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[To peakiiuu UMKIOKOHICHCAIMU Moauaa S-Kapookcu-1,2,3,3-tetpameTun-3 H-UHIOJIUSI C COOTBETCTBY-
omumMu 2,4-mudoMuiadeHoIaMi ObUIY ITOJIYyYeHBI 1Ba HOBBIX (POTOXPOMHBIX CITMPOIIMpPAaHa, COASPKAIIINX
KapOOKCUJIbHBIE TPYTITHI B F€TAPEHOBOI YaCTHU MOJIEKYJIbI M TTPEACTABISIIOIINX MHTEPEC B KAUECTBE MOJIU-
(GUKaATOPOB METAJIOOPTAHNYECKUX KapKACOB IS IPUIAHMS UM (DOTOYIPABISIEMbIX (DYHKIIMIA. CTPYKTyPa
MOJIydeHHbIX COeAMHEHM I ObLTa moaTeepkaeHa faHHbIMU MUK -, SIMP-cniekTpockonuu Ha siapax "H u B¢
(c ucrionb3oBaHueM AByMepHbIX Metonuk COSY 'H—'H, HSQC 'H-"C, HMBC 'H-"C u HMBC 'H-"N),
XUMUYECKUI COCTaB OIpeie/ieH METOAOM 3JIEMEHTHOTO aHain3a. bl uaMepeHbl tudpakTorpaMMsbl Mo-
POILIKOOOpa3HbIX 00Pa3110B COEAMHEHMI, C TOMOIIBIO KOTOPBIX ObLIN YCTAHOBJIEHBI IPYIIIBI CUMMETPUU U
rnapaMeTphl 3JeMEHTApHBIX siueeK. PDOoTOXMMUYECKUEe UCCIeIOBaHUS BbISIBUIIU (DOTOXPOMHBIE CBOMCTBA
COeIMHEeHU I P KOMHATHOI TeMIiepaType, a u3MepeHre KOHCTAaHT CKOPOCTE TEpMUYECKOTO 00eCIIBEYU -
BaHUs kg, MEPOLIMAHUHOBBIX (POPM MPU Pa3HBIX TEMIEPATypaxX MO3BOJIWIO PACCYUTATh SHEPTUIO aKTUBA-
LIMU JAHHBIX TTPOLIECCOB.

KioueBbie c10Ba: CriMponypaHbl, (POTOXPOMU3M, METANTIOOPTAHNYECKHE KapKAachl, T€TEPOLIMKIIBI, MEPO-

LMAHWHBI.
DOI: 10.31857/51028096020060163

BBEAJEHUWE

ChouponupaHbl IPEACTaBIISIIOT COOOM OOUH U3
Hanbosee IEPCIIEKTUBHBIX KJIACCOB OPraHWYECKMX
GOTOXPOMHBIX coeduHeHuit. biaromapsi BbICOKOM
CBETOUYYBCTBUTEIIBHOCTH, OTKJIMKY Ha ILIENBIA psiI
BHEIIHUX BO3IEUCTBUI U IIMPOKUM BO3MOXHOCTSIM
CTPYKTYpHOII MoaudUKalUU CHUPONUPAHBI IMpU-
BJIEKAIOT MOCTOSSHHOE BHUMAHUE WCCIIegoBaTeIeil
KaK JIETKO HacTpamBacMble MOJIEKYJISIPHBIC TIepe-
KJIIoYaTeau JJIsl MCIOJAb30BaHUS B TaKMUX 00JIACTSIX,
KaK MOJIEKYJISIpHAsI 3JIeKTPOHMUKA, XeMOCEHCOpUKA,
omoBm3yanm3aius, GorodapMaKoJIOras U TaK majee
[1-6].

Moaudukauus MoJaeKyJI CIUPONUPAHOB peaKln-
OHHOCITOCOOHBIMHY 3aMECTUTEISIMHU ITO3BOJISIET BKITIO-
YyaTh UX B CTPYKTYPY Pa3IWIHBIX MaTepHaioB, 4TO
NPUBOIUT K U3MEHEHUIO CBOMCTB MaTepHaloB IO
JIeiicTBUeM cBeTa, pH, MOHOB MeTaJlJIOB 1 JaxKe Me-
XaHW4YeCcKoM cubl. biaromapst cBoeit BEICOKOIT peak-

IIMOHHOI CIIOCOOHOCTU CIIMPOIMpPAaHbl, COAEpXkKa-
1Iue KapooKcu- U/ (GOPMUIbHBIE TPYMITbI, MOTYT
OBITH JIETKO MomuduupoBaHbl [7—9]. OHu 4acrto
MPUIAIOT COEAUHEHUSIM JIOIOJHUTEIbHbIE MOJE3-
HbIe CBOICTBa, TakKMe Kak (hOTOXPOMU3M B TBEPIOit
daze [10], pH-3aBucumas ¢iryopeciueHIIms ajist 01o-
Busyanu3anuu [11], crtocoOHOCTh K XpOMOTEHHOMY
JIeTeKTUPOBAHUIO MOHOB METAJUIOB U APYTUX XUMMU-
yecknx o0beKTOB [12—14]. Ha ocHOBe Kapbokcu3a-
MEIIEHHBIX CIOUPONMPAHOB OblJla CO3aHa cUcTeMa
JIOCTaBKM JIeKapCTB, YYBCTBUTEJbHAsi K CBETy U
MOHaM MeTaJuioB [15].

OnHo 13 KpaifHe MHTEPECHBIX 1 OBICTPO pa3BUBa-
IOLLIMXCSI HaIlpaBJIeHUI B 00JIACTU CO30aHUs MHTEJI-
JIEKTYaJIbHBIX MAaTepPHAaJIOB OCHOBAHO HA BKIIOUEHUU
(GOTOXPOMHBIX COCIVMHEHUI B CTPYKTYpPY METaJJIO-
OpraHMYeCKMX KapKacoB, 4YTO HaeT BO3MOXHOCTh
VIIPaBIITh UX CBOMCTBAMU IOA IeiCTBHEM CBETAa.
M3BecTHB NpUMepPBl MTHKOPIIOPALUN MOJIEKYJI CITHU -



4 OXOI'MH wm np.

POIIMPAHOB B MTOPHI METAJJIOOPTaHUYECKUX KapKa-
coB [16, 17], onHako Gojee MPOIAYKTUBHBIM METOIOM
MIpeACTaBIISIETCS IOCTCUHTETUYECKAsI MOTU(PUKALIS
METAJUIOOPTaHUYECKUX KapKacoB, OCHOBaHHAas Ha
3aMEHE YacTy MOJICKYJ JIMHKepa B CTPYKTypax TUIa
UiO-66 MoJekyJaMy CIIMPOMUPAHOB WU €ro Ipe-
Kypcopa, coaepKaliero KapooKCHIbHBIC TPYIITHI [ 18].
C nomolibio Takoii MoauGUuKallM CTAHOBUTCSI BO3-
MOXKHBIM YIIPABJISITh COPOLIMOHHBIMU, JTIOMUHECIICHT -
HBIMU U IPYTUMU CBOMCTBAMM TMOPUIHOTO MaTepU-
aJjia IoJ, NEMCTBUEM CBETA.

Hensmu HacTosiieit padoThl OBUIM CUHTE3 U UC-
cliefoBaHUE CTPYKTYPhI U (DOTOXPOMHBIX CBOIICTB
HOBBIX CITMPOIIMPAHOB MHIOJIMHOBON CEpUM, COOEP-
>KalX KapOOKCUJIbHBIE TPYIIIHI B TeTapeHOBOM (par-
MEHTE 1 3JIEKTPOHOAKIIEIITOPHLINM (POPMUIBHBII 3a-
MECTUTEb B MOJIOXEHUU 6' 2H-XpOMEHOBOI 4acTu
MoJiekyabl. Hamuuue takoro Habopa 3aMecTUTeNeH
MO3BOJIAT OXUIATh BhIpaKeHHOI (hOTOXPOMHOI aK-

o0~ ~0
+
HO
R
2 3 R=

TUBHOCTH CIIMPOIIMPAHOB, 4 TAaKXKE BO3MOXKHOCTHU
JaJIbHEMIIIETO CBA3BIBAHNS MOJIEKYJI C HIUPKOHUEBHI -
MU KjacTepaMU METaNIOOPraHUYECKUX KapKacoB
turma UiO-66.

OKCITEPUMEHTAJIBHAA YACTb

LeneBple cnmpommpaHBl S-Kapookcu-1,3,3,8'-
TeTpaMeTHI-6"-bopMuiIcnupo[uHgonun-2,2'-2 H-
xpomeH] (1a) u 5-kapb6okcu-8'-merokcu-1,3,3-Tpu-
MeTWI-6'-popMuIcnupo[MHA0NMH-2,2'-2 H-XpoMeH]
(1b) (cxema 1) OBLIM TTOJIyYE€HBI TI0 peaKIIMK LIUKJIIO-
KOHAeHcaluu ionuaa S-kapookcu-1,2,3,3-TteTpame-
-3 H-nagonus (2) ¢ COOTBETCTBYIOIIUMMU 2,4-11-
domunderonamu (3) Ipu KUIMSTYSHUNU B 3TUJIOBOM
CIIUPTE B IPUCYTCTBUU OPraHUYECKOIO OCHOBAHMS —
TpusTUiIaMuHa. HeobOxomumast 4ucToTa IMpOIyKTOB
ObLIa JOCTUTHYTA METOIaMU TIepeKpUCTATIU3ALY 1
KOJIOHOYHOI XxpoMaTorpauu.

4

5 9

6
7

CHj; (a); -OCHj3; (b)
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N

1 R

Cxema 1. CuHTE3 1I€/IEBBIX CHUPONUPAHOB.

IIpu cunre3e crnuporupaHos la u 1b 690 mr
(2 MMOJIb) COeaUHEHUsST 2 MO00ABISUIM K KUITSIIEMY
pactBopy B 10 MJ1 aTaHOJa anbaeruaa 3 Maccoit 328 Mr
(2 mMmonbp) (B ciydae coemuHeHus la) u 360 wmr
(2 mMoJb) (B citydae coenmHeHus 1b). 3atem noGasi-
i 110 KarursiM 0.6 M1 TpuatiiiaMuHa. CMech KUTTSTH -
Ju B TedeHue 2 4. [ocne oxyaxnanu 10 KOMHATHOM
Temneparypsl 1 BauBaiu B pactBop HCI KoHuieHTpa-
uueit 1 M. O6pa3oBaBlIlIniicss 0CagoK OT(PUIBTPOBBI-
BaJIv U BbICylIUBaIU. [TpOonyKT nepekpucTain3oBa-
Ju u3 MeOH, mocie dyero xpomarorpacdupoBajiu Ha
cuiuvkarese (aaoeHT — xjaopodopm/MeOH B coot-
HomeHuu 95 : 5). B ciyyae coenmHeHMs 1a BBIXomd co-
craBwi 35.8%, T, = 252°C, B cityyae coeauHeHus 1b
BbIxon 73.8%, T, = 240°C.

CTpyKTypa MOJIydeHHBIX COeANHEHUI ObLIa TTOMI-
TBepxkaeHa maHHbIMM WMK-, AMP-cnekrpockonuu
Ha saapax 'H u BC (¢ ucnonab3oBaHUEM IBYMEPHBIX
metomuk COSY 'H-'H, HSQC 'H-BC, HMBC
'H-BC u HMBC 'H-"N), coctaB — METOIOM 3JIe-
MeHTHoro aHanu3a. CriekTpsl IMP perucrpupoBanu
Ha npubope Bruker AVANCE-600 (600 MI'1) B um-
TyJICHOM (bypbe-pexxnme. [1ogoxxeHre JIMHUA CITeK-
Tpa ompenessuIn mo O-1mkane. OTHECEHUE CUTHAIOB
MPOBEACHO OTHOCUTEIILHO OCTAaTOYHBIX CHUTHAJIOB

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

MpPOTOHOB AeliTepopacTBoputesnsi DMSO-dg (xumu-
yecKuii casur 6 = 2.50 M.11.).

