aHa/In3a.

Taxoke mpakTUYECKM BCEraa OOHApyKMBaIU CIOM
cWIMLUIa HMPKOHUS Z13Si, 06pasyoliero ooiacts,
mpuJieramlilyto K HupKoHuto. Ob6pasel mocae OTKU-
ra mpu 1100°C B TeueHUE 3 U SIBISIETCS €OUHCTBEH-
HBIM, IIe 3Ta (ha3a BhIIEISIETCS He B BUIE CIUIOLITHOTO
CJI0sI 3aMETHOM TOJIIIMHBI, a OTASIbHBIMU, HE BCEeraa
COMKHYTBIMU oOJlacTssMu. Ha Bcex OCTaJbHBIX HC-
cllieJOBaHHBIX 00pa3liaXx 3TOT CJIOM NMPUCYTCTBYET B
nosHoit Mepe. ClieyeT OTMETUTD, UTO B JaHHOI pa-
00Te U3MEPEHHOE ColepKaHue KpeMHuUs B ¢asze Zr;Si
BCeTa OTKJIOHSIJIOCh OT CTEXMOMETPUYECKOTO U CO-
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Puc. 3. MukpocTtpykTypa (a) 1 pacnpeaeieHre KOMIIOHEHTOB 110 da3am (6) mis o6pasiia mmocie orkura npu 1200°C B TeueHune
6 u. U3mMepeHre KOHLIEHTPAIM KOMITOHEHTOB MPOBOANINCH BIOJIb TUHUN [—2.

cTaBiisiio okoJio 20 at. %, 4To (paKTUIEeCKU COOTBET-
CTBYeT coenuHeHuio Zr,Si. OIHaKO HeollpenesieH-
HOCTb 00J1acTu cyliecTBoBaHus da3bl Zr;Si, a Takke
OTKJIOHEHUSI €€ XMMUYECKOTO COCTaBa B CTOPOHY 60-
Jiee o0oralieHHbIX IMPKOHUEM COCTaBOB CUMTAIOTCS
u3BecTHbIMU [32]. IloaTOMy B maHHOI paboTe 3Ta
¢aza ob603HavaeTcs Kak Zr;Si, HecMOTps Ha ee dak-
TUYeCKN xuMudeckuii coctaB. Ilpm stoM cymie-
CTBYIOT ApYrMe COBpPEMEHHBbIC DKCIIepUMEHTAIbHbIE
OLICHKY YPOBHSI COAepXKaHUSI KPEMHUS B 3TOM CUJIU-
nune. Hampumep, B pa6ore [33] aBTOpHI M3y4aau
I y3noHHOE B3aMMOIEHCTBUE COASpXKaIIeii KpeM-
Hut MAX-da3sl TUTaHAa CO CTUIABOM Ha OCHOBE IIMP-
KOHUS. ABTOpPbI OTMEYAlOT pUcyTcTBUe hasbl Zr;Si
B MCcleayeMblx oopasiax. JlJaHHbIe 0 KOHIIEHTpaluu
KpPEeMHUS B Held, ITOJIydeHHbIE aBTOPAMHM, COBIAIAIOT
C TIOJIyYeHHBIMM HAMM M COCTaBJISIIOT TaKXKe OKOJIO
20 at. %.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

Yrto kacaercsa TpeTbeit odmacTu 30HbI U Py3n-
OHHOTO B3auMOJIeicTBUSI, 00JIACTU, TIPUIIETAIONICH K
CUJIMLIIAaM MOJHUOACHA, TO €€ CTPOSHME Ha TOM WIA
MHOM y4JacTKe 00pas1ia 3aBUCUT OT CTPYKTYPhI CUJIN -
LHUA0B MOJIMOIeHA Ha 3TOM ydacTke. Tak, B ciiyyae
BBIXOJIa HA ITOBEPXHOCTh NU(M(PY3MOHHOIO KOHTAKTa
¢ LIMPKOHUEM cuirnuaa MoSi, Mexy HUM U CUJIn-
UaaMU LIMPKOHUSI BO3HUKaeT TOHKast (1—2 MKM)
npocioiika cunuiuaa MosSi; (puc. 3, 4a). Jlanee
¢dhopMuUpyeTcs CJIol CUIMUIMAA IUPKOHUS, CoIepkKa-
HUE KPEMHUSI B KOTOPOM COCTaBIISIeT OKOJIO 42 aT. %.
ComracHo aHaIU3y UMEIOIINXCS JaHHBIX, 3TO, BEPO-
siTHee Bcero, dasa Zr;Si,. B psne ciryyaeB B nipenesax
9TOI (Pa3bl HAXOOATCS OTIOEIbHbIE O0JIACTH CUJIAIINIA
LIMPKOHUS C COAEPKaHUEM KPEMHUS OKOJI0 46 aT. %.
IIpennonaraercsi, uto 310 hasza ZrsSiy,.

B cirydae BIxOma Ha TTOBEPXHOCTH pa3nesia CUJIu-
uuga MosSis;, MO0 MENKOAMCIIEPCHON 3BTEKTUYE-
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Puc. 4. MukpocTpyKTypa rpaHULBI paszena Boausu assl MoSi, (a) 1 3BTekTHKN M05Sis + MoSi, (6). O6pasiisl mocie oTKu-
ra B TedyeHue 9 4 nipu temreparype 1200°C (a) u 1300°C (6). O6iacTi aHaIM3a XMUMUYECKOTO COCTaBa yKa3aHbl TOYKaMU, pe-

3yJbTaThbl aHaJIM3a MPCACTAaBJICHLI B Taodm. 1.

ckoii cmecu MosSi; + MoSi, ykazaHHbI€ BbILLE CUTU-
UL MIUPKOHUS ¢ comepkaHueM Kpemuus 40 at. %
u boisiee, He oOpasytoTcs (puc. 40). BzaMeH yka3aH-
HBIX CWIMILIUIOB B CTPYKTYpP€E, IOMUMO CJI0EB Z1,5i 1
Z15Si, HabmonaeTcs dasza, XxapaKTepu3yroLasics co-
OTHOIIICHUEM aTOMHBIX KOHIEHTpalUii MoIuOaeHa
1 IUpkoHUs Ry, = Cymo/(Cmo + Cz) = 54—60%,
a Tak>Ke MpUu3HaKaMU IMPUCYTCTBUSI KPDEMHUS B KOJIU-
gectBe 4—7 aT. % (Ta6in. 1). TOYHBIN aHAIN3 XUMHIYEe-
CKOI'0 cOCTaBa JaHHOM a3kl ObLI 3aTPyIHEH BCIE-
CTBHME MaJIbIX pa3MEPOB €€ KPUCTAIIUTOB (1—2 MKM).

CrenyeT OTMETHUTh, 4TO 3Ta (pa3a BCTpedyaeTcs B Ma-
JIBIX KOJIMYECTBAX BO BCEX UCCIIEAOBAaHHBIX 00pa3iax.
OnHako maxke 1mocjie HauOoJjiee NIMTEIbHBIX 1 Hau-
OoJiee BRICOKOTEeMITepaTypHBIX TePMOOOPaAOOTOK, KO-
TOpbIEe TIPUMEHSIIM B HacTosIieil padboTe, faHHas
¢daza He oOpa3oBajia MPOTSIKEHHOTO CJI0s (Iaxke Ha
JIOKAJIbHBIX Y4aCcTKaX), HECMOTPS Ha TO, YTO €€ KOJIM-
YeCTBO BBIPOCJIO. YBEeIMUYEHUE ee OOBEMHOI JOIU B
cioe 1 Y3MOHHOTO B3aMMOIECTBUSI IPUBOIMIIO
K €€ POCTY B BUJIe OTHCIbHBIX KJIIACTEPOB, a HE B BUIIE
cioeB (puc. 40).

Ta6auua 1. PesynbraTthl Mcciie0BaHUA XUMUUECKOTO COCTaBa B 00JIACTSIX, 0003HAYEHHBIX Ha puC. 4

Puc. 4a Puc. 46
HOMep TOUKH KOHIIeHTpamus, aT. % HOMep TOYKH KOHIIeHTpawwus, at. %
(aza daza
Ha pUCYHKe Si 7r Mo Ha pUCYHKe Si 7r Mo
1 — 100.0 — Zr 1 64.9 - 35.1 MoSi,
2 22.4 77.6 — Zr5Si 2 36.1 — 63.9 MosSis
3 31.0 69.0 — Zr1,Si 3 35.6 - 64.4 MosSis
4 43.4 56.6 — Zr5Si, 4 3.6 37.8 58.6 | MosZr,Si,
5 36.9 — 63.1 MosSi; 5 6.9 41.6 51.4 MosZr,Si,
6 64.5 — 35.5 MoSi, 6 30.7 69.3 - Zr1,Si
7 65.0 — 35.0 MoSi, 7 30.9 69.1 — Zr1,Si
8 64.7 — 35.3 MoSi, 8 19.5 80.5 — Zr5Si
- — — — - 9 19.9 80.1 - Z15Si
- — — — - 10 — 100.0 - Zr
— — — — — 11 — 100.0 — Zr

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1
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Ta6muna 2. TommumHa 06pasy}01_ueroca CJIOA CUJIMIINAO0OB TMPKOHUA B UCCIICAOBAHHBIX 06pa3uax

OO0111as1 TOJIIMHA CraHmapTHOe O6BeM Koadbobunmuenr
Temmniepatypa, °C Brinepxka, u
CJ1051, MKM OTKJIOHEHUE, MKM | BBIOOPKHM, IIT. | BApMaTUBHOCTU, %
3 4.7 0.7 27 15.2
1100 6 6.6 0.6 18 9.8
9 7.8 0.7 18 9.5
3 9.0 0.8 22 9.2
1200 6 12.2 1.0 18 8.1
9 14.4 1.2 17 8.5
3 15.4 1.1 27 7.4
1300 6 21.4 1.1 17 5.2
9 24.1 1.0 23 4.1

B nutepaType uMeroTcsl JaHHbIE O BO3MOXKHOCTHU
obpaszoBanusa B cuctreMe Mo—Zr—Si TpoitHOTO co-
enMHeHus1 Ha Oase ¢aswl Jlaeca Mo,Zr [34]. Ilpu
5TOM YKa3bIBaeTCsl, YTO KPEMHUIA B TAKOM CJTy4yae 3a-
MelllaeT MMEHHO IIMPKOHW, a He MOJMOIeH. DTo
O3HayvaeT, 4To napameTp Ry, cocTaBsitommit 66.7%
st Mo,Zr, npy BBEA€HUW KPEMHUS JIU1Ib BbIpacTa-
eT, mocturas ypoBHs 6osee 70%. OmHako, oOHapy-
KeHHasl pa3za MMmeeT, KaK yXe yKa3blBaJoCh BBIIIIE,
3Ha4YeHUe rapameTpa Ry, B unTepBaie 54—60%, uro
TOBOPUT, CKOpee, MPOTUB TUIIOTE3bl O BOSHUKHOBE-
HUU OOHapy>XeHHOM (a3bl Ha 6a3e dhasbl Mo,Zr. 4
boJsiee HAIEXKHOTO OIIpenesieHNs] cocTaBa OOHapy-
JKEHHOM (pa3bl, a TAaKKe €e KPUCTALUTHIECKOMN CTPYK-
TYpPBI, HEOOXOMUMBI TATBHEHIITIE UCCIIeTOBAHMS.

O060011as cKka3aHHOE BHIIIE, MOXHO 3aKJIIOYUTh,
YTO MOJYYCHHBIE SKCIIEPUMEHTAIbHBIC JaHHBIE CBU-
JIeTeJIbCTBYET O IIpoliecce epeHoca KpeMHMs KakK 00
OCHOBHOM IU(G@Y3MOHHOM IIpolecce, MpOTeKaio-
IeM TIpU B3aMMOACHCTBUM cijlaBa Mapku D110 Ha
OCHOBE LIMPKOHUS C cuinuumamMu moiauoacHa. Ile-
PEHOC LIUPKOHUS B CHUIMIIMALI MOJIMOAeHA 3a(UKCH -
poBaH He ObUI. OTIpeeIeHHbIE CBUIETEILCTBA Clla-
Ooro repeHoca MoJIrOaeHa B IMPKOHMI ObLIM OOHA-
PYXXEHBI, OIHAKO 3TOT IIPOLIECC NPAaKTUYECKU HE
OKa3bIBaeT BIMSHUSA Ha ob11ee 1udy3noHHOE B3au-
MoOJIeficTBHE N3y4aeMbIX MAaTEpHAJIOB B pACCMOTPEH-
HBIX TeMITepaTypHO-BPEMEHHBIX paMKax.

Kunemuxa é3aumooeiicmeus

OCOO6EHHOCTY KUHETUKN B3aUMOACCTBUS CUIH-
LHUA0B MoaubaeHa 1 cruiaBa D110 Ha OCHOBE LIMPKO-
HUS U3YJAJIMCH ITyTEM OIIpeaeIeHUS emmHOM 3P dek-
TUBHOM KOHCTAHTHI MapaboIMYecKOro pocra obja-
ctu augdy3noHHOTO B3aumoaeucTBus. B Tabi. 2
MPUBEICHBI SKCITIEPUMEHTAIBLHO OIIpeIeIcHHbIEC 3HA~
YeHUsT OOIIEei TOIIIUHBLI 00J1acTU AUMHY3UOHHOTO
B3aMMOACUCTBUS (CyMMapHOIi TOJIIMHBI BCEX CJIOEB
CUJIMLIMIOB LIMPKOHMUS) IJIsI MCCIeIOBAaHHBIX 00pa3-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

LIOB, a TaKXXKe HEKOTOPBIE CTaTUCTUYSCKUE MapaMeT-
PBI, XapaKTepU3yollIue MPOBeIeHHBIC U3MEPEHMUSI.

IIpuBeneHHble B Tabj. 2 JaHHBIC IIO3BOJISIIOT
OINpElIeIUTh HEKOTOphIE OOIIMEe 3aKOHOMEPHOCTH
B3amMonaeicTBus criasa D110 ¢ nByxda3HBIM CHIIN-
UIHBIM CIUIaBOM. Tak, cTaHOZapTHOE OTKJIOHEHWE
IIpU U3MEPEHUHU CpeIHell TOMIIMHEL 00J1acTy B3au-
MOMACMCTBHSI HAaXOIUTCS IMPaKTUYECKU Ha OOHOM U
TOM K€ YPOBHE JIJISI BCEX MCCIIeTOBaHHBIX 00pa31oB 1
COCTAaBJISIET BCETO OKOJIO 1 MKM. YUnTBIBast pocT ab-
COJIIOTHOTO 3HAYEHUS CPETHEN TOIIIMHBI CJIOS B3al-
MOMACMCTBUS IIPU POCTE TEMIIEPATyPHI U BPEMEHHU BbI-
JIEepXKM OO0pa3loB, OYEBUOHO, YTO KOAI(PIUIIUEHT
BAapMAaTUBHOCTU TOJIIMHBI CJIOSI B3auMMOJEiiCTBUS
nmagaeT ¢ POCTOM TOJIIIMHBI CJIOSI B3aMOIEHACTBUS.
BDTO IOCTATOYHO BaXXHBIN (paKT, ITO3BOJISIIONINI ClIe-
JIaThb BBIBOJI O TOM, YTO, HECMOTPSI Ha OIpeaeICHHYIO
HEOOHOPOIHOCTh XMMUYECKOTO COCTaBa CUJIMIIUIOB
MOJIMOIeHa, UCIOIb3yeMbIX B JaHHOM paboTe, OIu-
caHme OOIIel KWHETUKHU MPOILIECCOB MX TP PYy3NOH-
HOTO B3aMMOIEHCTBUS C LIMPKOHHEM MOXET OBITh
OCYILIECTBJICHO €IMHOM KOHCTAaHTOI Iapaboymde-
ckoro pocra. PasHulia B MexaHu3Max B3aMMOJEHi-
CTBUS C LIMPKOHUEM cuauuuaa MosSi; u cuiuuuia
MoSi, 6b1a TOCTaTOYHO 1151 TOTO, UTOOBI TPOSIBU -
JINCh HEKOTOPBIC CTPYKTYPHBIE OTINYUS, KOTOPBIE
ObUIM OTMeYeHbl Bbille. OmHAKO OOllee BIUSTHUC
STUX Pa3JIMYMii HEe TIPUBEJIO K 3HAYMTEILHOMY KOJie-
0aHUIO TOJNIIWHBI 30HBLI 00mIeTOo INMPPY3MOHHOTO
B3anMMOJACUCTBUS. bojee Toro, ¢ pocToM BpeMeHH U
TeMIlepaTypbl TepMOOOpabOTKM OOImas Heolpene-
JIECHHOCTh CpEAHE TOJIIMHEI CJI0CB CHIMLUIOB
MPaKTUYECKU He BhIpOCIa. A BeJIMYMHA OTHOCUTEb-
HOM HEONpeneJIeHHOCTH B OIIpeAeIeHUN 3TOTO I1apa-
METpa, HaIlpOTUB, CHU3WJIACh B TPU pa3a. DTO TOBOPUT
0 TOM, UYTO B paCCMOTPEHHBIX B paboTe TeMIlepaTyp-
HO-BpPEMEHHBIX paMKax Jaxe IByX(da3Hble CIIJIaBbI
CUJIMLIMIOB MOJMOAEHAa MOXHO paccMaTpUBaTh KakK
JIOCTaTOYHO OAHOPOIHBIN MCTOUYHUK KPEMHMSI C TOU-
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Puc. 5. 3aBUCUMOCTb OOLIEI TOJMIIWHBI CJIOST BCEX CUITU-
LIUIOB LIUPKOHUSI OT KOPHST KBaApaTHOTO U3 BpeMeHHU ()
¥ 3aBHCHMOCTb HAaTYpaJIbHOTO Jlorapudma kg, 01 1/7(6).

KM 3peHUS TTPOoIIeccoB MNP HY3NOHHOTO B3aMOIEHi-
CTBUSI CO CIIaBaMM Ha OCHOBE LIMPKOHUSI.

3aBUCUMOCTD TOJIIWHBI 30HBI TU(MPY3NOHHOTO
B3aMMOICICTBUS OT KOPHS KBaApaTHOIO 13 BpeMEHU
IJIsl pa3IMYHbBIX TeMIIepaTyp OTXKUTra NpuUBeIcHA Ha
puc. 5a. O4eBUIHO, YTO TTOJyYeHHBIE JAHHBIE XOPO-
III0 COOTBETCTBYIOT ITapabOJIMYECKOMY 3aKOHY, UTO
noaTBepxkaaeT IMM@Py3nOHHYIO TIPUPOIY HCCIIeaye-
MOTO TIpoliecca.

Ha puc. 56 npeacraBieHa 3aBUCUMOCTb pacCcuu-
TaHHBIX IBYMSI METOAAMU KOHCTAHT MapadoInIecKo-
ro pocTa OT TeMIepaTypbl TepMOOOPabOTKI 0Opa3-
oB. B o0oux ciyyasx, MOJy4YeHHBbIE PE3YIbTaThl
MMO3BOJISIOT KOHCTaTUPOBATh, YTO 3aBUCUMOCTb KOH-
CTaHThI MapaboJIMYECKOrO POCTa UCCIeAyeMbIX (a3
OT TeMIEPATYPhl XOPOIIIO COOTBETCTBYET YpaBHEHUIO
Appenuyca. Pacuer mapaMeTpoB 3TOro ypaBHEHMUS
HA OCHOBE TOJIYYEHHbBIX 3KCIIEPUMEHTAIbHBIX TaH-
HBIX JJI5 cTy4ast onpeaeeHUsI MeTOIOM HaXOXACHUS
cpenHero apudMeTH4ecKoro KOHCTAHT IJisg JaHHO
TeMrepaTyphl IIPUBOINT K CEIYIOIIEMY BEIPAXKEHUIO:

K,y = 8.75x10 " exp(—208800/RT). @)
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Puc. 6. CpaBHeHUE 3KCIIEPUMEHTAIbHbIX HAHHBIX IO
TOJIIIMHE CJIOSI CWIMLIUIOB LIMPKOHUSI C TOJYYeHHBIMU
MeTtomamu 1 u 2.

st cirygast orpenesieHus METOOOM HaXOXICHUST U3
MPOM3BOAHON JIMHEMHON aNnmpoOKCUMAallMM 3aKOHa
pocTa B mapabojMuyecKUX KoopanuHaTax Ajsl JTaHHOM!
TeMITepaTyphl:

K,y =1.23x10""exp(~188600/RT). (5)

Bepudwukaiysi mojy4eHHbIX 3aBUCUMOCTEI My-
TEM pacyeTa TOJIIINHBI 00Pa3yIOMIeTOCsT CI0ST CHUITH-
LUI0B LIMPKOHUS JISI pa3HBIX TeMIepaTypHO-Bpe-
MEHHBIX [TapaMeTPOB TEPMOOOPAOOTKU U CpaBHEHUE
MOJIYyYEeHHBIX 3HAUCHUI ¢ 3KCIIEpUMEHTAILHO OIIpe-
JeJIeHHBIMU MTPUBEIEeHbBI Ha pUC. 6. V13 mpuBeIeHHBIX
JMaHHBIX BUTHO, UTO B 0OOUX CIy4yasix pacyeTHbIE TOJI-
IIWHBI CJTOEeB GJIM3KU KaK JIPYT K IPYyTy, TaK U K DKC-
MepUMEeHTalIbHBIM 3HaYeHusIM. Ho Tipu pacuere
KOHCTaHTBI MapaboJIMYeCcKOTo pocTa MyTeM omnpeae-
JICHUsI CpeOHEro apudMETUYECKOro IS JaHHOM
TeMIIEpaTyphl pacuyeTHbIE TaHHBIE TOJIIIUHBLI CIOEB
JIy4dIlle COBITaalOT ¢ 9KCIIEPUMEHTAIbHBIMU BO BCEM
IWara3oHe BpeMEH BBIIEPKKU U Temriepatyp. Ilo-
5TOMY B HACTOSIIIEH paGoTe Mbl CKJIOHHBI CUUTATh
JIlaHHbIe, MOTYyYeHHbIE EPBbIM METOIOM, OoJjiee Ha-
JIEKHBIMU.

CrnenyeT Tak:ke OTMETHUTh, YTO 00pa30BaHNUE TOH-
KUX CJIOEB CUJIMLIMAOB LIMPKOHUS Ha 3Tane audaoy-
3MOHHOM CBapKu (PUKCHUPOBAJIOCh HaMU. TOJIIIUHBI
MOIOOHBIX CJIOCB HAXOAWJINCH Ha YPOBHE, IPUMEPHO
COOTBETCTBYIOILIEM CTAHAAPTHOMY OTKJIOHEHUIO OIpe-
JIeJICHUS TOJIIWHBI, YKa3aHHOMY paHee, U COCTaBJIsI-
m 0.5—1 mxMm. BBegeHnue mompaBKy Ha MOJOOHYIO
BEJINYMHY HEe BHOCHUJIO 3aMETHBLIX U3MEHEHUI B pe-
3yJIbTaThl BepU(UKALIMKM II0JIy4aeMbIX ITaHHBLIX II0
KMHETUKE POCTa, UTO He YAUBUTEIILHO B BUAY MaJIOit
BEJIMYMHBI 3TUX ITOMPABOK.

B Ta6nuiie 3 mpuBeneHBI pe3yabTaThl NCCIICIOBA-
HUSI KWHETUKY B3aUMOIEUCTBUS LIMPKOHUS U KPEM-
HUSI, TIOJIy4dEHHBIE B pa3jIMYHbIX padboTax, BKIIIOYas
HacTtosyro. i1 ymoo6cTBa conmocTaBlIeHUS 110 JaH-
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Taomuna 3. TosiurHa 00pas3yolerocs ciaosi CUIMLUAOB IUPKOHUS B Pa3IMUYHbBIX paboTax Mo ucciaeaoBaHuto nuddysum

SiBZr

JunddysrnoHHas mapa Zr—Si Zr—Si Zr—TisSiC, | Zr—(MosSis; + MoSi,)
HMcrounuk [28] [29] [33] [aHHas paboTa
Temmepatypa, °C 900 1200 1300 1300
Boinepxkka, a 16 10 9
TonuHa caos, MKM ~150 ~250 36.2 24.1
PacueTHas TonmmHa c1os IIPY BRIAEPXKE 9 9, MKM 116.2 187.5 34.3 24.1

HBIM KaxKI0¥i paOOThI ObLI IPOMU3BEIEH pacyeT TO-
IIMHBI 00Pa3yIOIIMXCS CJIOEB CUINIIMAOB [IUPKOHUS
3a eOMHOE BpeMsI BBIIEPXKHN — 9 4acoB:

X = x,9/0)"", (6)

rae U151 KaXI0¥ COOTBETCTBYIOLIEH paboThl Xy — pac-
YyeTHasl TOJIIIMHA OOpa3yloIIuXCsl CIOEB MpPU BbI-
JIEpKKe B TeUeHUeE 9 4, X, — TOJILLIMHA CJIOEB U3 CTPOKU 5
TabJ. 3, t — IUIMTEABHOCTH BBIAECPXKKHN M3 CTPOKU 4
Taba. 3. Pe3ynabTaThl 3TUX pacuyeTOB HAXOMSTCS B
cTpoke 6 Tabun. 3.

AHan3 NpUBeIeHHBIX JaHHBIX MTO3BOJISIET YTBEP-
XKIaTh, 4TO TUP Y31 KpEMHUS B LIUPKOHUN HaMe-
Hee aKTUBHO IIPOTEKaeT INMpPU B3aUMOIEHCTBUU C
LHUPKOHMEM MUMEHHO CIIUIIMIOB MoauoaeHa. Camo
o cede 3TO SABJISIETCA IIOJIOXUTEAbHBIM (aKTOPOM
JUIST TIEPCHEKTUBHBIX CUJIMLMIOHBIX MNOKPBITUII Ha
TBOJI.

I[IpyyeM MHTEpPECHBIM PE3yJILTAaTOM SIBIISIETCS U
TO, HACKOJIPKO HaJIMYME KPEMHUS B CHJIMIIAIAX MO-
JubaeHa nogaBuio nuddy3nuo caMoro MojJubaeHa.
ITonydeHHBIE B HACTOSIIIEN paboOTe pe3yIbTaThl CO-
[JIACYIOTCS C JAHHBIMMU O TTIOABVXKHOCTH MOJIMOAEHA 1
KPEMHUS B CWJIMLIMIAX MOJIMOAEHA, IMMOJIyYeHHBIMU B
pao6ore [35]. Ee aBTOpaMu ycTaHOBJIEHO, UYTO BO BCEX
MIPOMEXYTOYHEIX (pa3ax cucteMbl Mo—Si nnddy3ust
KpPEMHUSI UAET 3HAUMTEJIbHO aKTUBHee MUdGy3uu
MoJIMOIeHa. ABTOPHI CBSI3BIBAIOT 3TOT (pakKT C pas-
JIMYHBIM KOJIMYECTBOM TOUYEUHBIX Ae(EKTOB B IIOAPE-
IIeTKaX KpeMHUsI U MoJuOneHa. DTU pe3yabTaThl 1
BBIBOJbI COIJIACYIOTCS C HAOII0gaeMoii HaM1 KapTu-
HOM, KOrga IIpu B3aMMOICHCTBUU CUJIULIAIOB MO-
JnbaeHa ¢ HUPKOHUEM OCHOBHBIM ITPOIYKTOM SIBJISI-
IOTCSI UMEHHO CYJIMIIMABI LIMPKOHMS, a He pa3bl, Co-
JIepxkaliue IMPKOHUN 1 MOJIUOIECH.

3AKJIIOYEHHME

IMonyuyeHHBIe B HaACTOsIIE paboTe pe3ysIbTaThl
MO3BOJISIOT CAEIATh CIEAYIOIINE BIBOIBIL:

ITpu nuddy3noHHOM B3aMOAEHCTBUM CUITULIM -
OB MOJMOJIeHa CO CIUIaBOM Ha OCHOBE IIMPKOHUS
9110 pu Temneparypax 1100—1300°C u BpeMeHax
MOPsIAKA HECKOJBKUX YaCOB OCHOBHBIM IIPOILIECCOM
IepeHoca BellecTBa SBasdeTcsa nud@y3nOHHBIN 1e-
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pEHOC KpEeMHMUS U3 CUJIMLIUAOB MOJUOACHA B CILIaB
mpkoHus. [lepeHOC MUPKOHUS B CHJIMIIMIBI MO-
JMOIeHa MpakKTUIeCcKn He 3adukcupoBaH. IlepeHoc
MoJIMOAeHA B IMPKOHMI BeCbMa OTpaHUYEH.

KuHeTnka pocTa clioeB CUJIMLIMAOB LIMPKOHUS
XOpPOIIO OITMChIBAETCS IapabGoIUUYeCKUM 3aKOHOM
IUJISI BCEX MCCIIelyeMbIX 00pa3iioB. DTOT MPOLECC CO-
poBoxaaercst (GopMUPOBAHMEM Ha TPaHULIC CUIIV-
LIMI0B MOJUOIEHA U CIUIaBa LIMPKOHUS CJIOEB CHIHU-
LIAIOB LIUPKOHUS Pa3JIMYHON CTEXUOMETPUMU.

3HAYNTENbHBIX KOJIeOAHUI TOJIIIUHBI 00pa3ylo-
IIETOCs CJIOSI CUJIMLIMAOB IMPKOHUS B 3aBUCUMOCTU
oT (pa30BOro cocraBa CUJIMLIUAOB MOJIUOAEHA He 00-
HapyxeHo. KoadduimeHT Bapraluu npu muaMepe-
HUY TOJIIUHBI CJIOEB CHJIMIIAIOB LIUPKOHUS ITagaeT
C POCTOM TeMIIepaTyphbl U BpeMeHU TUdOY3UOHHOTO
B3aMMOJICMCTBUSI, YTO TOBOPUT O TOITYCTUMOCTH U3Y-
YeHUsI KWHETUKU TU(pGY3MOHHOTO B3aMOACHCTBUS
MeTodaMM, BBIOpaHHBIMU B JaHHOM paborte.

OmpeneneHbl KWHETUYECKHUE TTapaMeTphl 1udPy-
3MOHHOTO B3aMMOIEWCTBUS CUIUIIMIOB MOJMOIEeHA
u criaBa 9110. 3aBUCMMOCTb KOHCTAHThI Mapadoiu-
YEeCKOTO pOCTa OT TeMITepaTyphl OTIPEAeIsIeTCs ypaB-
HEHUEM K, = 8.75 X 10~%exp(—208800/RT).

BJIIATOOJAPHOCTHA

WUccnenoBaHue BBINTOJAHEHO Npu (UHAHCOBOI MO-
nepxxke POD®U u T'ockopriopanmu “PocatoM” B pamkax
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Diffusion Interaction of Molybdenum Silicides with E110 Alloy

I. B. Gnesin" *, B. A. Gnesin', A. N. Nekrasov?, D. V. Prokhorov', N. I. Gnesina!,
M. 1. Karpov!, 1. S. Zheltyakova!
! Institute of Solid State Physics, Russian Academy of Sciences, Chernogolovka, 142432 Russia
2 Institute of Experimental Mineralogy of the Russian Academy of Sciences, Chernogolovka, 142432 Russia
*e-mail: ibgnesin @issp.ac.ru

In this work, the kinetics of diffusion interaction of the molybdenum silicides MosSi; + MoSi, alloy with the
zirconium-based E110 alloy is experimentally investigated. The structure and phase composition of diffusion
couples subjected to vacuum annealing at 1100, 1200, and 1300°C for 3, 6, and 9 hours have been studied by
scanning electron microscopy and energy-dispersive X-ray spectroscopy. In the entire investigated range of
temperatures and durations of annealing, zirconium silicides are formed as a result of diffusion interaction at
the interface between the molybdenum silicides and zirconium. The silicon diffusion into zirconium is the
main diffusion process during the interaction between the zirconium-based alloy and the molybdenum sili-
cides. Signs of the diffusion of the zirconium into molybdenum silicides were not found, the diffusion of mo-
lybdenum into zirconium is significantly limited. The features of the structure and chemical composition of
silicide phases formed in the region of diffusion interaction have been revealed. A comparative analysis of the
microstructure of the regions of diffusion interaction of silicides MosSi; and MoSi, with a zirconium alloy is
carried out. The effective kinetic parameters of the diffusion interaction at different temperatures, as well as
the parameters of the temperature dependence of the effective parabolic constant of the growth of the layer
of intermediate phases, arising during the annealing of diffusion couples, are determined.