MK-cnexTphl u3Mepsiiin Ha cieKTpoMeTpe Bruker
Vertex 70 B reomeTpun ATR (Attenuated Total Re-
flectance) ¢ wucmnonbn3zoBaHueM MCT-gerexkTopa u
npuctaBk Bruker Platinum ATR B mmamasone ot
5000 o 30 cm~! ¢ paspewenuem 1 cM~!, nposonuim
64 ckanupoBanusg. O6pasell cpaBHEHMS — BO3IYX.

DNEeKTPOHHBIE CTIEKTPHI MOTJIOIIECHUST PAaCTBOPOB
COCOMHEHW 10 U TI0CIIe OOJIydeHUs 3apeTUCTPUPO-
BaHbI Ha crnekTpodoromeTpe Agilent 8453. B kaue-
CTBE UCTOYHMKA (POTOAKTUBHOTO YD-U3TydeHUsT UC-
nonbk3oBaHa pryTHas jJamiia JPII-250 co cBeToduiib-
TPOM, BBIICIISTIOIITAM JJUHHIO PTYTHOTO CITEKTpa 365 HM.

JndpakrorpaMMbl OBITM M3MEpPEHBI Ha ITOPOII-
koBoM nudpakromerpe Bruker D2 PHASER (Cuk,,,
A = 1.5417 A) ¢ marom 0.02°. AHanu3 npodueit ot-
paXkeHUid BBIIOJHSUIA C WCHOJb30BAHUEM IIPO-
rpaMMHoOro ob6ecrneueHus Jana2006 [19]. DiemeHT-
HEIII COCTaB oOMIpelelieH METOAOM OpPraHMYEeCKOTO
aJIeMeHTHOro MukpoaHanuza [20]. TemrmepaTypbl
TJIaBJISHUSI U3MEPEHBI C MOMOIIbIO TIpubopa Puiie-
pa—JMxoHca, Fisher Scientific.
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CTPOEHUE U ®OTOXPOMHBIE CBOMCTBA 5

PE3VJIBTATBI 1 UX OBCYXIEHMUE
Cmpykmypa coeduHneHuUil

MK-criektp coeavHeHusi la BKIOYaI MOJOCHI
mpu: 1688, 1667 cm~!' (konebanus cesazeit C=0),
1609, 1592 cm~! (cBazu C=C), 1250 cm~! (cBsizsu C—N),
928 cm~! (cBs13u Cppypo—0). MK-criekTp coennHeHust

1b cocrosin u3 nosoc: 1667 cm~! (konebaHus cBa3eit
C=0), 1603, 1595 cm~! (cBsazu C=C), 1251 cm~! (cBs-
3u C—N), 973, 927 em™! (cBs13u Cppypo—O).

Hna coenuHenus la crekrp AMP 'H: xumuue-
ckuit casur 6 = 1.13 M.I. (CUHIVIET, UHTErpaibHast MH-

teHcuBHOCTb 3H, niporonsl 3-CH,-rpynmst'), 1.23 M.
(cunrner, 3H, 3-CHs;), 1.94 m.a. (cunrner, 3H, §-CHj;),
2.72 m.a. (cunrnet, 3H, N—CHs;), 5.90 m.1. (oyoner,
KOHCTAaHTa CIIWH-CIIMHOBOTO B3amMoaeiucTBust J =
=10.3 I'u, 1H, 3'-H), 6.68 m.a. (my6ner, 8.2 I'u, 1H,
7-H), 7.17° m.n. (ayomer, 10.3 ', 1H, 4'-H), 7.59 m.1.
(cuurner, 1H, 7'-H), 7.65 m.a. (ay6aer, 1.7 T'u, 1H,
5'-H), 7.67 m.n. (ny6aer, 1.4 I'u, 1H, 4-H), 7.80 m.x1.
(mybner my6neros, 8.2, 1.5 I'u, 1H, 6-H), 9.78 m.n.
(cunrner, 1H, 6'-CHO), 12.36 m.n. (cunrier, 1H,
COOH). Cnekrp AMP BC: xumuueckuii casur o =
= 14.61 m.1. (8'-CHs;), 19.61 m.1. (3-CH,;), 25.36 M1 (3-
CH,;), 28.27 m.0. (N—CH3), 51.01 m.1. (C-3), 105.12 m.11.
(Cemmpo)s 10610 m.o. (C-7), 118.13 m.a. (C-10),
119.37 m.a. (C-3"), 121.35m.1. (C-5), 122.78 m.1. (C-4),
124.25 m.o. (C-8"), 126.78 m.a. (C-5'), 128.97 m.x.
(C-6'), 129.08 m.1. (C-4"), 130.72 m.1. (C-6), 132.36 m.11.
(C-7",136.07 m.1. (C-9), 151.26 m.1. (C-8), 156.18 m.1.
(C-9), 167.37 m.a. (5-COOH), 191.05 m.x. (6'-CHO).
KoHueHtpauus xumMudeckux snemeHToB: C — 72.7,
H — 5.8, N — 3.9 mac. %. Xumuueckas ¢dopmymna
C,,H, NO,. BblunciaeHHblE 3HAY€HUS COCTaBUJIU
72.3, 6.0 1 3.6 mac. % COOTBETCTBEHHO.

Hna coenunenus 1b crektp AMP 'H: xumuue-
ckuit caur 6 = 1.14 m.a. (cunrner, 3H, 3-CH,;),
1.25 m.a. (cunrnet, 3H, 3-CH,), 2.77 Mm.a. (cuHrJeT,
3H, N-CH;), 3.73 m.a. (cunrier, 3H, 8'-OCH,),
5.89 m.a. (nybJeT, KOHCTaHTa CIIUH-CIIMHOBOIO B3a-
nmopeiicteug J = 10.3 ', 1H, 3'-H), 6.65 m.1. (ny6-
nert, 8.2 T'u, 1H, 7-H), 7.13 m.x. (ny6net, 10.3 ', 1H,
4'-H), 7.36 m.a. (ny6ner, 1.8 I'u, 1H, 7'-H), 7.44 m.x.
(ny6ner, 1.8 T'u, 1H, 5'-H), 7.65 m.a. (ny6ner, 1.7 I'x,
1H, 4-H), 7.81 m.n. (myonet myoneros, 8.2 T'u, 1.7,
1H, 6-H), 9.81 m.1. (cunrner, 1H, 6'-CHO), 12.03 m.1.
(cunmer, 1H, COOH). Cnexkrp AMP BC: xumnue-
ckuit casur & = 19.35 m.a. (3-CHj;), 25.46 m.o. (3-
CH,), 28.25 m.0. (N—CH,;), 51.35 m.1. (C-3), 55.62 m.1.
(8'-OCH,;), 105.28 m.a. (Cepypo)» 105.98 M. (C-7),
111.79 m.a. (C-7"), 118.93 m.ao. (C-10"), 119.86 m.x.

! 3neck 1 nanee B ckobKax YKa3bIBaeTCsl MYJIbTUIIJIETHOCTDb CUT-
HaJla, ero MHTerpajbHasi MHTEHCUBHOCTb, KOHCTAHTa CIH-
CMUHOBOro B3amMmozeiicteust J B ['ll 1 OTHECEHUe cUrHaja K
COOTBETCTBYIOILIMM MPOTOHAM COIJIACHO HyMEpallluu TOJIOXKe-
HUI MOJIEKYJIbI, YKa3aHHOI Ha cxeme 1.
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(C-3", 121.23 m.1. (C-5), 122.64 m.a. (C-5"), 122.89 m.1.
(C-4), 128.90 m.x. (C-4"), 129.04, 130.71 m.a. (C-6),
135.93 m.o. (C-9), 147.14 m.o. (C-8'), 147.85 m.x.,
(C-9, 151.23 m.o. (C-8), 167.33 m.n. (5-COOH),
190.98 m.n. (6'-CHO). KoHleHTpays XUMUIECKUX
snemenToB: C — 69.6, H — 5.6, N — 3.7 mac. %. Xu-
muueckas ¢dopmyina C,,H, NO,. BeruncieHHble 3Ha-
yeHust cocraBuiu 69.3, 5.7 u 3.5 mac. % cooTBer-
CTBEHHO.

B criekrpax AMP Ha sapax 'H mony4eHHBIX co-
eIMHEHWI ITOJ0KEeHNE CUTHAJIOB, X MHTETpaIbHEIe
MHTEHCUBHOCTU U KOHCTAHTHI CIIMH-CIMHOBOTO B3a-
MMOZIEICTBUS IIOJHOCTBIO COOTBETCTBYIOT IIpE.-
CTaBJICHHBIM CTpyKTypaM. Tak, B oOjlactu anmda-
TUYECKUX IIPOTOHOB HEIKBUBAJICHTHBIE CUHIJIET-
HBIE CUTHAJIbl METWJIBHBLIX T'PYMIl B ITOJOXECHUU 3
MPOSIBJISIINCH B Auamna3oHax 1.13—1.14 u 1.22—1.26 m.1.,
YTO TOBOPUT O MAarHUTHOI HESKBUBAJIEHTHOCTU JaH-
HBIX TPYIII U TOATBEPXKIAECT CIIMPOLIMKIMYECKOE
crpoeHue MoJjekyibl. CurHanbl rpynin N—CH; B co-
ennHeHUsX 1a 1 1b HaOmropamcs ipm 2.72 n 2.77 Mm.1.
COOTBETCTBEHHO. B ciryyae coeguHenust 1b curnai
METOKCWJILHOM TPYIIIbI, HAXOOSIIEHCs B I1OJI0XKEe-
HuM 8' GeH30MMPaHOBOIM YaCTU MOJIEKYJIbI, HAOJIIO-
nancs npu 3.73 M.I., a COOTBETCTBYIOLIUI CUHIJIET-
HBI CUTHAJ METWILHOIO 3aMECTUTEIISI COSAUHEHUS
1a mpossisuicsa nipu 1.94 m.a. B apomaTtuyeckoii 06-
JIACTU CUTHAJIBI IIPOTOHOB 3' 1 4' COeIMHEHUI TeTeK~
THPOBAJIMCH B BUjIe My0JIeToB B o0actu 5.90 u 7.15 M.1.
COOTBETCTBEHHO C XapaKTEPUCTUUECKO KOHCTaH-
TOI cIMH-cnuHOBOro B3aumonaeicTsusa 10.3 I'n, yto
TOBOPUT 00 UX yuC-PACIIOIOKEHUN 1 TIOATBEPXKAAeT
CIIMPOLUKINIECKYIO CTPYKTYpY crimponupana. Cur-
HaJIbl IPOTOHOB (DOPMIJILHBIX TPYII COSIMHEHUA
HaGmonanuch B paitoHe 9.80 M.n. CurHaibl KapOOK-
CWJIBHBIX TPYIII IPOSIBJISIINCh B BUIAE YIIUPEHHBIX
cuHDIeTOB mpu 12.36 1 12.03 M.1. COOTBETCTBEHHO.