Keywords: diffusion, molybdenum silicides, zirconium, vapor-zirconium reaction, accident tolerant fuel, zir-
conium silicides, phase composition, microstructure, scanning electron microscopy, microanalysis.
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PaccMmoTpeHbl 0COOEHHOCTH YCTaJIOCTHOTO Pa3pyllIeHusl JIEHTOYHBIX 00pa3lioB aMOP(MHBIX CIUIAaBOB MpPU
UCITIBITAaHUSIX Ha pacTsLKeHue U u3ru6. [IpemmokeHbl MexaHU3Mbl pa3pylleHusI, OCHOBaHHbBIE Ha repepac-
npeaesieHUU U30bITOYHOIO CBOOOTHOTO 00beMa B 00pa3iiax. MexaHu3M pocTa yCTaJOCTHOM TPELIMHBI ITPU
UCTIBITAaHUSIX Ha pacTsikeHue ciienyroiuii. [Tocie 3apoxaeHust ¢ TOpLeBOoii ITOBEPXHOCTU 00pasiia Ha KOH-
LIEeHTpaTopax Harpy3ku TpelirmHa (opMUpyeT nepen CBoeli BEpIIMHONM CEpUI0 MUKPOTIOP 3a CUET Iepepac-
npeaeeHust U30bBITOUHOTO CBOOOAHOTO 00beMa. [Tocie pa3pbiBa MUKPOTIOPB 00pa3yioT Ha MOBEPXHOCTHU
pas3pylieHus XapaKTepHbIi MoJIocYaThIil pebed, HabonaeMblit BIUIOTh 10 30HbI foioMa. OMHOBPEMEHHO
POCT TpeIIMHBI COMpoBOXAaeTCs (OpMUPOBAHUEM “BEHO3HOTO y30pa” MpH Mepexoie YCTaJTOCTHOU Tpe-
IIWHBI U3 OMHOM TUIOCKOCTU B Apyryio. [Ipu UCTIBITAHUSAX HA U3TUO MCXOMHO PpaBHOMEPHO pacmpenesieH-
HBIII M30BITOUHBIN CBOOOMHBIN 0OGBEM MUTPUPYET MPEUMYIIECTBEHHO B O0JACTh pacTsSDKeHUs. 3a cYeT
YIIPYTOTr0 B3aMMOMENCTBHUSI 00pa3yloTCsl CKOIUIEHUSI M30BLITOYHOIO CBOOOMHOIO O0O0beMa B ILIOCKOCTSIX,
HOPMAaJIbHBIX K TIOBEPXHOCTU PACTSKEHUSI. B 3TUX TJIOCKOCTSIX 3apOXKIat0TCs TPEIIMHBI, TTOBEPXHOCTH KO-
TOPBIX UCITBITBIBAIOT KacaTeJIbHBIN CAIBUT OTHOCUTENBHO APYT Apyra. JlaabHeiile n3ruoHble Harpy>KeHust
CIMOCOOCTBYIOT PACKPBITUIO TPEIINHBI.

KioueBsble ciioBa: aMOp(bHI:Ie METAJVNIMYECKUE CIlJIaBbl, YCTaJIOCTD, I/ISI‘I/IG, pacCTAXKCHHUE, IIOBEPXHOCTH pas3-

pYyILIEHUsI, MEXaHU3Mbl pa3pylleHUsI, U30BITOYHbIII CBOOOIHBIN 00BEM, IKCTPY3US, UHTPY3USI.

DOI: 10.31857/S1028096022010046

BBEIAEHME

YcTanmocTHBIE MCIIBITAHUST SIBJISIFOTCSI OOHUM U3
BUIOB HCCJACIOBAHUMN BIMSHUSA HUKIAYECKUX Ie-
¢hopMalLIMOHHBIX IITYMOB 1 CIy9aiHBIX IIPOLIECCOB Ha
LIEJIOCTHOCTD PA3JIMYHBIX U3AEINI U3 aMOP(MHBIX Me-
TAJUIMYECKUX CIJIaBOB. B oTiinyue ot Kpucrauimye-
CKHUX CIIJIaBOB aMOp(HEIE He 001agaioT JaTbHUM I10-
psakoM [ 1, 2]. HeyrmopssmoueHHasI CTPyKTypa M MeTa-
CTaOMJIbHOE COCTOSIHME OTBEYAIOT B METAIMUECKUX
CTEKJIaxX 3a HEOOBIYHBIC MEXaHU3MBI TeopManni [ 3, 4].
B Hacrosimmiit MOMEHT UMEETCS TOCTATOYHO MHOTO
JIAaHHBIX O AehopMalliy KPUCTAUIMYECKMX MaTepra-
JoB. CBeneHuii o nedopmMaiii aMmopHBIX TeJI 3Ha-
YUTETBbHO MEeHBIIIE [5—7], TaK Kak aMOp(dHOE COCTO-
sSTHUE TBEPIOIO TeJla — HauMeHee u3ydeHHas: 00JIacTh
COBPEMEHHOTO CTPYKTYPHOTO MaTepHaOBEICHUS.
AMopdHEBIe CIUIaBBI 00JIagaloT HAaOOPOM YHHMKAaJlb-
HBIX cBOMCTB [8—10], omHUM M3 TAKMX CBOMCTB SIBJIS -
€TCsI CITOCOOHOCTD K IJIacTHYecKomy TeueHmio [11, 12].
BOTa cnoCcOOHOCTH CBSI3aHa ¢ METAUIMYECKUM XapaK-
TEPOM MEXATOMHOM CBS3U, IPU KOTOPOM JIeTdye UAyT
MPOLIECCHI KOJJIEKTUBHBIX nepemerneHuii [13]. Ilma-
cTrdeckas gedopmMannst B aMOp(MHEBIX CIUIaBaX MO-
XKEeT MpoTeKaTh TOMOTEHHO WJIM HeroMoTreHHO [14].
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IIpy roMoreHHOM TeYEeHWH OIHOPOMHO Harpy>KeH-
HbIiA 00pa3el] UCMBITBIBAET OAHOPOIHYIO Aedopma-
uto. Ilpy HeromoreHHol AedopMaliy TUIaCTUYEe-
CKOE TeYEHHUE JIOKATM30BAHO B TOHKUX AUCKPETHBIX
MoJIOCax CABUTIA, a OCTaJIbHOK 00BbEM TBEPIOIO Teja
octaetcsd HenedopmupoBaHHbIM [15]. WM3yueHwue
CMEHbI MEXaHU3MOB IJTACTUYECKOTO TEYEHUS TIpe-
CTaBJIIET COOOM CIIOXHYIO IKCIIEPUMEHTAIIBHYIO 3a-
nagy. CBeneHus 00 yCIOBUSIX U3MEHEHMS XapakTepa
TUIACTUYECKOTO TeYEeHUsI aMOP(MHBIX CIUIABOB HOCSIT
MPOTUBOPEUYNBEIN XxapakTep. B [16] moka3zaHo, 4To
TUN TUIACTUYECKOro TeueHUs, (popMHpOBaHUE €ro
3aKOHOMEPHOCTEI OMpeNeIsIIoTCsI KWHETUKO Heo0-
paTUMOI CTPYKTypHOIi penakcanuu. B ciyyae Hero-
MOTEeHHOI nedopMainy Ha TOBEPXHOCTHU Ae(DOpMU-
POBaHHBIX pPaCTSKEHUEM, CXKaTUEM, M3TMOOM WU
MPOKaTKOU 00pa31ioB (POPMUPYIOTCS CTYNIEHU CIABU-
ra. 9T CTYNIEHU COOTBETCTBYIOT BBIXO/Iy Ha MMOBEPX-
HOCTb moJjioc caBura. Takum obpaszom, aMmopdHEBIe
CIUIaBbl 00JIaJaloOT CYLECTBEHHOM JIOKAJIIbHOM Ijia-
CTUYHOCTBIO TIPY HETOMOTE€HHOM neopMaruu.

Ha mnposiBiieHne XapaKTepUCTUK ILUIACTUYHOCTHU
aMop¢HBIX METAJUTMYeCKUX CIUIABOB MOTYT BJIUSIThH
MHoOTHUe (paKTOPhI, TAKKE KaK COCTAB MaTepraa, reo-
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Puc. 1. 3aBUCMMOCTb BEJIMYMHBI pa3pyllIaloIUX HaIpsi-
XeHUH G oT Jorapudma yucia HUKIOB N MpU yCTaloCT-
HBIX MCITBITAHUSIX Ha pacTskeHue oOpaslioB CILIaB
AMAT-186.

MeTpusl obOpaslia, XMMHYecKasl cpena, TeMreparypa,
cpelHee HampsKeHUe, OCTaTOUYHOE HaMpsiXKeHue, Co-
CTOSIHHE MOBEPXHOCTU U T.A. Cpean 3Tux pakTopoB
CTOUT OTMETUThb T'eOMEeTpUYECKHEe TlapaMeTpbl oOpas-
LI0B, KOTOPbI€ OKa3bIBAIOT OOJIBIIIOE BIUSIHME Ha YCTa-
JIOCTHOE TOBeIeHNEe MeTa/uIMuecKux crekon [17, 18].
BoabIIMHCTBO MccienoBaHUid YCTAaTOCTHBIX CBOMCTB
MaTepuajoB MPOBOMAST Ha 0ObEeMHBIX O0Opa3lax mMe-
TaJUIMYECKUX CTeKoa [19—21].

OCHOBHOI MEXaHU3M YCTAJIOCTHOTO Pa3pylIeHUS
O00BEMHBIX aMOP(MHBIX METAIJINYECKMX CITJIABOB IO
CHX MOpP OCTaeTCs1 HesICHbIM. B o6leM ciydae BO3-
HUKHOBEHHUE YCTAJIOCTHBIX TPEIIUH OOBSICHSIOT Ie-
dexTaMu OTIIMBKU M MOPUCTOCTHIO 0OPa3loB, BO3-
HUKaIoLIeH Npy JUThe cruiasa [22]. UccaemoBanmit
MEXaHW3MOB YCTaJIOCTHOTO pa3pylLIeHUSsT ICHTOYHBIX
00pa31oB aMOP(MHEBIX CIIJIABOB ITPAKTUIECKU HET.

Lenpo paboThl OBUIO BBISIBIEHHE OCHOBHBIX 3a-
KOHOMEPHOCTEI1 YCTaJIOCTHOIO pa3pylleHUs JICHTOY-
HBIX 00pa31oB aMOP(HOro MeTaUTMYECKOTO CIIaBa
Ha ocHOBe Co IIpU IJINTEIbHBIX TUKINISCKIX UCTIBI-
TaHUSIX Ha pacTsDKEHUE U U3THO.

YCTAJIOCTHBIE UCITBITAHUA JTEHTOYHBIX
AMOP®HbIX METAJIJIMYECKHWX CITJIABOB
HA PACTAXEHHUE

MarepuaaoM UIST TIPOBEICHUS WMCCIECTOBAHUS
OBUIM BBIOpPAHBI JIEHTHI aMOP(MHBIX METAUIMYECKUX
criaBoB AMAT-186 (Cogs sFe, ,;Sis sMny ¢;B,Cr)),
AMAT-180 (CoysNiy73Fe,Sis,sMn, ¢sB,Cr5). Pas-
Mep paboueii obaacTu 06pasos 20 X 3.5 X 0.02 mm.

YcranocTHBIE MCTIBITAHUS 0OPa31ioB IIPOBOIMIIN
Ha cITellMaJIbHO pa3paboTaHHOI YCTaHOBKE PACTSITH-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

Balollei HAarpy3Koii, U3MEHSIOLIENCS OT HEKOTOPOTO
MUHMMAaJIbHOTO 3HAYEHUS 1O MAKCUMAaJIbHOTO, C Ya-
crotoii 2 I11. 3aBUCMMOCTb N3MEeHEHUST HAIPSKEHUS
B 00pa3lie OT BpeMeHH MPEACTaBIsIeT CO00M mepro-
ITIecKyio QyHKIMIo [23].

I1o pesynbTaTamM yCTaJIOCTHBIX UCIBITAHUI ObLIN
MOCTPOEHBI 3aBUCUMOCTH Pa3pYyIIAIOIIC HAarpy3Ku G
oT jiorapucdma yrcia N LUKIOB HarpyXeHust (Kpu-
Bele Bewtepa). Ha puc. 1 mpuBeneHa 3aBUCUMOCTB
ot criaBa AMAT-186. Tlpu pocTe yCTaaoCTHBIX
TPELIUH BbISIBJIEHBI 00JIACTH 3apOKIAEHUS TPELIUHBI,
ee pocra, repexoaHasi 30Ha 1 30Ha ojioma [24].

ITpoBeneHb! ppakTorpapuueckue uccaeaoBaHus
MOBEPXHOCTHU pa3pyllieHus. B obiaactu 3apoxaeHust
TPEeILMHBI UMeeT MEeCTO BSI3KOe pa3pyllieHue (puc. 2a)
¢ 0o0pa3oBaHUEM TIJIOTHO PaCHOJOXEHHBIX MUKPO-
YTSIKeK. XapaKTEepHOE PACCTOSIHE MEXY YTSIKKaMU
~0.5—1.5 MxkMm. OCHOBHasl 30Ha pOCTa YCTaJTOCTHOMI
TpeLIUHbI pa3BUBaeTCs MOAOOHO CKOJy ¢ 0Opa3oBa-
HUEM “BeHO3HOTO y3opa” (puc. 20). O6pa3oBaHue
nmoaoo6HoOro y3opa Habaogaau B [25] mpu paspyliie-
HUU OOBEMHOTO CIJjaBa Ha OCHOBE LIMPKOHUS.
Ha moBepxHOCTSIX pocTa yCTaIOCTHOM TPEeIIWHbBI Ha-
0J1I01aI0TCSl XapaKTepHbIe IJIS TAKOTO BUAA pa3py-
LIEHUSsT CTyNIeHU, COOTBETCTBYIOIINE OTHOPA30BOMY
CKayKoOOpa3HOMY MOAPACTaHUIO TPEIIMHbI (pUC. 2B).
XapakTepHasl BeJIM4rMHa Takoro “ckayka” 0.2—0.5 MKM.
B 30He nos10Ma TpelrHa npoaBUraeTcst Bsi3ko, ¢ 00-
pa3oBaHUEM JIOKAJIM30BAHHbBIX 30H IMJIACTUYHOCTHU B
MecTax OCTaHOBKHU. BeauuuHa cKaukoB ~5—8 MKM
(puc. 2r).

IMpencrasnsercs ciaeayolInii MexaHU3M pOCTa
COOCTBEHHOM ycTanocTHOI TpewuHbl (puc. 3). Ilo-
cJie 3apOXACHUS C TOPLIEBOI MOBEPXHOCTH 0Opasiia
Ha €CTECTBCHHBIX KOHILCHTpATOpaX Harpy3kum Tpe-
IIMHA 00pasyeT Iepel CBoeii BEPIIMHOM CepUI0 MUK-
pomop 3a cUeT HaIlpaBJIECHHOW MUTrpalii U30bITOY-
HOTO CBOOOIHOIO 00beMa [26] B 061acTh pacTarusa-
I01IMX HanpsikeHUi. TToce caustHus mop u pa3pbiBa
TepeMblueK Ha MOBEPXHOCTU pa3pyllieHus: hopMu-
pyetcs peabed (puc. 2B). Takoit peabed dopmupy-
eTCs1 BIUIOTh OO 30HbI JojoMa. DopMupoBaHue “Be-
HO3HOTO y30pa” 00yC/IOBJIEHO IEPEX0I0M YCTaJIOCT -
HOI TpeLIWHBI U3 OJHOU MJIOCKOCTU B APYIYIO.

YCTAJIOCTHBIE UCITBITAHUA OBPA3LIOB
AMOP®HbBIX METAJINIMYECKHMX CITJIABOB
HA U3I'b

HMcnblTanns Ha U3rub NpOBOAMIIN HA CIIELIMATIBHO
pa3paboraHHoM ycTpoiicTtBe [23]. HacToTa Harpyxe-
HUS oOpasiia cocTtapisiia 12 I, BenmunHy Hanpsike-
HUII G, BO3HHUKAIOIIMX B 00Opaslle, OLECHUBAIU IO

dopmye (1):

c=EZ, (D

p
rie y — TOJIIMHA 00pa3La; p — pagnyc KpUBU3HBI U3-
ruba obpa3sua, £ — momyns FOHra marepuaina oopas-
na. Ha puc. 4 mpuBeneHa 3aBUCUMOCTD pa3pyliaio-

Ne 1 2022
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Puc. 2. [ToBepXHOCTh YCTaIOCTHOTO pa3pylIeHUs: & — TOBEPXHOCTh B 30HE 3apOXICHUS TPEIIUHBI; 6 — dopMUpoBaHUE “Be-
HO3HOTO y30pa” Ha MOBEPXHOCTH Pa3pyIleHUs; B — XapaKTepHbIE CTYTICHU POCTa YCTaTOCTHOM TPEIIMHBI HA TOBEPXHOCTH Pa3-

PYLIEHUST; T — MOBEPXHOCTh pa3pyllIeHUs B 30HE T0J0Ma.

11IETO HaMpsSIKEHUS G OT Joraprdma uuciia N IMKI0B
Harpy:keHust o6pa3nos criaBa AMAT-186.

IIpoBenens! ppakTorpacdudeckme UCcaeI0BaHUSI
MMOBEPXHOCTH pa3pyllieHus U 6eperoB pocra Tpemm-
HBl. Ha mmoBepXHOCTH paspylieHHsT BBISIBICHBI TPU
30HHI (puc. 5): I — 30Ha 06pa30BaHUS TPEIIUHBI, TTO-
BEPXHOCTH pa3pyIlleHUs TIanKasi, 6€3 BUTUMBIX Clie-
JIOB TIJIACTUYHOCTHU; 2 — 30HA YCTAJIOCTHOIO POCTa,
CBsI3aHHAs ¢ 06pa3oBaHueM e OpMAIIMOHHOTO pe-
Jabeda ¢ XxapaKTepHBIM pa3MepoOM OJIOKOB CTPYKTYPHI
~0.5—1 MKM; 3 — 30Ha 0JioMa C Pa3BUTUEM I'PyObIX
TUTACTUYECKUX CIBUTOB. TpelinHa 3apoXkmaeTcs co
CTOPOHBI TIOBEPXHOCTH C PACTATUBAIOIINMU HaIpsI-

(a) (6) (B)

Puc. 3. MexaHu3M pa3BUTHUS YCTAIOCTHOIO pa3pylleHUs
TIpU PACTSKEHUM ¢ 00pa3oBaHUEM MUKPOYTSDKEK B Bep-
IIMHE TPEIUHBI.

Harpyska

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

xeHusmu. 1o xapakrepy popmupoBaHus geopma-
ILIMOHHOTO pesibeda U pa3pyllieHUss MOXHO Ipel-
MOJIOXUTh O0pa3oBaHUE WHTPY3UN U IKCTPY3Uid.

o, MIla
22r
2.0+
1.8+
L6

1.4

IgN x 10*

Puc. 4. 3aBUCUMOCTb BEJIMYMHBI pa3pyLIAIOLINX HAMIPSI-
JKeHUI G oT Jioraprdma yrciia HUKIoB N TIpU yCTalIOCT-
HBIX UCTIBITAHUSX Ha U3ru6 o6pasinos cruiaB AMAT-186.
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Puc. 5. [ToBepXHOCTh pOCTa YCTAJIOCTHOM TPEIIMHBI IIPU
MCTIBITAHUSIX Ha M3rnu0: / — 30HA 3apOKIASHUS TPEIINHBI;
2 — 30Ha YCTaJIOCTHOTO pOCTa; 3 — 30Ha [0JIoMa.

Puc. 6. ®parmMeHT 3apOoKAEHUST YCTATOCTHOM TPEILIMHBI
MpU WCTIBITAaHUSIX Ha m3rub. TpemmHa dopmupyercs
CKOJIOM BIOJIb 9KCTPY3UU.

(@) (6)

(8) (r) ()

Puc. 7. MexaHU3M 3apoXXIeHUsI TPEIITUH Ha TIOBEPXHOCTH
oOpa3slia MpU YCTAIOCTHBIX MCIIBITAHUSIX Ha U3TMO: a —
HUCXOIHOE COCTOsIHUE; O — mepepacrpeesieHre cBoOoI-
HOro oObeMa B 00JIaCTh PaCTATUBAIOLIMX HATPSIKEHUI;
B — (opMHpoOBaHME IMJIOCKUX CKOIUICHUI CBOOOIHOIO
ob6bema; T — hOpMHUPOBAHKE SKCTPY3UI U UHTPY3UIA; I —
pacKpbITUE TPELIUHBI.

Ha puc. 6 BugHO, 4TO TpellrMHA oOpa3yeTcs BOOIb
SKCTPY3UM. BeTBIIeHUST TPEIIMH U CABUTOB MPHU HC-
MbITAaHUSIX Ha M3TMO He HaOmonanu. “BeHo3HoOro
y30opa” Ha Oeperax TpPeIIMHBI TaKXKe HET. DTO IIOMI-
TBEPXKIAET, YTO 3apOXKIACHNE TPEITUHBI TTPOUCXOIUT
CKOJIOM.

B HeHarpyxXeHHOM o0Opa3sile M3OBLITOYHBIII CBO-
0OMHBIN 00BEM PaBHOMEPHO paclipesesieH (puc. 7a).
IMpu nMKIMYECKU MOBTOPSIOLIMXCS U3TMOax MPoOuC-
XOIUT MepepacIpeniecHre N30BITOYHOTO CBOOOTHO-
ro oobemMa. OH MUTPUPYET IPEUMYIIECTBEHHO B 00-
JIaCTb pacTsikeHus1 (puc. 70). 3a cueT ynpyroro B3au-
MOIEHCTBHSI OOpa3yrOTCsI CKOIUICHHS CBOOOIHOTO
o0beMa B TIOCKOCTSIX, HOPMaJIbHBIX K TTOBEPXHOCTHU
pactsekeHus (puc. 7B) (Harmomoo6ue o0pa3oBaHMs IO-
JIMTOHAJIbHBIX CTEHOK). B 3TUX MIocKocTsIX 3apoxaa-
FOTCST TPEITUHEI, TTOBEPXHOCTH KOTOPHBIX MCHBITHIBA-
JOT KacaTeJbHBII CIBUT OTHOCHUTEIBLHO IPYT ApyTa
(puc. 7r). W3rubHBIe HArpy>KeHMs CIIOCOOCTBYIOT
packpheITUIO TpelnHEL (puc. 7a). Obpa3oBaHMue MO-
JMOOHBIX TPELIMH U CABUTOB HabJIroAaand 3KCIepu-
MEHTAaJIbHO (puc. 6).

SAKJIIOYUEHHUE

Takum obpa3oM, MeXaHU3M POCTa yCTaJOCTHOM
TPELIMHBI B aMOpPQHBIX CIDIaBaX IIPU UCTIBITAHUSIX HA
pacTskeHHe OCHOBaH Ha HampaBJIeHHOM Iepepac-
npeneieHu W30bITOYHOrO CBOOOAHOro obObhema B
00JIaCTU PACTITMBAIOIINX HAIPSISKEHUIA.

IMocne 3apoxneHus ¢ TOpLIEBOIi TOBEPXHOCTHU 00-
paslia Ha KOHIIEHTpaTopaxX Harpy3Ku TpelirHa ¢op-
MUpYeT Mepel CBOei BePIIMHONM CEpUI0 MUKPOIIOp 3a
CcYeT mepepacrpenejeHusi U30bITOYHOTO CBOOOTHOTO
00beMa, KOTOphIe Mocjie pa3pbiBa (POPMUPYIOT HA MO-
BEPXHOCTH pa3pylIeHUST XapaKTepHbIii penbed. OmHo-
BPEMEHHO POCT TPELIMHBI COMTPOBOXKIAETCSI (HOPMUPO-
BaHUEM “BEHO3HOIO y30pa” MpHU Iepexoae yCTaaoCT-
HOM TPELIUHBI U3 OMHOM IIJIOCKOCTH B IPYTYIO.

IMpennoxeH u MOATBEPXKIEH SKCIIEPUMEHTAIBHO
MEXaHU3M 3apOXICHUS TPEIINHBI, BOCHOBE KOTOPO-
IO JIEKUT MPOLIECC BOBHUKHOBEHUS SKCTPY3U U MH-
Tpy3uit. OO0pazoBaHe MUKPOTPEIINH OOYCIOBJIEHO
nepepacnpenejieHueM M30BITOYHOTO CBOOOTHOTO
obbeMa B o0Opaslie, YTO NMPUBOIUT K OOpa3oBaHUIO
IUIOCKMX CKOIUIEHUM — WCTOYHUKOB 3apOXXICHUS
TPEIIUHBI TIPU CABUTE OJHUX CJIOEB CILIaBA OTHOCH-
TEJIbHO APYTUX.
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Pa6otra BemmonHeHa Ha o6opynoBanuu LIKIT Tam6os-
CKOTO rocynapcTBeHHOro yHuBepcurera uM. I.P. [lepxa-
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Mechanisms of Fatigue Failure of Band Amorphous Metal Alloys
in Tensile and Bending Tests
V. A. Fedorov" *, T. N. Pluzhnikova'!, D. Yu. Fedotov!

!Tambov State University named after G.R. Derzhavin, Tambov, 392000 Russia
*e-mail: fedorov-tsu.tmb@inbox.ru

The features of fatigue failure of amorphous ribbon alloys during tests for tension and bending are considered.
The mechanisms of fatigue failure based on the redistribution of the excess free volume in the samples are
proposed. The fatigue crack growth mechanism in tensile tests is as follows. After nucleation from the end sur-
face of the sample on the load concentrators, the crack forms a series of micropores in front of its apex due to
the redistribution of the excess free volume. After rupture, micropores form a characteristic banded relief on
the fracture surface, which is observed up to the rupture area. At the same time, crack growth is accompanied
by the formation of a “vein pattern” during the transition of the fatigue crack from one plane to another. Be-
fore bending tests, in an unloaded sample, the excess free volume is evenly distributed. In bending tests, the
initially uniformly distributed free volume migrates mainly into the stretch region. Due to the elastic interac-
tion, accumulations of excess free volume are formed in planes normal to the stretching surface. Cracks are
formed in these planes, the surfaces of which are tangentially shifted relative to each other. Further bending

loads promote crack opening.

Keywords: amorphous metal alloys, fatigue, bending, stretching, fracture surface, fracture mechanisms, ex-

cess free volume, extrusion, intrusion.
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Kap6orunpunbl TUTaHA MOTyYaIy BBICOKOHEPTETUUYECKUM M3MeJIbUeHUEM TUTaHA B IIIapOBOI TIJIaHEeTap-
HOIi MeJIbHUIIE B MPUCYTCTBUU TOJIyosia. B 3aBUCUMOCTU OT MPOIOJIKUTEIBHOCTU BBICOKOBHEPTeTUYECKO-
ro namenpaeHusI 0buty mosryaeHbl I'LK- u I'TTY-kapOoruapumsl ¢ pa3anaHbIM COAepKaHUEM yriepona 1
Bomoposa. MerogaMu peHTIeHOBCKOI nudpakuuu, tuddepeHIalbHON CKaHUPYIOLIei KaJJopuMeTpUH,
TepMOIECOPOLIMU U PACTPOBOI 3JIEKTPOHHOW MUKPOCKOIMU MPOBEIEHO UCCIEA0BAHUE CTPYKTYpHO-(ha-
30BOT0 COCTOSTHMSI M TEPMUUECKOI CTaOMILHOCTU TBepaoii (ha3bl peaKIIMOHHOM cMecUu TpU MOocjaea0Ba-
TeJIbHBIX CTAAUSIX MexaHOCUHTe3a. [1pu Manbix BpeMeHax uamenbueHus (50 MUH) TOSIBISIETCS SHAOTEPMMU -
YyecKuii UK rnpu remrieparype 430°C 3a cuer o0 — B-dasoBoro npespaienust B Ti B IPUCYTCTBIMY BOIOPO-
na. Bomopon crabunmsupyer B-Ti, cHkas TeMrieparypy ero ¢hopMupoBaHus 1o temiepatypsl 300°C.
BDK30TepMUYECKUIi TTMK MTpU TeMrepatype 0KoJjio 530°C coOTBETCTBYET BHICBOOOXKIEHUIO SHEPTUH 1eDop-
Maluy u3MeIbueHHOro nopoiika Ti. O6paboTka B IUIaHeTapHOI MEJIbHUIIE B TEUYSHUE S5 U IIPUBOIUT K 00-
pazoBanuio cMmecu o-Ti (I'TTY) u kap6orunpunoB Ti (I'TIY u I'lIK). Ycranosneno, uro mist I'TTY-kap6o-
TUIPUOOB HabMomaeTcs: 6ojiee BBICOKAs TeMIepaTypa aecopounu Bomopona, yeM mis 'Ll K-kapoorumpu-
noB. O6cyKaaeTcst Koppessilus MMKOB TEPMOeCOPOLIMM Y KPpUBBIX AU depeHInaIbHON CKaHUPYOLIei
kamopumetrpuu. CraesiaHbl IPEATIONOXEHNS O MEXaHU3MaX TEPMUYECKU CTUMYJIMPOBAHHBIX CTPYKTYPHO-
(daz0BbIX MPeBpalleHUIT KapOOTUIPUIOB.

KiroueBble c10Ba: BLICOKO3HEPreTMYECKOe U3MeJIbuYeHUe, TUTaH, TOJIyoJ, KapOOruapuibl TUTaHa, TEPMU-
yeckasl CTaOMJIbHOCTh, PEHTIEHOBCKasl MU(pakius, TepMoaecopOus Bogopona, auddepeHIraaIbHas

CKaHUpyoniasga KaJJopuMETpUAd, paCcTpoBas JICKTPOHHaA MUKPOCKOITHUSI.

DOI: 10.31857/51028096022010022

BBEAJEHUWE

B nmocnemHue ronbl HAHOCTPYKTYPUPOBAHHbBIE Ma-
TepHabl OJjlaromapsi CBOMM VIIYYIIEHHBIM (PU3HKO-
MEXaHUYECKMM CBOIICTBAM SIBIISIIOTCSI OOBEKTOM
MIPUCTAIILHOIO BHUMAaHMS MHOI'MX HCCJIeIOBaTENICt.
IToM1MO HU3KOI MJIOTHOCTU, K 3TUM CBOMCTBAM OT-
HOCSITCSI TIOBHIIICHHASI IIPOYHOCTD, XXKECTKOCTh, M3-
HOCOCTOMKOCTb, YCTaJIOCTHAsI CTOMKOCTb, IJ1acTHUY-
HOCTb U yaapHas Bsa3kocTh [1—3]. HaHocTpykTypu-
pOBaHHBIE MOPOIIKM MOIYT OBITb CHMHTE3MPOBAHBI
pa3IUYHLIMM METOJaMM: XUMHUYECKUMHU, (puznde-
CKUMHU U MexaHn4decKuMu. Cpenr 3TUX METOAOB Me-
XaHUYECKOE JIETUPOBAHNE METOIOM BBICOKODHEPIE-
TUYECKOIO U3MeibueHus1 [4—7] sIBAsIeTCSI OMHUM U3
HamnboJiee MEPCIIeKTUBHBIX METOIOB CMHTE3a HAaHO-
CTPYKTYPUPOBAHHBIX KaponaoB [8§—10], KOMITO3UTOB
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[11] m TBepabIX pacTBOPOB [12]. BDTOT METOI TaeT rpe-
MMYILECTBO IPU MOJYYEHUU OTHOPOOHEBIX, MEJIKO-
3€pPHUCTHIX CIUIABOB IIPXM KOMHATHOM TeMIlepaType,
BKJTIOYasi HU3KYIO CTOMMOCTB M IIPOCTOTY 00paboT-
KM, 3HeprodpHEKTUBHOCTb U XOPOIINIA ITOTEHIIMAI
JJIsl MaclITaGHOTo IpousBoAcTBa [6, 7]. B HacTosI-
Iee BpeMs TUTAaH M €ro CIUIaBbl BOCTPEOOBAaHBI B
a3pPOKOCMUYECKOM, aBTOMOOWJIBHOM YW MEIUILIUH-
CKOI1 00J1aCTSIX IIPOMBIIILIEHHOCTH BCJICICTBUE HU3-
KOM IIJIOTHOCTH, BBICOKOTO COOTHOIIEHUSI MPOYHO-
CTHU U Beca, a TaKXKe XOpollleii KOPPO3MOHHOI CTO-
KOCTHU.

MexaHn4ecKoe U3MeJIbYEHNE BhI3BIBA€T BHICOKO-
SHEpPreTuYecKoe BO3ACHCTBME Ha METaLUIMYEeCKUIA
IOPOIIOK ITyTeM CTOJIKHOBEHUSI MEXKIY IIapUKaMU 1
YacTULIAMU OPOIIKA, BbI3bIBasi CUJIbHYIO IJIaCTHUYE-
CKyIo medopmanmiio 1 paspymienue. B mecre paspy-



TEPMUYECKAA CTABMJIIBHOCTDb KAPBOTUAPUIOB 81

IIEHUST IPOMCXOAUT aToMHasl uddy3usi, IpUBOISI-
1Iasi K XOJOOHOI cBapkKe 4yacTtull. Jis Toro, 4ToObl
MOJIyYUTh B TIPOILIECCE MEXaHOCHHTE3a TOMOT€HHO-
JIETUPOBaHHBIE MOPOIIKM C XOPOIIE MUKPOCTPYKTY-
poii, HEOOXOOUMO JOCTUYH OajlaHCa MEXIy CBapKO U
u3Meab4yeHUeM. DTOT OalaHC TOCTUTAETCS TJIaBHBIM
o0Opa3oM mo0aBICHUEM OPTaHMYECKMX MOBEPXHOCT-
Ho-akTuBHBIX BeniecTB (ITAB) [13, 14]. ITAB ancop-
OMpPYIOTCS Ha MOBEPXHOCTU MOPOIIKA 1 MUHUMU3U-
PYIOT XOJIOMHYIO CBapKy MeXIy YacTUIIaMH ITOPOIII-
Ka, TeM caMbIM IIOHaBJisisl arjomepaluio. Kpome
TOro, mpuMeHeHue opraHudeckux ITAB MoxkeT cy-
IIECTBEHHO M3MEHUTDH peaKIMy 3aMEIIeHUS, IIPOTEe-
Kalollye Mpu TepMUYECKO 00paboTKe M3MEIbUeH-
HbIX mopolIkoB [15]. IIpn BBICOKOIHEPreTUYECKOM
M3MEJIbYSHUY TUTaHA B TOJIYOJI€ IIPOUCXOOUT Pa3jio-
KEHHE YIJIeBOAOPOJIOB C OTHOBPEMEHHBIM HACHIIIIe-
HYEeM METANIMYECKOTO MOPOIIKa BOIOPOIOM U yTJjie-
pomoM 1 o6pazoBaHue 1e(POPMALTMOHHO-UHIYIINPO-
BaHHBIX KapOoruapumoB I'LIK-turana [16, 17].
Taxkum 06pa3om, MpU UCTIOJIb30BAHUU XUJIKUX YTJIe-
BOIOPOIOB B KAUYECTBE CpEIbl M3MEIbYSHUSI CUHTE-
supyiotcss ['TIY- m T'IIK-kapOorumpuasl TUTaHa,
crabunbHbie 10 800—900°C [18], Ha OCHOBE KOTOPBIX
mpu 6oJjiee BEICOKMX TeMIIepaTypax (popMupyeTcs: Kap-
Oua TUTaHAa.

ITocKoOJIBKY KOHEYHBIN MPOAYKT KaXKION CTamuu
MeXaHOCHHTE3a CYIIECTBEHHO OTINYASTCs IO CBOUM
CTPYKTYPHBIM U TETJIOBBIM CBOMCTBaM, MpU U3yde-
HUM MeXaHN3Ma BBICOKOOHEPTETHYECKOTO W3MEIThb-
YeHUs] METAJJIOB, TEPMUIECKOI CTAOMIILHOCTH CHH-
Te3UPOBAHHBIX COCOIUHEHUI METOIbl TEPMUYECKOTO
aHaIM3a HaxoOsT IIpuMeHeHue [19—21].

Lenbio naHHOI paOOTHI SIBISIETCS U3YYCHUE Tep-
muyeckoit ctadbuibHocTu T'TTY- u I'IK-kap6orua-
pUOOB TUTaHA, MOJYYEHHBIX BBICOKOOHEPIETUUECKIM
W3MEJIbYEHUEM B LIIAPOBOM TIAHETAPHOM MEJIbHULIE.

OKCITEPUMEHTAJIbBHAA YACTDb

HaHocTpykTyprpoBaHHbIE KapOOTUIPUIABI OBLIU
MOJIy4eHbl MEeXaHOAKTUBAlIUE B IJIAHETAPHOM IIa-
poBoit MmenpHNTLIE AI'O-2C 1mopo1rka TuTaHa B cpene
tonyoa [22]. IToporrok tTutana (98.92%, mapka TTIIT)
u Toiryon (99.5%, 4. n. a., Dkoc-1) 3arpyxxainu B 1Ba
cTakaHa MeabHULBI 00beMoM 150 mur kaxkmobrit. Cra-
KaHbl MEJIbHMIIBI M3TOTOBJIEHBI M3 CTaJIi MapKu
40X13, mapsl IMaMeTpoM 8 MM — M3 CTaJli MapKu
IX15. Ilpn; 3arpy3ke cTakaHa Macca IIIapoB COCTaB-
Jsi1a 200 1, mopoinka TutaHa — 30 1, a 00beM ToJIyosIa —
50 M. Bpems u3MenbyeHUS BapbUPOBAIOCh OT
50 muH 10 20 9, CKOpOCTH BpaIlleH1sI BOONIA COCTaB-
nsina 890, a crakaHoB — 1820 00./MUH.

[ nccmenoBaHUs CTPYKTYPBI TBEPAOM (pas3bl IMo-
cJie U3MeJIbYeHUs OB MTPOBEAEH PEHTIEHOCTPYKTYP-
HBI aHAJIU3 C UCIIOJIb30BaHUEM AudpakToMeTpa D8
Advance (Bruker) c MOHOXpOMaTUYECKIM U3Iy4YeHU -
em Cuk,.
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Tepmuueckuit aHanus KapOOTMAPUIOB TUTaHA
MIPOBOAWIN METOIOM IUddhepeHIInaTbHON CKaHUPY-
touieit kastopumetpuu (JICK) ¢ moMoIiipio ycTaHOB-
k1 Perkin Elmer Diamond DSC mipu HarpeBanum 0o
temrieparypbl 700°C B KopyHIOBBIX (Al,O3) TUTIISX.
Tepmuueckue aHaIU3bI TPOBOAUIUCH TP CKOPOCTHU
HarpeBa 20°C/MUH B ITOTOKE aproHa.

Crexktpsl Tepmonecopouuu (THC) Bomopona us
TBepIoii a3kl OBLIN MTOJYYEeHBI Ha Ta30aHAIN3aToOpe
G8 Galileo H (Bruker). B kauecTBe ra3oB-HOCUTEIEH
vcnob3oBain a3oT (99.996%) u apron (99.999%).
Oo6pa3subl Maccoit 0.19—0.22 r HarpeBaqu B UH(pa-
KpacHOU TpyOUyaToil meun B Araria3oHe TeMIlepaTyp
200—910°C, ckopoctb HarpeBa coctabiisuia 0.355°C/c
(21.3°C/mun).

MukpodoTrorpaduy mOpOIIKOB OBIJIN TTOJTYUYEHBI
METOMIOM PACTPOBOI BJIEKTPOHHON MMKPOCKOMUU
(POM), nmpu 3TOM HMCHOJIB30BaJCI CKAaHUPYIOIIWIA
IEKTPOHHBIN MUKpocKoIl Philips SEM-515.

PE3VJIbTATBI 1 UX OBCYXIEHHUE

JdudpakTorpaMMbl TOPOIIKOB TUTAHA Ha pa3HBIX
CTagusIX MEXaHOCHHTEe3a IIPeACTaBIeHbl Ha puC. 1.
Ucxomusrit obpasen mopomka Ti IIpeacTaBisieT co-
001i rekcaroHaIbHYI0 O--Monudpukauio — I'TTY-¢a-
3y. Ha mepBbIX 3Tamax M3MeJIbYeHUSI OKTasapude-
ckue n Terpasgpudecke mopsl I'TIY-cTpykTypsl TH-
TaHa 3aIlOJHSIOTCS COOTBETCTBEHHO YIJIEPOAOM M
BOIOPOIOM, IIPOAYKTAMU AECTPYKIIUU Toayoja [22].
I[Ipu 3TOM CylIeCTBEHHBIX M3MEHEHMI B (ha30BOM
cocTaBe He HaOmomaeTcs. BenencrBue HU3KOM pac-
TBOPUMOCTHU BOoJopoaa B O-da3e TUTaHA JAJIbHEM-
IIasi BBICOKOYHepreTuyeckasi oopaboTka B IJIaHe-
TapHOK MeIbHUIIE TPUBOAUT K CTPYKTYPHO-(a30BO-
my npespaiieHuo ['TTY — I'lIK. U3BecTHO [ 18], uTO
B CHCTEME TUTAaH—BOIOPOI Y€ NpH HU3KON KOH-
LIEHTpallMM BOJOpPOAA IIPOMCXOIUT ITOCTEIIEHHBIA
nepexon I'TTY-pemerku B I'lIK-pemerky. [1pu u3-
OBITKE BOIOPOIA MPOUCXOOUT MEepexod OT TeTpadJi-
PUYECKOIOo K OKTad[IpUYEeCKOMY 3aIlOJIHEHUIO pe-
IIETKX TUTaHa atomMaMu BHeapeHwus. Ilocie 10 g
06paboTku nHTeHCUBHOCTL MUKOB ['LIK-(da3sr 3Ha-
YUTEJIbHO YBEJIMYMBAETCSI, a OCTAaTOYHBIN O-T1 ompe-
JIeJISIETCS TOJILKO IO HaubOojiee MHTEHCUBHBIM ITH-
kKaM. B koHedyHoM mipomykTe mocie 20 4 u3Menbue-
Hus npeodnagaer I'IK-¢asza TBepmoro pacrBopa
yojiepojga u Boaopoja B TUTaHe. KpoMe OCHOBHBIX
MMKOB Ha Iu¢paKTorpaMMax MEXaHOAKTUBUPOBAH-
HBIX 00pa310B OOHApPYKEeHBI pedIEKCHI, OTHOCSIIIN -
ecsl K KyOm4ecKkoii cTpyKType O-Fe, kak pe3yiabraTa
M3HOCAa H3MeJIpYaloIlnux Tel (mapoB M OapabaHa
MenbHULIbl). PaHee [22] HaMM OBIJT YCTAHOBJIEH CO-
CTaB KapOOTMIPUIOB TUTAHA HA PA3HBIX CTAIUSIX MeXa-
HOAKTHBALIMM.

3aMeTHOe ylIMpeHue JUHUI Ha AudpakTorpaM-
Max 06pa3IoB P GOIBITNX BpeMeHaX U3MeTbYeHUS
yKa3plBaeT Ha HaJW4Me MUKpoaedopMamuii Kpu-
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Puc. 1. PentreHoBckue audpakTorpaMMbl MCXOOHOTO
obpasia (/) TopollKa TUTaHa U TTOCTie BRICOKOIHEPTETH -
YyecKoro m3MejibueHust B tedeHue: 50 MmuH (2), 5 9 (3),

104 (4), 154 (5), 20 4 (6).

CTAJNIMYECKOM pElIeTKH, a TaKXKe MEJIKUX KpUCTa-
ymtoB. M3BecTtHO [23], 4yTO BBeneHUE Ne(PeKTOB pe-
eTKHU (AUCI0KAalIMil) yeKopsieT g Py3uio IIpruMec-
HBIX aTOMOB.

KuHeTrka nomionieHus U BblAEJEHUST BOAOPOIA
CBsI3aHa KaK C YBeJIMUYCHUEM KOHLICHTPALIUM IedeK-
TOB KPUCTAJJIUYECKOI CTPYKTYPHI, TaK U C YMEHbIIIE-
HUEM pa3MepoB YaCTUII TTOPOIIIKa U, KaK CJIeICTBUE,
o0pa3zoBaHMEM TOTOJHUTEIBHON peaKIIMOHHOM’ T10-
BepxHocTU. Ha puc. 2 mpencraBieHbl MOJydYeHHbIE
metomoM POM  mMukpodoTorpadum KpUCTaIOB
TBepAoil ha3bl Ha Pa3HbIX CTAAUSIX WU3METbYEHUS.
B coorBeTcTBUM ¢ maHHBIMU POM mcxomHEbIi TTOpo-
IIIOK TUTAHa TMPENCTaBIIsIeT OO0 cCMeCh YacTHIL Ty0-
9aTOM M OCKOJIOYHOI ¢opM ¢ pazmepamu mo 100—
200 mxMm (puc. 2a). B pesynapraTe coymapeHHit C
MEJIOIIMMHU IIapuKaMy 4YacTUIIbI MMOPOIIKA CILIIO-
IABAIOTCS, U TTocie 5 4 MA-TTOPOIIOK MPUOOpETaeT
CJIOXHYIO HepapXMYecKylo CTPYKTYpy, B KOTOpOii
MeJIKMe KPUCTALUIMTHI (10 5 MKM) OOBEIMHSIIOTCS B
TUIaCTUHYAThBIE arjioMepathl pazmepaMu 10 20—30 MKM
(puc. 26). [Ipu yBenmmueHN BpeMEeHHU BHICOKOIHEP-

TeTUYECKOTO BO3MEHCTBUSI YaCTULBI TBepHoil da3bl
M3MeJbYalOTCs, a IPUCYTCTBYE TOJYOJIa IpeIoTBpa-
maeT xXoJonHyio cBapky. Ilocie 20 4 n3MenbYeHUS
YaCTUILIBI TTPUOOPETAIOT TPaHYIMPOBAHHYIO (DopMy,
pa3Mep arioMepaToB cocCTaBiseT He Oosbline 10—
20 MKM, a pa3Mep OTHOEIbHBIX YacTHUL[ 2—3 MKM
(puc. 2B).

MexaHOaKTUBHUPOBAaHHBIE MaTepHalbl, KaK Ipa-
BWJIO, HAXOMSATCS B HAHOCTPYKTYPUPOBAaHHOM MeTa-
CTaOUJIBHOM COCTOSIHUU U MPU TIPUTOXKEHUU K HUM
BHEIITHETO BO3ICHCTBIU (HarpeB, TaBJIcHMe, 00Iyde-
HUE U T.J.) TIEPEXONSIT B DHEPIeTUIECKU BBITOTHOE
cocTosiHUE. B ciayyae HAHOCTPYKTYpUPOBaHHBIX Me-
TATMYECKNX MaTepPUaIOB 3TO PEKPUCTAILTN3AIINS U
IPYTUX CTPYKTYPHO-(a30BbIe IIPEBPAITICHUS.

Ha puc. 3, 4 peacraBiaensl kpusbie JCK u TIC
Ha MocJieIoBaTeIbHBIX CTaAUSIX MEXaHOCUHTEe3a O-T1i
B cpene Toayona. KpuBas JJCK TBepmoii ¢pa3bl (puc. 3,
tepMmorpamma /) mocie 50 MUHYT HU3MeEJbUYCHUS
XapaKTepu3yeTcsl SHAOTEPMUYECKUM TIUKOM MpU
430°C (380—470°C), sk3otepmuyeckuM — mipu 530°C
(460—560°C) u BoIIe 600°C — MHTEHCUBHBIM SHI0-
TEPMUYECKUM ITHUKOM.

BHno3¢hdekT rnpu remieparype 430°C Bo3HUKaeT
3a cueT o0 — B-daszosoro npespaieHus B Ti Beae-
CTBHE MPUCYTCTBUS BOJOPOJA, KOTOPBI CTaOWUIN3U-
pyet B-Ti (OLIK-cTpyKTypa), CHUXasi TeMIeparypy
ero oopaszoBanus 10 300°C. 3BecTHO [24], 4TO TIpU
O0JIBIINX T00aBKax B-cTabMIM3aTOpOB (comepkaHue
I00aBOK BhIIIE 5 aT. %) BO3MOXHO 3HAYUTEIHHO
CHU3UTDH TeMIIepaTypy TpaHUILIbI, IPU KOTOPOIi (hUK-
cupyertcs -da3a.

VBenuueHre TeIUIOBBIAEICHUS TP TeMIIepaType
0k0.10 530°C MOXKeT ObITh CBSI3aHO C POCTOM 3€PEH 3a
CUeT MUHUMHU3aL1 SHEPTUY MEXK3€PESHHBIX TPAHMUII,
YMEHBIIIEHHUS PELIeTOYHOM AeopMaui U IUIOTHO-
ctu gucinokauuii mopoika Ti. MccaenoBarens Lu ¢
coaBTopamMu [19] HaOMOmaIM CXOMHBIA TEIUIOBOM
a(deKT y MeXaHNYEeCKU JISTUPOBAHHBIX ITOPOIIKOB
Ni u Al. Ha xpuBoii TIIC (puc. 4a, ciektp /) B 3TOM
JIrara3oHe TeMIlepaTyp HeT CyIIeCTBEeHHBIX 3 deK-
TOoB. O4eBUIHO, YTO U3MEJIbYCHUE CMeCH Ti-TOJyon
WHIYLMPYET U3MEHEHNE TEPMUYECKUX CBOMCTB MO~
pomka Ti. DHOOTEpMUYECKMI IIMK BEIIIE TeMIIEpa-

Puc. 2. POM-u3o6paxeHus: 00pa3ioB MOPOIIKa TUTAHA UCXOTHOTO () M Ha Pa3HBIX CTAAMSIX BHICOKOIHEPTEeTUYECKOTO 13-

MenpueHus: S 9 (0) u 20 4 (B).
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Puc. 3. 1CK-kpuBbie 00pa3ioB MOPOILIKa TUTaHa NOCIIe
MexaHOCHHTe3a B cpezie Toyosna: S0 MuH (1), 54 (2), 104 (3),

154 (4), 20 4 (5).

Typbl 600°C Ha Tepmorpamme JACK (puc. 3, kpusas 1),
kak u nuk T/ C (puc. 4a, criektp /) ipu TemMiiepatype
oko0710 800°C MOXHO OTHECTU K pasnoxeHuto I'TIY-
kapoorunpunos. B TI'TIY-kap6ormapuagax Bomoporn
3aHUMAaeT MPEUMYIIECTBEHHO OKTa3ApUuecKue Mo-
pbl ¥ oaToMy Ha JJCK-kpuBoit HabmogaeTcsi onquH
SHJOIMUK, COOTBETCTBYIOLIMI Pa3lOKEHUIO0 KapOo-
TUIpUIA U TecOpOLMY BOOOPOAA U3 OKTAIIOP.

Kpusas JICK tBepmoii ¢a3bl Ha OCHOBE THUTaHa
rnocje 5 4 MexaHocuHTe3a (puc. 2, KpuBas 2) Xxapak-
TepusyeTcsl IByMsl 9HIOTEPMUUYECKUMM IIpoliecca-
Mu: IikoM nipuMepHo nipu 480°C (460—520°C) u oH-
no3ddexToM ¢ HayajaoM Ipu Temneparype 525°C.

B pa6orte [17] mpemnoxkeHa MoieJib MAPTEHCUTHO -
ro ¢a3oBOTO TMpeBpallleHus, BKIoyalolas 1Ba 3Ta-
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ma: mpeodbpasopanue pemerky n3 ['TTY B 'K myTem
MapTEeHCUTHOTO MpeBpallleHus, a 3aTeM paclIupeHue
pELIETKH 3a CYeT IMIPOHMKHOBeHUsI aToMoB H. AHa-
JIOTUYHBIN MEXaHU3M peain3yeTcs IIpu peakuuu Tiu
H-TenTaHa Ipu MexaHndeckoit aktusanuu [20]. [Tpu
HarpeBaHMU IPOMEXYTOUYHas ¢a3a pasiaraeTcs, 4YTo
COIIPOBOXKIAETCS OecopOmueii Bomopona. B Halem
cliydyae€ SHIOTEPMUYECKUI MUK IIpU TeMIepaType
oko0s10 480°C 00yc/IOoB/IEH pa3jioXeHWeM MPOMEXY-
TOUHOI1 (pa3pl, KOTOpas IMpeacTaBisIeT co0oil mepe-
CBHILICHHBIN TBepablii pacTBop C 1 H, ctabunm3upy-
ot gedextnyro ['TIY-ctpykrypy tutana. Ilpu
paznoxeHun obpasyercsd ctadbmiabHasg ['TIY-cTpykTypa.
DHI03(pDEKT CBSI3aH C BBIACICHUEM Ta30Boil (pa3nl
Ha cnektpe TIAC (puc. 4a, criektp 2, nuk ~570°C).
DupotepMudecknii muK Ha KpuBoii JICK cBg3aH ¢
pasnoxenueM ['TIY-kapOoruapumoB u coriacyercs ¢
nukoMm T C npu temmneparype okosio 800°C.

Teepmast ¢aza mociae 10 m 15 ¥ MexaHOCHMHTE3a
npenctapisieT coooit 'TIK-cTpykrypy. M3BecTHO [18],
yTto TepMmudueckoe pasznoxeHue ['LIK-xapoorumpm-
JIOB HAa TEpMOI'paMMe XapaKTepu3yeTcsl cepreii S3HA0-
TEePMUYECKUX TTMKOB. DTO CBSI3aHO C TEM, UTO KpOMeE
OKTadIpUYECKUX II0P, BOOAOPOI YaCTUYHO 3aHUMAET
TeTpasapudeckue. ITponecc pasioxeHuss HaUMHAET-
csl ¢ lecopOLMY BOAOPOAa U3 TETPAadIPpUIYECKUX TT0D,
a 3aTeM YaCTUYHOTIO IepepacIipeaesIeHIs eTo B OKTa-
IPUYECKUE TTOPHL.

B Hamem uccinenosanum pasznoxenue I'lIK-kap-
ooruapunos mocie 10 u 15 4 MexaHocuHTe3a (puc. 3,
KpuBble 3, 4) Ha TepMorpaMMax XapaKTepu3yeTcsl
IBYMsI 9HI03(hheKTaMu, CBI3aHHBIMU € 1eCOpOLIMEit
BOIOpOa 13 OKTAIlOp U MepepacHpeaeicHuIO ero B
TeTpanopsl (/) 1 gecopOLueit Bogopoaa 13 TeTpanop,
B KOTOPBIX OH CBsI3aH OoJiee TTpoyHO (2). DHOoTep-
muyeckre KU KpuBhix JICK mmonrsepxnarorcs mi-

(6)
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ITponomXKUTENBHOCTD U3MENBYEHHUS, U

Puc. 4. TIC-crniekTpsl 06pas1oB MOPOILIKa TUTaHa mocie uaMeabueHus: 50 MuH (1), 54 (2), 104 (3), 159 (4), 20 4 (5) (a); ne-
cop6LMs BOAOPOIA HA MOCIENOBATENBHBIX CTAIUAX BHICOKOSHEPIETUYECKOTO U3MebueHus (6).
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kamu Ha crektpax THC Bomopona (puc. 4, crek-
Tpel 3, 4) B nuama3oHe Temmepatyp 300—770°C,
KOTOpBIE COOTBETCTBYIOT pasnoxeHuto ['TIK-kap6o-
ruapuaoB Ti.

CreleHb pa3IoXeHHUS YIJICBOAOPOI0B BO3pacTacT
C YBEJIMUEHHUEM TTPONOJIKUTEILHOCTA TIOMOJIA B BHI-
COKORHEPTeTUYECKOM IIapoBoi MeJabHUIIe. Bomopon
IIOCTEIIEHHO BBITECHSICTCS YIJICPOIOM U3 METAJINYC-
CKOM MaTpuIIbl IpM oboramnieHun mopomika Ti ato-
mamu C n H (puc. 40). Peakuus mpesBpamiaercsl B
TBEPOOTEIbHYIO peakiuio mocie 20 4 u3MeTb4cHUSI.
B TBepmoit ¢pase Ha ocHoBe ThTaHa mociae 20 9 mu3-
MeJIbYeHUST 00pa3yloTcsl KapOOruapuabl, KOTOpPHIC
pasnararTcs IIpH ellle 6ojiee HU3KHUX TeMIlepaTypax
(pHOOTepMUUYECKUT TIMK TipuMepHOo mnpu 400°C).
Ha xpuBoit TJIC B 3TOM amama3oHe OOHapyKeHBI
YeTKO BhIpaxkeHHbIe muky rpu 309 u 406°C.

3AKJIIOYEHHME

HccnenoBana TepMudeckasl CTaGMILHOCTh Kap-
OOrMIPUIIOB TUTAHA, TTOJYYEHHBIX U3MEJIbUCHUEM B
IIApOBOIl TUIAHETApPHOM MEJIbHUIE B NPHUCYTCTBUU
tojryoJia. [TlokaszaHo, 4TO TIpYU UCITOJIb30BAHUY TOJTY-
0Jla B Ka4eCTBEe Cpelbl M3MEJIbUYCHUSI U MCTOUHMKA
BoAOpoIa U yriepoaa (OPMUPYIOTCS ITePeChIIeH-
aeie TBepable pactBopel C m H B I'TTY- m I'IK-
CTPYKTypax TUTaHa.

CrenaH BBIBOJ, YTO BBICOKO9HEPTETUYECKOE W3-
MeJIbYEHME TUTaHA B CPEE TOJyoJIa 0 5 U MPUBOAUT
K obpasoBanuto cmecu o-Ti (I'TTY) u Ti-kap6orua-
punoB (I'TTY u I'LLIK).

CtpyKTypHO-(da30Bblc peBpallleHUs IIPU pas3-
nmoxennn I'lIK-xapoorunpumon mocne 10 m 15 9
MEeXaHOCUHTEe3a XapaKTepu3yeTcs ABYMS 3HAOTEp-
Muyeckumu 3ddekrtamu. YBeauueHue goau ['TIY-
KapOOTUIPUIOB COIIPOBOXIAETCS yMEHbIICHUEM
pa3sMepoB KpUCTAIIUTOB TBepaoit daswl. I'TIY-kap-
ooruapuabl coAepXKaT MEHbIIEe BOIOPOdAa, YeM
I'dK-xapo6ornnpunsl. [1pm aToM TeMIiepaTypa pas-
pymienus I'TIY-kapoorunpunos Beie, yem ['TIK-
KapOOTUIpUIOB.
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Thermal Stability of Carbohydrides Obtained by High-Energy Milling of Titanium
in Toluene Medium

V. V. Aksenova®- *, O. M. KanunnikovaZ, I. N. Burnyshev!, B. E. Pushkarev!, V. 1. Ladyanov!
"Udmurt Federal Research Center, Ural Branch of the Russian Academy of Sciences, Izhevsk, 426067 Russia
2Izhevsk State Agricultural Academy, Izhevsk, 426069 Russia
*e-mail: aksenova@udman.ru

Titanium carbohydrides were obtained by high-energy milling of titanium in a planetary ball milling the pres-
ence of toluene. Depending on the duration of high-energy milling, HCC and HCP carbohydrides with dif-
ferent carbon and hydrogen contents were obtained. The structural-phase state and thermal stability of the
solid phase of the reaction mixture at successive stages of mechanosynthesis have been studied by the meth-
ods of X-ray diffraction, differential scanning calorimetry, thermal desorption, and scanning electron spec-
troscopy. At short milling times (50 min), an endothermic peak appears at a temperature of 430°C due to the
0. — B-phase transformation in Ti in the presence of hydrogen. Hydrogen stabilizes B-Ti, reducing the tem-
perature of its formation to a temperature of 300°C. The exothermic peak at a temperature of about 530°C
corresponds to the release of the deformation energy of the crushed Ti powder. Treatment in a planetary mill
for 5 hours leads to the formation of a mixture of a-Ti (HCP) and Ti carbohydrides (HCP and FCC). It is
established that for HCP-carbohydrides, a higher temperature of hydrogen desorption is observed than for
HCC-carbohydrides. The correlation of the thermal desorption peaks and the differential scanning calorim-
etry curves is discussed. Assumptions are made about the mechanisms of thermally stimulated structural—
phase transformations of carbohydrides.

Keywords: high-energy milling, titanium, toluene, titanium carbohydrides, thermal stability, X-ray diffrac-
tion, hydrogen thermal desorption, differential scanning calorimetry, scanning electron microscopy.
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PaccMoTpeHa rmpo6sieMa OUMCTKY OMOTOTUTMBA C UCTIOJIb30BAaHUEM METOIOB MUKPOMDWIBTPAIIUU U TIpeIBa-
PUTEIbHON (WIBTPAIIMK ITPU PA3TUIHOM TpaHCMeMOpaHHOM AaBieHuu. [IpuBeneHa cxema 9KCIIepUMeH -
TaJbHOI yCTaHOBKM IIJIs TIPOBeNeHUs Mpoliecca MUKpOobUIbTpaiuu. OTHUM U3 TJIaBHBIX 2JIEMEHTOB YCTa-
HOBKM SIBJISIETCSI paboyasi siueiika IIOCKOKAaMEepPHOIo TUITa, KOHCTPYKILIMS KOTOPOUl TOAPOOHO OIMrcaHa.
1151 ocyliecTBIEHUST Mpolecca MEMOPaHHOM OYMCTKU MOA00paHbl paboune 00pa3iibl MUKPODUIbTpaLU-
oHHOIT MeMOpaHbl MO DK -3 u ipexBapureabHoro punbtpa ITI1-190 mpousBoacTea OO0 HIIIT “TexHo-
bunsTp”, . Branumup. TTomydeHBl KWHETUYECKHE 3aBUCUMOCTH YACTBHOTO BBIXOMHOTO ITOTOKA TS TIOPH -
cThiX TIeHoK MO DK-3 u T1T1-190 B 3aBUCMMOCTH OT BpEMEHU MPU pa3TMIHOM TPAaHCMEMOpPaHHOM JIaB-
JieHnu. Ha 3aBUCHMOCTSIX HaOMI01al0TCsl YeThIpe Meproa MU3MEHEHUS YAeTbHOTO BBIXOJHOTO ITOTOKA, IIe
dopMupyloTcs rejieBble cryctki Ha Memopane M®DK-3 u punbrpe I1I1-190. [IpuBeaeHbl 3aBUCUMOCTUA
comepkaHus BOIbI B GUIBTpPATe OT TpaHCMEMOpPAaHHOTO AaByieHUs. JJist oTaeeHus BOIbl OT D-dasbl HE00-
XOJIMMO TIoMIep>KaHue AaBlieHUs1 B 6apoMemopaHHoii cucreme He MeHee 0.5 MTITa. [TpoBeneHbI 371eKTPOH-
HO-MUKPOCKOITMYECKHE UCCIeTOBAHNS MCXOMHBIX U pabourx 06pa3ioB MOPUCTHIX TIeHOK MPDK-3 u
[IT1-190. XpomaTorpadurueckuii aHaiu3 rnepmMeara v KOHLIEHTpATa rocjie MUKPODUIbTPALIMOHHOMN OUUCT -
KU TI0Ka3aJl, 4To Yepe3 MeMOpaHHYIO MIEPErOpOIKY IMTPOXOIAT TaKMe KOMITOHEHTHI, KaK METaHOJI, Maprapm-
HOOJIEMHOBAs1, OJIEMHOBAsI, OereHOBasl, YPyKoBasi, TOKa3aaueHoBasi KUCIOThI, 00pa3yst Ha MOBEPXHOCTU
NMHAMUWYECKUIA TeJieBOi CJIOi, MpenoTBpalliaolnil MPoIycKaHue MOJIEKYJ BOJIbI.