B cniekrpax IMP Ha anpax *C oboux coenuHe-
HUM KOJMYECTBO CUTHAJIOB paBHO 22, 9TO COOTBET-
CTBYET KOJMYECTBY aTOMOB yIJIepoa B MOJICKYJIax.
XapakTepHble CUTHAIBI CIUPOLUKINYECKIX aTOMOB
yIyiepoaa ObUIM 3aperucTpUpoBaHEl B paiioHe 105.1—
105.3 m.1. 1 Koppesmposayu B criektpe HMBC 'H—BC
C CUTHaJIlaMM IIPOTOHOB TeMM-METUIBHBIX TPYIIII, a
Tak:ke MpOoTOHOB 3' 1 4'. CuUrHaJibl aTOMOB YIJIepoJa
(GOPMIIBHBIX M KapOOKCUMIIBHBIX TPYIIT TTPOSIBIIS-
JIICh 0KOoJIO 191 1 167 M.II. COOTBETCTBEHHO.

C 1e/1b10 KOPPEKTHOTO OTHECEHMST BCEX CUTHAJIOB
OIHOMEPHBIX CIIEKTPOB K aTOMaM BOIOPOAA U yIjie-
poaa MoIeKyJIbl criuponupaHoB 1a, 1b ObLIM Mccie-
JIOBaHbI C TIOMOIIIbI0 HAbOpa NBYMEPHBIX METOAUK
AMP, a umenno COSY 'H-'H, HSQC 'H-"C,
HMBC 'H—3C u HMBC 'H—"N. Ctout OTMETUTD,
yro B criektpax HMBC '"H—N curHaiasl atoMoB
azora coenuHeHuit 1a u 1b mposBasitoTcs ipu 98.8 u
97.8 M., COOTBETCTBEHHO, I KOPPEIUPYIOT C CUTHA-
Jiamu ipotoHoB Tpynn N—CH;, a Takke IpoTOHOB,
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(6)

5 10 15 20 25 30
20, rpan

20, rpan

Puc. 1. JudpakTorpaMmMbl MOPOLUIKOOOPa3HBIX 00pa3LioB coenruHeHuit 1a u 1b.

HaXOISIIMXCS B IIOJIOXKEHUAX 3' U 7, 4TO TaKXKe MO/ -
TBepXKIaeT MPeACTaBIEeHHbIE CTPYKTYPHL.

HecMmoTpst Ha TO, YTO MHOTOUYMCIIEHHbBIE MTOTTBITKU
BBIpaIIMBaHUSI MOHOKPUCTAJZIOB CITUPOITMPAHOB JIsI
MPOBEIEHNST PEHTTEHOCTPYKTYPHOI'O aHAJIM3a HE YBEH-
YaJIMCh YCIIEXOM, OBUIM M3MepeHbl TU(PAKTOTpaMMBbI
MOPOIIKOBBIX 00pa3LOB coeanHeHM (puc. 1), ¢ moMo-
11IbIO0 KOTOPBIX OB YCTAHOBJIEHBI HEKOTOPBIE CTPYK-
TypHbIe TTapaMeTphbl. JlaHHbIE TTPOMHIUIIMPOBAHBI B
TPUKJIMHHON s4eiike, MpoBeAeH NMpodUIbLHBIN aHa-
JIU3, onpeneaeHbl mapaMeTphbl 2JIeMEHTAPHOMN S4Yeii-
K1 (Tabma. 1). CnenyeT OTMETUTD, YTO HU3KAsk CUMMET-
pyist TUTIMYHA TSI IIOOO0HBIX coequHeHuit [21—25].

hv (YD)

Hccnedosarnue gpomoxpomuuix ceoiicmea

CrekTpajbHble I KUHETUYECKUE CBOMCTBA HOBBIX
cnuponupaHoB 1a, 1b GbUIM Kccaea0BaHbI B alleTO-
HuTpuie. B naHHOM pacTBopuUTese cCoefMHEHUS Ha-
XOIISITCSI MOJHOCTBIO B CHUPOLUKINYECKON (dopme
(cxema 2, SP). OHa xapakTepu3yeTcsi UHTEHCUBHOM
JUJIMHHOBOJIHOBO T0OJIOCOM TOTJIONIEHUSI C MAKCH-
MymoM 1ipu 301—303 HM (K03 DULIMEHT MOISIPHO
OKCTUHKLMK € = 29400—36500 i1 - Mot~ - cM~') u
claboBbIpaXXeHHBIM TIedyoM mpu  330—338 HM
(Taba. 2). 3amecTuTean B O€H30IIMPAHOBOII YacTu
mouiekyabl (—CH;, —OCH;) npakTudecku He BiIuvs-
10T Ha MOJIOXKEHNE U UHTEHCUBHOCTh JJTMHHOBOJHO-
BOI1 OJIOCHI.

SP R = -CHj (1a); -OCH; (1b) MC

Cxema 2. Cxema (hoTorzoMepHr3aIim LeJIeBbIX CITUPOITUPAHOB.

Ta6auma 1. Pesynabrarsl npoyibHOTO aHaIM3a 00pa3oB cnuponupaHoB 1la u 1b

CoenuHeHue la 1b
I'pynma cummerpun P P1
TTapaMeTphl 3JIeMEeHTApHOIL siueiikn | a, A 7.093(1) 14.7899(5)
b, A 24.794(3) 22.289(1)
¢, A 10.917(2) 9.1468(5)
oL, Tpaj 93.074(8) 94.215(2)
B, rpan 100.259(9) 101.984(3)
Y, Tpamg 89.960(10) 88.700(3)
dakTophl PaCXOAUMOCTHU R, 0.1437 0.1067
Ryp 0.1907 0.1514
x> 1.96 1.47
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Tab6auna 2. CriekTpajibHble U KWHETUYECKHE CBOKCTBA criuponupaHoB 1a u 1b B anieToHuTpuie

Cnupouukinyeckas popma (SP)

Mepouunanunonas popma (MC)

ab _ “1y| 4 ab
Ao, HM (€, 10° 1 - Mons™! - em™) | A | M

Tyes © (293 K)

kga, 1072¢71 (293 K) | E,, xJIx - Mo~}

la |255(27.5) 582
303 (29.4)
330 (6.45), reuo
1b |230 (35.6)
273 (32.7)
301 (36.5)

338 (8.26), mieuo

581

21.4 4.67 80.5

19.0 5.05 78.0

OOsyyeHne pacTBOpoB cnuponupaHoB la, 1b
Y®-csetom ¢ A =313 um ipu 7= 293 K BEI3BIBAET UX
OKpallluBaHUEe, CBSI3aHHOE C MpoTeKaHueM ¢OTo-
XPOMHOM peaklMK PaCKPbITUSI MUPAHOBOTO LIMKJA U
0o0pa3zoBaHMEM MEpPOILMAaHUHOBOM (POPMHEI (cxema 2,
MC). B criekTpax IOIJIOIIEHMS MOSIBJISIETCS ITojIoca,
cooTBeTcTBYIoMast MC-dopme, ¢ MAKCUMYMOM TIpU
581—582 um (puc. 2). B orcyrcTBHEe 00IyIeHUS IIPO-
HUCXOJUT CIIOHTaHHOE OOeClBEYMBAHUE PACTBOPOB,
00yCJIOBJIEHHOE MpPOTEeKaHUEM TEepPMUYECKO peak-
UM PELUKIN3allMM MEpPOLMaHUHOBOI (opMbl B
HMCXOIHYIO CITMpoLuKIndYeckyo (puc. 3). Habaona-
eMBbIii peJlakCallMOHHBIH Mpollecc, Ha3bIBaeMblil TeM-
HOBOM peaklven, SIBJISIETCS peaKleil IepBoro Io-
psiKa U MOXET OBbITh OMMCAH DKCIIOHEHIIMaJIbHOMN
dyHKIIMEH]:

D = l)m + DO CXD(—kBAI),

rae D — Tekyiliee 3HaYeHUE ONTUYECKOU TIJIOTHOCTH,
D., — paBHOBeCHOE 3HaUY€HHUE ONTUYECKON TJIOTHO-
CTU B OTCYTCTBUE 0OnydYeHusi, D, — MakCUMalbHOE
3HAYEHME ONTUYECKOM TIJIOTHOCTHU, £ — BpeMsl [C], kg —
KOHCTaHTa CKOPOCTU OOpaTHOM TePMUYECKOU peak-
MM 3aMbIKaHUsI OeH3omupaHoBoro mnukiaa. Criek-
TpaJibHbI€ CBOMCTBa MEPOLIMAHUHOBBIX (hOpM, 3Ha-
YeHUsI KOHCTAHT CKOPOCTU kp,, a TaKXkKe BPEMEHMU
XKU3HU MEPOLIMAHUHOBOU (GOpMBI Tyic = 1/kp, 1151
HcCIieNyeMbIX COCOMHEHWM TIpUBEIcHBI B Ta0Om. 2.
Kak 1 B ciiydyae ciupoluMKIM4ecKux (popm, 3aMecTr-
TeNnu B mojoxeHuu 8' 2H-XxpoMeHOBOro (pparMeHTa
MPaKTUYECKU HE BIUSIOT Ha MOJIOXKEHUE MaKCUMyMa
B CIIEKTPE MEPOLIMAHUHOBOI (hOPMBI.

IMoHM:XeHue TeMIiepaTypbl IPUBOIUT K 3aMeIjie-
HUIO TEMHOBOTO TIpollecca, TIpUu 3TOM COXpaHSIeTCs
SKCTIOHEHITMATBHBIM XapaKTep pejaKCallMOHHOW K-
HeTuku. Habmonaemas 3aBUCMMOCTh KOHCTAHT CKO-
pocTeii TepMUYecKOro obecBeUnBaHusl kg, OT TEM-
nepaTypbl TOTYMHSIETCS 3aKOHY AppeHuyca (puc. 4):

DTO MO3BOSIET BBHIYUCIUTH SHEPTUIO aKTUBALIMU
TepPMHUYECKON peaKly peuukin3annu (Tadi. 2). Kak
BUITHO M3 MOJyYeHHBIX TAaHHBIX, CHUKEHHE 3JIEKTPO-
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HOIOHOPHBIX CBOMCTB 3aMECTUTEJISI B MOJIOXKEHUM &'
2 H-XpoMeHOBOIT 4acTh MOJIEKYJIBI TIPU TIEPeXoe OT
1b x 1a IpUBOIUT K TTOBBLIIIEHUIO SHEPTUM aKTUBa-

= — N N
S W o W

e
W

OnTuyeckasi INIOTHOCThb

0 1 1 | 1

1
250 300 350 400 450 500 550 600 650 700
A, HM

Puc. 2. CriekTpbl nomionieHus cnuponupada la B arero-
HUTpMJIE B Tipoliecce oomydyenusa YP-csetoM ¢ A = 313 am.

e @<

N (O8]

W o
T T

e

[\

(=)
T

OnTnyeckast TNIOTHOCTh
=) o
—_ —
=] (o)
T T

=3

S

()
T

0 100 200 1300 400 500 600
,C

Puc. 3. 3aBUCUMOCTb ONTUYECKOM MJIOTHOCTU MPU MaK-
cuMyMe TomtonieHus (A = 582 HM) MepOLMaHUHOBOM
¢dopMbI criuponrpaHa la oT BpeMeHM TepMUYECKOM pe-
JIaKCallMu: TOYKU — DKCIEPUMEHT; CIIOIIHAS JTUHUS —
armpoKCUMAaIKs IKCITOHEHIIMAIbHOM (hyHKIIUEH.
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|
>
[\S)
T

3.33 3.36 3.39 342 345 348 3.51 3.54
/7, 1073 K!

Puc. 4. 3aBucumocts Inkg, OT OOpaTHOI TEMITEPATYPHI
TSI TEPMAYECKOM peakIIMy PELMKIN3alli MEPOIIMaH -
Ha 1a: TOYKM — 9KCIIEPUMEHTAJIbHbIC TaHHbIC; TUHUST —
pe3ynbTaT anMmpoKCUMAalIMY JIMHEWHON (pyHKIIUEH.

1IUU U POCTY KUHETUYECKOI CTaOUIbHOCTU MEPOIIU-
AHUHOBOI (DOPMHI.

BbIBOJbI

Takum o0pa3zoM, B paboTe OBLIM CMHTE3UPOBAHBI
HOBBIE (POTOXPOMHBIE CIUPOITMPAHBI UHAOJIUHOBOTO
psima, comepKaliye KapOOKCWIBHYIO TPYIITy B rera-
pEeHOBOIT YacTu 1 GOPMILILHYIO — B 2 H-XpOMEHOBOM
dparmenTe. Hanmume Takoro Habopa 3aMecTUTENCH
JIeiaeT MX MePCIeKTUBHBIMYM KaHIMIAaTaMU JIJIST BBE-
JIIEHUSI B CTPYKTYPY METaJUIOOPTaHMIECKOIro KapKaca
U HajeJieHUs UX (hOoTOyNpaBJIsieMbIMU CBOMCTBAMM.
CTpoeHue ToJydeHHBIX CIIUPOIIMPAHOB ObLIO yCTa-
HoBJieHO MeTogamu K- u AMP-cnekTpockonuu Ha
anpax 'H u BC (c ucnosnb30BaHNEM pasIMYHBIX IBY-
MEPHBIX METOJIMK), XMMUYECKHNI COCTaB ONpeaesieH
METOIOM BJIEMEHTHOTO aHau3a. M3mepeHue nudpak-
TOTPpaMM ITOPOILIKOOOPpa3HBIX 00Pa310B COSIMHEHUIA
TMIOMOIJIO BBISICHUTD, YTO KPUCTAIMYECKUE PEITIETKU
cnuponupaHoB la 1 1b UMEOT TPUKIUHHYIO CUM-
METPHUIO, a TaKXKe YCTAHOBUTH ITapaMeTpPhbl UX DJIe-
MeHTapHbIX s4eeK. CIeKTpaJbHO-KIMHETUYECKIE KC-
cJIeTOBaHMS BBISIBUJIM (DOTOXPOMHYIO aKTUBHOCTD CO-
eOIVHEHWI TpyM KOMHATHOI TemmepaType. BpemeHa
KM3HU MEPOIIMAaHWMHOBEIX (DOPM CITMPOITMPAHOB OBLITNA
HalineHbl B auanazoHe 19.0—21.4 ¢, a paccyuTaHHbIE
3HAYEHMS SHEPTUM aKTUBALMU PEAKLIMU TEPMUYECKOM
permkzanmu coctaBuan 78.0—80.5 kIIxk/MoJIb, 4TO
MOATBEPKAACT UX MEPCIIEKTUBHOCTD JJISI UCIIOIh30Ba-
HUSI B KadecTBe (POTOMOMYJISITOPOB CBOMCTB pa3iidd-
HBIX MHTEJUICKTYaJIbHBIX MaTePUAJIOB.
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Structure and Photochromic Properties
of New Spiropyrans of Indoline Series Containing Free Carboxylic Groups

I. V. Ozhogin® *, A. V. Chernyshev!, V. V. Butova?,
B. S. Lukyanov! 3, E. A. Radchenko!, E. L. Mukhanov!, A. V. Soldatov”
!Research Institute of Physical and Organic Chemistry, Southern Federal University, Rostov-on-Don, 344090 Russia
2The Smart Materials Research Institute, Southern Federal University, Rostov-on-Don, 344090 Russia
3 Don State Technical University, Rostov-on-Don, 344000 Russia
*e-mail: iozhogin @sfedu.ru,

Two new photochromic spiropyrans containing carboxylic groups in the heterorane moiety of the molecule,
which are of interest as modulators of organometallic frameworks to give them photo-controlled functions,
were synthesized by the cyclocondensation reaction of 5-carboxy-1,2,3,3-tetramethyl-3 H-indolium iodide with
the corresponding 2,4-difomylphenols. The structure of the obtained compounds was confirmed by the IR,
NMR spectroscopy on 'H and 3C nuclei (using two-dimensional techniques COSY 'H—'H, HSQC 'H-"C,
HMBC '"H-3C and HMBC 'H—""N), the chemical composition was determined by elemental analysis. The
diffractograms of powder samples of the compounds were measured, the symmetry groups and the unit cell
parameters were established. Photochemical studies revealed photochromic properties of the compounds at
room temperature, and the measurement of the thermal bleaching rate constants kg, of merocyanine forms
at different temperatures made it possible to calculate the activation energies of these processes.

Keywords: spiropyrans, photochromism, metal-organic frameworks, heterocycles, merocyanines.

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA Ne 6 2020



IIOBEPXHOCTb. PEHTTEHOBCKHE, CHHXPOTPOHHBIE H HEUTPOHHBIE HCCIENOBAHHA, 2020, Ne 6, c. 10—13

VK 536.6:539.2:544.015.4:544.2:54-14/-16:544.351-145.83:548.3/5:548.33/73

KPUCTAJLJIBI ®PEHNJIEH-OKCA30JIBHOTI'O OJINTOMEPA
C HEHTPAJIbHBIM BEH30TUAINA3OJIbBHBIM ®PATMEHTOM
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IIpencraBieHbl pe3yabTaThl UCCIEIOBAHUM POCTA N3 PACTBOPOB OPraHUYECKUX KPUCTAILIOB HOBOTO TT-CO-
NpsEXeHHOTro JnHeliHoro onuromepa (Hex-O-Ph),-BTD, cocrosiiero u3 6ensornaguasonsHoro (BTD),
denunbHBIX (Ph) 1 okcazonbHbIX (O) (hbparMeHTOB 1 H-Te€KCWIbHBIX KOHIIEBBIX 3aMeCcTuTeleii. XOopoIlo
pactBopumsle npu 20°C B u-rexcane (1.7 r/m) u anetone (1.9 r/m) kpucramnsl (Hex-O-Ph),-BTD dopmu-
PYIOTCS B BUIIE€ TOHKUX IUJIEHOK WJIM TJIACTUHOK UIMHOIO 10 8§ MM U TOJILLIMHOIO 0KoJio 10 MKM Ha Mexda3z-
HOI1 TpaHUIIe XUIKOCTb—BO3IyX B TeUeHUE AT CyTOK. MeTtonoMm nuddepeHINaTbHON CKaHUPYIOIIEei
KaJJOpUMETPUM YCTAHOBJIEH MOJIMMOPGhU3M 1 OMpeneieHbl TapaMeTphbl TUIaBJIeHUSI HOBOTO COSAMHEHMSI.
MeTonoM peHTreHOBCKOM Audpakiuy MpoaHaIu3upoBaHa CTPYKTypa MOHOKPUCTAJUTMYECKOUN TUICHKU.
YcraHoBieHO, yTO KpucTaunueckas ctpykrypa (Hex-O-Ph),-BTD cdhopmupoBaHa U3 IIIOTHOYNIAaKOBAH -
HBIX CJI0€B TOJNIIUHOIO d(y); = 2.39 HM B opreHTaunu (001).

KiroueBble cjioBa: TUHEHHBIN TT-COTIPSKEHHBIN OJTMTOMEP, POCT KPUCTAIIIIOB, pACTBOP, AUddepeHIInanbHas

CKaHUpYOLIast KAJIOPUMETPUS, PEHTTEHOCTPYKTYPHBIIA aHaIN3.

DOI: 10.31857/S1028096020060187

BBEAEHME

JIuHeiiHbIe TT-COIPSKEHHBIE OJIMTOMEPhI IIpeid-
CTaBJISIIOT OOJIBIION MHTEPEC 11 OPTAaHWYECKOM ONTO-
9JEKTPOHUKHU, IIOCKOJbKY Ha HMX OCHOBE MOXHO
chopMrpoBaTh Ka4eCTBEHHbIE MOHOKpPHCTAJLIMYE-
CKHE€ CTPYKTYPhI C IOMOIIBIO PAa3IUYHBIX POCTOBBIX
MeTonuk [1—5]. OnmuroMepsl, comepKalinue B CTPYK-
Type COIIPSKEHHOTO siapa LEeHTPaIbHbI O€H30THA-
INa30JbHBIA (parMeHT, MpUHAJIEKaT HOBOMY U
MaJIOU3YYeHHOMY CEMENCTBY OpraHMYeCKUX IOy~
IIPOBOIHUKOB, XapaKTEePU3YIOIIUXCS OOIBIINM Cede-
HUEM MOIJIOLLIEHUS, MAJIOK ILUPUHON 3arpereHHOMN
30HBI I BEICOKMM BHEITHUM KBAaHTOBBIM BBIXOIOM (hO-
ToJIIOMUHecleHIMH [6]. HemaBHO ObLIM IpeacTaBiie-
HBI pe3yJbTaThl UCCIEOOBAaHUN POCTa, CTPYKTYPhI U

JIIOMUHECIIEHTHBIX CBOMCTB KPUCTAJUIOB THO(EH-
(GEHNICHOBOIO OJUTOMepa ¢ LEHTPAJIbHBIM O€H30-
THaana30JIbHBIM (pparmMeHToM [7]. B [8] ObuT m3yueH
POCT U3 paCTBOPOB KPUCTAJLIOB IMHEMHBIX OJIUTOME -
POB C €IUHBIM COMPSIKEHHBIM SIIPOM, COCTOSIIIIAM U3
rpyni ¢penuna (Ph), okcazona (O) u 6eH30THaaa3o-
na (BTD), u ¢ pa3anuuHbIMU KOHLIEBBIMU 3aMECTUTE -
nIgaMmu. B HacTosmeit paboTe ucciaenoBaH pPOCT U3
pacTBopa KPUCTAUIOB HOBOTO (heHMI-OKCAa30IbHOIO
oJuroMepa C LUEHTpaJbHBIM OEH30THAANA30JIbHBIM
¢dparMeHTOM B CTPYKType COMNPSKEHHOTO SIIpa U C
KOHIIEBBIMU H-T€KCUJIbHBIMU 3aMecTuTessmMu (Hex):
4,7-ouc|4-(5-rekcui-1,3-okcazon-2-mwr)benumi]-2,1,3-
o6enzoruanuason ((Hex-O-Ph),-BTD):

10
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Puc. 1. Kpucraust (Hex-O-Ph),-BTD non ynsrpaduo-
JICTOBBIM CBETOM.

JaHHOe BeIIeCTBO SABJISICTCS N30MEPOM paHee MC-
cinenpoBaHHoro osuromepa (Hex-Ph-O),-BTD [§],
OTJMYaIleecsl OT TMOCAeIHEero B3aMMHBIM pacro-
JIOXKEHUEM TPYIII (peHUIa U 0KCa30Ja OTHOCUTEb-
HO LIEHTPaJIbHOTO OEH30TUAaaNa30JIbHOTO (DparMeHTa.
Hanuuue KOHLIeBbIX H-TEKCUJIBHBIX TPYII B CTPYKTY-
pe mosekyibl (Hex-O-Ph),-BTD 3HauuTe1bHO MOBBI-
IIaeT PacTBOPUMOCTb, YTO CIIOCOOCTBYET YJydyllle-
HUIO XapaKTepPUCTUK pOCTa KPUCTAJJIOB U3 PacTBO-
poB [9—12].