KioueBble ciioBa: MUKpPOGWIbTpaLvsl, OMOTOILUIMBO, BOJIa, METAHOJI, YAEAbHbIII BHIXOTHOM ITOTOK, KOH-

LIEHTpaLUSI.
DOI: 10.31857/51028096022010095

BBEAEHHE

Ha npoMBIIUIEHHBIX NOPEONpUSITASIX MaIlMHO-
CTPOEHUSI, XMMHNYECKOI, OMOJIOrMYeCKOM MPOMBILII-
JIECHHOCTH ISl pa3feieHusl, OYUCTKM TEXHOJIOTUYC-
CKUX pacTBOPOB IPUMEHSIOT (UIbTpaluio, 0apo-
MeMOpaHHBIE U JPYrMe IIPOLIECCHI, B TOM YHCJIIE
MUMKPO- U ynbTpadunabrpanuio. Ho cyliecTtByer nmpo-
OJreMa ¢ TogoopoM MeMOpaH, KOTOpbIe MOTJIN OBI 00~
JIafaTh BBICOKMMM MOKA3aTeJISIMU IS KAUeCTBEHHO -
ro pasaesieHusI paCTBOPEHHBIX BEIIECTB U BBICOKOM
IIPOM3BOAUTEILHOCTEIO BO BPEMEHHM, IO3TOMY MC-
CJIEIOBAaHUSI TAaKMX IPOLIECCOB SBISIOTCS aKTyajlb-
Hoit 3amaueit [1—3]. B [4, 5] MmeTonamm peHTreHOTpa-
¢dun, pacTpoBOil U IIPOCBEUNBAIOLICH JIEKTPOHHO
MUKPOCKOITMM MCCIEA0BAHO BIMSHUE psiga ¢paKTo-

86

pOB Ha CTPYKTYpYy aMOp(HEIX CIIJIABOB HA OCHOBE
AJIIOMUHUS, XKeje3a U KoOaJbTa.

ITpu ouricTKe OUOJOTMYECKUX, MUIEBBIX KUIKO-
CTei, a TakKe TOIUIMBA U Macesl MeMOpaHHbIE MPO-
LIECCHl COMPOBOXIAIOTCS OOpa3oBaHMEM oOcajaka U
reJIeBbIX CTYCTKOB, CBOEOOpPa3HBIM BO3IECHCTBUEM
KOMITOHEHTOB BOIIHOM Cpefbl, 3MYJIbCHIT Ha TTOBEPX-
HOCTh aKTMBHOTO cJiosi MeMOpaH. PWIbTpaiuoH-
Hble, OapoMeMOpaHHbIE MPOILEeCChl TPEOYIOT COBpe-
MEHHOIO0 KOHCTPYKTUBHOTO O(MOpPMJICHUS alapa-
TOB, 00ECIIeYNBAIOIINX BBICOKOE KA4ECTBO OUYMCTKU
W pasaesieHus], XOpOUIyI0 MPOU3BOAUTENBHOCTD TIPU
MaJibIX HeprosaTtparax [6—8].

Nmeerca HeOOMBIITOE KOMUISCTBO MyOJIMKALINIA,
MOCBSIIIEHHBIX HCCIeNOBAaHUIO (UIbTPALlUN, MEM-
OpaHHOII TEXHOJOTMM UISI OYMCTKU, pa3aelICHUS
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TOoIIMB M Macelsl. B [9] ormegaercss, yro HamboJjee
BBITOIHBIM CHIpbEM IS TIPOU3BOICTBA OMOMM3EIIS
(TpaHCIIOPTHOTO TOIJINBA, AJIbTEPHATUBHOTO He TS -
HOMY JIV3e]II0) SIBJISTIOTCS OCaIK/A KaHAJTM3alMOHHBIX
OYMCTHBIX TIPEINPUSITHIA, JOHHBIE WJIbI, U3BJIEKae-
MbI€ M3 BOJOEMOB IIpM BOCCTAHOBJICHUM KadeCTBa
BOIbI, TAK KaK IMPAKTUYECKHN He TPEOYIOTCS 3KOHO-
MUYECKUEe 3aTpaThl Ha MPOU3BOICTBO 3TOTO ChIPhSI.
KpoMme Toro, mporcxoauT yTUIN3aLust TAKMX OTXOIOB.

B [10] moka3aHoO, 9TO KOpOHHAsT 00paboTKa MoIra-
KPUWJIOHUTPWIBHBIX U TTOIMA(OUPCYIH(POHOBBIX MEM-
6paH B I0JIe YHUTIOJISIPHOTO KOPOHHOTO pa3psiaa Mo3-
BOJISIET TIOBBICUTH MPOU3BOIUTEILHOCTE MEMOPAHHOI
OYNCTKHU SMYJIBCUIT THTIA “Macio B Boae” TPU YMEHb-
IIEHUX TOKCUYHOCTHU TiepMeaToB. IS OYMCTKU OTpa-
OOTaHHBIX MOTOPHBIX Macen B [11] mpemiaraeTcs MeM-
OpaHHAas TEXHOJIOTUSI Pa3NeICHUST XUAKUX TTOIUINC-
MEPCHBIX CUCTEM, KOTOpasi IIO3BOJISIET CHU3UTH
DHEProeMKOCTb IepepadaThIBAIOIIETO IIPOU3BOACTBA.

B [12] mpuBeneHsl TaHHBIE SKCIIEPUMEHTATBHBIX
HUCCIeAOBAHWM, TOKA3bIBAIOIINE BIUSHUE TEXHOJIO-
TMYECKUX ITapaMeTpPOB Ha ITPOU3BOIMUTEIHLHOCTh U
KauyeCcTBO 3JICKTPOMEMOPAHHOTO paslIelIeHUs TpeX-
KOMITOHEHTHOTO pacTBOpa OpraHMYEeCKOe Belle-
CTBO—HeopraHmueckasi Coaib—Bojaa. Marepuabl uc-
ciegoBaHuii [13] moka3eiBaoT 3GEKTUBHOCTD (PH-
3UKO-XUMHUYECKUX METOAOB OYUCTKU IU3EITHbHOTO
TOILIMB OT CMOJI, CEPBI M APYrUX npumeceii. Orcran-
BaHUE M LEHTPUMYTUPOBAHHWE TAKXKe ITOBBLIIIAIOT
MMPOTUBON3HOCHbBIE CBOICTBA AV3€JIbHOTO TOILINBA.

HccnenoBannst xapaKTepUCTUK OTU3EILHOTO IBU-
raTesist ¢ TypOOHAIIyBOM M COCTaBa BBIXJIOIHBIX ra-
308 [ 14] moka3zamu 3(pPeKTUBHOCTE ITPUMEHEHMS 10~
0aBOK OMoTOIIMBa (MEeTaHoJIa, OyTaHOJIa 1 3TAaHOJIA)
B CPaBHEHUHU C OYUINEHHBIM AU3€JIbHBIM TOILIMBOM
BCJICICTBUE OTCYTCTBUSI B COCTaBE Cepbl M CEPHOIt
KucaoThl. B [15] nccienoBanbl KWHETUIECKHE XapaK-
TEPUCTUKN HEITOPUCTHIX TU(MPY3MOHHBIX MeMOpaH,
no3BoJistionive 3(hHEeKTUBHO OYMIIATh H-OyTaHOJ OT
BOJIHBIX IIpUMeceil MeMOpaHHBIM METOIOM.

B [16] u3ydyeHO BiIMgHNE TapaMETPOB YHUIIOJSP-
HOTO KOPOHHOTO pa3psiaa (BpeMs 00padbOTKM, HaIpsI-
KEHUEe) Ha KUHETUYECKHE XapaKTepUCTUKU I1OJIM-
aupcynbhOHOBOM MeMOpaHBI NP pa3aeJIeHU MO-
JIeJTbHBIX SMYIbcHii ThITa “HedTh B Bome”. IlomydeHnr
U300pakeHUs C U3BMEHEHUSIMU COPOLIMOHHOMI MOBEPX-
HOCTH MeMOpaH, 06pab0TaHHBIX B KOPOHHOM pa3psize.

Ha ocHOBe mpoBeAeHHBIX MCCIIEIOBaHMIA 1O pere-
Hepaluu oTpaboTaHHBIX MacelI U ToriuBa B [17] pas-
paboTaHbl TEXHOJOTUS U PEIrJIaMEHT SKCTPAKIIUOH-
HOM ouucTku (pacduHupoBaHus). 1 ouucTku u
pasnelieHnus oTpaboTaHHOTO MOTOPHOTO Maciia B [ 18]
MpEeIOKEH TIEPCIICKTUBHBIN 0apoMeMOpaHHBIN Me-
To (HaHO(MJILTPALIKS).

B [19] n3yuyeHn 6apoMeMOpaHHBII MPOILIECC OUMCT-
KW U pa3ieeHUsI MOTOPHBIX Macell ¢ IPUMEHEHEM
MUKpOPMIETPAIMOHHBIX MeMOpaH (ITOJTUMEPHBIX,
METaJUIOKEpAMUUYECKUX, KepaMHYECKMX, YIJIepo-
HbIX). [loka3zaHo, YTO Ha KMHETUYECKHUE XapaKTepHr-
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CTUKHM Ipolecca MUKPODWIbTpALlMUM OKa3bIBaeT
BIMSIHWE MaTepral MeMOpaHEbI 1 €€ pa3MepHL.

B [20] uccnemoBaH mpolecc yabTpaduiabTpalnuu
OTpabOTaHHOI0 MOTOPHOIO Macja, MO3BOJISIONIN
OIIpENeINTh TEMIIEPATYPY BCIBILIKM CUCTEMbBI Mac-
JIo—MmpucaaKa, pa3aeauB ero Ha KOMITOHEHTHI. I1o-
HU3UTH TEMIIEPATYpPy BCHBIIIKU OYUILEHHOTO Macja
MOXHO, J100aBJIsisi peareHT Ha OCHOBE XMMMWYECKUX
3JIEMEHTOB, M3 KOTOPBIX COCTOUT HpUMEHsieMasl B
Macie nnpucanka. O63op padort [1—20] mo3BoJisieT oT-
METUTD, UTO IMOBBILLICHNE Ka4€CTBA TOIJIMBA, CHUKAa-
IOIIETO KOJIMYECTBO BPEAHBIX BEHIOPOCOB B aTMOc(he-
DYy, B HacToOsIlIee BpeMsl SIBJISIETCS aKTyaJlbHOM 3a1a-
Yyeil 1 OTHOCUTCS K MPUOPUTETHBIM HAIIPaBJICHUSIM
pasBUTHUA 3KOHOMHMKH M IMPOMBINIJICHHOCTHU KakK B
Poccuiickoit Denepanyy, Tak U 3a ee IpeaeiaMu.
ITosTOoMYy Lie/IBIO pabOTHI OBLIO TIPOBEICHUE KUHETU -
YECKUX, DJICKTPOHHO-MUKPOCKOIIMYECKUX 1N XpOMa-
TorpapuyeCcKuX uccjaeqoBaHMi BIUSTHUS TPAHCMEM-
OpaHHOTO JaBJieHUs] Ha MOP(OJIOTUIO TIOBEPXHOCTHU
N KMHETUYECKUE XapaKTCPUCTUKU ITOPUCTHIX IIJICHOK
M®®DK-3, T1I1-190 B nipoliecce MeMOpaHHOI OYMCT-
KM OMOTOILIMBA.

OKCITEPUMEHTAJIBHAA YACTDb

O0OBeKTaMu UcciieToBaHUs ObIJIM CMECh METUJIO-
BOro 3¢upa pacTuTesbHoOro Macia (D-dasza) u Boabl
B cooTHoureHuu 1 : 1 (00beM 5 J1), a TakKe UCXOAHbIE
1 pabouyne oOpas3Lbl MUKPODUIBTPALIMOHHON MeEM-
6panel MO®K-3, npenBaputelibHOro ¢GuibTpa
III1-190 (mpousBoactBo OOO HIIIT “TexHo-
duneTp”, I. Bragumup), xapakKTepUCTUKU KOTOPBIX
TpeacTaBiieHbl B Tadu. 1, 2 [21].

MukpodunbrpalimoHHas (hTOpOoIIacToBast KOMIIO-
3ULMOHHAs1 TuapodobHas MmemoOpaHa tnita MOOK
OpeacTaBIsieT cOO0M MOPUCThIA HNOJUMEPHBIN ILIe-
HOYHBII MaTepua Ha ocHoBe (proporutacta @42J1 Ha
MOJJIOXKKE U3 HETKaHbIX MaTepuaaoB (IMOJUIPOITU-
JIEH, JIaBCaH) ¢ pa3MepoM 1op 0.45 MKM 1 o011Ieii mo-
puctoctbio 80—85 [21]. I[TonunponuieHoBbIe QUIIb-
Tpbl Mapku TTTT ucnonb3yroT Ais penBapuTeaIbHON
Y1 TOHKOI OCBeTIsIIONIeil (prIbTpallii XKUIKOCTEH ¢
BBICOKUM YPOBHEM OTIEACHUS YACTULL WU JIJIsI CHU-
KEHUS HAarpy3Kyu Ha MeMOpaHHbIe pribTphl [21].

MeToarKa MCCICAOBAHUSI COCTOSIJIA B CIIEIYIO-
eM. DKCIEPUMEHT MO UCCISAOBAHUIO KUHETUYe-
CKUX XapaKTEePUCTUK IMTOPUCTHIX IUVIEHOK ITPU MUKPO-
GUIBTPAIMOHHOM  pa3fe/ieHUM TEeXHOJOTHUYECKMX
PacTBOPOB MPOBOAMIIN Ha YCTAHOBKE, MPEICTaBIICH-
Hoit Ha puc. 1 [3]. UcXomHBI pacTBOp M3 PaCXOTHOM
eMKoCTHU / yepe3 BeHTW b Bp I mogaBaiu B IUTyHKEP-
HbIit Hacoc 2 mapku HI 100/63, koTopblii co3maBat
pabouee gaBJIeHUE W HAIIPABIISLT UCXOAHBIN pacTBOP
yepe3 BEHTWJIb BBICOKOIO AaBiaeHUsI Bp2 B TMApOAK-
KyMYJISITOp 6, CIJIAXKUBAIOIINIA MyTbCallMU JABICHUS
U pacxola pacTBopa B cucTeMe. [MapoakKKyMysIsiTop 6
MpeACTaBISIET COOOM LMJIMHAPUYECKUI 0ak o0be-
MOM 3.5 71, BEepXHSsIsI 9acTh KOTOPOTO 3aIToJTHEeHa BO3-
JIIYXOM, CXATbIM KOMIIPECCOPOM BBICOKOTO JaBJie-
Hus 9 yepe3 BeHTWIb Bp 7 10 JaBJIeHUS, COCTABIISIIO-
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Ta6mma 1. XapakTepUCTUKN MUKPODUIBTpallMOHHON MeMGpaHnbl MO DK -3

[Tpou3BOONTETHLHOCTh
10 3TUJIOBOMY CITUPTY,
npu P=0.05 MIla
J, i3/ (M? - 9),

CpenHuii
IUAMETP MOP, MKM

Touka ITy3bIpbKa
I10 3TaHOJIy

Pa6Gouee naBneHue, MakcumMaibHas

Temnepatypa, K

Jnana3zoH

klla - (krc/cm?) pH

0.45 He menee 7500 56 He menee 0.56 353 1-13
Ta6mmma 2. XapakTepuCTUKU MpeaBaputenbHoro ¢uibrpa [MIT-190

DD PEeKTUBHOCTD HavansHas

yIep>KaHUST YaCTULL, MKM MPOU3BOAUTEIBHOCTh MakcuMalbHbII
. MaxkcumanbsHast
10 JUCTUJUIMPOBAHHOM BOIIE, | rieperia 1aBJIeHUsI, reMmenaTvpa. K Huanazoxn pH
He menee 98% | He menee 95% npu P = 0.05 MlIla, MTla patypa,
cM3/em? MuH
0.5mpu 293 K,
3 2 He menee 400 0.2 mpu 353 K 363 2—13

mero 30—40% ot paGouero. [asieHue Bo3dyxa B
TUAPOAKKYMYJISITOPE 6 (DUKCHUPOBAIU C IOMOIIBIO
MaHoMeTpa 7. B ciiydae npeBbIllIeHUS TaBJI€HUS BO3-
IyX CTpaBauBanau BeHTWIeM Bp8. I3 ruapoakkyMy-
JIITopa 6 WUCXOMHBIM pacTBOp 4yepe3 BEHTWIb Bp4
noJaBajii B pabo4yro siYeiiKy 3, JaBJIeHUE KOHTPO-
JIMPOBAJI C ITOMOIIBI0 00pa3ll0BOTO0 MaHOMeETpa 8.
DJIEKTPOKOHTAKTHBIA MaHOMeETp [2 C TIOMOIIbIO
BJIEKTPOKOHTAKTHOTO PeJjie BRIK/IIOYA IUTYHKEePHBII
Hacoc 2 MpU IPEBLILLIEHUM TaBJICHUS BbIIIE YCTAHOB-
JIEHHOTO 3HaueHus [22].

Paznensiemblii pacTBOp B BUAE peTeHTaTa, IIpoias
pabouylo STYekKy 3 yepes Ipocceian 4 1 II0IUIaBKOBBIE
poTaMeTphl 5, BO3BpaIlaJiCs 0OpaTHO B PACXOIHYIO
eMKocTh /. Pacxom pacTBopa 3agaBajii paboYnM XO-

JIOM TUTyHKepHOTro Hacoca 2. Temriepatypy pacTBopa
B CUCTEME OIpEeIesuIv C IIOMOIIBIO TepMoMeTpa 0.
KugkocTs B BUje repMeara, nmpouieaiias B Ipolec-
ce pasaelieHus yepe3 MeMOpaHBI paboueil ssueitku 3,
cobupanacek B emkoctu 11 [22]. TpybompoBoOmHI,
IUIyHKEp Hacoca, UToJIbYaThie BEHTUJIM, COIIpUKAaca-
JOIIMECs C HACOCOM, OBLIM M3TOTOBJICHBI U3 HEpXKa-
Betolleit cranu. KoneGaHust naBiaeHUsI U pacxoda Ha
OINMMCAHHON YCTaHOBKE He mpeBhIanmu 5% OT ycTa-
HOBJICHHOTO 3HauYeHus [22].

OIHUM U3 TJIABHBIX 3JIEMEHTOB YCTAHOBKU SIBIISI-
eTcs1 paboyas sueiika II0OCKOKaMePHOIo THUIA, B KO-
TOPOIl HEMOCPEACTBEHHO IIPOMCXOIUT IIPOIECC
MUKPpODUIBTPALIMOHHOTO pasaeiieHuss. KoHCcTpyK-
YsT MUKPpODMIBTPALIMOHHOM TYEUKY TIpeIcTaBIeHA

-s
10

6 1

™.

\]

Ty

Bp6

AL

Bp4

12

Puc. 1. Cxema 1abopaTopHoit GapoMeMOpaHHOM YCTaHOBKHU: I — pacxoaHasi eMKOCTb; 2 — IUTyHxXepHbIi Hacoc HJI 100/63; 3 —
pabouast stueiika; 4 — Apoccesib; 5 — MOIJIaBKOBbIE POTAMETPbI; 6 — TMAPOAKKYMYJISITOP; 7 — MaHOMETp; & — 00pa31ioBbIii Ma-
HOMETp; 9 — KoMITpeccop BBICOKOTO naBieHust; /0 — repmometp; 1/ — eMKocTH; /2 — 3J1eKTPOKOHTAKTHBIIA MAaHOMETP.
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Puc. 2. CxeMa MUKPODUIBTPALIMOHHON! SIYeiKM: ] — CPeIHsIS YacTh SYSHKU; 2 — TU3JIEKTPUYECKUiL (haHell Kopiryca; 3 — Me-
TaJTM4YecKasl TUTACTHHA; 4 — IITYLEP BBOIA NCXOIHOTO pacTBOPA; 5 — IITYIIEPHI BBIBOIA PETEHTATa; 6 — IITYLIEPHI BBIBOIA ITEP-

Meata; 7 — MpoKJiaaka; § — 6onr; 9 — mrait6a; 10 — raiika; 11 —
TaJUIMYeCKasl CETKa.

Ha puc. 2 [3]. Sdeiika npencraBiaseT coOoii AByxKa-
MEPHBIA pa3aeUTEIbHbIA MOIYJb, BBIITOJHEHHbINA
u3 HepXaBerllei ctanu. Pabounii pacTBop mmogaeT-
¢S B LITYIEep BBOAA MCXOIHOTO pacTBopa 4 STYEKU 1
paBHOMEPHO pacrpeneisieTcs IIo KaMepaM pasfelie-
HUSI, 0Opa3oBaHHBIM IBYyMsI MeMOpaHamu [/ v mo-
BEPXHOCTSIMM CpeIHEM YacTh I, M BBIXOAUT MO IITY-
mepaM BbIBOAa pereHTara 5. YacTh pacTBOopa mop
JIeCTBMEM M30BITOYHOIO MABJICHUS IIPOHUKAET de-
pe3 MeMOpaHbl /1, 3aTeM 4yepe3 BaTMaH 12, ciyxa-
WA MOPOKIAAKON moa MHUKPODUIBTPALIMOHHOMN
MeMOpaHoii, najee 4yepe3 MOPUCTYIO MOIJIOXKY 13,
3aTeM 4epe3 MeTAJUIMUECKYIO CeTKY /4, BBITIOJIHEH-
HYIO 13 HepKaBelolleil cTalii, M MO KaHajlaM, Cle-
JIJAaHHBIM B IITylIepax, MonagaeT B COOPHUKHU IIepMe-
ara (01okchl 06bemMoM 50 mi). C Kaxaoih CTOPOHBI
STYEMKW Ha AU3JeKTpUYecKUX iaHIax kKopryca 2
pacroJioXeHbl Mo TP LITylLiepa BeIBOJA IlepMeara 6.
Jng ynnotHeHUs dnaHieB 2 co cpeaHeill yacTbio [
STYEMKY UCHOIb3YIOT IIPOKJIAAKY 7 M3 IIapOHMUTA TOJI-
mmHoi (0.3—2) x 1073 m. Hyeiika crarusaercd 1ie-
CTBIO OoJiTaMu & TIpY ITOMOIIHM 1m1aid 9 u raek /0. s
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MmembOpaHa; /2 — BatMaH; /3 — riopucras Mnomioxka; 14 — me-

pPaBHOMEPHOTO paclpene/ieH!s CTITMBAIOIETo YCU-
JIVST VICTIONTB3YIOT MeTaJUTMYeCKUe TUTacTUHEBI 3. Pa3-
MepBI KaMep pasnesieHUsT SYeiiKr B COOpaHHOM BUIE
cocrasisioT 0.06 X 0.13 x (0.0003—0.002) m. Pa6o-
yasl TIoIaab MeMOpaH B KaXIOW Kamepe pasielie-
HUs paBHa 7.8 X 1073 m? [22].

Ilepen mpoBeneHUEM SKCHEPUMEHTAILHBIX HC-
ClIeOBaHUI TpeOyeTCs BHITIOJHUTL MOATOTOBUTEIb-
HBIE OIepanuu, IJis Yero B Hadajie dKCIepUMeHTa
HEeOoOXOIMMO OCMOTpPETh 00pa3bl MCCIEAYEMBIX T10-
PUCTBIX TUICHOK Ha Hanuuue aedekrtosn. [Tocie aToro
MUKPOPMIbTPALIMOHHYI0O MEMOpaHy BEIMAYMBaIOT B
IUCTWUIMPOBAHHOM BOAE I yaaJeHUs IIUliepuHa
C MOBEPXHOCTU aKTUBHOTO CJIOS W MOPOBOIO MpO-
cTpaHcTBa. HermocpencTBeHHO mepen mpoBeAcHUEM
BKCIIepMMEHTa MeMOpaHBbI TIOTPYXaJlu B HCCeAye-
MbIe pacTBOpEHI. ITocie nmpeaBapuTeIbHOI MOATOTOB-
KM TIOPUCThIE TUIEHKU YCTAHABJIMBAIOT B pa3leiiv-
TeJIbHBIN MOIYJIb. MeMOpaHy HeOOXOAMMO PaCIIOIO-
XKUTh HA IIONJIOXKKE (BaTMaHe) TakK, YTOObI OHA HeE
MMeJla KOHTaKTa ¢ METATIMYECKUMHU TTOBEPXHOCTSI-
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Puc. 3. POM-u3o06paxkeHusT BO3IYIIHO-CYXMX 00pa3lioB
(x4000) MmukpoduaprpanoHHoi Mmemopansl MO DK-3.

Mu. MeMOpaHy pacroJjiaraioT K pasaeiaseMoMy pac-
TBOPY aKTUBHBLIM cjioeM. 3aTeM OGapoMeMOpaHHbIM
MOIYJTb YCTaHABJIMBAIOT Ha JIaAOOPAaTOPHYIO YyCTAaHOB-
Ky. HeoGxonumblit pacxon 1ist obecrieueHus: Tpedye-
MOt CKOPOCTH B MEXMEeMOpaHHOM KaHajie peryiv-
pyeTcsl XooM TUTyHXepa Hacoca 2 (puc. 1). Pybanika
TUTYHXXKepa Hacoca 2 oxJlaXIaeTcsl BOIOM, MmomaBae-
MOI U3 LIEHTPaILHON MarucTpaju BOOOCHAOXEHMS.
3aTeM TP 3aKPBITHIX BEHTUIISIX 4 BKIIIOYAIOT TIJIYH-
KepHbIit Hacoc 2. B TeueHue 30 MUH MPOBOASIT XOJI0-
CTOM OMBIT IJISI CTAOMJIM3allMU TpaHCMeMOpaHHOIO
NIaBjeHus. 3aTeM BBIKJIIOUYAKT YCTaHOBKY, COpachl-

BaeTcs maBiaeHue B cucreme. [lepmear u3 emxocreit 17
CIIMBAETCsI B paCXOMHYIO EMKOCTh [/, M yCTaHOBKa He
WCITONB3YEeTCS B TeUeHNE HeCKOJIbKMX JacoB. [Tocie
BBIIEPKUBAHUS OCTABIITUICS pacTBOP B YCTaHOBKE
BO3BpaIllaeTcs B pacXOMHYIO €eMKOCThb /. 3amycKaioT
YCTAaHOBKY, BRIBOIST Ha pabOUMit peXKUM U TIPOBOISAT
KOHTPOJIbHBII OIIBIT B TeUYeHME 44 I O00XKaTUSI
MeMOpaH M IIpUBENCHUS MX B pabouyee COCTOSIHUE.
B 3aBuCHUMOCTH OT IPOU3BOAUTEIHFHOCTY MEMOPAH 1
HEeOoOXOIMMOTO KOJIMYeCTBA COOPAHHOTO B TeYeHUE
0.5—2 4 mepmeara IpoBoOAAT padouuii ombIT. s
buKcanmy BpeMeHM IMpoBeIeHNs SKCTIEpUMEHTA 1C-
TOJIB3YIOT CEKYHIOMEpP, C MOMOIIBI0 MEPHOTO ITH-
JIMHApA U3MEPSIOT 00beM COOpaHHOTO IIepMeaTa, a B
TMOJIyYIeHHOM O0OBeMe TiepMeaTa ONpPEHeNISIIOT KOH-
MEHTPAIINIO PaCTBOPEHHBIX BelllecTB. [lociie mpoBe-
IeHus pabodyero 3KCIIepUMeHTa TpaHCMEMOpaHHOE
JIaBJIEHME COpPachIBaIOT, yCTAHOBKA OTKIIIOYAIOT [22].

VienbHBIN BEIXOMHOM IMTOTOK, ITOJIYYeHHBIN yepe3
MeMOpaHHYIO IIeperopoaKy, pacCUYUTHIBAIOT I10 CJIe-
NIyIoIIei 3aBUCUMOCTH [23, 24]:

Vv
J=—:, (1
Et

rne V — o6beM cobpanHoro nepmeara [m3]; F, — pa-
6ouas TuIoIIagh MEMOPaHLI [M%]; T — BpeMsl IIpOBe-

JIeHUs dKCIepruMeHTa [c].
CrenytoimM 3TaroM 3KCIIEPUMEHTOB ObLITU BJIeK-
TPOHHO-MUKPOCKOIMYECKUE HCCIeAOBaHUS UC-

XOIHBIX W paboYMxX OOpas3loB MOPUCTHIX IICHOK
MOO®OK-3, TII1-190. TloBepxHOCTHM 3apaHee BbI-

W

'3 5 MKM
4 | — |

Puc. 4. POM-u3o006paxeHust BO3AYIIHO-CyxX1X 00pa3LoB npeasaputesnbHoro duibrpa [MI1-190, nosyuyeHHbIe C pa3HbIM YBEIU -

yeHueM: a — X400; 6 — x550; B — X2000; r — x3500.
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Puc. 5. O6pasisl nepmeara (puibrpara) Mpy gaBJICHUN
0.15 (1), 0.25 (2), 0.35 (3), 0.50 MIla (4) u pereHTara
(koH1IeHTpaTa) (5).

J, 10° M3/ (M?% - ¢)

10r —— 0.15 MITa
ol 0.25 MITa

\ - 0.35 MITa
6L =< (.50 MIla
4L

2
0 1200 2400 3600 4800 6000 7200 8400 960010800

T,C

Puc. 6. 3aBUCHMOCTb YIeJIbHOTO BBIXOMHOTO IMOTOKA JIJIsT
mMeMOpaHbl MAODK-3 or BpeMeHU 3KCIEpUMEHTA IPU
pa3TUYHOM TPaHCMEMOpPaHHOM HaBJICHUM.

J, 100 M3/ (M% - ¢)

4r —— 0.15 MTla
0.25 MIla

3k —— 0.35 MIla
= 0.50 MIla

0 1200 2400 3600 4800 6000 7200 8400 960010800
T,C

Puc. 7. 3aBUCUMOCTD yIETBHOTO BBIXOAHOTO MOTOKA IS
npenBaputeabHoro ¢uibTpa I1I1-190 oT BpeMeHM 3Kc-
nepuMeHTa MpU pa3siudHOM TPaHCMEMOpPaHHOM JaB-
JICHWUU.

OpaHHBIX IJIS 3KCIIEpUMEHTA BO3AYIIHO-CYXUX W
pabouyux o6pa3loB MOPUCTHIX IUIEHOK MPDK-3,
I1I1-190 um3ydyanu ¢ MOMOIIBIO PAaCTPOBOIO 3JIEK-
TpoHHOTO MuKpockona (POM) JEOL JSM 6510 npu
pa3IMYHOM YBEJIMYEHUHN 1 MHOTOKPATHOM ITOBTOPSI-
eMOCTH aKcriepnMeHTa. Ha puc. 3, 4 mipencraBieHbI
BBEIOOpK POM-m300pakeHNT MCXOOHBIX 00pa3oB
nopUcThIX TIeHOK MO DK -3 u ITI1-190.