OKCITEPUMEHT, PE3VJIbTATDBI
N X OBCYXJIEHUE

Pacmeopwwocmb u pocm Kpucmaninoe

s ipoBeneHrsT 9KCIIEPUMEHTOB 10 POCTY KpH-
CTaJUIOB TIPEABAPUTENIFHO ObIIa OIIpeaesicHa PacTBO-
pumMmocThb onuromepa B #-rekcaHe (OCY) u ameroHe
(OCY) myreM B3BEIIMBaHUSI CyXOT0 KPUCTAILUINYECKO-
To ocajika IMocJjie MOJIHOTO BhIMaprMBaHUsI HACHIIIEHHO-
o pacTBopa Ha aHanuTHyeckux Becax AUW-220D
(Shimadzu) (I xiacc touHoctu 1o I'OCT 24104).
PacTBopuMocTh BeliecTBa rpu 20°C B alleTOHE OKa-
3aJ1aCh HECKOJILKO BBIIIIE, YeM B H-TeKCaHe: COOTBET-
CTBeHHO, 1.9 u 1.7 /7.

Kpucranns (Hex-O-Ph),-BTD 6b111 BhipaniieHbl
U3 pacTBOpa alleTOHA B YCIOBUSIX MEIJIEHHOIO M30-
TepMUYECKOro ucrapeHust pacrBopureiass npu 20°C.
PactBop BeliecTBa ¢ HayaJbHOM KOHIEHTpalueil
1.3 1/ TOArOoTaBIMBAIM B CTEKIISTHHOM (pIakoHe
00beMoM 20 MJI C TIOMOIIIBIO YIBTPa3BYKOBOM BAHHBI
T1CB-2835-05 10 MOJMHOrO WMCYE3HOBEHUI OCAIKA.
IMocne oxnaxaeHWs1 1O KOMHATHOI TeMrmepaTypbl
pacTBop (UIBTPOBAIU C MCMOJIL30BAHUEM OMHOpA-
30BOT0 MOJUTETPAPTOPITUICHOBOTO (PUILTPA C T10-
pamu guameTrpom 0.45 MKM M 3aaMBajii B YMCTHIN

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

Puc. 2. KoHdbokalbHOE MUKPOMU300paXkKeHUe KPaeBOro
yuacTKa nosepxHoctu kpuctauia (Hex-O-Ph),-BTD.

CTEKJISTHHBIN (pmakoH oobeMoM 20 mi. T'opasniko
¢i1akoHa IUIOTHO 3aKphIBAIM IHILNEBOI (DOJIBroii, B
KOTOPOI1 IUISI MEIJIEHHOTO MCITapEHUS IIPOIEeIbIBAIN
HeOoJblioe oTBepcTue (d ~ 1 MM), TTOCjIe Yero pac-
TBOp Jajiee BBIAEPXKMBAJIM B TepMmocTaTe. KpyIHbie
IUIaCTUHYAThIE KPUCTAJUIbI JUTMHOIO 10 8 MM (puc. 1)
OBLIM BBIpaIlleHBl B TeYCHME MSITU CyTOK. Kpucra-
JIMYeCKMe TUICHKH TJ1aBaJIi Ha IIOBEPXHOCTH XKUIKO-
CTH, a TIPY BCTPSIXMBAHUM (pJIaKOHA ocelaird Ha JTHO.
Mopddoiorusi KpUCcTaajioB U MX TOJIIMUHA OblIa UC-
cliefoBaHa ¢ MOMOIIBI0O KOH(POKATbHOTO MUKPOCKO-
na Olympus LEXT OLS 3100. TommmHa KpyITHBIX
kpuctasmnyeckux tieHok (Hex-O-Ph),-BTD co-
craBisia okojio 13 MxM. IToBepXHOCTh KPUCTAJIOB
HEOIHOpPOMHAasI, UMeeT MHOXECTBO HapOCTOB, Tpe-
IIMH U MaKpPOCTYIICHE pocTa, KOTOpble (DOPMUPYIOT
OOII1y10 TEKCTYPHYIO KapTUHY (puc. 2).

Auppepenyuanvras ckaHupyrowas Kairopumempust
U mepmMocpasUMemputecKull anaius

TeroBble cBoiictBa kpuctamwioB (Hex-O-Ph),-
BTD uccnenoBanm B muara3zoHe temmnepaTyp 20—150°C
METOJOM CUHXPOHHOTO TepMHUYeCcKOoro aHanu3a. Og-
HOBPEMEHHO M3MEPSUIA TEIJIOBOM IOTOK METOIO0M
mddepeHINaTbHONM CKaHUPYIOIIEH KAJIOPUMETPUH
(ICK) 1 moTepio MacChl METOJIOM T€PMOTPaBUMET-
pHUYECKOTO aHaau3a Ha TePMOAHATUTHUYECKOM KOM-
iekce STA 449 F1 Jupiter (NETZSCH). Okcnepu-
MEHTHI IIPOBOIMJIM Ha o0pa3liaxX MOJUKPUCTAIIN-
YeCKMX ITOpPOIIKOB B IIOTOKE CYXOro asoTa IIpu
CKOPOCTU HarpeBaHUs W OXJIAXICHUS 2 Tpail/MUH.
Ha puc. 3 nmpuBenens kpuBble JICK ncciemyemoro
BemiectBa. [lepen rutaBmenueM nipu 7, = 81°C cra-
OMJIBHO IIOSIBJISIETCSI SHAOTEPMUYECKUI MUK, COOT-
BETCTBYIOIIUIT TTOJIMMOP(MHOMY IIPEeBPALICHUIO C TEIT-
JoBeIM 3pdexkTom AH, = 11.0 Ix/r. Ha mpaBom
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Puc. 4. PenrreHoBckas audpakrorpaMMa MOHOKPUCTAIT-
smyeckoit mactuHky (Hex-O-Ph),-BTD.

CKJIOHE IMKa HAOJII0JaeTCs OCOOEHHOCTh B BUIE I1e-
peru6a (oTMedeHa CIUIOITHOM CTPEIKOI), YTO MOXKET
COOTBETCTBOBATh BTOPOMY ITOJIMMOP(HHOMY IIePEeX0-
Iy, MK KOTOPOTo He pa3peliaeTcs IMpu TaHHOM CKO-
poctu HarpeBa. Hanbonbiuuii nuk npu 7, = 110.8°C
COOTBETCTBYET IJIABJIICHUIO BEIIECTBA C TEIUIOTOM
AH,, =40.5 1x/r. ITocae masnenus npu 7, = 121.0°C
ellBa OIIpeAcseTCsI MaJleHbKUIA MUK (OTMEYEH MyHK-
TUPHOM CTPEJIKOI1), KOTOPHBIiA, BEPOSITHO, XapaKTepU -
3yeT Me30MOp(HEBIN (Pa30BbIii ITEpexo/l B paciliaBe C
OLICHOYHBIM 3HaYeHWEeM YaeabHOl sHTanbnuu A H, =
=~ 0.75 JIx/r. IToTepst Macchl UCCIEayeMOro BEIICCTB
Ha MCcHapeHre B JUana3oHe TeMIepaTyp TEPMOLUK-
JmpoBaHusg MeHee 1%.
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Penumeenosckas dugppaxkmomempus

CTpYKTYpHBI aHalIW3 MOHOKPUCTAJLINYECKOM
mnactuHbl (Hex-O-Ph),-BTD 6b1 mpoBeneH Ha
TTOPOIITKOBOM PEHTIEHOBCKOM ArdpakToMeTpe Mini-
flex 600 (Rigaku, fmonus). Usnyuenune Cuk,, A =
= 1.54178 A. Ckopoctb 3amucu 2 rpan/muH. Jdu-
¢dpakTorpamMmmMa MOHOKpUCTasIa IIpUBeAeHa Ha puc. 4.
Omna npeacTapisieT co00i HA0OP Y3KMX MUKOB, MOJIO-
JKEHHE KOTOPhIX KpaTHO yriaam 20 = 3.73°, cooTBeT-
CTBYIOIIMM OTpaxkeHuIo oT miockocteii (00/). OcHo-
BBIBasICh Ha MPEACTABICHUSIX 00 YIIaKOBKE MOJIEKYJT
JIMHEIHBIX OJIUTOMEPOB B KpucTaiiax [4, 5,7, 11, 13],
MOXHO 3aKJIIOUMTh, YTO KpUCTAJIJIUUYECKasi CTPYKTY-
pa (Hex-O-Ph),-BTD mnpencrabiisier co00ii CTONKY
9KBUBAJIEHTHBIX MOHOCJO0eB ¢ opueHTtaluueii (001),
BIOJIb KOTOPBIX YITAaKOBKAa MOJIEKYJ] MaKCUMaJIbHO
TioTHas. PacueT MeXIIJIOCKOCTHOTO PAaCCTOSIHUS T10
ypaBHeHMI0 Bynbha—bparra misi nepBoro MakCumy-
Ma JaeT TOJLIMHY MOHOMOJIEKYISIPHBIX CIOEB dy) =
=2.39 aMm. OneHKa CyMMBI TIPOSKIINN OJINH CBSI3EM
Ha O0Ch MOJIEKYJIBI (B TIPEANOJI0XEHUH CTPOTO JTUHE -
Holt KoH(popmanun) [14] naet ee MpUOIUIUTEIHHYIO
mvny [, = 3.6 HM, OTKyIa CJIemyeT, YTO MOJICKYIIbI
3HAYUTEJIbHO HAKJIOHEHBI 110 OTHOLIIEHUIO K MJIOCKO-
¢t MoHOMoieKyasspHoro cios (001). Yron HakitoHa
monekys (Hex-O-Ph),-BTD otHocuTenbHO HOpMa-
J1 K rmockocTu ciiost (001) MoXXHO MpUOIM3UTEILHO
OIpEeneNnTh Kak y, ~arccos(dyy/1,) = 48°.

SAKIIIOYEHHME

INpoBeneHHBIE NCCIETOBAaHUS BBISIBIIN CPaBHU-
TEJIbHO BBHICOKHE POCTOBBIE XapaKTePUCTUKN HOBOTO
JIMHEHOTro (heHUIT-0KCa30JIbHOTO OJIMTOMepa € LIeH-
TpaIbHBIM OE€H30THAINA30JbHBIM (DparMeHTOM, KO-
TOPBIN, B OTIMYME OT paHee NCCIETOBAHHBIX MOJIEKYJT
C LEHTpaJIbHbIM OeH30THaAMa30JbHBIM (hparMeH-
ToM [7, 8], Kpucrajumayercss B (popMe OOIIMPHBIX
TUICHOK WJIM TUTACTUHOK, a He UTJI. XopoIiast pacTBO-
PUMOCTbD, BhIpaxkeHHas1 2D-aHU30Tponust pocTa Mo-
HokpuctamioB (Hex-O-Ph),-BTD, a Takxke Hanuuue
KOHIIEBBIX aJIKWJIBHBIX 3aMECTUTEIIEH SBIISTIOTCST OJ1a-
TONPUSATHBIMU (haKTOpPaMU JUISI TEXHOJOTUU (POPMU-
pOBaHUSA YIIBTPATOHKUX (HECKOJIBKO MOHOCIOEB) MO-
HOKPUCTALUTNIECKUX TUICHOK M3 PacTBOPOB Ha TIOA-
JIOXKKE TP pa3paboTKe ONTO3JIEKTPOHHBIX YCTPOMCTB
¢ TTAaHAPHOM TeoMeTpHeii (ITOJIEBBIX M CBETOM3ITyda-
JOLLIMX TpaH3ucTopos) [15, 16].
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Crystals of Phenylene-Oxazole Oligomer with a Central Benzothiadiazole Fragment

V. A. Postnikov! *, A. A. Kulishov’: ** M. S. Lyasnikova!, V. V. Grebenev', M. S. Skorotetcky?,
O. V. Borshchev?, S. A. Ponomarenko?