ITonydyeHHBIE 0OpA31IBI TIEpMeEaTa U peTeHTaTa o~
cie dwibTpauun yepe3 MemMopany MO DK-3 (puc. 5)
aHAJIM3UPOBAJIM Ha COJepKaHUE pPaCTBOPEHHBIX
KOMITOHEHTOB TP ITOMOIIM XpoMaTorpaduu, a Tak-
Ke OIpeNeIssI KOHIEHTPAIUIO BOJBI, TNIOTHOCTh U
BSI3KOCTb pacTBopa. [IJjisT TIpoBeleHUsT XpoMaTorpa-
¢duyeckoro aHajaM3a UCITOJIb30BaIM METOI BHYTPEH-
Hero ctaHmapTa. Ilpy mpuUroToBIeHNN KaJInuOpOBOY-
HBIX 00Pa3l0B U BHYTPEHHETO CTaHIapTa UCIOJIb-
30Bajid Xpomarorpaduyecku 4YHUCThIe BelleCTBa.
AHaJI13 NPOBOAWIINA B COOTBETCTBUU C MHCTPYKIIUEHA
paboTel Ha xpoMaTtorpade. s aHanm3a UCIIOIb30-
BaJli armrapaTHO-TIPOrpaMMHBIN KoMIuieKe “Kpu-
ctam14000M” ¢ maaMeHHO-MOHU3AIIMOHHBIM I TEK-
TOPOM, TTOTOK ASJIMJIM B cooTHomIeHnu 1 : 30, muara-
30H popMupyeMbIx gaBieHuii 20—250 kI1a.

Texnuueckue JaHHBIC alllmapaTHO-IIpOorpaMMHO-
ro kommyiekca “Kpucramn 4000M”: temriepaTypa Ko-
JoHku 170—280°C; ckopocTh nombema 15 rpaa/MuH;
TemIieparypa nerekropa 290°C; remneparypa ucra-
puteiist 280°C; KOJIMYECTBO M30TEPM — OIHA; CKO-
pocTtb oxytaxaeHus ot 280 1o 50°C 3a 16 MuH; TeMIIe-
patypHas ctabuibHOCTb 0.1°C; pacxon raza-HOCUTe-
Jist ot 10 mo 100 Mi1/MUH.

PE3VJIbTATbBI 1 UX OBCYXIEHHUE

Ha puc. 6, 7 npeacraBiieHbl 3aBUCUMOCTU YIEIb-
HOIO BBIXOIHOTO IIOTOKA JISI MOPUCTBIX ILJIEHOK
MO®®K-3 u III1-190 oT BpeMeHM B3KCIIepUMEHTa
TP pa3IMIHOM TpaHCMEMOpaHHOM JaBJIeHUM. AHa-
J3 3aBucuMocTtu ¢pyHkuuu J = f{(t, P) MeMOpaHHOI
cucteMbl (puc. 6) ToKa3al, 4To ¢ YBeIUUYEHUEM MPO-
JIOJDKUTEJILHOCTH 3KCIIEPUMEHTAIbHBIX MCCJIeI0Ba-
HWI yIeJTbHBIN BBIXOIHOM ITOTOK IIepMeaTa MeEMOpPaHBI
M®®K-3 cumxkaercst. OCO6GeHHO YeTKO 3TO HabJII0-
naetcs B uHTepBane 600—1200 ¢ npu TpaHcMeMOpaH-
HowMm gasiaeHuu 0.15 MIla (rmepBriii nepuomn). D10, Be-
POSITHO, CBSI3aHO C YaCTUYHBIM OJIOKMPOBAHUEM IIOP
OpPraHMYeCKUMU COSIUHEHUSIMU, COAEPXKAIIIMMUCS B
ucxomHoM pactBope. OgHako gajee yCTaHaBIUBaeT-
cs niepuon (Bropoii nepuon 1200—5400 c), B TeueHHne
KOTOPOIO, BEPOSITHO, HEKOTOPHIE OPTAaHUYECKUE CO-
eqnHeHusl (KUCIOThI) MCXOMHOIO pacTBOpa Ha IIO-
BEPXHOCTM MEMOpaHBI CO3JAI0T MPUMEeMOpaHHBIN
reJIeBOii CIoi, a Apyrue ABMXKYTCS Hald HUM. Takum
00pa3oM, MOXKHO ITPEAIIOJ0XUTh, YTO Hald IMOBEpPX-
HOCTBIO MEMOpPaHBI M3 OCTABIINXCS DJIEMESHTOB (POp-
MUPYETCSI IMHAMUWYECKUIA TeJIeBOi CII0M, IIPUUYEM €T0
¢opMHUpOBaHUE 3aKAHYMBAECTCS YIJIOTHEHUEM IIPH-
MeMOpPaHHOTO CJIOSI BO BpeMeHHOM MHTepBayie 5400—
7200 ¢ (tpetuit nepuon) (puc. 6). [TomodbHOE yTBEp-
XKIEHNE MOXET ObITh CBSI3aHO C TEM, UTO C TEUYSHUEM
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(8)

Puc. 8. PDM-u3ob6paxeHust pabounx oopa3ioB MUKpODUIbTpalinoHHOM MeMOopanbl MMOMK -3, mmoIydyeHHBIE C pa3HbIM yBe-

mmueHueM: a — X370; 6 — x1800; B — x3500; r — x7000.

Puc. 9. POM-uzobpaxeHust pabounx odpas3iuoB npeasapurenbHoro ¢uiabrpa [MI1-190, nonydyeHHbIe C pa3HbIM YBEIUYSHUEM:

a— x650; 6 — x1800; B — %3000.

BpPEMEHU B UCXOTHOM PacTBOPE MOSIBJISICTCS OOJIbIIIE
BOZBI 32 CYET KOHLIEHTPUPOBAHUS, a 3upa U IPyrux
KUCJIOT — MEHBIIIE 32 CYET IMIPOHUKAHUS UX B TIEpMe-
ar. [lanpHeiinee ¢puabTpOBaHUE IIPOUCXOIUT B yCTa-
HoBuBIIeMcs pexxume 7200—10800 ¢ (ueTBepTHIii T1e-
puon).

TeM He MeHee ¢ pOCTOM TpaHCMEMOPAHHOTO JIaB-
nenus ot 0.15 o 0.25 MIla HabmonaeTcs yBeande-
HUE YOEJIbHOTO BBIXOOHOTO IMOTOKA, YTO CBSI3AHO C
BO3pacTaHUeM ABUXKYIIE CUJTBI ITpoliecca GapoMeM-
OpanHoro pasneneHus. Ilpu naapHeiIIeM yBeInde-
HUU TpPaHCMEMOpaHHOTO HABJIEHUS YIOEIbHBIM BbI-

Taomuna 3. MI3aMeHeHne KOMIIOHEHTHOIO COCTaBa CMECH METUJIOBOTO 3dupa pacTureabHoro Macia (D-daza) 1 Boabl

rnocJie MUKpOMWIbTPAITMOHHONW OYUCTKU

HaunmeHoBaHue KoMIIoHeHTa

Konuenrpauus, %

O6pazen Ne 1 O6pazen Ne 4 O6pasen Ne 5
MeraHon 6.048 1.899 1.056
MaprapuHooJIEMHOBas1 KMUCI0Ta 5.680 5.822 6.608
OJileMHOBasI KUCJIOTa 8.660 9.075 9.128
BerenoBas kuciora - 6.194 2.997
DpyKoBast KUCJIOTa 1.070 7.151 5.386
JokazaaueHoBast KUCIOTa 6.027 1.898 2.164

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIENOBAHUS  Ne 1 2022
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Ta6mma 4. OuznKo-xMMHUUECKHE XapaKTepUCTUKHA 00pa3IoB IlepMeaTa U KOHIIeHTpaTa

Homep nipo6b1
IToxasaTenb
1 2 3 4 5
BsskocTh KuHeMaThyeckas pu 293 K, mm?/c 6.01 5.68 5.48 5.51 4.28
BsskocTh KuHeMaTuueckas rpu 313 K, mm?/c 3.94 3.97 4.24 4.15 3.18
T110THOCTB, KI/M3 893.3 889.6 883.4 883.4 940
ConepxaHue Boabl, % 1.6 1.2 0.6 0.4 40
pH BOmHOI BBITSIKKIA 8.1 7.6 7.2 6.8 12

XOOHOM ITOTOK Ha MeMOpaHe cHukaetcsl. BeposiTHo,
OCHOBHAasl MPUYMHA — KM3MEHEHUE KOHIEHTpaIuu
peTeHTaTa, a TAaKXKe ero KWHeMaTU4eCKOM BI3KOCTU U
IUIOTHOCTU B CBSI3M C IIPOHUILIAHUEM B ITIepMeaT 4acTu
BOZEI.

AHanus 3aBucumMoctu ¢pyHkuuu J = f(tT, P) mem-
OpaHHOII cucTeMHbl (puc. 7) moKazajl, 4To C yBeJImde-
HUEeM TIPOJOJIKUTEIILHOCTA 3KCIIEPUMEHTATbHBIX
MCCIIEIOBAaHUM yIEeIbHbIN BEIXOOHOM MOTOK IepMea-

Puc. 10. Bun npo6 mocie orcTrauBaHUsI B TeYeHHUE 3 4
nepMeara (¢pwibrpata) npu gapireHun: [ — 0.15; 2—0.25;
3—0.35; 4—0.50 MITa. OBajioM oTMeUeHa BbIITaBIIast Ha

IIHO BOJA.
C, %
2 -
1k
1
0 1 1 1 2
0.15 0.25 0.35 045 P, MIla

Puc. 11. 3aBucuMocTh coaepxkaHust Bonbl B puiabTpare C
OT TpaHCMeMOpaHHOTO AaBjieHus P: I — mpu oTcTanBa-
HUM; 2 — IIPU JeKaHTUPOBAHWH.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

Ta mpepBaputenabHoro punbsTpa [111-190 momumHseT-
csl ypaBHEHUIO (DUIBTPOBAHUSI B UHTETpaAIbHOI (hop-
M€ MPU MOCTOSIHHOM TPpaHCMEMOpPaAHHOM JIaBJIEHUM.
C TedyeHuMEeM BpeMEHU CKOPOCTb (DUIBTPOBAHUS
YMEHbIIIaeTcs o HEJTMHEHHOMY 3aKOHY (TaK KakK CO-
MPOTHBJIEHNE OCaliKa YBEJIUUYUBAETCS), a YAEJIbHbII
00beM (pusibTpaTa M BbICOTA CJIOSI OcanKa yBeIrnuuBa-
1otes [25]. C pocToM TpaHCMEMOPAHHOTO NaBCHUS
ot 0.15 mo 0.35 MITa Takxe oTMe4daeTcs YMEHbIIIEHUE
YIEJIbHOTO BBIXOAHOTO MOTOKA.

Ha puc. 8, 9 npencrasiensl POM-uzobpaxeHust
pabdoyux o0pa3loB MUKPOPUIBTPALMOHHON MeEM-
opanbl MODK-3 u mpenBapuresabHoOro GuibTpa
IT11-190. AHanu3 n3o06paxkeHuit 06pas3oB MOPUCTHIX
mwieHok MOPDPK-3 u I1I1-190 (BO3myIIHO-CYyXUX U
pabounx o0pa3loB), MOJIYYCHHBIX IPU Pa3TMIHBIX
YBEJIMYEHUSIX 10 U TIOCje IeMACTBUS TpaHCMeMOpaH-
HOTO JaBJICHUsI, TIOKa3biBaeT MOpPQOJIOrnuyecKue
0COOEHHOCTU UX ITOBEepXHOCTU. DUKCUPYIOTCI OCTa-
TOUYHBIE I'ejJIeBble CTYCTKM, KOTOPHEIE OTYETIMBO BUII-
HBI Ha puc. 8a—8B, B OTJIMUME OT MPEeABaApPUTEIbHOIO
dunbTpa ITI1-190 (puc. 9), Ha U300pakeHUsIX KOTO-
pBIX TaKe 00pa30BaHUS OTCYTCTBYIOT.

ITpu cpaBHeHUU POM-u3obpakeHUit UCXOMHBIX
n paboumx oOpasuoB (puc. 3, 8§) MOXHO OTMETHUTD,
YTO MOEMCTBUTEIHLHO HA IIOBEPXHOCTU aAKTUBHOIO
cJIosI BUAHBI TeJieBble 0Opa3oBaHusi. B ciydyae nipen-
BapUTEIbHOIO (hbHIbTpa Takue 0O0pa3oBaHUS OTCYT-
ctBy10T. [ToBepxHOCTH pabodero obpasiia IpeaBapu-
TeJILHOTO (pUIbTpa 3a0UTa MPOAYKTaMU pa3aeacHUS
HMCXOTHOTO pacTBOpa, YTO OTMEUAETCS MpPH CpaBHE-
HUU pUcC. 4 1 9 ¥ TakKe MOATBEPKIAECTCS DKCIIEPU-
MEHTAJIbHBIMU UCCJIETOBAHUSIMU KUHETUYECKUX Xa-
PaKTEepUCTUK, IIe C TCUCHNEM BPEMEHU IPOUCXOANUT
CHMZKEHME YIEJIbHOTO BBIXOOHOIO nmoToka. [loaTomy
npu paboTe ¢ MOPUCTBIMU TuieHKaMu MOPODK-3,
I1I1-190 npu meiicTBUM TpaHCMEMOpPAHHOIO HdaBje-
HHUS WX aKTUBHBIA CJIOM MOXET HM3MEHSTH CBOIO
CTPYKTYpy. DTO, BEpOSITHO, MOXKET MPUBECTU K CHU-
XKEHUIO WM YBEIMYCHUIO OOJM KPUCTATLIUYECKUX
niau aMop(@HEIX 00JIacTeil B aKTUBHOM CJIoe MeMOpa-
HbI, UTO BJIMSIET Ha pasleuTeIbHble XapaKTepUCTH-
KU TTIOpUCTHIX TnieHOK MP DK -3 u T1I1-190.
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XpomarorpadpmuecKuM METOIOM OOHapyXKeHO,
YTO IIOCJIE MeMOpaHHON (MIbTpalluy CMECH METH-
JIOBOTO 3(pupa pacTureabHOro Macia (9-das3a) 1 Bo-
IIbI U3MEHSIETCSI €€ KOMIIOHEHTHEBIN cocTaB (Tabu. 3).
VYuurteiBasi, 94To IIpoliecC MUKPOGDUIBTPALIMOHHOTO
pazaenaeHus IToKa3al cBoio 3(h(OEeKTUBHOCTb, aHAIN3
XpoMaTorpaMM HpPOBOISIT UMEHHO IT0Ce 0apoMeM-
6paHHoOro pasueieHus. UKCUPYIOT pa3Indnue Xpo-
MaTorpaMM IIepMeaTa M KOHIIEHTpaTa II0C/Ie pas3ae-
JIeHUsI. AHAIN3 1T0Ka3aJl, YTO IIOCIe pa3aeIeHUS JYe-
pe3 MHUKPOPWIFTPALIMOHHYIO MEeMOpaHy IIPOXOIST
TaK1e KOMIIOHEHTHI, KaK METaHOJI, MAapTapMHOOJICH -
HOBasI, OJIEMHOBAasl, OereHOBasI, ypyKOBasl, OKa3aar-
€HOBasI KHUCJIOThI, 00pa3ysl Ha MOBEPXHOCTU YaCTUU-
HBIIA TMHAMWYECKUA TeJIeBOM CJIOM U 3aTOpMaKuBast
ImponyckKaHue MOJeKya Bombl. KoHIleHTpamusi, Ha-
nmpuMep, MeTaHojia B oOpasie Ne 1 mepmeara (Ipu
TpancMeMOpaHHoM masiieHuu 0.15 MIla) peBriia-
eT OoJjiee YeM B TPM pa3a KOHIIEHTPAIUIO B 00pasiie
Ne 4 (ripu TpancmemOpanHoM gaiaeHuu 0.5 MIla),
YTO XOPOIIO KOPPEIUPYET C IMOJyIYSHHBIMU TaHHBI-
MU KHHETHMYECKHUX XapaKTePUCTUK MeMOpaHHOTIO
pazneneHusa. OmHakKO MoOA AEUCTBUEM TPaHCMEM-
OpaHHOTO MaBJIEHUSI MPOUCXOAUT IIPOCKOK HEOOJIb-
IIIOTO KOJIMYECTBA BOJIBI.

Pesynbrarel aHanm3a oO6pa3LOB NepmMeara U pe-
TeHTaTa Iocjie MUKPODUIbTPALIMOHHON OYMCTKY Ha
MeMmbpaHne MPPK-3 Ha comep:kaHUe BOJbI, TJIOT-
HOCTb, BSI3KOCTb, TpelACTaBieHbl B Tabu. 4. 1o pe-
3yJIbTaTaM MPOBEICHHBIX UCCIIeIOBAaHUI yCTaHOBJIE-
HO, YTO MPUHUMITUAJIBHO MPOLIeCC MUKPODPUIbTpa-
LIMOHHOM OYMCTKM MO3BOJISIET pa3AesiuTh BOAY U
D-(da3sy, omHaKO cpasy Iocjie pa3IejeHNsI OCTaTOU-
HOE coiepxkaHre BOIbI B JIIOOOM ITpode Bce elle J10-
CTaTOYHO BBICOKOE€ 10 CPaBHEHMIO C HOpMaMM KakK
IJIs AU3eJIbHOTO ToTuBa (He 60s1ee 200 MI/KT), Tak U
st a¢upoB (He 6osee 500 Mr/Kr).

ITocne orcraBaHUA B TeUYeHUE HECKOJIBKUX 4Ya-
COB YacTh BOJBI BhITIaJIa HA THO eMKOCTH, I B 00beMe
ee conepxxaHue cHuswioch (puc. 10, 11). Takum 06-
pa3oM, IJIs OTAEJIEHUS BOABI OT D-(a3bl HEOOXOIUMO
romJiepXaHue JaBJIeHUS. B 0apoMeMOpaHHOI CUCTe-
Me He MeHee 0.5 MIla, omHaKo Ipy 3TOM KOJIUYECTBO
BoIbl ocTaeTrcs cauinkoM oonbimnM (0.18%), u mis
JOBeOeHUs ee colepxkaHust 1o HopMmbl — ot 0.02%
g nu3esibHoro Torutisa 0o 0.05% o ovonusens —
HYKHO IIPOBOIUTH JOOYUCTKY MJIM BTOPUYHO pas3fe-
JISITh TIOTyYEeHHBI ITepMeaT. MUHMMAJILHOTO 3HaYe-
Hus 0.05% ymaroch JOCTUYb ITPU OTCTAUBAHUM U e~
KaHTUPOBaHUU BEPXHETO CJIOsT 0Opasia.

SAKIIIOYEHUE

IIpoBemeHHBIE WCCIEIOBAaHUS KUHETUYCCKUM,
3JIEKTPOHHO-MHUKPOCKOTTMYECKUM M XpoMaTorpadu-
YeCKMM METOJaMU B IIpoliecce MUKPODUIBLTPAIINOH-
HOI OYMICTKH TTO3BOJISTIOT CIIEJIATh CJICITYIOIINE BBIBOIBL.

IMonyyeHbl KMHETUYECKUE 3aBUCUMOCTU yIEib-
HOTO BBIXOJHOTO TOTOKA IS TMOPUCTHIX IIJIEHOK
MO®®K-3 u I1I1-190 B 3aBUCMMOCTH OT BpEeMEHU
NP pa3IndHOM TpaHCMeMOpaHHOM gaBiieHuu. OT-
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MEYeHbI YeThIpe TIeprUoaa U3MEHEHUS YIEIbHOTO BbI-
XOIOHOTO TTOTOKA, riae (hOpMUPYIOTCS TeJIeBBIe CIYCT-
K1 Ha MeMOpaHe M®D®DK-3, KoTopble CyLLIECTBEHHO
BIIMSIIOT Ha IIpoliecc 6apoMeMOpPaHHOTO pa3aeieHHUs],
a npendunsrp III1-190 3acopsieTcss (3abuBaetcs).
IIpuBeneHbI 3aBUCUMOCTH COIEPKAHUS BOIBI B IIEp-
MeaTe OT TpaHCcMeMOpaHHOro gapieHus. s otoe-
JIEHUSI BOABI OT D-(da3bl HEOOXOAUMO MOMIEPKUBATh
JIaBJIeHe B MeMOpaHHoM cucteMme He MeHee 0.5 MITa.

DNEeKTPOHHO-MUKPOCKOITMYECKUE NCCIICTOBAHMS
WCXOMHBIX M paboumx o6pa3iioB MUKpOMDMIBTpaII-
oHHOIT MeMOpaHbl MM DK-3 moka3bIBalOT, 4YTO Ha
IMTOBEPXHOCTHOCTH aKTHUBHOTO CJIOSI OCaXKIAIOTCST Te-
JIEBBIE CTYCTKH, BEPOSTHO, TTPOAYKTHI OPTaHMIECKIX
KUCIOT, a mpeadunstp ITIT-190 3acopsieTcs (3abuBa-
eTCsI) MPOOYyKTaMM pasaeiieHus D-daspl. XpoMaTo-
rpadmyeckmit aHaIM3 IIepMeaTa M KOHIIEHTpaTa I1o-
cJie MUKpODMIBTPAIIMOHHON OYMCTKY TTOKa3aj, YTo
yepe3 MeMOpaHHYIO TEePEeroponKy IPOXOIST TaKue
KOMITOHEHTHI, KaK METaHOJI, MaprapuHOOJIEMHOBAs,
oJIeMHOBasi, OereHoBas, YpyKoBas, IOKa3aareHOBas
KUCJIOTHI, @ HEKOTOPBIE U3 HUX CIIYXKaT I oOpa3oBa-
HUS Ha TIOBEPXHOCTU TMHAMHUYECKOTO TEeJIEBOTO CJIOS,
3aTOPMaXXMBAIOIIIETO MPOITyCKAHWE MOJIEKYJT BOIIBI.

PesynbTarhl MccaenoBaHUT HA pacTPOBOM 3JIEK-
TPOHHOM MUKPOCKOTIE TTOJIYYE€HBbI C UCTTOJIb30BAHU -
eM ocHameHus LleHTpa KOJUIEKTUBHOTO TOJIb30Ba-
HMS HaydyHbIM oOopymoBaHueM TIY wnMeHM
I.P. depxaBuHa.
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Influence of Transmembrane Pressure on Surface Morphology and Kinetic
Characteristics of Porous MFFK-3 and PP-190 Films

S. I. Lazarev!, S. A. Nagornov?, S. V. Kovalev: > *, D. N. Konovalov! **, A. Yu. Kornev?
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The problem of biofuel purification using microfiltration and pre-filtration methods at various transmem-
brane pressures is considered. The diagram of an experimental setup for carrying out the microfiltration pro-
cess is presented. One of the main elements of the installation is a flat-chamber type working cell, the design of
which is described in detail. For the implementation of the membrane purification process, working samples of the
MFFK-3 microfiltration membrane and the PP-190 pre-filter manufactured by NPP Technofilter, Vladimir, have
been selected. The kinetic dependences of the specific output flux for porous films MFK-3 and PP-190 have been
obtained as a function of time at various transmembrane pressures. The dependences show four periods of change
in the specific output flux, where gel clots are formed on the MFFK-3 membrane and the PP-190 filter. The de-
pendences of the water content in the filtrate on the transmembrane pressure are given. To separate water from the
E-phase, it is necessary to maintain a pressure in the baromembrane system of at least 0.5 MPa. Electron micros-
copy studies of the initial and working samples of porous films MFK-3 and PP-190 have been carried out. Chro-
matographic analysis of the permeate and concentrate after microfiltration purification has shown that such com-
ponents as methanol, margarine oleic, oleic, behenic, urucic, and proofadienic acids, pass through the membrane
partition, forming a dynamic gel layer on the surface, preventing the passage of water molecules.

Keywords: microfiltration, biofuel, water, methanol, specific output flux, concentration.
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BBEAEHWE

CucreMbl aBBTOMAaTU3UPOBAHHOTO YITPaBJIESHUS IPO-
LIECCOM POCTa KPUCTAJUIOB ITO3BOJISIIOT CYIIIECTBEHHO
CHU3UTDb U3AEPXKKHU MPOU3BOACTBA, UCKIIOUUTDH CYyOh-
€KTUBHOE BJIUSIHHUE oOIllepaTopa OOOpyIOBaHUSI Ha
MpoIlecC POCTa, MOBBICUTH BOCHPOU3BOAUMOCTH
CBOMCTB MOJy4aeMbIX KPUCTAJIOB. DTU CUCTEMbI, KOH-
TPOJIUPYIOIIME W TIOMIECPKUBAIOIINE 3adaHHbIA I1a-
METp KpHCTaljia, U3BECTHBI U TPAIUIIMOHHO MPUMEHSI-
JOTCSI HA YCTAHOBKAX JJISI BhIPAIMBAHUS KPUCTAUIOB
MetonoM Hoxpabsckoro [1—-9]. Kak rmpaBuiio, peryssito-
PBI CCTEM aBTOMATU3UPOBAHHOTO YIIPABICHUS IS BbI-
pallMBaHUS MOHOKPUCTAILUIOB MeTOIOM Y0oXpaabcKoro
HAaCcTpauBalOT TI0 pe3y/bTaTaM ITPOOHBIX ITPOLIECCOB.
KoadduiimeHTBl HACTpOMKM perysitopa  SIBJISIIOTCS
KOHCTaHTaMH, B YaCTHOCTH, B CJIydae HCIIOIb30BaHUSI
MPOITOPLUOHATBHOIO MHTErpaIbHO-AUMdEPEHIINPYIO-
miero peryisitopa (ITU-peryistopa).

OnmHako, Kak 0bu10 1mokasano B [10, 11], ipu BbI-
paiuBaHuM KpucTtautoB Metonom CrenaHoBa (EFG —
edge-defined film-fed growth) wim ¢ yBenuueHuem
JUaMeTpa U JJIUHbI KPUCTAILIOB, IMOJIy4aeMbIX METO-
1oM YoxpallbCKOro, MpUMeHEHNE PEryJIsiTOPOB C 3a-
JTaHHBIMM Ko3(ddUllMeHTaMu JU00 HEBO3MOXKHO,
JMGO BCTpedYaeT OMNpeAeecHHbIE TPYIHOCTU. B aTux
clly4yasix B Mpollecce BbIpallliBaHUsI B CUCTEME KpU-
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CTaJlI—pacIUlaB 3HAYUTE]IbHO W3MEHSIOTCSI TEIIO-
BBIC YCJIOBUS, U HEOOXOAMMO YUYUTHIBATh U3MEHEHUSI
CBOIICTB (XapaKTepUCTUK) OOBEKTa YIIpaBJIeHUs, KO-
TOpBIE TIPOUCXOIST TI0 MepPE BBITITUBAHUST KPUCTA-
na. ITon 00beKTOM yrpaBaeHUs OyaeM MOHUMATh Ol -
HY M3 XapaKTepUCTUK, HANpUMep, BeCc KpUCTalia,
CKOPOCTb €ro M3MEHEHUSsI, JMaMeTp KpUcTajlla WIn
CKOpPOCTh €ro M3MEHEeHHsI. B mpuHIINMIIE 3TO MOTYT
OBITh U JIPYTUe XapaKTePUCTUKU, KOTOPBIE KOHTPO-
JIMPYIOT C IIOMOIIBIO COOTBETCTBYIOIIUX TaTYUKOB U
KOTOpPBIE MPSMO WA KOCBEHHO OIPEIeIISIIOT IoIe-
PEYHBIN pa3Mep KpUcTajljia Win ero npoduib. MU3me-
HEHYE CBOMCTB 00BbEKTA YIIPABICHUS IIPOSIBISIETCS B
TOM, 4TO II0 Mepe BhIpalllUBaHUs KPUCTAJLJIa U €ro
IepeMelleHIsT OTHOCUTENILHO YPOBHSI pacIliaBa, Ha-
rpeBaTesieil 1 5KPaHOB U3MEHSIETCS OTKIUK KOHTPO-
JIMpYEMOM XapaKTepUCTUKM Ha 3alaHHOE YIIPaBJISO-
mee BosaelicTBue. Ecim cuctema ympaBieHUS He
YUUTHIBACT U3MEHEHUE CBOMCTB OOBEKTa YIIpaBIIc-
HUS B XOJ¢ TIpoliecca KpUCTAJUTU3ALMU, TO Ka4YeCTBO
YIIpaBJIeHUST MOKET CHYXKAThCS WA aBTOMATHYECKOE
yIIpaBjIeHUE BOOOIIE MOXET OBITh IOTEPSTHO.

AanTyUBHBIE, WA CAMOHACTPAUBAIOIIMECS CUCTE-
MBI — 3TO CUCTEMbI, KOTOPbIC aBTOMAaTUYECKU TIPU-
cnocabIMBalOTC K M3MEHEHMIO CBOICTB OOBEKTa
VIIpaBJIeHUSI U BHEIITHUX YCIOBUIA, oOecIieunBast He-
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00X0IMMOE Ka4yeCTBO yIpaBJIeHWS MyTeM NU3MEHEH S
CXeMBbl WIM MMapaMeTPOB YIPABJISIONIETO YCTPOICTBA.
AnanTalusi IpOBOIUTCS] HEMOCPEACTBEHHO B Mpollecce
pocTa, B YaCTHOCTH, IyTEM NPOTrpaMMHOI HACTPOMKU
KO3(h(PULIMEHTOB perysaTopa MOIIHOCTA Harpesa, a
Takke MpU HEOOXOAMMOCTA aBTOMATUUYECKOM peryiu-
POBKOI1 CKOPOCTH BBITSITMBaHUSI KpYCTaJLIa.

Lenbro HacToOsI1IEH pabOTHI OBLIO 000OIIIEHUE ITO-
JIyYEHHBIX Pe3yJbTaTOB pa3pabOTKU alalTUBHbBIX aB-
TOMaTU3UPOBAHHBIX CUCTEM YIIPaBJICHUS JJIsl yCTa-
HOBOK POCTa KPUCTAJIJIOB MeToaamMu YoxpaibcKoro,
CremanoBa (EFG), a Takke aBTOMaTU3UpPOBaHHON
CHCTEMBbl YCTAaHOBKM MJIsI pocTa camdupa MeTOaoM
Kupomynoca.

OIMPEAEJIEHVNE IMHAMMNWYECKHNX
XAPAKTEPUCTHUK OBBEKTA
VITPABJIEHUA AJIAA METOOB
YOXPAJIBCKOI'O 1 CTEITAHOBA

B pabote paccmaTpuBaloTCsi CUCTEMbI aBTOMATH -
YECKOTO yNpaBJieHUs1, KOTOPbIE UCTOJIb3YIOT KOCBEH-
HbIA MeTO HAOIIOAEHUS 32 OO BEKTOM YIIPABJIEHUS —
METOJl B3BEILlIMBAaHUS pacTylllero KpucTtamia. B neii-
CTBUTEJIbHOCTU JaTYMK Beca U3MEPSIET CYMMY BCEX
CWJ, NeHCTBYIOLIMX Ha KPUCTaJUl, BKJIFOYasi BEC BbI-
palMBaeMoro Kprucrasia, CUJly HOBEpXHOCTHOTO Ha-
TSDKEHUS pacrjiaBa U Apyrue cuibl. 11 noiayyeHus
CUTHaJIa yIipaBJIeHUs, KOTOPBI siByisieTcsl (pyHKIIMei
Pa3HOCTU MEXIY BEJIUYUHOM, U3MEPSIEeMOM NaT4yu-
KOM, U 3aJJaHHBIM B IIporpaMMe 3HaueHeM, He00X0-
JUMO BBIYUCIIATH CUJTY, JEACTBYIOLIYIO HAa JaTYMK B
KaXXIbli1 MOMEHT BpPEMEHH TIpoliecca U CBSI3aHHYIO C
¢dopmoii pactyuiero Kpuctamuia. DTy BbIYUCISIEMYIO
Y1 BHOCUMYIO B IPOTPaMMYy YIIpaBJIEHUSI CUILY (WU ee
MPOM3BOMHYIO 110 BpEMEHM) TPUHKMMaeM Kak OIop-
HBI CUTHAJI.

VYpaBHeHuUe, omnpenessoinee CymMMy AeHCTBYIO-
IIUX Ha KPUCTaJI CUJI, TPUHSTO Ha3bIlBaThb ypaBHe-
HYeM HaOmoaeHus gatyuka. s metona Yoxpaib-
CKOTO 3TO YpaBHEHUE, NoJlyueHHOe bapncnu ¢ coas-
Topamu [1], UMeeT cleayroIInii BUI;

t

W) = gpsnl P (t)dt + o

+ pgnr (H)h(r,0) + p, gma’r(t)cosh,

rme 0() =P + o(?), B — yroa pocra, o(f) — yros npo-
JIOJIbHOTO TIpoUIs KpUCTasla, g — YCKOPEHNE CBO-
0OIHOrO MajgeHwus, P, Ps — MJOTHOCTU pacIjiaBa U
KpUcCTajja, ¥ — paauyc Kpucrtajiia, a — Kanuuisip-
Hasi TIOCTOsIHHasA, a’ = 2G/p, g, rie 6 — Koadbduu-
€HT TIOBEPXHOCTHOIO HAaTSKeHUSsl paciuiaBa, v,(f) —
CKOPOCTb KpUCTaAJNIN3aLuu, A(r, 0) — BBICOTAa MEHUC-
Ka pacniasa. [lepBoe ciaraemoe B (1) cOoTBETCTBYET
BECy KpUCTajljla, BBIPAILIEHHOTO 3a BpeMms f, BTOpOe —
BECy MEHMCKa BBICOTOI /1, 1 TTOCIemHee — NeHCTBY -
Iollleid HAa KPUCTaJUT CUJjie TIOBEPXHOCTHOTO HaTSIKe-
HUS. YpaBHeHUe HabmoaeHus 1151 MeTona CtenaHo-
Ba, YYMTHIBAOIIEe TUIpOIMHAMWYECKNE 3PQPEKTHI
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BOIM3M (ppOHTA KPHUCTAIUIM3ALMM, IOJYIEeHO B pe-
3yJibTaTe ucciaenonanuii [10, 12, 13]:

W) = gp| S(),veD)dt + S(1)p, gh(r,0) +
0

+ T()p,gocosp + gHon(DP,SO) + ()
+ Kpeelt) + [ SIp() 1),

rne H s — paccTosiHue MeXy CBOOOIHOMN MOBEPXHO-
CTBIO pacIuiaBa B TUIJIE U JIMHUE OCHOBAHUSI MEHUC-
Ka, S(?), I'(f) — mnoianp 1 IepuMeTp KpUcTaia co-
OTBETCTBEHHO, /# — BbICOTA MEHUCKA, V., — CKOPOCTh
KpucTamu3anuu, Kz — KoaDOUIIMEeHT COMPOTUBIIEe-
HUS KaHaja ¢popmMooOpa3oBaTeisi TEeUSHHUIO pacIlia-
Ba, p(h, V) — ruaponrHamMuyeckoe AaBJI€HUE MOJ
¢GPOHTOM KpUCTAITU3ALIVMN.

B xauecTBe MHGMOPMAITMOHHOIO CUTHAJIA O TIoTe-
PEYHOM CEeUEHMHU PaCTYIIIETro KpUcTalljia Obljia BEIOpaHa

IIPOU3BOJHAsl CUTHIA JNaTtyuka Beca y = W, (7).
VIpaBisiolM  BO3AECTBMEM SIBISIETCSI MOILHOCTh
HarpeBa P. B nononHeHue K 3ToMy KaHaJly YIpaBJIeHUsI
MOXKHO MTPUMEHSITb CKOPOCTh BBITSTUBAHWS KpYCTa/lIa
vo. [lon muHaMMuecKoll XapaKTepUCTUKON OObeKTa
yIpasjeHus1 OyJeM MOHUMATb U3MEHEHUE MPOU3BOI-

HOVi CUTHasIa JaT4MKa Beca BO BpeMeHu W, (¥) 1ipy u3-
MEHEHUU MOIIHOCTY HarpeBa Ha 3aJJaHHYIO BEJTMUUHY
AP, IIpu onmcaHny IIOBeAeHUST OOBEKTA YIIPABICHUS
OylIeM MOJIb30BaThCsl OMPEACSIEHUSIMU U TEPMUHAMMU,
MIPUHSTBIMU B TEOpUU yrpasiieHus [14].

ITpu pazpaboTtke 3(hhHEeKTUBHBIX AITTOPUTMOB yITpaB-
JIeHWs HeoOxoaruma NH(POPMAIIMS O TIOBEIeHUN 00b-
eKTa yIpaBjeHMUs MPpU U3MEHEHUM YIIPaBJISIOILIETO
BO3AeUCTBUS (T.€. HEOOXOOMMO 3HATh AMHAMWYECKIE
XapaKTepUCTUKU OOBeKTa yrpapieHus). IIpuHImNm-
aJIbHBIM SIBJISIETCSI BOIIPOC O TOM, U3MEHSIETCs JIU, Y Ha-
CKOJIBKO CYIIIECTBEHHO, IMHAMMYECKasl XapaKTePHUCTH -
Ka 0OBbEKTa YIIPaBJIICHUSI IO MepPE BBITITUBAHUS KpU-
craia. IIpu ee cyliecTBEHHOM W3MEHEHUM B XOIe
Ipolecca BhIpallluBaHUsI BO3HMKAeT HEOOXOIUMOCTh
KOPPEKLIMHU IeCTBUIA PEryyIsiTopa, T.e. BO3HUKAET He-
00XOAMMOCTbD B aJalITUBHOM CUCTEME yIIPaBJICHUSI.

Mertonuka ucciiefoOBaHUS TUHAMMYECKUX XapaK-
TEPUCTUK OOBEKTOB YIIPABJICHUS U Pe3yJIbTaThl 3TUX
WCCJIENOBAaHUI TIpHW BBIpAlllMBAaHUMA MOHOKPUCTAJI-
JIOB aJIIOMOUTTPUEBOTO rpaHaTa mMetonoM Hoxpaiab-
CKOTO U NpOo@MIMPOBAHHLIX KPUCTAJUIOB cardupa
MeTtogoM CTermaHoBa IeTaIbHO ITpeacTaBlieHbI B [ 10—
12]. bruio nmoka3aHO, 4TO NMPU BbIpALIMBAHUU KPHU-
ctayuioB MetogoM CrermaHoBa AMHAMUYECKHE Xa-
PaKTepUCTUKM OOBEKTa YIpaBJIEHUSI CYLIECTBEHHO
M3MEHSIOTCS B X0le pocTa U Kiaccudeckuid TTN/I-
peryjsiTop He IMPUMEHMM, M CUCTeMa YIIpaBJICHUS
JIOJDKHA MMETh agalTUBHBII perynsitop. [Ipu BeIpa-
IIMBAHNM KPUCTAJUIOB MeTomoM YoXpaabCKOro Au-
HaMM4YeCKUe XapaKTepPUCTUKU OOBbEeKTa yIIpaBJICHUS
TaKKe M3MEHSIIOTCS C TeuyeHueM BpeMeHM. OmHaKo
M3MEHEeHHE TIOCTOSTHHOM BpeMeH! U KoadduiimeHTa
YCHJICHUSI HEBEJIUKO 110 CpaBHEHUIO ¢ MmeTonoM Cre-
naHoBa. IloaTomy B psme ciaydae Ajisl yIpaBJIEHUS
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Puc. 1. Biok-cxema yHU(pUIIMPOBAHHOTO adallTUBHOIO PEryJisiTopa: Yisp — ONOPHBII CUrHAN (Mpou3BoAHAsI IPOrPaMMHOM CU-
JIbl); ¥ — MIPOU3BOJHAs CUTHAJIA TaTYMKa Beca; e — BEeJIMYMHA PACCOMIaCOBAHUS; 4 — CUTHAJI YITPABJICHMSI.

POCTOBBIM TIpolieccoM B MeTone YoXpalibCKOro J10-
mycTuMoO uctionib3oBarth [TU]L-perynsaTop ¢ mocTOsSIH-
HBIMU KO3(pPUIIMEeHTaMU.

AJAIITUBHBIE CUCTEMBI YITIPABJIEHUA
JJId METOJOB YOXPAJIBCKOI'O
N CTEITAHOBA

ITosrydeHHBIE AKCTIEpUMEHTAbHbIE JAHHBIE O TU-
HaMUYECKUX XapaKTepUCTUKaX OObEKTOB yIIPaBIEHMS
[11, 12] mo3BoOMMIN MPEIIOXKUTH CTPYKTYPY YHUDHUILIM -
POBaHHOTIO aJaTUBHOTO MPOrPaMMHOIO PETYJISITOPA,
YUUTBHIBAIOIILYI0 OCOOEHHOCTH POCTOBBIX MPOLIECCOB B
KaXXIOM U3 3TUX crocoboB (puc. 1). AnantuBHas Cu-
CcTeMa yIpaBJIeHUs] COAEPXKUT IBa KOHTYpa: OCHOBHOM
KOHTYP 1 KOHTYp amanTtaiuu. Jisi KOHTypa aganTaiumn
OOBEKTOM YITpaBJIeHUs SIBJISIETCSI OCHOBHAsl cucTema
ABTOMATU3UPOBAHHOTIO yIPaBJICHUS.

OCHOBHOIM KOHTYP PEryJIMpOBaHUS COAEPKUT TPU
aJIbTEpHATUBHBIX OJiIoKa (OpMUPOBAHMUS CUTHAaJa
yrpasienus u(f): [IN]-perynsaTop, peneiiHbIiA pery-
JISITOP Y TIPEAUKTOP YIPaBJISIIONIEro cCUrHaia. 3a pa-
00TOifI OCHOBHOrO KOHTYpa YIIpaBJICHUS CJIEOUT
650K “CyrepBrU30p”, BBITTOMHAIOMNNA (QYHKIIMN KOH-
Typa aganTaluu, o0ecIeuBaloIInii 6€301acHOCTh
npoliecca peryJMpoBaHUs U OCYIIECTBIISIONINIA T1e-
pexiiroyeHue 0J10KoB (hOpMUPOBAHMSI CUTHAJIA yIIpaB-
JeHus. PeryiasaTrop mMcmonb3yeT pa3HYIO CTPaTEeTHIO
yIpaBieHus 1151 MeTonioB Yoxpasibckoro 1 CtenaHoBa.
B metone Yoxpanbsckoro 3aaeiictsoBanbl 1T/ -pe-
TyJASITOPp W peNeiHblil peryysiTop, a IJii POCTOBOTO
npoirecca B MeToae CrenaHoBa IIPUMEHSIOT IIPEANK-
TOP YIIPABJISIOILIETO CUTHAIA U PEJICHBII PEryJIsiTop.
OTO CBS3aHO C TEM, YTO KaK OBLIO MTOKa3aHO BHIIIIE,
nepexoaHbIe IIPoliecCHl IpH criocobe CrermaHoBa 00-
JIagaioT OOJIBIION BEJIWYMHON MepeperyaIupoBaHUs,
u nIpuMeHeHue Kinaccudeckoro ITHU]I-perynsitopa He
obOecrneunBaeT yIIpaBieHHUe ITPOLECCOM.
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IIpu BRIpamIMBaHUU KPUCTAIUIOB MeTomoM Yo-
XpaJIbCKOTrO Ha BXOJ, PeryisiTopa IIOCTYIIaeT OIop-
HBI CUTHAJ, B KAYeCTBE KOTOPOTO BHICTYIIAET IIPO-

M3BOIHAS IPOTPAMMHOM CUITBI Y, = meg. VYyureBas
NEPUOIMYHOCTD OIIpOCa JaT4YMKa, NeEPERIEM K IUC-
KpeTHOM (popMe 3amucu BelpaxeHUil. B perynsarope
u3 onopHoro curHana W, [k] Berauraercs: Tekyiiee

3Ha4YeHUE peajJIbHOM Ipou3BoNHOM cyiibl W, (k), e
k — Homep BbIOOpKU. [TolyueHHOE 3HaYeHHE pacco-
racoBaHus e[ k] moctynaet Ha Bxoasl [TW/I-perymsi-
Topa, pejeitHoro peryiasTopa u oioka “CynepBu-
30p”. B HOpManbHOM pexume (GyHKIMOHNPOBAHUS
“Cynepsuzop” kommytupyeT Boixon ITW/I-perymsi-
TOopa ¢ BXoaoM obObeKkTa ynpapiaeHus. [T/ -perys-
TOP OCYIIECTBIISIET BHIPAOOTKY YIPaBJISIONIETO BO3-
neiictBus ulk]. Baok “CynepBu3op” OTCIeXKUBaeT
BEeJIMINHY paccorinacoBaHus e[k]. Ecim paccorna-
COBaHUE BHIXOJIUT U3 3apaHee 3alaHHOTO MHTEpBa-
na [—e, +e], To “CynepBusop” orkimoudaet [1]1-pe-
TYJISITOP Y TIOAKJTIOUAET K BXOAY 00beKTa yIpaBJICHUS
peneiiHblil peryasitop. [IpoucxomauT HakKoIUIEHUE

OaHHBIX O BXOOHOM meg[k] U BBIXOTHOM u[k| curHa-
JIax oObekTa yrpasieHusi. Ha ocHOBe 3THX HaHHBIX
creLMaIbHbII MPOrpaMMHBIN OJIOK BBIYMCIISIET HOBbBIE
koaddunmentsl ITUI-peryasaropa. [Tocne “CynepBu-
30p” mepexmodaeT yrpasiienne Ha [T I -perymsarop.

[Ipu BeIpamuBaHUM KpucTaioB MeTtogoM Cre-
naHoBa (EFG) BenuuyunHa paccoriacoBaHus e|k]
nocTtymaeT Ha Bxop Oioka “CynepBu3op”, 6i10Ka
peJieifHoro peryJisitopa v 6Jio0Ka mpeauKTopa yIpaB-
Jstronnero Bosaeicteus. B atom cinygae ITH/I-pery-
JIITOp HE yJ4acTBYeT B ynpaBiaeHuu. biok “CymepBu-
30p” UCIIOJIb3YET MHKPEMEHTAIbHBIN peeHBIN pe-
TYJISITOP C 30HOM HeuyBCTBUTENbHOCTU [—e,, +e ] [11].
B Teuenue 3agaHHOTIO KOJIMUECTBA CpadaThBIBAaHU
pEASMHOrO peryasaTopa BBIYUCIISIETCS W3MEHEHUE
MOIIIHOCTH Harpena. biok “CymepBn3op” oTKIIIoga-
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Puc. 2. Kpucraan amoMo-UTTpUEBOIO rpaHaTta, BbIpallleH-
Hblii Ha yctaHoBKe “HMKA-3” B aBTOMaTM4ECKOM peKMME.

Puc. 3. [Ipon3BOACTBEHHBII y4aCTOK pocTa IIpOGWIMPO-
BaHHOTO candupa Ha yctaHoBkax “HUKA-TIpoduis”.

Puc. 4. BripaliieHHbIe ¢ TPUMEHEHUEM adallTUBHOM aB-
TOMaTU3UPOBAHHOI CUCTEMBI ypaBiieHUs 24 candupo-
BbIe TUTACTUHBI mMMpUHOU 90 MM | TommuHOU 1.4 MM,
npeaHa3HauYeHHbIe [JIs1 U3TOTOBJIEHMS 3alllMTHBIX 9Kpa-
HOB MOOWJIBHBIX YCTPOMCTB.

€T pEeJICUHBII pEryasaTop Y MOOKJIIOYAET K yIpaBie-
HUIO TIPEIUKTOP YINPaBJSIOLIETO curHana. [1penuk-
TOp KaXIbIil TaKT YIpaBJeHUs U3MEHSIET MOIITHOCTD
Ha 3aJjaHHYI0 Benuuuny ulk] = ulk — 1] + K;[k]. Kop-
PEKTOP OCYIIECTBJSIET TOACTPONKY KO3 dUlIMeHTa
npeaukTopa K;, MCIOJb3ys BEJIUMYMHY Paccoriaco-
BaHus e[k]: K [k + 1] = K, [k] — Ae[k], tme A — k02D~
¢duumeHT Koppekuuu. biok “CyrnepBu3op” Mnpu Bbl-
XOJie CUTHAJIa U3 3aJaHHOT0 MHTEpBaJIa [—e, +e| mne-
PEKJIIOYaeT YIpaBJeHUWE Ha PeJICHHBINA peryasitop.
B TeueHue 3agaHHOTO KojMuyecTBa cpabaTbIBaHUIA
peJIeiTHOTO PeTyJISITOpa BEIYUCIISAETCS KO3(DDUIIMEHT
JIMHEHOTO TpeHIa YIPaBJISIOIIEero CUrHaia, u 6JI0K
“CymepBu30p” BO3BpalllaeT yIIpaBIeHUE IPEOUKTOPY.

OnucaHHyO aTanTUBHYIO YHU(PUIIMPOBAHHYIO CH-
cTeMy yIpaBjieHUSI U YHUGDUIUPOBAHHBIN AaTUMK
Beca pa3MelaloT Ha ycraHoBKax cepum “HMKA”
IIJIST BBIpAIIMBAHUS KPUCTAIITIOB MeTonamMu Yoxpaib-
ckoro u CternaHoBa. YyBCTBUTEJILHOCTD TaTYMKa Be-
ca B 3aBUCUMOCTH OT MacCHI TTOJTyJaeMbIX KPHUCTaI-
108 cocrtasysieT oT 107> mo 2 x 107> H. Ha puc. 2
MOKa3aH KPUCTAILI aJTIOMO-UTTPUEBOTO I'paHaTa, Bbl-
paiieHHbI Ha ycraHoBKe “HUMKA-3” B aBTOMaTH-
yeckoM pexume. [1pou3BOACTBEHHBIN y4aCTOK pO-
cTa TNpoduInpoBaHHOTO camndupa Ha ycTaHOBKax
“HUKA-ITpodnnp” npencrasneH puc. 3. Ha puc. 4
MMOKa3aHBl BBIpAIllEeHHBIE C TIPUMEHEHUEM aganTUB-
HOIf aBTOMAaTM3WPOBAHHOM CHCTEMBI YIIpaBIICHUS
24 candupoBbie MJIACTUHBI IUPUHOKH 90 MM U TOJI-
muHoM 1.4 MM, ImpemHa3HaYeHHBIC IJIT U3TOTOBIIE-
HUS 3aIIUTHBIX 9KPAaHOB CMapT(OHOB, YCTPOMCTB.

AITAIITUBHAA CUCTEMA VIIPABJIEHMA
JJ1d METOJA KMPOITYJIOCA

I'maBHBIM oTiiuneM Metona Kupomymnoca ot me-
tonoB Yoxpanbckoro u CrermaHoBa SBIISIETCS TO, YTO
POCT KpUCTaJllIa IPOUCXOOUT HE C IIOBEPXHOCTHU pac-
IUIaBa, a BHYTpU Hero. [1oaToMy peanbHasi CKOPOCTh
KPUCTAIUIM3ALIUM CIIMTKA B OTJIWYME OT YKa3aHHBIX
METOIOB He 3aBUCHUT OT CKOPOCTHU BBITSITUBAHUST KPU-
cTajia, a OoIpenelsieTcss TeMIlepaTypHBIM TpaareH-
TOM B pacruiaBe. Ha yacTb Kpucraiia, morpy>keHHYO
B pacIuiaB, IeCTBYET BbITAJIKUBAlOIasl CUIa, TO3TO-
My U3MeHEeHMe TTIOKa3aHWi JaTynKa Beca 00yCIIOBIIe-
HO BapHalUSIMUA CKOPOCTHU KPUCTAILIA3ALM 1 (POPMBI
MexdasHoM rpaHULBI (HaIlpUMep, pe3Koe Mmpopac-
TaHUEe BEPIIMHBI KOHyca ()pOHTA KPUCTAJUIU3ALNU
B paciuiaB). BriBeneHHOe ypaBHeHUE HaOJIIOOCHUS
nmatuyuka misg Metona Kupormynoca mmeer Bz [15]:

W(L) = gp,{Vyp(D)} + 2mr(L)ocos{a(L) + B} —

— (P, = P1)View (L) + prgmr’(L)A(L), ®
View(D) = 1/31r (L)cte(1/2Y(L)), )
VL) = (L) (L), )
L=, +v, (6)
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e Vipy(L) — 00beM KpucTasia B paciuiase, V(L) —
00BEM KpucTajla Haj paciviaBoMm, Y(L) — yroa npu
BepIlIMHE KOHYyCa, ONUChIBaloIIero gpopmy Mmexdas-
HOW I'paHU1Ibl, V. — IMHEHHAas! CKOPOCTbh KPUCTAJLIN-
3a1uu (BepTUKaJIbHAsI KOMIIOHEHTAa CKOPOCTH IPO-
IBUXEHUS (ppoHTa BIIyOb pacriaBa B IIpoliecce
pocTa), v, — CKOPOCTb BBITSITUBaHUS KpucTtasia. Ot-
METHUM, 9TO, KaK IIPaBUJIO, IMHEIHAS CKOPOCTb KPU-
CTA/UIM3AllMM Ha TMOPSIAOK MPEBOCXOAUT CKOPOCTH
BBITSITUBAHUS V. = V. TakuMm oO6pa3om, CUTHAJ aT-
YyrKa Beca KpHUCTajlla IIpM €ro BBEIpAallMBAaHUMN Me-
TongoM Kwuporysnoca siBisieTcst GyHKIIMEH OBYX CBO-
OOOHEIX IMapaMETPOB — JIMHEMHOI CKOPOCTH KpU-
crau3auui U ¢GpopMbl (PpOHTA KPUCTALUIM3ALUN.
Hanpumep, mpuInHON YyMEHBIISHUS TTPOMU3BOIHOM
MOKa3aHMW JaTYMKaA Beca MOXET SIBISITHCS KaK CHU-
JKEeHME TMHEeMHO CKOPOCTU KPUCTAJLIU3ALINM V,,, TAK
U YMEHBbIlIEHUE yriia Y. BBuny aToro oobeKT ynpasie-
HUSI HE HAOJII0AaeTCsl B JOCTATOYHO LIMPOKOI 30HE.
IluprHa 30HBI BEIYUCHSIETCS cornacHo (3)—(6) Ha
OCHOBaHUM BO3MOXHBIX NU3MEHEHUM CKOPOCTU KPH-
cTayM3alu U ¢opmbl POHTA U OBICTPOTHI UX W3-
meHeHus. [IpemiaraeMelii perysiTop MOIIHOCTH Ha-
rpeBaTesisi COAEPXUT 30HY HEYYBCTBUTEJIHLHOCTH,
paBHYIO 30HE, B KOTOpPOU OTCYTCTBYeT HalOiromae-
MOCTh 00BbeKTa yrpasieHus. CieayeT Takke OTMe-
TUTh, YTO B XOJZI€ MpOIlecca BhIpAIIMBAHUS MOKET
BO3HMKATh KOHTAKT NMepudepuiiHbIX yacTeil ppoHTa
KPUCTAJUIM3ALMU CO CTEHKOM Turisa. IlpnynHa 3Toro
3aKJII0YAaeTCsI B HEPABHOMEPHOCTH TEILUIOBOIO ITOJIS,
co3naBaeMoro HarpeBateieM. Hanbonee ahdekTruB-
HO pa3Butue (yBeJIMYECHHUE IUIOIIAAM) TaKOro KOH-
TaKTa MOXET OBITh MPEOOTBPAILEHO IOBBIIICHUEM
CKOPOCTHY BBITSITMBAaHUSI KPUCTasia, BbI3bIBAIOIIM
MTHOBEHHOE MaJeHue YPOBHS paciulaBa B TUIJIE U
€ro yxoJ 13 30HbI KOHTaKTa. Mcxomst u3 ykazaHHBIX

0COOEHHOCTEN Mmpouecca U Toro, 4rto e = W, —

— W 0g» OBLIT pEATM30BaH CIICAYIOLINIA AJITOPUTM aB-
TOMaTUYECKOTO YIpaBIeHUSI OMHOBPEMEHHO IO Ka-
HajlaM MOILIIHOCTU HarpeBaTessi U CKOPOCTU BBITSTH-

BaHMA KpUCTaJia:

0, IF(e, < e < ey)
IF(e > e,) ¢,

—Pyeipy,  1F(e < e) (7)
Vos IF(e < econtact)

B
Vcontact, IF(e > econtact)

rie AP — u3MeHeHMe MOIIHOCTH HarpeBaTtesisi Ha
KaXKIIOM TaKTe YIIpaBJIEHUS e; U e, — IPeAesIbl 30H He-
YyBCTBUTEJIbHOCTHU PETYJISATOPA IS TTOJOXUTETbHOM
U OTPULATENIbHOW OUIMOKH, Pypip) U Pypip) — BEJH-
YUHBI U3BMEHEHUSI MOIITHOCTU HarpeBa, OCyIleCTBIIsI-
emble TTU]/I-perynsiTopoM NpM MHOJOXUTEIbHONH U
oTpuLaTelibHOM ommoKe, IF — mornueckas hpyHKIus
BBITTOJIHEHUS YCIOBUS, V opiact — CKOPOCTD BBITSITMBA-
HUSI KpUcTajljla Py JeTeKTUPOBAaHU M KOHTaKTa KpU-
CTaJlJla CO CTEHKOI TUTJIsI, COMTPOBOXAAIOIIEECs yBe-

AP =< +pypip),
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Puc. 5. Ycranoska cepunu “HUKA-M” m1s1 BeIpalliiBaHust
cIIMTKOB caricupa metonom Kuporrysoca, ocHarieHHas cu-
CTEMOI yrpaBJIeHUsI MPOLIECCOM POCTa C 00PATHOM CBS3bIO.

JINYEHUEM OILIMOKU MOPOTOBOTO 3HAYEHUS €.opniact
3aMeTrM, 4TO IJIST pacyeTa OIIOPHOTO 3HAYEHUS CO-
rinacHo (3)—(6) HeoGxoaQUMO HaiTh GOPMY KPUCTAI-
nma r(L). B [16] moka3aHoO, 4TO OJISI pEeLIeHUsT 3TOM
3aJa4d MOXHO C HEOOXOAUMOU I ympaBieHUs
CTETIEHbIO TOYHOCTU OTPAaHUUHUTELCS pACCMOTPEHUEM
TOJBKO TIPOIIECCa MaccollepeHoca B THAPOCTATUYC-
CKOM MPUOJIVKEHUM.

Ha puc. 5 nokazaHa ogHa M3 YCTaHOBOK CEpPUU
“HUKA-M” nis BeIpallilMBaHUSI CIMTKOB camdupa
MeTtonoM Kuporryioca, Ha KOTOPOii YCITeITHO MpUMe-
HsIETCSI CUCTeMa YIIpaBJIeHUsI C 00paTHOIA CBsI3bIO [ 15].
KonTpons nporiecca pocta B aBTOMaTHIECKOM PEXIME
¢ 0OpaTHOI CBSI3bIO CTal BO3MOXEH OJyiarogapsi HOBOIA

[

o

o
T

1073
)
S
S

400 |-

—-300 —200 —100 0 100 200

R, 1073 m

300

Puc. 6. PacuetHas (1uTprxoBast TMHUS) U peaibHast hop-
MbI KPUCTaJUIA, TIOJYYEHHOIO B aBTOMAaTUYECKOM PEXU-
Me€ BbIpallIMBaHUSI.
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CHUCTeMe TUHAMWUYECKOTO M3MEPEHUSI BCEX CUJI, NIeii-
CTBYIOIIMX Ha PaCTYILIU KPUCTAZT U BOIOOXJIAKAAe-
MBIl IITOK. [IporpamMmMHOe oGecriedeHue MO3BOJISIET
YCTPaHUTH IIIyM, CBSI3aHHBII C ABWKEHUEM BOMBI T10
IITOKY U JIPYTMMU TIOMEXaMU, W BbIICIUTD MOJIE3HbIIA
CUTHAJI C YCTPOICTBA U3BMEPEHMUSI CUIL.

Ha puc. 6 ipencraBiieHbI pacyeTHasI (IITPUXOBast
JIVHUS) U peanbHast GOpPMBI KPUCTAJLIA, OTYYEHHO-
ro B aBTOMaTUYECKOM peKMMeE BbhIpallliBaHUSI.

BBIBO/IbI

151 ycTaHOBOK BhIpalllMBaHUSI KPUCTAIIIOB METO-
namu Yoxpanbsckoro u CreraHoBa pa3paboTaH agar-
TUBHBI YHUPUIIMPOBAHHBIN PETYISITOP, KOTOPBIA
IIPOTPAaMMHO MEPEKITIOYAETCSI Ha COOTBETCTBYIOIIUMA
MeTol BbipammuBaHus. KoadduiimeHTsl HaCTpOHKHU
peryasaropa aBTOMaTUYECKU YCTAaHABIMBAIOTCS B XO-
ne mpoiiecca pocrta. [Ipr usMeHeHUU pa3HOCTH TIPO-
U3BOAHOU MPOTrpaMMHOMN CWJIbI Y IIPOU3BONHOU CU-
JIbI, UBMEPSIEMOU NAaTYUKOM BBIIIE YCTAHOBICHHBIX
MIPENEIIOB, PETYJISITOP ABTOMAaTUYECKHU NEPEKITIOYAET -
Csl Ha peJICHUHBINA pEryJasTop U BO3BpallacTCs Ha OC-
HOBHOI TUII PETYJIMPOBAHUS, TIOCJIE TOTO KaK BEJIU-
YUHA KOHTPOJUPYEMOTO pa3dajiaHca BOMAET B ycTa-
HOBJIEHHbI KOPUIOP.

J171s1 ycTaHOBKM BhIpallliBaHUSI KPUCTAJIOB METO-
noM Kwupomnyioca co3gaH agaldTHUBHBIN PeTyJsITOp,
YUYUTHIBAIOIIMNIA, YTO OOBEKT YIIPABJICHUS B CUIY CIIe-
HUpUKI METOIa MOXET ObITh HEe HabJII0gaeM ¢ IIOMO-
IIbIO TaTYMKa Beca B JOCTATOYHO IIMPOKUX A1ANa30-
Hax. B cBsI3U ¢ 3TUM npemioxkeH U peaan3oBaH CIie-
LUaJIbHBII aJITOPUTM YIIpaBJIEHUS 10 IBYM KaHajlaM:
CKOPOCTHU IToAbeMa KpUCTaJlJIa U MOLITHOCTU HarpeRa.
B 30He HaGII0H1aEMOCTH YIIpaBJICHNUE OCYILIECCTBIISIET -
cs MO KaHajJay MOIIHOCTU HarpeBa. B 30He oTcyT-
CTBUSI HAOJIOJAaeMOCTU — 10 KaHally CKOPOCTH WM
O ABYM KaHaJjlaM.

A,E[aHTI/IBHbIC CUCTCMBI YIIPpABJICHUA IPUMCHAIOT -
Csd Ha O60py,I[OBaHI/II/I pocCTa KpUCTAJJIOB, BBIITYCKAC-

MbIX DKCIIEpUMEHTAJIBHBIM 3aBOJIOM HAyYHOTO IIPU-
OOpOCTpOCHMUS.
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Adaptive Automated Control Systems for Growing Single Crystals by Czochralski,
Stepanov (EFG) and Kyropoulos Methods Using a Weight Sensor
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The results of the creation of adaptive control systems for growing single crystals of oxides and sapphire by
Czochralski, Stepanov (EFG — edge-defined film-fed growth) and Kyropoulos methods using weight sensors
are summarized. The developed adaptive automated control systems for these growing methods are used in
crystal growth units produced by the Experimental Factory of Scientific Engineering with the Special Design

Bureau RAS for industrial application and research.