1Shubnikov Institute of Crystallography, Federal Research Center “Crystallography and Photonics”,
Russian Academy of Sciences, Moscow, 119333 Russia
2 Institute of Synthetic Polymer Materials, Russian Academy of Sciences, Moscow, 117393 Russia
*e-mail: postva@yandex.ru
**e-mail: adakyla 1255@gmail.com

The results of the growth from solutions of organic crystals of a new m-conjugated linear oligomer (Hex-O-
Ph),-BTD consisting of benzothiadiazole (BTD), phenyl (Ph) and oxazole (O) units and n-hexyl terminal
substituents are presented. Well soluble at 20°C in n-hexane (1.7 g/L) and acetone (1.9 g/L) (Hex-O-Ph),-
BTD crystals are formed in the shape of films or plates up to § mm long and about 10 um thick at the liquid—
air interface within five days. The polymorphism and the melting parameters of a new compound have been
determined by the method of differential scanning calorimetry. The structure of a single-crystal film is ana-
lyzed by X-ray diffraction. The crystal structure of (Hex-O-Ph),-BTD is found to be formed from close-

packed (001) layers with thickness dyy; = 2.39 nm.

Keywords: linear m-conjugated oligomer, crystal growth, solution, differential scanning calorimetry, X-ray

diffraction analysis.
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H3mepeHneM CieKTpOB OTPaKeHUS MCCeNOBaHbl MMIJIAHTUPOBAHHbBIE HOHAMU CYPbMBI TITIEHKU (hoTOpe-
3ucta @I19120 TonmmHoit 1.8 MKM, HaHeCEHHBIE METOIOM LIEeHTPUGhYTMPOBaHUS Ha TTOBEPXHOCTD MIACTUH
kpeMHus p-tuna (p = 10 OM - cm) ¢ opueHTtauueii (111). ITokazaHo, 4TO UMILTAHTALUSI IPUBOAUT K YMEHb-
LIEHUIO TTOKa3aTeJisl mpejoMIeHUsT hoTope3ncTa, 00YCIOBICHHOMY paauallMOHHBIM CIIMBAHUEM MOJIEKYJI
HOBOJIAYHOM CMOJIbI, a TAKXKe CHIDKEHHEM MOJICKY/ISIpHOM pedpakKlny U INIOTHOCTU (poTope3ucta. B 06-
JIAaCTH HETpo3pavyHOCTU (hOTOPE3UCTUBHON TJIEHKU MPU YBEIWYEHUM N03bl UMIUIAHTALIUM HaOJIrogaeTCst
poct koadduieHTa OTpaKeHUsl.

KioueBble cioBa: mutorpadus, U3aydeHue, MomIoxka, ¢GoTope3rucT, UMILIAaHTAaLIMs, CypbMa, II0Ka3aTelb

TIPEJIOMJICHUSI, OTPaXKeHMUeE.
DOI: 10.31857/S1028096020060084

BBEAEHWE

HccnemoBaHue paauallMOHHO-WHIYLIMPOBAHHBIX
IIPOLICCCOB B IOJMMeEpax IIPEACTaBIISICT IIpaKTUde-
CKUii1 MHTepeC, ITOCKOJIbKY MOIUMEPHBIE KOMITO3M1-
LM aKTMBHO MCITIOJIb3YIOTCSI B KA4ECTBE PE3UCTOB B
Mpolieccax 3JeKTPOHHOU, (OTO- U PEeHTTeHOBCKOI
Jmrorpaduy Ipyu NPpOU3BOACTBE MHTETPaIbHBIX MUK-
pocxeMm [1—8]. CrneayeT Tak:ke OTMETUTh, UYTO B Ha-
CTOsIIIIEeEe BPEMSI OCHOBHBIM METOIOM JIETUPOBAHUS B
MUKPO- U HAHOJJICKTPOHUKE ABJISACTCA MOHHAA NM-
rianTanus [9]. TloBelllleHWEe CTEIIEHW MHTerpaluu
MIPeIbSIBISIET BHICOKME TPeOOBaHMSI K OJIOKY Orepaluii,
o0ecreynBaloInX MACKMPOBaHUE MOHHOTO ITydka. B
KayeCcTBE MacOK B COBPEMEHHBIX JUTOrpaduyeCKUX
Mpoleccax BaXXHYIO pOJb UTPAIOT IUMA30XUHOH-HO-
BonauHble (AXH) pesucter [1]. B3aumopeiicTBue
JAXH-pe3ncToB ¢ gaJabHUM YIbTPa(pUOJIETOM, PEHT-
TEHOBCKMM U BUIWMbBIM HM3JIy4eHHEM HCCJIEI0BaHO
JocTtaTouyHo Toapo6Ho [1]. OgHako BAUSHUE MOH-
HOMi MMIUIAHTAllMM Ha CBOMCTBA yKa3aHHBIX pe3u-
CTOB HM3Yy4YEHO HEIOCTATOYHO, XOTS IIPOTEeKaloIlue
MIpY MOHHOM MMILJIAaHTALIMM PpaauallMOHHO-UHIYII-
pPOBaHHBIE IPOILIECCHl MOTYT OKa3bIBaTh CYIIIECTBEH-
HOE€ BIMSIHME Ha KAYeCTBO CO37aBaeMbIX IIPHOOPOB.

14

Llenpio paboThl SBISIOCHh MCCleNOBaHUE paaua-
LIMOHHO-CTUMYJMPOBAHHOU TpaHcdopMaluy crek-
TPOB OTpaxKeHUsI No3UTUBHBIX JIXH-pe3ucTtoB npu
WMIUIAHTALlUU UOHOB CYPbMBI.

MATEPHAJIBI U METObI

B Hacrosiieit pabore McclienoBaIMCh pamgualiy-
OHHO-MHIYLIMPOBAaHHbIE MMPOLIECCH] MPU MMILIaHTa-
LUMUA UOHAMU Sb'-ILUIEHOK IIPOMBIILIEHHOTO IO3U-
tuBHOTrO (hotope3ucta PI19120, mpencrapasIoNIero
Cc000if KOMIIO3UT 13 CBETOUYYBCTBUTEIBHOTO O-Had-
TOXWHOHIMAa3NAa 1 (peHoaPOpMAITLIACTUIHON CMO-
Jbl. ITneHka ¢poTopesucTta TOAMMUHOMN 1.8 MKM HaHO-
CUJIACh IIPOMBIIIEHHBIM CITOCOOOM Ha MOBEPXHOCTh
IUIAaCTUH KpeMHus p-tuna (p = 10 OM - cMm) ¢ opueH-
tauueit (111) MeTomom HEeHTpUGYTUPOBAHUS MPU
ckopoctu BpameHust 1800 o6/muH. Ilepen dopmu-
pOBaHMEM IUIEHKM (hOTOpe3rcTa KpeMHMEBBIE I10/I-
JIOKKHW MOABEprajd CTaHAAPTHOMY LIMKJIY OYMCTKE
MOBEPXHOCTU B OPTaHMYECKNX M HEOPTraHUYECKMX pac-
TBOpUTENsIX. BpeMst Bpamenust neHTpudyru — 40 c.
ITocne HaHeceHUs poTOope3rcTa Ha pabouyro CTOPO-
HY KPEMHEBOI MOII0KKIM IPOBOAMIACH CYIIIKA B TE-
yenue 50—55 muH npu remnepatype 88°C. ToiumHa
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Puc. 1. CiektpanbHble 3aBUCUMOCTH KO3 DUIIUEHTA OT-
paxkeHHsT UCXOAHOM (/) ¥ UMIUTAHTUPOBAHHBIX MOHAMU

Sb™ mosamu D, em™2: 2 — 1 x 101%; 3— 5 x 10%; 4 — 5 x
x 10'® menox dotopesucrta PI1 9120 Ha KpeMHUU.

TUIEHOK (pOTOpe3nCcTa KOHTPOIMPOBAJIACh MEXaHUIe-
cKuM crnocodoM Ha npodunomerpe Dectak. OTkiro-
HEHUs OT CpeaHero 3HAYeHUS 10 TUTACTUHE He TIpe-
BeIIIAAN 1% 111 Bcex MCCIIeIOBaBIINXCS OOpa3lioB.
NmMrutanranusg nonamu Sb* ¢ sueprueii 60 k3B B UH-
TepBaie 103 1 x 10°—5 x 10'° cM~2 mpu TUIOTHOCTH
MOHHOTO TOKa j = 4 MKA/cM? IIpoBOIMIACH B OCTa-
TOYHOM BakyyMme 10~ MM PT. CT. Ha MOHHO-JIy4€BOM
yckoputeie BesyBuii-6.

CrieKTphl OTpaskeHHST CTPYKTYP (hOTOPE3UCT-KPEeM-
HMIA pETUCTPUPOBAINCH B Irara3oHe A, = 210—1100 uM
OIHOJy4eBBIM crieKTpodoToMeTpoM Proskan MC-122
MpU KOMHATHOI TeMIiepaType ¢ pa3pellieHueM He Xy-
ke 1 HM. Mi3MepeHne CITeKTpOB OTpakKeHUs MPOU3-
BOIMJIOCH C TTOMOIIBIO MPUCTABKU TSI U3MEPECHUS
3epPKATLHOTO OTPakKeHUSI, TTO3BOJISTIONIEH M3MEHSITh
yribl TTageHus ceeta ot 15° mo 90°. INepen KaxkabiM
U3MEpEeHUEM TMPOU3BOAMIIACH KAJIMOPOBKA: U3Mepe-
HUE WHTEHCUBHOCTU cBeTa [, TIPOXOISIIEro depe3
mradparmy 6e3 MCClIenyeMbIX OOBEKTOB MPU HOP-
MaJTbHOM TIaIeHUHM CBETOBOTO ITyYKa 10 OTHOIIICHUIO
K nradparmMe Bo BCeM MCCIIEIOBaBIIEMCS THATa30He
IIUuH BOJH. CBETOBOIl MOTOK PEryaupoBajicsl MO-
CPEeICTBOM 3aMeHsIeMbIX TuadparM ¢ pa3Hoii roia-
IIBIO TIPOITYCKHOTO OTBepCTHSI. CIIEKTPHI OTPaKCHMS
PETUCTPUPOBAINCH TP YIJIe MAACHMS U OTPaskeHUs
20° k HopManu. MeToaoM aTOMHO-CUJIOBOM MUKPO-
CKOMUU ObLIO MOKa3aHO, YTO pejibed MOBEPXHOCTHU
IUIEHKH TOCTaTOYHO TJAAKWii; CpeaHsIss apupMeTH-
YyecKasl IIepoX0oBaTOCTh R, TIOBEPXHOCTH TUICHKU HE
npeBbImana 2 HM [3].
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PE3YJIBTATBI 1 OBCYXIEHHUE

B criekTpax orpaxkeHusI HeOOIyYeHHBIX MOJIUMEp-
HBIX TUIEHOK B 00JIACTH MPO3pavyHOCTU A > 290 HM
HaOIoJaMCh MHTEpOEPEeHIIMOHHBIE TOJOCHI, 00Yy-
CJIOBJIEHHBIE OTPpaXXEHUEM OT TpaHMI1I pasaesa ¢oTo-
pe3ucT—KpeMHUil U (GoTope3nucT—Bo3ayx (puc. 1,
kpusBas 7). I[Ipu yBeJIM4yeHUU IJIUHBI BOJIHBI HA0J10-
JTaeTcs OBICTPBIII POCT MHTEHCUBHOCTU IIOJIOC WH-
TepdepPeHIINU, YTO OOYCIOBIIEHO POCTOM BKJIaaa OT-
pPaXXeHHOTO0 OT I'PaHULIbI pa3aena poTope3nCT—KpeM-
HUIA cBeTa BCJICACTBUE YMEHBIIECHMS ITOTJIOIICHUST B
¢oTtopesucre.

Bo Bcex nMmiaaHTUpOBaHHBIX 0Opa3liax HabJo-
JlaJloCh CHUXXEHWE UHTEHCUBHOCTU UHTEepDEPEHIIN -
OHHBIX TI0JIOC BOJIM3M Kpas TMOoTrJIoleHus (B Auara-
30He WIMH BOJH A = 300—800 HM). YKa3aHHBII 3(-
¢deKT Bo3pacTall Ipu YBEJIWUYECHUH TO3bI O0TyUCHUS
(kpuBbie 2—4, puc. 1). Tak, npu 103e UMIIJTAaHTALlUN
5 % 10" cMm—2 mos10ckl UHTEPGhEPEHLIUN MTPOSIBIISIOTCS
TOJIBKO TPU JJIMHAX BOJIH, mpeBbimarmiux 500 HM. B
obsact A > 900 HM CYIIECTBEHHOM 3aBUCHMOCTH
MHTEHCUBHOCTU TOJIOC WHTEep(MEePEeHUIUN OT O3B
MMIJIaHTallMU He HabI101aJIoCh.

BeposiTHee Bcero, OCHOBHOM MPUYMHOII CHIKE-
HHMSI MHTEHCUBHOCTH HMHTepP(EPEHIIMOHHBIX IT0JIOC
MIpY MIOHHOM UMILIAHTALIAY SIBJISIETCS POCT KO3 Ppu-
LMEHTAa TOIJIONIeHUs BOJM3U Kpast (pyHIaMEHTAJIb-
HOT'O MOIVIOIIEHMS, HAOIIONAIOIINICS B Pa3IMYHBIX
CTEKJIOOOPA3HBIX MOJIUMEPaX IPU BHICOKOIHEPTreTUY -
HOM Bo3aeicTBuM. Hampumep, ykazaHHBINA 3(hdheKT
HaOmomaicsd IMpy UMITIaHTaIuK noannMuaa [10—12]
1 noguaTuiieHTepedTanarta [13] u ObIT 00ycCIOBIEH
KapOOHM3aLUEH IMTOBEPXHOCTHOTO CJIOS B Pe3yJIbTaTe
MOHHOIO O0aydeHus:, (POpMUPOBAHMEM HaHOpa3-
MEPHBIX BKJIIOUEHUM B OOJy4EHHOM CJIOE, a TaKXkKe
dopMupoBaHueM aMOp(HOIO YIJIEpOHa, KOTOPBIM
MMeEET IUIaBHBIM POCT ITOKa3aTeIsl IIPOITyCKaHUS IIPU
JumHax BoJiH oT 200 go 500 um [14].

JonomHUTeNbHBIM paccesiHUeM, BbI3BAHHBIM MOH-
HOU UMIUTaHTalMen GoTope3nCTUBHOM TUIEHKU, IS
mmH BoiH 300—500 HM MOXHO IIpeHeOpedb, IO-
CKOJIBKY pa3Mephl BKIIIOYEHUI BTOpOit (a3nl, pop-
MUPYIOLINXCS TPU UCTIOJIb30BABIIMXCSI B HACTOSIIIIEC A
paboTre n03ax MMILIAHTALMW, HE TPEBBIIIAIOT He-
CKOJIBKMX JIECSITKOB HAaHOMETPOB. MI3MeHeHus Tpu
UMILTaHTalMM Koa(hdUIIMEeHTa OTpaXkeHUs OT IIOo-
BEPXHOCTH MOHOKPUCTAJUTMYECKOTO KPEMHMUST BO BCEM
KCClie0BaBIlIeMCs IMana3oHe JJIMH BOJIH He Ha0JI10-
nanock. CiegoBaTesIbHO, BhILIETIEPEYUCTCHHbIE 3(h-
(eKThl He OKa3bIBAlOT CYIIECTBEHHOTO BJIMSIHUS Ha
WHTEHCUBHOCTb MHTEP(HEPEHIIMOHHBIX MOJIOC.

B oGmactu HempospadHocTH (OTOpe3ncTa IpH
YBEJIMUEHUM J03bl UMILIAHTALIMM MMEJI MECTO POCT
Koa(dpunmeHTa oTpaXeHHUs Ha TpaHUIE pasieia
Bo3ayx—doTtope3uct (kpusbie 2—4, puc. 1). Panee
aHaJIOTUYHBINA 3¢ deKT HabIomaacsa MpU BbICOKO-
SHEPreTUYHOM BO3IEMCTBUM Ha IUICHKM MOJIUATU-
sneHTepedTanara [15] u momuumuna [10, 16] u ObLT
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00YyCJIOBJIEH palIuallMOHHO-CTUMYJUPOBAHHOM Tie-
PECTPOMKOM HAIMOJIEKYJIIPHOU CTPYKTYPBI IIOJIUME-
pa B TIPUMOBEPXHOCTHOU 0OJAaCTM W pelakcanuein
OCTaTOYHBIX MEXAaHWYECKUX HATIPSKEHWI, BOZHUKA-
IOIIMX B IIPOLIECCE U3rOTOBIECHUS TIeHKu [15, 17].

NMIiaHTanusa MoHoB Sb™ mpuBoawia K cMelle-
HUIO MHTEP(PEPEeHIIMOHHBIX MAKCUMYMOB U U3MEHE-
HUIO PACCTOSIHUSI MexXny HuMM (puc. 1), oOyclioB-
JIECHHOMY M3MEHEHUEM OITUYECKOI IJIMHEI (hOTOpe-
3UCTUBHON IUIEHKY Npu obiryaeHnn. Ha ocHoBaHUM
CIIEKTPOB OTpaXXeHUsI TI0 HOMEPY M ITOJIOXKEHUIO
MaKCHMMYMOB/MMUHUMYMOB COTJIACHO (popmyJie:

2dn = mA,,, (1)

rae n — IoKas3aTellb IPeIOMIIEHUST (DOTOPE3NCTUB-
HOM MJIEHKHU, d — TeOMETPUYECKUIA ITyTh, TIPOHIECH-
HBIi1 CBETOM B (DOTOPE3UCTUBHOI IUIEHKE, 1 — LIEJI0e
WIN TOJYyLEJIOe YMCJIO, YKas3pIBalollee Ha YHCIIO
JUIVH BOJIH YKJIAAbIBAIOLIMXCS B ONTUYECKOM pa3HO-
CTH X0[a; A,, — IUTMHA BOJHBI, COOTBETCTBYIOLIIAS] M-
MaKCHUMyMY/MUHUMYMY, OBIJIM pacCUYUTAaHBI 3aBUCH-
MOCTH 2dn OT IJIVMHBI BOJHBI A, IIpEACTaBIeHHbIE Ha
puc. 2. 3aBucuMocTH 2dn(\) g Bcex 00pasLoB BI-
NIAOAT KaK HopMasibHbIe qucniepceuut dn/dA < 0.

CymiecTBeHHOM ycaaku (poTope3rcTa B IIpolecce
UMIJIaHTallMu He Haboaanoch. TojlvHa MIeHKU
M3MEHSLIaCh B TIpeaesiaxX MOrpelrHOCTH U3MEPEeHMI,
cocraBisBureit ~10 HM, IIpU J03aX MMIUIAHTALIAN
BILIOTB 70 5 X 10'® cM~2. DTH 3KCIEepUMEHTaIbHbIE
pe3yIbTaThl KOPPEAUPYIOT ¢ JAaHHBIMU padoThI [18],
MOJIYYeHHBIMU METOIOM aTOMHO-CUJIOBOM MMKPO-
CKOITMM NP UMIUIAHTAUU Y3KUM MOHHBIM IIyYKOM
TOHKOI IMOMMMMUIHOM TUIeHKHM. Tak, B padote [18]
IMOKa3aHo, YTO pacnblieHue (ycaaka) IUIEHKU 101~
UMHUIa HaOII0maeTcsl TOJILKO MpU (PIyeHcax MOHOB
cebite 1 x 107 cM~2, u gaxxe mpu @ = 1 x 108 cm—2
BeJIMYMHA ycanaKu He gocturajia 80 HM, 4YTO COCTaB-
JsteT MeHee 4.5% TONIIMHBI TUIEHKU. Takoro xe pe-
3yJbTaTa cleayeT OXUAATh U 1JIsl TOJIMMEPHOM TIeH-
K1 poTOpe3ncTa.

CornacHo dopwmyite Jlopenn—JlopeHniia [16], mo-
KazaTellb MpeJIOMJICHUs /1 MOJUMEpa C MOJSIPHOM
Maccoii M, MJIOTHOCTBIO BELIECTBA P U MOJEKYJISIP-
HoIt pedpakumeir Ry, MOXHO OMNpENeIUTh U3 BbIpa-
XKEHUS:

n’ = (M +2Ryp)/(M — Ryp). ()

MonexkynsgpHas pedpakuus R;, SABIgeTCS agnu-
TUBHOM BEJIMYMHOI 1 CKJIaAbIBaeTCsl U3 pedpakiumii
R; oTIENBbHBIX aTOMOB U UHKPEMEHTOB J151 TUTIOB XU -
MUYECKUX CBSI3E (ABOIHAsI, TpoiitHasI).

Bo3MoXHBI pa3iMuHble MEXaHU3Mbl CHUXKEHUS T10-
KazaTessl TPeJIOMJICHUSI TIPU BBICOKORHEPIeTUYHOM
00y4eHnu rojmmMepoB. Tak n3 ¢popMyibl (2) clieayer,
YTO YBEJIMYEHUE MOJISIPHOI Macchl rojauMepa M npu-
BOIWT K YMEHBIICHUWIO ITOKa3aTejsl MpeIOMJICHUS.
DeHonbopMaTbIeTUAHbIE CMOJIbI SIBASIOTCS ONHU-
MU 13 CTapeMIIMnX NpeacTaBUTeNae ceTYaThIX MOJIN-
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Puc. 2. CriekTpajibHble 3aBUCUMOCTH ONTUYECKON UIN-
HbI UcxonHoro doropesucta (/) 1 UMILUITAHTUPOBAHHOTO
nonamu SbT ¢ sHeprueil E =60 k3B nozamu D, em 22—
1x10%,3-5x%x 10, 4-5x10'.

MEPOB, OJHAKO €IWHOTO0 MHEHHS O XMUMHYECKOM
CTPOCHUU CETKI, 00pa30BaHHOI 3TUMU CMOJIaMU, HE
cyuiectByeT [19]. DTo, mO-BUOAMMOMY, CBSI3aHO C TEM
00CTOSITEJILCTBOM, YTO B 3aBCUMOCTH OT XOJa peak-
UM OTBEPXKIEHUSI CTPYKTypa CETKM MOXET OBITh
pa3Iu4YHOM.