Keywords: crystal growth, process control, adaptive system, automatic control, equipment, feedback.
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[MTpuGopkl HAa OCHOBE HAHOPA3MEPHBIX HEJIMHEMHBIX 3JIEMEHTOB C TTONEPEYHBIM TPAHCIIOPTOM HOCHUTEJIei
3apsiaa MIMPOKO MPUMEHSTIOTCST B Pa3JIMYHBIX COBPEMEHHBIX PAIUO3JIEKTPOHHBIX crucTeMax. OMHaKoO B Ha-
cTosee BpeMsl He pa3paboTaH ONTUMAaIbHBIN (C TOYKU 3pEHUSI BpEMEHHOM CJI0XKHOCTU U TOYHOCTH) TIO -
XOJI JUTSI TPOTHO3MPOBAHUSI 9KCTUTYyaTallMOHHBIX ITApaMeTPOB C YIETOM BPEeMEHHOTO (haKTopa U BHEIITHETO
BO3IEMCTBUS MOAOOHBIX YCTPOUMCTB. B naHHOI paboTe aBTOpaMM MPEAJIOKEH BapUaHT PEelIeHUs 3a1auu
MOIEIMPOBAHUS IeTpagallii TeTePOCTPYKTYPHBIX HAHORJIEKTPOHHBIX MPUOOPOB ¢ MOTEPEYHBIM TPAHC-
MOPTOM HOCHUTEJIell 3apsiia Ha OCHOBE MCKYCCTBEHHOU HEifpOHHOI CETH MPSIMOTO paclpoOCTpaHECHUS.
Hcnonb3oBaHre HEMfpOCETEBBIX MOIXOIOB MPU MOACIUPOBAHNY PE30HAHCHO-TYHHEbHBIX TUOIO0B ITO3BO-
JISIET 3HAYUTEJIbHO (Ha HECKOJIBKO MOPSIIKOB) MOBBICUTH OBICTPOICICTBUE TaKUX Moeieii. O0ydeHue pa3-
paboTaHHOIM NCKYCCTBEHHOM HEMPOHHOM CETU JTaHHBIMH, ITOJTyYeHHBIMM B paMKaX UCTTBITAHUI Ha HAIeXK -
HOCTb HU3KOPa3MEPHBIX MOJYITPOBOIHUKOBBIX T€TePOCTPYKTYPHBIX TUOIOB, MO3BOJISIET B HECKOJIBKO pa3
MTOBBICUTh TOYHOCTb MOIENIM 3a CYET y4yeTa BIUSHUS TEXHOJOTUIECKUX MOTPEITHOCTeN (BO3ZHUKAIOIINX
MpY TPOM3BOACTBE), a TAKXKE PA3IMUHBIX NerpagalliOHHbIX U3MEHEHUI (TPOTEeKAIOIIUX C TEUEHUEM Bpe-
MEHU U MO BO3AEUCTBUEM BHEITHUX (haKTOPOB B MpoIlecce dKCIUTyaTallui Pe30HaHCHO-TYHHEIbHBIX
IVOOOB).

KiroueBble clioBa: TeTepOCTPYKTYPHI, TepareploBblii 1UaNa3oH, OCHULISTOP, MOJIYIIPOBOAHUKOBBIC 31U~
TaKCUAJIbHbIE CJIOU, OECIIPOBOIHAS CBSI3b, HAHORJIEKTPOHUKA, PE30HAHCHO-TYHHEIbHbBII IMOI, MaTeMa-

TUYECKOE MOJETUPOBAHUE, UCKYCCTBEHHbIE HEIIPOHHbBIE CETH, IEPCENTPOH, Terpaaarus.

DOI: 10.31857/51028096022010137

BBEJEHUWE

B HacTosiee BpeMsi B COBpeMEHHBIX Pagro3JIeK-
TPOHHBIX CHCTE€MaxX B KayeCTBE HEJIMHEHHOro 3Jie-
MEHTA IIUPOKO MPUMEHSIETCS pE30HAHCHO-TYHHE b~
Heiii guon (PT/). Ilpum m3aMeHeHUM NapaMeTpPOB
cnoeB retepocTpyKTypbl PT/I MOXHO OCyIIeCTBISITh
yrpaBjieHue (GOpMOIl BOJBTaAaMIIEPHON XapaKTepu-
CTHKM, CO3[aBasl AUOMI, ONTUMAIbHBIN I pa3ind-
HBIX YCTPOMCTB [1], K mpuMepy, OCHMIIISITOPOB [2]
WU cMecuTeneit [3] teparepuoBoro auarna3oHa. On-
HAKO Ha CETONHSIIIHUI JeHb SIBIISIETCS HEepEIIeHHOM
3amaya odecrieyeH!usT TpeOyeMOoro ypoBHS HaASKHO-
ctu PTH npu ctaOMJIBHOM TEXHOJOTMYECKOM IMpPO-
necce nsrorosiieHus [4]. [IpuunHO clnoXuUBIIEiCS
CUTyalluu SIBJISIETCS OTCYTCTBUE aIeKBaTHBIX MOJE-
JIeil Jerpajalliyd TeTepOCTPYKTYPHBIX YCTPOICTB.
IIpu pa3paboTke NOOOOHBIX MoAeJIeii He0OXOAUMO
BBISIBUTh OCHOBHBIE JerpagallMOHHbIE MEXaHU3MBbI,

OTIpENEINTh SHEPTUIO aKTUBAILINN U KOPPUIINESHTHI
Iuddy3n COOTBETCTBYIOLIMX IpoLiEccoB [5, 6].
KpoMe Toro, B morpemHocTb Mojejeil Hen30exKHO
“3aKyIagpIBalOTCs” OIIMOKM BBIYMCIICHUS SMITMpUYE-
CKMX TIOTIPAaBOYHBIX KO(MDPUIIMEHTOB KOMOUHUPO-
BaHHBIX PacYeTHO-3KCIEPUMEHTAIBHBIX MOJEJICi TO-
konepeHoca [7, 8]. JJoCTMZKMMOCTB BBICOKOTO YPOBHS
TOYHOCTHU U TOCTOBEPHOCTHU TaKUX AerpagalliOHHBIX
MojgeJeil, IOCTPOSHHBIX Ha TPaIULIMOHHBIX ITOOXO-
JlaX, BBI3BIBAET OYEBUIHBIE COMHEHUSI.

ABTOpaMu IpPeaI0KEeHO HCIIOJIb30BaHUE HCKYC-
ctBeHHOI HelipoHHoli cetu (MHC) [9, 10] mns am-
MIPOKCUMALIMM CJIOXHBIX, B TOM YHUCJE CKPBITHIX,
(YHKIMOHAIBHBIX 3aBUCHUMOCTEN 3KCILTyaTalldOH-
HbIX xapakTepucTuK PT]l OoT KOHCTPYKTOPCKO-TEX-
HOJIOTUYECKHUX IapaMeTPOB C Y4ETOM BPEMEHHOTO
¢akTOpa 1 BHEIITHETO BO3AEMCTBUSI.
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Puc. 1. Pe3ynbratel MogenupoBaHus: I — 3aBUCUMOCTD
YCPEAHEHHOM OMOKY 00yYeHUs] G OT YKCiia HEUPOHOB
Ha CKPEITOM cjioe N, 2 — 3aBUCUMOCTh BpeMEeHH 00yde-
HUSI HEUPOHHOI CETH f OT Yuciia HEUPOHOB Ha CKPHITOM
cnoe N.

METOANKA

B o611ieM ciryyae MCKyccTBeHHasl HEMpOHHAasI CEeTh
MpeacTaBaseT COO0l CUCTEMY COeAUHEHHbBIX U B3au-
MOCBSI3aHHBIX 2JIEMEHTAPHBIX HEJIMHEHBIX BbIYMC-
JIUTEIBHEBIX OJIOKOB, Ha3bIBaeMbIX HelipoHaMu. B co-
OTBETCTBUM C OOOOILECHHOI aNIpoOKCUMALIMOHHOMN
TEOPEMOI, C TIOMOILBIO JIMHEWHBIX OIepalMii U Kac-
KaOHOTO COCIUHEHUS HEJIMHEUHBIX 3JIEMEHTOB MO-
XeT ObITh YCTAaHOBJIEHA C 3aJaHHOW TOYHOCTBHIO U
aIIpoKCUMHMPOBaHa JIro0ast HeIpepbIBHAST (DYHKIIV-
OHaJIbHas 3aBUCUMOCTS [ 11, 12]. [TepBBbIM 11arom npu
pazpabotke MHC sBasiercs BBIOOP CTPYKTYpHI.
CTpyKTypOil WM XXe TOIOJOTrheii HeMpOHHOI CeTu
Ha3bIBAIOT CXEMY, OIMCHIBAIOIIYIO MOJIEJIb COEIUHE -
HUSI HEIPOHOB MEXXIy CO00it. ABTOpaMu Mpeajioxe-
HO MCHOJb30BaHNE MHOTOCIOMHOIO NepCenTPOHa, B
KayecTBe HEJIMHENHOW (PYHKIMM aKTHUBAILIMU IIOJ-
TBepXacHa 3¢(pHEKTUBHOCTD UCIIOJIb30BaHUS TUIIEP-
0OJIMYECKOI0 TAaHTEeHCA.

B pamkax pemeHus 3agayn MOASIUPOBAHUS Je-
rpagauuu PT]I, B KauecTBE KOHCTPYKTOPCKO-TEXHO-
JIOTMYECKHX MapaMeTPOB BbIAEICHBI TOJIIIUHBI TeTe-
pocioeB, GOPMUPYIOLINX Oapbephbl U SIMY, BHEIIIHEE
BO3IEHCTBUE PACCMOTPEHO KaK IMOBBILIEHUE TEMIIC-
paTypbl B TedeHHE 3amaHHOro BpemeHu. CoOOTBeT-
CTBEHHO, alllIpOKCUMUpyeMast GDyHKIIMOHATbHAs 3a-
BUCUMOCTb MOXET OBbITh (pOpMaJiM30BaHa CieaylO-
MM 00pa3oM:

J = F(dwadbaTataV),

Tae d,, — TommuHa ciosi, GOPMUPYIOIIETO TTOTEHIIH -
ATBHYIO SIMY; d), — TOJIIIUHBI CJI0eB, (HOPMUPYIOIITNX
MOTeHLMAJIbHBIE 6apbephl; 7 — BEJMYMHA TeMIlepa-
TYpHI; ¢ — IJIUTEIBLHOCTh TEMIIEPaTypHOTO BO3MICH-
CTBUSL; V' — 3HAYEHUS TIPUIOXKEHHOTO HAPSIKEHUSI.

Yuciao HEMPOHOB Ha BXOTHOM CJIO€ OITpeleIeHO
YHCJIOM HE€3aBUCHMbIX ITapaMETPOB alllpOKCUMUPY-
emoli xapakrepuctuku PT/I. Ha Beixoge ceTu onuH
HEUPOH, NPUHUMAIOLIUI 3HAYEHUE IIJIOTHOCTHY TOKA.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1

3HaYUTEeIbHOE BHUMAaHME IpU pa3paboTKe Heii-
POHHOI1 ceTu OBLIO yaeJeHO BEIOOPY MeToda o0yye-
HHUs HelipoHHoU cetu. C MareMaTHM4YECKON TOUYKU
3peans ooydeHne MHC mpencrapiasgeT coboit perre-
HME MHOTroIapaMeTpuiYeCKOM HEJIMHEWHHOM ONTUMU -
3allMOHHOI 3agaun. IMeHHO B mpoliecce 0Oy4eHUs
HeMpOoHHAas CeTh CIOCOOHA BBIIBUTH M OOOOIINTH
(YHKIIMOHATBbHYIO 3aBUCUMOCTh MEXIY BXOTHBIMU 1
BBIXOIHBIMU JaHHBIMU. O000IIA0IIAas CIIOCOOHOCTD
ABIIsIeTCS BakHen M cBoitictBoM MHC, mo3Boirstio-
LM MOMAEIMU OTpaXkaTb UCXOAHBbIE NaHHbIE B MCKO-
MBI€ pe3yIbTaThl HA BCEM MHOXECTBE JTaHHBIX, a HE
TOJILKO B TPEHMpPOBOYHBIX IIpuMepax. B kadecTBe
KpUTEpHS BEIOOpPA ONTUMAILHOTO METOIa OOydeHUS
HCITIOJIb30BAaHO BpeMsi oOydeHUs1 cetu. Kcciemosa-
HWSI, IPOBEIEHHBIC aBTOpaM1 Ha MOACIbHBIX CTPYK-
Typax, IToKa3aJjiu, 94To aaroputm Jleenoepra—Mapk-
BapaTa SIBISIeTCS HaubOosee OBICTPOIEHCTBYIOIINM
metonom ooyueHnss MHC. T1pn onenke ObICTponeii-
CTBMSI aJITOPUTMOB OOyYE€HUSI B KauyeCTBE KPUTEPUS
MX OCTAaHOBKM ITPUHUMAJIOCH JOCTVKEHIE 3aJaHHOM
TOYHOCTH.

B HacTosIIee BpeMs He CyIIIeCTBYeT YHUBEPCATb-
HOTO METOJIa, UCTIOJIB3YeMOTO ISl OTIPEACICHUS TH-
neprapametTpoB U ctpykrypsl MHC [13, 14]. Tlpu
pa3paboTKe HeHPOHHOM CeTH MPOBEICHBI MCCIICIO-
BaHUS BJIMSHUS YMCIa HEMPOHOB Ha CKPBITOM CJIO€
Ha BpeMsI U TOYHOCTb 0OyuyeHusi. B kauecTBe Kpute-
pUsI IpU OLIEHKE TOYHOCTY BIOpaHa OIIMOKa 00y4eHUSI
(BeJIMYMHA PACXOXICHUST TTPOTHO3UPYEMOTO 3Have-
HUs, nojydyeHHoro Ha Bbixone MHC, u maHHbBIMU,
WCIIOJIb30BAaHHBIMM TIpH (pOPMHUPOBAHUM OOyYaro-
el BBIOOPKM). AHaIU3 TIOJYYEHHBIX Pe3yJIbTaToB
MO3BOJIWJI MOJYYUTh TOYEYHYIO OLIEHKY YMclia Heli-
POHOB Ha CKpBHITOM cioe. OO0OIIeHHbIE Pe3yIbTaThI
MnpeacTaBIeHbI Ha puc. 1.

Takum oOpa3oM, B paMKax pa3pabOTKH MOIEIU
nerpagauuu PTI ¢ ucnojib3oBaHUEM HCKYCCTBEH-
HBIX HEMPOHHBIX CETell, ObLIa IToJIyYyeHa CTPYKTypa
CceTH, orpeneieHa GYHKIUS aKTUBAIIMU, OCYIIECTB-
JICH BBIOOD UKCjia HEAPOHOB Ha CKPBITOM CJIO€ U BbI-
OpaH MeToI 0Oy4YeHMSsI CETH, ITO3BOJISIONINE C TPeOy-
€MOIf TOYHOCTBIO YCTAaHOBUTH U aIllIIPOKCUMUPOBATH
MCKOMYI0 (DYHKLIMOHAJIbHYIO 3aBUCUMOCTb.

OKCITEPUMEHTAJIbBHAA YACTDb

s Bepudukalm, padpaboTaHHON HelipoceTe-
BOI1 MOJICJI BBIIIOJIHEHO CpaBHEHME 3JIEKTPUIECKUX
XapakTepucTHK 1mpruodopa Ha Beixone MHC ¢ pe3ynb-
TaTaMU, TOJIyYeHHBIMU C UCTIOJIb30BaHMEM KBaHTO-
BOMEXaHMYECKOM MOIEIN TOKOIIEpEeHOCa B T'eTepO-
ctpyktype GaAs/AlGaAs ¢ y4eTOM BpEeMEHU U
BHEITHUX (pakTOpoB. B mTaHHOI MoAeH ¢ LIeJIbIo yue-
Ta U3BMEHEHUI CTPYKTYPHI C TECUYEHUEM BPEMEHU HC-
noJib3oBaHa MMM Gy3MOHHASI MOIECTb, OTTMCHIBAIOIIAs
Ipeiip aToMOB aTlOMUHUS M3 0apbepoB B SIMYy U
creiiceprl (1). 3aBucuMocTh Koa(dpuueHTa aud-
¢y3umn adioOMUHUS OT TeMIIEpaTyphbl OIIpedcsieHa C
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nomoIbio Moaeau Appermnyca (2). B pamkax ¢popma-
JIM3Ma BOJIHOBBIX (DYHKIIMi1, TPO3paYHOCTh BHIYMC-
JISJIaCh KaK OTHOILIEHME aMIUIMTY/ BOJIH, IadaroIIX
M IPOIIEAIINX Yepe3 MOICIMPYEMYIO CTPYKTYpY (3),
onpenensieMbix U3 ypaBHeHus1 Illpenunrepa (4), a
pacueT IUIOTHOCTM TOKa, B paMKax ¢opMajau3ma
Jlanmayspa, ObLT CBeleH K MHTeTprUpoBaHUIo (5).

Takum obpa3zoM, YrciaeHHass MOAEIb MOXKET ObITh
TIpencTaBiaeHa CUCTEMOM MHTeTpo-anddepeHIInaib-
HBIX YDABHEHUIA:

aXé\;(t) I(T)a 1;21(2) (1)
Duy(T) = Dyexp(-E, [kT), (2)
T(E>—|A|K’"1, 3)
|A1| Klmn
HY = EV, )
_E-Ef
2m*ek T l+e T
JW,1) = Qn—jT HE)In| T \dE, - (5)
l+e 7

roe Tr(E) — NMpo3payHOCTb MOIEIVMPYEMOI TeTepo-
CTPYKTYpPHI, kK — TTocTosgsHHas1 bonpiimana, 7 — TeM-
neparypa, m* — acddeKTruBHas Macca JNEKTPOHa, e —
3JIeMEHTapHBIN 3apsn, X ,; — JOJsI 3aMELIEHUS aTOMOB
rayvsg atoMamu amoMuHus, D, (T) — koadhdunm-
eHT nuddysnu, D, — Npen3KCNOHEHIMAIbHbI MHO-

XuTenb, F, — 3Heprus aktusauuu M@ @y3snoHHOro

npotecca, EfN — sueprust @epmu B 1eBoM (1pa-

BOM) pe3epByape, A — aMIUTUTYAbI NaIaoIIeii U Ipo-

uieslieil BoiHbl, K, =1 2m,.* (£ -0, ,.)/ h — BosmHOBOE

YHCJIO 3JIEKTPOHA B i-OM TOYKe, i — MOCTOSTHHAs
TUIaHKa, £ — 1mojiHast SHEprus 3JIEKTPOHA.

I1pu dbopmMupoBaHM MaccuBa OOyJaIOIINX JaH-
HBIX MapaMeTphl ObUIU 3aJaHbl HA PETYJISIPHOM CETKE.
C 1e1bIo OLIEHKHM 000011IaI01Iei CITIOCOOHOCTH MOy~
YeHHOM HepOHHOI ceTH BEIOOPKA pa3JesicHa Ha IBe
(mepBasi UCIIOJIb30BaHa MJIsI OOy4YeHUsI, BTOpasl IJIst
OLIEHKU OIIMOKM 000O0IIEeHUS, MOJTy4YeHHOM IIpU UC-
MOJIb30BAaHUM BXOIHBIX TAHHBIX, HE Y9aCTBOBABIIIMX
B 00y4YyeHUM). 3aBUCUMOCTH OIIMOKN OOy4YEeHUS U
0000IIeHNS OT BEJIMYMHBI IPUIOKEHHOTO HaTIpsIKe-
HUS TIpEICTaBIIEHBI HA puC. 2.

Hrorosast ombka o6yuyeHUs He TpeBbiaer 2%,
a MakKcuUMaJibHasl oIIMOKa OOOOIIEHUSI COCTaBIISICT
2.5%, 9TO TIO3BOJISIET CAENIATh BBIBOI O BBICOKOM TOY-
HOCTHU HelipoceTeBoii Moaenau. Kpome aToro, cpaB-
HUTEIbHBIN aHAIU3 BpEMEHU BEIYHUCICHUI TTOTyYeH-
HOM MOJeNM YW KBaHTOBOMEXaHWUYECKOW Momaeau
ImoKasaj, 4TO MOJIeJIb Ha OCHOBE OOy4YeHHOI Heli-
pOHHOM ceTu sBasgercsa Ooiee 3PGEKTUBHON s
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Puc. 2. Pesynbrarsl MmogenupoBaHusi: I — 3aBUCUMOCTb
OIIMOKM O0YyYeHUsI OT BEJIMYMHBI TPUIIOKEHHOTO HAMPSI-
XeHusl, 2 — 3aBUCUMOCTD OIITMOKN 0000IIEHUS OT BEIU-
YHUHBI MPUIIOKEHHOTO HaIPSIKEHUSI.

MHOTOUTEPAIINOHHLBIX BBI‘-II/ICJ'I@HPIﬁ, TaK KakK OCy-
IECTBJIACT paCcy€Tbl HA HCCKOJILKO IMMOPAIKOB 6BICTDCC.

B pamkax Bammmauuu paspaboTaHHOI Helipoce-
TEBOM MOJIENIU, ISl OOYYEHUSI UCTIOIb30BaHbI DKCIIe-
PUMEHTaIbLHBIX n3MepeHuss BAX, COOTBETCTBYIOIIIE
clenylonreMy Habopy mapameTrposn: 7= 300, 500, 550,
600K;r=0,1,2,3,4,7, 14,21, 28, 60, 72, 110, 145 4.
CrenyeT OTMETUTD, YTO BOJIbTaMIIepHAas XapaKTepu-
CTHKA TI0JTydeHa He JIJIsl BCEX BO3MOXKHBIX COUeTaHUiA
rmapamMeTpoB, TO €CTh, (hpaKTUUECKU 00JIacTh 0Oyde-
HUS HeperyJisipHa. Pe3ynbraThl MOOSIMPOBAHUS IIPU
temneparypax 550 K n Bpemenu HarpeBa 14 n 21 4,
aTaKKe W UX CpaBHEHHUE C BKCIIEpUMEHTaJIbHBIMU
JaHHBIMU IIPEACTAaBIICHBI Ha puC. 3.

PE3VJIBTATBI 1 UX OBCYXIEHHUE

AHaJI3 TIOJYYEHHBIX pE3yJbTaTOB I103BOJISIET
CIeJIaTh BBIBOI O BBICOKOW TOYHOCTHU aINIIPOKCUMA-
LIMU C MOMOILbIO UCKYCCTBEHHBIX HEMPOHHbIX CETe
HEJMHEUHONW (PYHKIIMOHAJIBLHON 3aBUCUMOCTU 3KC-
IIyaTalMoHHBIX xapakTepucTuk PT/l oT KOoHCTpyK-
TOPCKO-TEXHOJIOTUYECKUX I1IapaAMETPOB C Y4YETOM
BPEMEHMU W BO3JE€HCTBUS BHEIITHUX (DAKTOPOB, 1, KaK
CIIENCTBUE, O TIEPCHEKTUBHOCTU PA3BUTHUS HEMpoce-
TEBBIX METOIOB MPU MOICIWPOBAHUU NErpanalluu
NMpuOOPOB HA OCHOBE HU3KOPA3MEPHBIX IOJYMNpPO-
BOIHUKOBBIX TETEPOCTPYKTYP.

ITokazaHo, 4YTO HEMpPOHHAsI CETh CIIOCOOHA 00Y-
YUTHCSI HA OCHOBE BbIOOPKYU BXOAHBIX MAPaMETPOB C
HEperyJsipHbIM pa3oueHueM. B JaHHbBIII MOMEHT aB-
TOpaMU BEIYTCS MCCIETOBAHUS JJIsI OLIEHKY 3HAYU -
MOCTHU 1 TPEOYEMOTO YU CTIa MApAMETPOB, a TAKXKE KO-
JIMYEeCTBA 3HAYEHUW W1t Kaxkmoro rmapametpa. IMocnen-
HsIs 3aada ocoOeHHO BaxkHa mnpu odydeHun MHC
C IOMOIIBIO SKCIIEPUMEHTAIIBHBIX JAHHBIX, TAK KaK
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Puc. 3. Pe3yiabTaThl MoaeIupoBaHust: /| — 3KCIIepUMEH-
tasbHbIe naHHble (7= 550 K, = 14 4), 2 — HelipoceTeBas
monenb (7= 550 K, t = 14 4), 3 — sKcriepuMeHTaJbHbIE
nanHble (7= 550 K, = 28 u), 4 — HeiipoceTeBasi MOJEIb
(T=550K, =28 u).

M3TOTOBJIEHUE W WCIIBITAHUS HU3KOPA3MEPHBIX TO-
JIYIIPOBOAHUKOBBIX CTPYKTYP TPeOyeT 3HAUUTEIbHBIX
¢UMHaHCOBBIX 3aTpar.

AHaJIu3 pe3ysbTaToOB, MOJYYEHHBIX C MCIOIb30Ba-
Huem MHC, oOyyeHHO#I Ha OCHOBE BKCIIEpUMEH-
TaJTbHbIX JaHHBIX, [TO3BOJISIET CAEJIATh BHIBOI O BO3MOX-
HOCTU Y4Y€Ta COBOKYITHOIO BJIMSIHUSI TE€XHOJOTWYe-
CKHWX MOTPEITHOCTEN U pa3TUIHbBIX IeTPaTallMOHHBIX
usMeHeHuit. Yto obecrieyrnBaeT MepCreKTUBHOCTD
MofIoO6HOro NoaAXoaa ISl pelleHUs] MPUKJIaTHbIX 3a-
1ad TPOEKTUPOBAHUS COBPEMEHHBIX PaTUOdJICK-
TPOHHBIX MPUOOPOB.

SAKJIIOYEHHME

IIpencraBieHO WMCIIOIB30BAHUE COBPEMEHHOTO
HelpoceTeBOro Mmoaxoaa K MOACJIMPOBAHUIO XapaK-
Tepuctuk PT]I 1 ux U3MEeHEHUS C TEYCHUEM BpPEMEHU
oI BO3AEHCTBMEM BHEITHUX (pakTopoB. Paszpabdo-
TaHHas1 Modesb Ha ocHoBe MHC mpsiMmoro pacrpo-
CTpaHEHUsI CIOCOOHA C BBICOKOM TOUHOCTHIO OLICHUTh
aneKTpudyeckue xapakrepuctuku PTI, uro moaTBep-
KIEHO Ha 3Tarie BepuduKkamnu mojydeHHOU Helpo-
CETEBOM MOMEIN YHUCISHHOM KBaHTOBOMEXaHWYE-
CKOII Mopesplo (MaKcuMajibHasl OlIMOKa OOydeHUs
He TIpeBbIaeT 2%, a olmmoKa 0600MIEeHUST COCTABIIS-
eT He 6oubie 2.5%). [1pu o6ydeHU pa3paboTaHHOMN
MNHC skcriepyMeHTaIbHBIMUA JAHHBIMU MPEIIOKCH-
Hasi MOJieJIb YYUTHIBAET COBOKYITHOE BIAUSIHAE TEXHO-
JIOTMYECKMX ITOTPEITHOCTE M pa3INYHbIX JeTpana-
LMOHHBIX U3MEHEHMM, IIPOTEKAIOIIMX B IpUOOpE 3a
BpeMmsl ero aKcIutyatauuu. Kak ciiencteue, HeT Heo0-
XOIOMMOCTY BBOIA IOIIOJHUTEIBHBIX “IIOIPaBOY-
HBIX” DMIIMPUYECKUX KO3(h(PUIIMEHTOB, KOTOPHBIC
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MMEIOTCSI BO BCEX M3BECTHHIX U IIMPOKO MPUMEHHU-
MbIX Ha CETONHSIIHUI TeHb (PeHOMEHOJOTUYECKUX
Mopeisax. JJis OLeHKM 3JeKTPUYECKUX ITapaMeTpPOB
PTJl ¢ momMoIpio, TIpeacTaBlIeHHON HelipoceTeBOM
MOJIeJIU TpeOyeTcsl BbIICIICHUE 3HAUUTEIbHO MEHb-
11ero oobeMa BEIYMCIIUTEIIBHBIX PECYPCOB B CpaBHE-
HUU C KOMOWHMPOBAHHBIMM KBAaHTOBOMEXaHUYE-
CKUMHU MOJENISIMU, 4YTO JeJIaeT e¢ HCIIOJb30BaHUE
IIPUBJIEKATEJIbHBEIM UISI UTEPAllMOHHOIO PEIICHUS
OINTUMU3ALMOHHO 3ama4un obecrneuyeHUsI TpeGyeMo-
ro ypoBHs HagexHocTu PT/I.
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Modeling of Degradation of Resonant-Tunnel Diodes Using Artificial Neural Networks
K. P. Pchelintsev! *, N. A. Vetrova- **, V. D. Shashurin'

'Bauman Moscow State Technical University, Moscow, 105005 Russia
*e-mail: pkp @bmstu.ru
**e-mail: vetrova@bmstu.ru

Devices based on nanoscale nonlinear elements with transverse transport of charge carriers are widely used
in various modern radio-electronic systems. However, at present, neither a time-optimal nor an accuracy-op-
timal approach has been developed for predicting the operating parameters with regard to the time factor and
external influences of such devices. In this paper, the authors propose a variant of solving the problem of
modeling degradation of a nanoelectronic device with transverse transport of carriers on the basis of an arti-
ficial neural network of forward propagation. The use of neural network approaches in the simulation of res-
onant-tunnel diodes can significantly (by several orders) increase the speed of such models. Training of the
developed artificial neural network by the data obtained from the reliability tests of low-dimensional semi-
conductor heterostructure diodes allows to increase model accuracy by several times by taking into account
influence of technological errors (occurring during manufacturing) and various degradation changes (occur-
ring with time and under the influence of external factors during operation of resonant-tunnel diodes).

Keywords: heterostructures, terahertz range, oscillator, semiconductor epitaxial layers, wireless communica-
tion, nanoelectronics, resonant-tunnel diode, mathematical modelling, artificial neural networks, persep-
tron, degradation.
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PazBuBaeTcs Momenb IMHAMWYECKOIO B3aMMOIEHCTBUS MNUCIIOKALIII C IIPUMECHON ITOOCUCTEMON KpH-
CTaJUIOB C BBICOKHMM MOTEHIMAJIbHBIM pejibehoM KpUCTa/UIMYeCcKoi pelneTku (6apbepamu Ilaiiepica).
K gmciry Takx MaTepuralioB OTHOCSTCS METaJUIbl ¢ 00beMHO HEHTPUPOBAHHON KyOMYECKOIl CTPYKTYpOI,
MOJIYNPOBOAHMKY, KEPAMUKU U MHOrMe apyrue. IlokazaHo, 4To MoauduKalus IIPUMECHbBIX MUTPALIMOH-
HEBIX 0apbepOB BOIM3M AUCIOKAIIMOHHOTO SIIpa CYIIeCTBEHHO BIMSCT Ha Cerperaiuio mpuMeceii Ha IBIXKY-
mieiicsa auciaokauuu. I[lojgydeHo aHaIUTHUUYECKOE OMMCaHWE HayaJlbHOM CTaguy KMHETUMKU Cerperamuu,
MIPUBOISIICH K aHOMAJIMSIM TUCIOKAIIMOHHO TMHAMUKY M Mpeaelia TeKydecTu MatepuanoB. [locTtpoeH-
Hasl TeOpUs TMHAMUYECKOIO B3aMMOIEUCTBUS NUCIOKALMA C TPUMECHOU MOJACUCTEMOM KPUCTAIIA YUY -
ThIBaeT OOpaTHOE BIUSIHUE IIpUMeECeil, YBIeKaeMbIX ABVKYIIIMMUCS TUCITOKALIMSIMU, Ha JUMHAMUKY CaAMMX
nuciaokanuit. ClencTBUSIMUA CaMOCOITIaCOBAHHOTO XapakTepa IIpoliecca SIBJISIIOTCS: BOBHUKHOBEHUE He-
YCTOMYMBOCTHU IBVKEHHUS TUCIOKAIIUI B ONIpeieJIcHHOM MHTepBaJIe CKOPOCTEil M MMMOOMIN3aLIYSI TUCITO-
KallMi IpY HAIIPSDKEHUSIX, 3HAYEHUST KOTOPBIX HUXKE HEKOTOPOTIo Mopora.

KiroueBble ciioBa: nruHaMuKa JUCIOKALUi, cerperalusi mpuMeceit, orpuliaTeibHasi CKOPOCTHAsI YyBCTBU-
TEJIBbHOCTh, HEYCTOMYMBBIC PEXXUMBI, AeDOpMALIMOHHOE CTapeHre, aHOMAJIUHU TIpeesia TeKy4eCTH, CUHTY-

JIIPHOCTH aKTUBAalLlMOHHOTO 00BbeMa.
DOI: 10.31857/51028096022010149

BBEAEHWE

BrusiHue nmpuMeceii Ha IUHAMMKY TUCIOKALIUIA Cy-
IIECTBEHHO MOAUMULIMPYET MEeXaHUUEeCKUE CBOM-
CTBa KpMUCTAJLIMYECKUX MAaTepUajoB U SBISIETCS
MIPEeAMETOM BCECTOPOHHETO M3y4YeHUsI (KaK IKCIIe-
PUMEHTAILHOTO, TaK 1 TeopeTudeckoro) [1—4]. [Ipu
OIpeAeCHHBIX YCIOBUSX TIpUMecHu TUMOYHAUPYIOT
K JMCJIOKALIASIM M OCaXKIAlOTCsI Ha HUX, IIPUBOIS K
TaK Ha3plBaeMoMy ‘“‘crapeHmio”. Ilpm cpaBHUMBIX
MOIBMXHOCTAX AMCIOKALUMU U TIpUMeceid HEpEeaKO
BO3HUKAET HECTAOMJILHOCTh IUIACTMYECKOIO Teue-
HUS, TIPOSIBIISIIONIASICS B BUIE CKAYKOB Ha AedopmMa-
HMOHHBIX KpuBBIX (3¢hdekT ITopreBena—Jle Ilate-
awe [5-7]).

K HacTosieMy BpeMeH! THAMNYECKOE B3alMO-
JIeicTBUE TIpUMeECcei ¢ UCIOKALMSIMU XOPOIIO U3y-
yeHo aJis1 MaTtepuajioB ¢ I'LIK-cTpykTypoit Kpucrai-
JIm4eckoi pemeTku [8—13], B KOTOPBIX COOCTBEHHEBIM
MOTEeHIUAJIBHBIN peabed KPUCTANIMUECKOM pernieT-
Ku (0apbepnl [laliepiaca) HU30K B CPaBHEHUHU C JIO-
KaJIbHBIMU 4Y3KE€POIHBIMU BKIIOYECHUSIMHU (CTOIIOpa-
MHU). 3HAYUTEJIbHO MEHee H3y4eHa CUTyallus IS

kpuctamioB ¢ OLLK-cTpykTypoii, ITOJIyIIpOBOTHM-
KOB, KEpAMUK U IPYTrUX MaTe€pUajioB, B KOTOPbIX IBU-
KEeHUEe OUCIOKALMil KOHTPOJUPYETCS BBICOKMMU
o6aprepamu Ilaitepiica. 3aKOHOMEPHOCTU OUHAMU-
YeCKOIro CTapeHMs TUCIOKAIINii, 3aBUCSIIE OT Me-
XaHU3Ma UX JIBVKCHUS, Pa3IMUHBI 1151 IBYX YKa3aH-
HEBIX TUIIOB MartepuaioB [14]. Hepenko cuutaercs,
yto B Ol K-MeTamrax, B KOTOPBIX T1acTUUYecKas ae-
dopMalsi OCyIIEeCTBISIETCSI BUHTOBBIMU TUCJIOKA-
HUSIMH, UX B3aUMOJIEHACTBUEM C IIPUMECSIMU MOXKHO
npeHeOpeuyb. OCHOBaAaHNEM 3TOMY CIIYKHT TO OOCTOSI-
TEJIbCTBO, YTO BUHTOBBIE NUCJIOKAIIMUA HE CO3IAI0T
JTaJIbHONEIICTBYIOILIETO MOJISI TUAPOCTATUYECKOIO daB-
JICHUSI, B3aUMOJIEMICTBYIOIIIETO C LIEHTpaMM aujaTa-
uuu. OmHaKoO TIPU 3TOM HE YYUTHIBAIOTCSI MHOTHE
JIpyrye TUIIbI B3aUMOIECTBUI, NMEIOIIE MECTO Ha
MEXaTOMHOI1 IIKaJjie B AUCIOKAIIMOHHBIX SIIpax, Ha-
MpUMEpP, XUMUYECKON MPUPOIbl. ATOMUCTUYECKUE
pacuyeThl BBHISBIISIIOT HaJIWMYME TOCTATOYHO OOJIBIION
DHEPIUU CBSI3M IPUMECEii C BAHTOBBIMM OUCIOKAIIM-
samu. Tak, HanpuMmep, B padore [15] MeTongoMm GyHK-
IMOHAaJa IUIOTHOCTH PacCUYMUTHIBAJIOCHh B3aMMOJIEii-
CTBUE MMPUMECEN BOAOPOIA C BUHTOBOM AUCTOKALIU-
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Puc. 1. Pacnionoxenue y3noB £| ¢ MaKCUMalIbHOI HEp-
TUEN CBSI3U MPUMECHBIX AaTOMOB C BUHTOBOI AUCIOKALIM -
eit B o-Fe.

e B W B pasIWyHBIX ITO3WIUSIX, W TSI Hambosee
OJIaTOTIPUATHOMN TTO3UITMM TIOJIyYeHa TOBOJIBLHO 3Ha-
yuUTebHAs SHEPTHSI CBsI3U, paBHas 256 + 32 M»sB.
LllecTh TaKMX 5KBUBAJICHTHBIX TO3UIINIT, 0003HAYae-
MbIX E|, n3o0paxeHsbl Ha puc. 1.

KitoueBbIM BOIMPOCOM TEOPUU AUHAMUYECKOTO
neopMallMOHHOTO CTApEHUs] MaTEPUAJIOB SIBJISIETCS
KWHETUKA Cerperaluu npuMeceit Ha JUCIOKaIMOH-
HbIX JUHUsIX. OTHAKO 3TOT BOMPOC B MMEIOLIUXCS
paboTax OCBEIIAETCs HEIOCTATOYHO TOC/Ie10BaTE N b-
HO W HEpPEeNKO KUHETUYECKUI 3aKOH MPOCTO TOCTY-
qupyetcst [13]. s Jgydiiero moHUMMaHUS SIBJICHUS
ObLIO ObI MOJIE3HO HE MOCTYJUPOBATh, & BHIBECTH KU-
HETUYECKUI 3aKOH M3 JieXalllMX B OCHOBE (uznye-
CKMX MEXaHU3MOB, XOTSI ObI B paMKax yIPOIIECHHOMN
monenu. PazBuTre cCOOTBETCTBYIOIIEH TEOPUU U SIB-
JISIETCS LIeNIbI0 HACTOSIIEN pabOoThI.

MOJAEJb KOPOTKOI[EFIUCTBYIOIHI/IX
IMPUMECEUN

B n3zyyaemMoMm 31ech ciaydae 10CTaTOYHO OBICTPOTO
IBVDKEHUST OUCIIOKAIIUM OKAa3bIBAIOTCS CYIIECTBEH-
HBIMM MaJjible MacIITa0bl (ITOpsIaAKa OMHOTO WIN IBYX
OMKaiIIMX K sSApy) IMEepUOIOB KPUCTAIMYSCKOM
peuretkr. CKaykKooOpa3Hoe U3MEHEHME TTOJIOXKEHUS
JIMCIIOKAIIMY IPUBOIUT K IIepepacIipeaeIeHUIO TIPU-
MecHOIT aTMocdephl Ha KaXXAOM Iare, KMHETHUKa
KOTOPOTO 3aBUCHUT OT YCTPOMCTBA IIOTEHILIMAIHLHOTO
penbeda, o1 MUTpALIIM IIpUMeCeid B OKPECTHOCTU
JIMCIIOKAalIMOHHOTO sapa. CxeMaTU4eCcKrd MNpOCTeut-
WA OMHOMEPHBIN BUI TAKOTO pelibeda M300paxkeH
Ha puc. 2. Ilog paccMarpuBaeMbIMU COCTOSTHUSIMHA
IIPUMECHOTO COIEPKAHMS B SIApPE U BOKPYT siApa, KaKk
3TO IS HAIVISITHOCTU WJUIIOCTPUpYETCS Ha puc. 1
TPEMSI COCTOSIHMSIMHU, B JEUCTBUTEIbHOCTA MOTYT
IMMOHUMATHCS JIIOObIE COBOKYITHOCTH KBUBaJICHTHBIX
sIYeeK, 3aIloJIHSIeMble IPUMECSIMU, KaK, HaIlpuMep,
Ha puc. 1.
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E(x)

-3 -2 —1 0 1 2 3
x/a

Puc. 2. CxemMa MurpaluMoHHOro peibeda mnpumeceit
BOJIM3Y siIpa IUCIOKAUK. BolaeieHbl COCTOSIHUST HETIO-
CpEICTBEHHO B siape (d), cocenHue npenpiayiiee (—) 1 mo-
creylolliee (+) ¢ ykazaHreM BpeMeH Mepexo10B NpuMeceii
MEXXIy 3TUMU COCTOSTHUSIMU 1 0OBEMOM KpUCTaJLIa.

Broamu oT muciokauyy MUTPALMOHHBIN pelbed
MEPUOINYEH, U BpEMS T, CMEIIEHUS IPUMECH Ha Tie-
pHUOI pelleTKU MMeeT HEeBO3MYIIEHHOE 3HadyeHUE.
B okpecTHOCTH siipa MOTEHIIMAIBHEINA pelibed UcKa-
KEeH B3aMOAEMCTBUEM, TaK UYTO MMEETCS TITyOOKMIA
MUHHMMYM, OTBEYalOlIUii HauboJiee 3HEPreTUIEeCKU
BBITOOTHOMY PAaCIOJIOXEHUIO MPUMECH OTHOCUTEIIb-
HO IOUCJIOKAIIMM, OTMEUYESHHBI Ha puc. 2 OyKBOI d.
INputskeHne K 3TOMY MHOJOXKEHUIO TMOHUXKAeT Oa-
pbep £ mist mepexona mpuMecH B HETO M yMEHbIIIa-
eT BpeMsI COOTBETCTBYIOILIIETO TEPMOAKTUBUPYEMOTO

ckayka T = T, exp(E/kT) (T, — IpendKCITOHEHINATb-

HbIIi (akTOp, CUMTAIOIIMICI MOCTOSHHBIM) I10
CPaBHEHUIO CO BpeMEHEM OOpaTHOro Iepexona T,
WUIM BpeMEeHEeM MUTPAIM BIAIU OT snpa T,, TaK 4TO
T <€ Ty, T,. CylllecTBOBaHUE NMOHUXEHHOTO Oapbepa E
IJIs TIepexoja mpuMmeceil B SApo AVCIOKALIMU TIO
cpaBHEHMIO ¢ OapbepamMu mepexomoB E, B oOobeme
KpUCTallJIa TIPUBOIUT K HEOOXOIUMOCTHU BBIIEICHUS
MpPOLIECCOB MepepacnpeaeyieHUs MpuMeceil BOKpPYT
sgapa B OCOOBIN Kjlacc U TpebyeT OTHSIBLHOIO pac-
CMOTpEHUSI, KaK 3To oTMedanoch B [16]. IToxoxwuii
TTOIXO0M IpUMeEHSIICS B padore [17], B KOTOpOit Ipu-
HHUMAJIOCh BO BHUMAaHHE TOJILKO TiepepacipeieicHIue
MPUMECHBIX aTOMOB BOJIOPOIa MEXKAY OIMKaIIMMU
MEXIOY3/IMSIMU MpU TEepeMelleHNU AWUCIOKAlluU B
o-Fe.

Tak Kak cumTaeTcsl, YTO AMCJIOKAIIUM IBVKYTCS
C IOCTATOYHO OOJIbIIION cKOpocThio V, Bpems ¢, = a/V,
NPOBOIMMOE B OOHOM MOJMHE KPUCTAILIMYECKOTO
penbeda, B pacCMaTpuBaeMO YITIPOIICHHOM MOJIETN
MpeanojaraeTcss HeaOCTaTOYHBIM U1 BKIIIOUEHUS B
UTpy IIpuMeceii 13 00Jiee yaaJIeHHBIX Y3J10B KpUCTa-
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JIMIEeCKOM peImeTKN. 310eCh a — Iepuo peImeTKu, V —
CpeIHsISI CKOPOCTh JUcoKauuu. M3yduM 3BOTIOLIUIO
MPUMECHOTO COACPXKaHUS B SIApe MUCIOKALUM, Xa-
pakTepU3yeMoro KOHIIEHTpallueit ¢, B pacuere Ha
OIMH MEePHOJ PEIIeTKU BAOJb JUCIOKAIIMOHHOM JIN -
HUU. BBegeM Takke 0003HaUYCHME ¢ OJIsl KOHLEHTpa-
U TpUMeceil B MMPUMBIKAIONINX COCTOSIHUSIX U Cg
JUI cpegHell KOHIEHTpalus IpuMeceil B oObeMe
kpuctaaia. OcoOblii MUHTepeC IJIs1 JajbHEHIIero pac-
CMOTPEHUS TIPEICTABJIsIET MOBEAeHINE Ha HauaJlbHOMI
CTaIuM, JJII KOTOPOTO TPUBENEM aHaIUTHYECKOE
oIMcaHue.

3anuiieM ypaBHeHUe UIsI TiepepacrpeneieHus!
TMPUMECHBIX KOHIICHTpPAllMi B Te€UeHUE BPEMEHU 7,
KOIJa OUCIIOKALMsI TOKOUTCS B OOHOM U3 OOJUH
KPUCTAJJIMYECKOTO pejibeda B OXXUAAHUM CKadyka B
CJIeYIOIILYIO JOJIUHY:

dc,

—L =c(l-cy)/T 1
o (1-c))/ (D
IIpaBast yacTh ypaBHeHUs (1) OIIMCHIBaET MOTOK TP~
Meceil U3 MPUMBIKAIOIIMX COCTOSIHUN B s1npo (d) B
€IUHUILY BpEMEHU, TIPU 3TOM NTPUHUMAETCSI BO BHU-
MaHUe, YTO MePEX0/ibl BO3MOXHBI JIMIIIb B HE3aHSThIE
cocTosiHUS. YpaBHeHuUe (1) gerko pernaercs Ipuy Ha-
YaJIbHBIX YCJIOBUSAX ¢, (= 0) = ¢y, ¢ (1 =0) = ¢,

(cq0 + c0)1 = colexpl(l —cqo — Cco)t/'c] — Cep
(1= co)expl(1 = cyp = €)1/ Tl = ¢

()= .(2)

VBJIEYEHUE IMTPUMECEN
TP CTAHMOHAPHOM ABMXEHHWUN
AN CIOKALINN

I1pu ckauke mucIoKanm yepes3 dbapbep OHa IToITa-
JTaeT B HOBOE COCTOSIHUE C HEBO3MYIIIEHHOM KOHIIEH-
Tpaluei ¢, a HaOpaHHbBIE €10 MPUMeECH C4(7,) cOpacki-
BatoTcs. [IpuMecu, ocTaBieHHbIE B MOKWHYTOM AuC-
JIOKallMe OOoJMHE KPUCTAJLUIMYEeCKOro penbeda,
CTpEMSITCSl pejlaKCUpoBaTh K HOBOMY ITOJIOKEHUIO
nuciaokainuu. I1pu 3ToM BeJIMYUHBI TPUMECHOTO CO-
JIepXXaHusl, TOCTUTHYThIE Ha MpEeIbIaylleM Iare K
MOMEHTY CKauyKa JUCJIOKalUU ¢,, OyAyT UTpaTh pojib
HavyaJibHBIX YCJIOBUM IJIsl penakcallid KOHLEHTpa-

o 2
1it Ha HOBOM 3Tarte ¢y =

Huio (2).

ci,” (t,), cornmacHo ypaBHe-

OBOJIOUUST KUHETUYECKUX 3aBUCUMOCTEN c ()
IIST HECKOJIBKUX I10C/IEA0BATEIbHBIX 11aroB, HAYM-
Hasl OT “cBexXei” MUCIOKAIIMK, MPONJLITIOCTPUPOBa-
Ha Ha puc. 3. YcraHaBiauBalolleecs MpU OOJIbIIOM

KOJIMYECTBE II€PEXOA0B AUCJIOKALMN aMIIJIMTYOJHOC

3HaYeHKEe TIPUMECHOTO COIEPXKAHUS B SIIPE C,, MO-
KeT ObITh HailleHO U3 ypaBHeHUs (2) mpu t =1, U
CPaBHUBAIOIIMXCS TIOCJIE€IOBATEbHBIX 3HAUYEHUSIX
cd(ta);

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAOBAHUSA  Ne 1
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Puc. 3. DBomonus cofepXaHus IpUMeceil B IMCITOKAI-

OHHOM si/Ipe JUIsI cepuu 16 TepexonoB Ha IIepUO PeIeT-
KU TIEpBOHAYAJILHO “CBeXei” nucokaunn rmpu ¢ = 0.01.

. (e —coexp| (= ¢}, — o), [T] - ¢,
cda =
(1= cy)exp| (1 = ¢, = o)ty [t | = ¢l

Bripaxxenue (3) mo3BoJjisieT pacCYMTHIBATH 3aBU-
CUMOCTb MIPUMECHOTO COMEPXKaHUsI Ha TUCIOKAITUN
OT CKOPOCTHU ee ABMXeHUs V, Temnepatypbl 1 1 apy-
TYX TTapamMeTpoB. Bo3aMoXeH Takke Ipyroit BapuaHT
KUHETUKHU TUCIOKAIIMOHHOTO CTapeHusl, a UMEHHO,
IIpU 3aJaHHOM ABWKYILEH OUCIOKAUIO cuiie (W,
SKBUBAJICHTHO, HATIPSI>KeHUH ). B aTOM citydae ciremy-
€T BBIPA3UTh CKOPOCTb IBUXKEHMS TUCIOKAIINY Yyepe3
OGapbepbl B 3aBUCUMOCTU OT IBUXYILEi CHIbI, Ha-
pUMep, ¢ TIOMOIIBI0 TePMOAKTUBAIIMOHHOTO 3aK0-
Ha V' = Voexp{—[Ey — YOcsl /kT1}, T E49 — 3HEPTUS
aKTUBALIMM JBVKCHUSI TUCIOKALIMM B OTCYTCTBUE
Harpy3Ku, Y — aKTUBAIIMOHHBIN 00BEM, G4 — 20D-
dexTrBHOE HampspkeHue. B cimydyae, Korma cpemHee
paccTosIHUE MEXIY NMPUMECIMU d/c,; MEHbIIIE Ben-
YMHBI TIOPSIKA pasMepa KUHKa d, ~ a(G/op)'/? [18, 19]
(G — Monynb cnBura, 6p — HanpsikeHue Ilaiiepinca),
MO>KHO VICTIOJTb30BaTh YCPEeTHEHHOE OIMCaHNe B3an-
MOIEMCTBHS MEXITy IPUMECSIMU M TUCTOKAITUAMU U
XapaKTepu30BaTh €ro HEKOTOPHIM TOPMO3SIINM Ha-
MPSKEHUEM G;, TIPOTOPLIMOHATBLHBIM U30BITOUHOM
MPUMECHOM KoHIeHTpauuu: 6; = B(c, — ¢;). [lpu
5TOM BXOISIIEe B SHEPTUIO aKTUBAUM (M GhEKTUB-
HOE HaIPsKEHUE UMEET BUI: Oy = G — B(c, — ¢;), Te
O — BHEITHee MPUKJIagbiBaeMOoe HaTlpsoKeHUe.

.(3)

Tak KaK G 3aBUCUT OT BPEMEHMU, CJIEAYET BBIUUC-
JIATh CPEHIO CKOPOCTh oT 0 110 7,

1, _Ey =i —Be, () + Bell _
Vi, ta%l‘”e"p{ |

_ _Ey—vy(lco+ Beol T 7.
Voexp{ e e }ta J(E),
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Vail Vi
0.6

0.4

0.2

0.50
yo/kT

0.45

Puc. 4. 3aBUCMMOCTH CKOPOCTH IUCTIOKAIIN, HOPMUPO-
BaHHOU Ha V; = a/T, OT HaNpsDKeHUs ISl TPeX 3HAaYEHUIA
cpenHeit KOHLIEHTpaluuu NpuMeceit. 3HaueHusl rapamer-
poB: E/Ey=0.5,YB/kT =3, a;= Vga/t. = L.

C‘Sﬂ' dcd

eJ(cy)=
me /() =, (1= cp) (e + iy + o)

oof 2

VpaBHEHUE, CBI3BIBAIOILEE C,, C HANPSKEHUEM U
TeMIIepaTypoii, CIemylollee U3 COOTHOIIEHUs (4),
ecTb exp{—(£, — Y0)/kT} = a/(VyT) wnmn

(Y/Edo)czl - E/EdO - (kT/EdO) In[J(c},) VoT*/a]- (5)

CrieflyeT UMETh B BUJLY, UTO C,, 3ABUCUT OT CKOPOCTH
IUCIIOKAIIWIT M, CJIeHOBaTeIbHO, OT HANpPSKEHUS,
KOTOpPOE€ JOJKHO HAXOMUTHCS CaMOCOTIIACOBAHHBIM
o6pa3oM, MPUBOIS K

v, =4 L e — Gy : (6)
tin{(i - ¢3,) i1 - )eol}

VYpasHeHus (5) u (6) galOT NapaMeTpUIeCcKoe Mpe-

CTaBJIEHUE CUJIOBOTO 3aKOHa (TlapaMeTp c,,), BbIpa-
KAIOIIEro 3aBUCUMOCTh CKOPOCTU OUCIOKALIUU OT
HanpspKeHUsI TIPU Pa3IMYHBIX 3HAYEHUSIX XapaKTe-
PUCTUK NPUMECHOI IMOICUCTEMBI. DTOT CUJIOBOIA 3a-
KOH WJUTIOCTPUPYETCs Ha puc. 4. MOXHO BUIETh, UTO
MPU BEICOKOM HAIPSDKEHUU BIVSTHYIE IIPUMecei MaJio,
HO C NOHIVXKEHUEM HaIpsSDKEHUST BCIIEICTBUE Cerpe-
ralyu IpuMeceil B JUCIOKALMOHHOM SIIPEe MPOUCX0-
IUT U3MEHEHHUE peXUMa IBVXKEHUS IUCITOKALMIA C
pPE3KMM YMEHbIIeHUEM HX CKOpOCcTU. B HekoTopoii
00J1aCT mapaMeTpoOB OJHOMY 3HAYEHUIO HAIIpSIKe-
HUSI OTBEYaeT TPU 3HAUCHUSI CKOPOCTH, KaK 3TO WJI-
JIIoCTpupyeTcst Ha puc. 4. B aToit 061acTu 17151 OTHOTO
U3 pelleHuil UMeeT MECTO “OTpullaTelIbHAs CKO-
pOCTHAsI YYBCTBUTEIILHOCTD, KOTJa CKOPOCTh ITHC-
JIOKaIMU yObIBaeT ¢ pOCTOM HalpskeHUs1. Takoe 1mo-
BeIECHUE IIpU MAaKPOCKOMUYECKUX MeXaHNYECKUX
WCHBITAHUSIX HEPEAKO MPUBOAUT K HECTAOMILHOCTHU

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

IUTACTUYECKOTO T€YEHUSI MATEPUAJIOB, Ha3bIBAEMO
s dexrom IMopreBena—Jle Ilarense [6—10].

C noMo1ibio ypaBHeHMi (5), (6) MOXHO HaXOAUTh
U IpYyTUe IPEeacTaBiISIolIe MHTePEeC BeJIMYNHEI, Ha-
IpUMep, TaK Ha3bIBAEMYIO “CKOPOCTHYIO UYBCTBU-
TeJbHOCTL” dG/dV':

do _ _kT dJ dcj, _
dv vy dc, dV
B R AR
oy dey,) |In{( = el ekl - ol
J (1= o) (1 = 263, /101 = €hucs)])
In* {1 - ci)ek 1= co)eo ]}

-

MAKPOIUVIACTUYHOCTD

ByneMm HaxoguTh CKOPOCTH IUIACTUYECKOIO Tede-
HU4 € ¢ moMoulblo 3akoHa OpoBaHa € = pbV, B KOTO-
POM ILJIOTHOCTbh TUCJIOKALUMI P MPUOIMKEHHO CUM-
TaeTcs MOCTOSIHHOM. 31ech b — BeIUYMHA BEKTOpa
Broprepca mucinokanuu. Belpaxkass CKOpoCTb JUCIO-
KalluM yepes €, HaXOAUM 3aBUCHUMOCTb HaIlpsIKEHUS
OT CKOPOCTHU JiepopMallui U “3KCIIEpUMEHTAIbHbBIA
AKTUBALIMOHHBIN 00BEM”:

KL _ J C®
do/ding ' dJ/dc),dcs,/dInV

3aBUCUMOCTb 3TOI BEJIMUMHBI OT HAMIPSIKEHUS TIPO-
WUTIOCTpUpPOBaHa Ha puc. 5. B mmpoxoii obnactu ma-
paMeTpoB cyliecTByeT MUK 3(hEHEKTUBHOIO aKTUBA-
LIMOHHOTO 00beMa, B pa3MbITOM BUJIE COOTBETCTBYIO-
W1 SKCTIEPUMEHTAIBHO HAOII0JaeMO aHOMAJTUU.

Yexp =

OBCYXIEHMWE PE3VJIIBTATOB

Hanmuuue npumeceii B ssape BCIENCTBUE 3alleIlie-
HUS TIpUMeceil 3a KpUCTAUIMYECKYIO PEIIEeTKY TOp-
MO3UT ABUXKECHUE AUCIOKALIY, TIPUBOAS K YIIPOUHE-
Huio Matepuana. Crienudpuka IMHAMAYECKOTO CTa-
PEHUS IUCIOKAIU IIPOSBISETCS IIPU JOCTAaTOYHO
OBICTPOM MX ABUXKEHUU 1 00YCJIOBJICHA TOKa3aHHBIM
B HACTOsIIel paboTe HAJIMYMEM 0CO00I HayaJlbHOM
CcTaguy B KMHETHKE MepepacnpeneeHusT IIpuMeceil
BOKPYT JMCJIOKALIMOHHOTO siapa. IIpencka3biBaeMblit
pOCT coaep:KaHUSI IIpuMeceil OO0yCIOBIMBAET pas-
JIMYHOIO TUIIa aHOMAaJUuu, KOTOPbIe HEOTHOKPATHO
HaOJI0JAJIMCh B 3KCHEPUMEHTaIbHBIX padoTax BO
MHoOrux MaTepuaiax: B MeTauiax ¢ OLIK-cTpykrypoii
Mo, V u np., B pa3ynopsgodyeHHBIX TBEPABIX pac-
TBOpax MNOJYIIPOBOIHUKOB, IIPU MNPpU3MATUYESCKOM
ckonbxeHuu B Metaiax ¢ I'TIY-crpykrypoii Ti, Zr,
Be u untepmeramnuaax (063o0p B [2, 3]). JloctaTouHO
OO0JIbILIIOE YBEJIMUYCHUE COACPXKAHUS IIpUMeCeit B s~
pax CIiocCOOHO MOHU3UTh MOABUXKHOCTD TUCIOKAIINIA
HMKe HaOJIIoJaeMoro Tpenesia, IpuBoas (paKThde-
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MEXAHU3M JEDOOPMALIMOHHOI'O CTAPEHUA MATEPUAJIOB

Yexp/Y
50 F

30

20 -

0.6
Yo /kT

0.2 0.3

Puc. 5. AHomanust 3((HEKTUBHOIO AKTMBALIMOHHOTO
o0beMa (HOPMHUPOBAHHOIO Ha 3HAYeHHE B Gecrpumec-
HOM Marepuaie) nipu ¢y = 0.01, YB/kT = 2.

CKM K MMMoOuJIM3aluu auciokamuit [20] wim
oXpymuuBaHUIO MaTepuaia [15, 17].

3AKJIIOYEHHME

OCHOBHBIMU pe3yjabTaTaMmM NCCIIEA0OBAaHUA ABJIA-
I0TCA CJICAYIOIIME:

1. ChopmynupoBaHa MoOAeAb TUHAMUYECKOTO
CcTapeHUs OBICTPO IBVIKYIIMXCS TUCIOKALIWIA B TIPU-
MECHBIX MaTepuajiaX ¢ BLICOKMM KPUCTa/UIMYECKUM
penbedoM, Korga KOHTUHYaJIbHOE OIMMCAHWE MpHU-
MECHBIX aTMOchep HENPUMEHUMO.

2. nOKa3aHO HaJIM4Yne craanunu OIUHaAMHUYECCKOIO
CcTapeHUs IUCIIOKALNil ¢ 00pa30BaHUEM CYIIIECTBEH-
HO HEPaBHOBECHOTO COAEPXKAHUS IIPUMECE BOIN3HU
SIIpa IMCIIOKALIMN.

3. Paccunranbl KMHETUYECKIE 3aKOHOMEPHOCTH
JIMHAMWYECKOTO CTapeHUs ITMCIOKAalnii, 000CHOBa-
HO OTJINYAOIIAECS OT IIPOU3BOJILHO MOCTYIMPYEMBIX
B KJIACCUYECKOM TEOPUN.

4. Iloka3zaHo, 9TO CyIlIeCTBOBAHME CTAIM IIEPBO-
HavyaJIbHOTO OBICTPOTO POCTa MPUMECHOTO cofiepKa-
HHUS B OUCIOKALIMOHHOM SIIpE SIBIISIETCS MEXaHM3-
MOM aHOMAaJbHOW OTpPULIATEIbHON CKOPOCTHOM
YYBCTBUTEJIBHOCTH IUIACTUYECKOIO TEUYECHUSI MaTe-
pUAaJIOB U HAJIMYMS ITMKOB B 3aBUCUMOCTH 3(PdeK-
TUBHOI'O aKTUBALIMOHHOTO 00beMa OT HAIIPSIKEHUSI.

BJIIATOJAPHOCTHU

PaGoTta BbIMoOJIHEHA TIpU TTomIepKKe MHWHHCTepCTBa
HayKy W BBICIIETO 0Opa3oBaHUsI B paMKax BbITTOJTHEHUS
pa6otr no TlocymapctBenHomy 3agaHuio ®HHUIL “Kpu-
crayutorpadus u ¢poronuka” PAH.
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Universal Mechanism of Deformation Aging of Materials with High Crystal Relief:
BCC Metals, Semiconductors and Others

B. V. Petukhov*

Shubnikov Institute of Crystallography of Federal Scientific Research Centre “Crystallography and Photonics”
of Russian Academy of Sciences”, Moscow, 119333 Russia

*e-mail: petukhov@ns.crys.ras.ru

A model of dynamic interaction of dislocations with impurity subsystem of crystals with a high potential relief
of the crystal lattice (Peierls barriers) is developed. Such materials include metals with a body-centered cubic
structure, semiconductors, and many others. It is shown that the modification of impurity migration barriers
near the dislocation core significantly affects the segregation of impurities on the moving dislocation. An an-
alytical description of the initial stage of segregation kinetics leading to anomalies of dislocation dynamics and
yield strength of materials is obtained. The constructed theory of the dynamic interaction of dislocations with
the impurity subsystem of the crystal takes into account the inverse effect of impurities entrained by moving
dislocations on the dynamics of the dislocations themselves. The consequences of the self-consistent nature
of the process are the occurrence of instability of the movement of dislocations in a certain speed range and
immobilization of dislocations at stresses with values below a certain threshold.

Keywords: dislocation dynamics, segregation of impurities in the dislocation core, synergetics of dislocation
and impurity subsystems, plastic flow anomalies.
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