DdeHondopMabaeTUAHBIE CMOJIBI TPEACTABISIOT
c000if momMMepHI, 00pa30BaBIITeCs TPU KOHIEeHCa-
uuu (peakuuu C OTIIEeIJIEHUWEM BoAbl) ¢deHosa u
¢dopmanbaeruaa, MHOTAA B MPUCYTCTBUM CIlelIUaTb-
HBIX 100aBOK. [103TOMY CTeTIeHb 3aMeIIleHIs apoMa-
TUYECKUX KoJiell (heHosIa B TOJIMMepe HEMOCTOSTHHA
M MOXKET ObITh MpelicTaBlieHa CleayIOIIMM 00pa3oM:

OH R=—H,
R R
—H,C
—CH,OH.
R

@

COOTBETCTBEHHO CTPYKTypa CETKM, KaK U Cpel-
HsIsl MOJIEKYJISIpHASI Macca IoJIuMepa, MOXKET CUJIbHO
U3MEHSITHCS B 3aBUCUMOCTH OT COOTHOIIEHUST KOJIH -
yecTB peHoJ1a U PopMabIeTraa, NCII0Ib30BaBIINX -
cs IS KOHACHCAIMM, a TakKe YCJIIOBHU OTBEpKIEC-
HUSI CMOJIBI (TeMIlepaTypa, BpeMsI, MeXaHMYEeCKOe
BO3ICHCTBUE).

IIpu obmydenun deHoIDOPMATBASTUIHBIX CMOJT
peakuny CIIUBAaHUSI JOMUHUPYIOT Hal IeCTPYKIUEi
B CUIy OCOOEHHOCTeil cTpoeHusl moaumepa [20].
OOpa3sywllnyecss IpyM HUOHHOW MMILIaHTaLuu @de-
HOJIOPMAaTbASTUIHBIX CMOJI paArKalbl UMCIOT pa3-
JIMYHOE CTPOEHHE U peaKIIMOHHYIO CITOCOOHOCTh, HO
BCJIEACTBYE peaKIlMii ¢ MaKpOMOJIEKYJIaMU IOCTa-
TOYHO OBICTPO B 00BEME ITOJIMMEpPA OCTAIOTCSI HAaN0O0-

Ne 6 2020
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Jiee TepMOJMHAMMUYECKU CTaOMIIbHBIE paguKaibl de-
HosibHOrO (1) u MmeTuiieHoBoro Tumna (111):

(0} 0] o)
R R R
m
OH H OH OH H OH
. - =z
R R R R
(111)

Panukanst (IT) u (IIT) oTHOCUTENBHO CTAOMIIBHBI
n3-3a JeJIOKAJIN3alui 3JIEKTPOHHOM IJIOTHOCTHU II0
apoMaTUYEeCKOI cUCTeMe, peaKlMy AeCTPYKIIUU IS
HUX HE CBOMCTBEHHBI. Pa3HOOOpa3HbIe peakiiuu pe-
KoMOuMHaumu pagukaioB peHonabHoro (11) u meTuite-
HoBoro tura (I1I) mpuBoasT K 06pa3oBaHUIO HOBBIX
C—C u C—0 xuMH4YecKMX CBsI3eil U KakK CJIEACTBUE
YBEJIUYCHUIO CpeIHEei MOJIEKY/ISIPHOM MacChl MaKpO-
MoJieKya peHopopManbIerugHon cMobl. ClBa-
HUE MaKpOMOJIeKyl (eHolbopMaTIbIeTUHBIX CMOJI
noj AEMCTBUEM M3JTy4eHUSI IPUBOIUT, KaK CKa3aHO
BbILIE, K YBEJIWYECHUIO UX CPEIHEN MOJIEKYJISIPHON
Macchbl M, 4TO, BEpOSITHO, U SIBJISIETCSI IPUYMHOMN Ha-
0JII0HaeMOTr0 CHMXKEHMSI II0Ka3aTeJIs IIPeJIOMIICHUS.

C opyroii CTOPOHBI, IIPU 00IYy4EHUU UMEET MECTO
rasoBblaelieHHe (IPEUMYIIECTBEHHO BOAOPOIA U €T0
COCIMHEHMI), YTO OOYCIOBINBACT CHIKEHUE TIJIOT-
HOCTHU BEILECTBA P, MOCKOJbKY, KaK HaMU YCTaHOB-
JIEHO, TOJIIIMHA TUIEHKU (DOTOPE3UCTA CYIIECTBEHHO
He usMeHsercsi. Kpome Toro, rasoBblae/icHUE MPU-
BOJUT TaKKe K CHMKEHHWIO MOJIEKYJISIDHOM pedpak-
i R,; BCIENCTBHE YMEHBIICHUS BKJIama pedpak-
it R; aToMoB Bomopoza. B cooTBeTCTBHM ¢ BBIpaXKe-
HUeM (2) CHMXKEHME BEIUYMH P U R, DOJKHO
IIPUBOJIUTH K YMEHBILIEHUIO 3HAYCHUSI 1. YKa3aHHEIC
00CTOATENIBCTBA U OOYCIOBINBAIOT YMEHbBIIEHHE TT0-
Kasareqsl TIpeJoMJieHUsT n (OoTope3ucTta Mpu HUM-
IUIAHTAllM NOHOB CYPbMBEIL.

SAKIIIOYEHHME

TakuMm o06pa3oMm, IIOKa3aHO, YTO MMILIAHTALMS
voHaMy Sb™ MPUBOANT K YMEHBIIEHUIO MTOKAa3aTeIst
npejiomyieHus: ¢poTope3ncTa, OOyCIOBISHHOMY pa-
JWALIMOHHBIM ClIMBaHUEeM (oOpa3oBaHUEM IIOIe-
PEYHBIX CBsI3€ii) MOJIEKYJ HOBOJAYHOI CMOJEBI, a
TaKKe CHUKEHUEM IUIOTHOCTU P U MOJIEKYJISIDHOM
pedbpakuun R;, ¢orope3ucra. YCTaHOBJIEHO, 4TO

MIPU YBEJIUYEHUU T03bI UMILIAHTaLMK Sb* B oGacTu
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HENpO3pavyHOCT (POTOPE3UCTUBHOM IUIEHKU Ha-
OJrogaeTcs pocT KO3 PUILIMESHTa OTpaXKeHUSI.
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XAPYEHKO u mp.

Radiation Transformation of Diazoquinone-Novolac
Photoresist Reflectance Spectra at Antimony Ions Implantation

A. A. Kharchanka'-2 *, D. I. Brinkevich" **, V. S. Prosolovich!,
S. D. Brinkevich!, V. B. Odzaev', Yu. N. Yankovski!
! Belarusian State University, Minsk, 220030 Belarus
2Research Institute for Nuclear Problems of Belarusian State University (INP BSU), Minsk, 220030 Belarus
*e-mail: XaaTM@mail.ru
**e-mail: brinkevich@bsu.by

A method of measuring the reflection spectra was used to study the implantation of photoresist films of the
photoluminescence FP9120 with a thickness of 1.8 um, implanted by antimony ions, deposited by centrifu-
gation on the surface of p-type silicon plates (p = 10 £ cm) with the (111) orientation. It was shown that, im-
plantation leads to the decrease of photoresist refractive index caused by the radiation linkage of novolac res-
in, as well as the decrease of molecular refraction and photoresist density. In the opacity area of photoresist
film reflectance coefficient growth was observed at the increase of implantation dose.

Keywords: lithography, radiation, substrate, photoresist, implantation, antimony, refractive index, reflection.
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[IpencraBieH OByX3epKadbHbII MPOCKIMOHHBIN 00beKTUB LlIBapuimmiabaa (yMeHbllleHue X5), o6pa3o-
BaHHBII IByMs achepruecKUMU 3epKajlaMu U pa3paboTaHHBIM B paMKax MOACPHU3AIIMY CTEH A JINTOTpa-
da ¢ paboueit muHOI BosHbI 13.4 HM. [Togpo6GHO onrcaHa MeToaMKa U3MEPEHUI U pe3yIbTaThl KOPPEeK-
1 popMbI achepruuecKHX 3epKaJl 1 abeppalinii 00beKTHBa B COOpHOM BapuaHTe. B pe3yibrate HeCKOIb-
KMX KOPPEKIIWi1 TOKAJbHBIX OIIMOOK C TTOMOIIbI0 MOHHOTO My4YKa ObLIO MOJYYEHO CpeaHEKBaIpaTUIHOE
OTKJIOHEeHME (DOPMBI ITIepBUIHOTIO 3epKaja 0.8 HM. AGeppalluy 00beKTHBa COCTaBWIN 5.4 HM. Monenupo-
BaHUe pa3peliaolleil CHoCOOHOCTU OOBEKTUBA C YYETOM MU3MEPEHHbIX abeppalivii moKa3aao, YTO TECTO-
BbIe TTOJIOCH ImMpuHOoii 200 HM paspemiatorcst ¢ KoHTpactoM 32%, 100 um — 23% u 30 amM — 15%. Koadodu-
LIMEHTBI OTPAasKEHUST MHOTOCJIOMHBIX 3epKan Mo/Si ¢ anTuctpeccoBbM roaciioeM Cr/Y coctaBwim 63—65%
B 3aBUCHMOCTH OT KOOPIMHATHI Ha 3epKayie. OOCyKIaloTcsl TPUUMHBI, IO KOTOPBIM HE YAAJIOCh CKOPPEK-
TUPOBATh abeppalvi 00bEKTHUBA 10 YPOBHS 1 HM, HEOOXOIUMOTO ISl AOCTVKEHUS TU(PaKIIMOHHOTO Mpe-
neJia pa3penieHusl.

Kmouesble cioBa: o6bekTuB IlIBapuiunibia, MHOTOCIOMHBIE PEHTTEHOBCKUE 3epKaja, DY®d-nurorpa-

us, naTepdepoMeTpust ¢ TUGPAKIIMOHHON BOJHOM CpaBHEHMUSI.

DOI: 10.31857/S1028096020060047

BBEAEHME

JIutorpacdmio s3KcTpeManIbHOTO YABTpPadUOIETO-
Boro nuaraszoHa (DY®) Ha giuHe BOJHEL 13.4 HM
CUMTalOT JuTorpadueit Oymyiiero, Tak Kak 3a cyer
KOPOTKOM JIMHBI BOJIHBI 110 CPABHEHUIO C TPAIULIU-
OHHOW JIuTorpacdueil Ha JIrHE BOJHBI 193 HM cytie-
CTBEHHO ynpouaercsi mnpouecc gutorpaduu. OH
CBOJUTCS K KJIaCCUMYECKOW IMpolieaype: HaHECEHUE
pe3ucta—3acBeTka—nposipieHue [1]. B Poccum ata
TEXHOJIOTUSI pa3BUBAETCS, TJIABHBIM 00pa30M, TOJIBKO
B UC PAH (Tpouiik) B 06;1aCTH UICTOYHUKOB DY D-
WU3JIydeHUs [2] ¥ KOJUIEKTUBOM aBTOPOB B 00JIACTH OII-
ik 1 Jmrorpadpuun. MccnenoBanusa 8 UOM PAH
BEIyTCS Ha 9KCIEPUMEHTAJIbHOM CTE€HIE HAHOJIUTO-
rpacda, moapodHo onrcaHHoM B [3]. B pamkax mep-
BOTO 3Tara uccaeqoBaHUii ObLT MCTIOIb30BaH O0bEK-
TUB C 3epKaJlaMU, KOPPEKIIUS JIOKATbHBIX OIIIMOOK KO-
TOPBIX MPOBeIeHa HA MOHHO-ITYYKOBOM ycTaHOBKe [4].
M3-3a o1IMOOYHBIX HA TOT MOMEHT BpEMEHM Hayy-
HBIX MPEACTABICHUSIX O BIMSHUM yIJia MaJleHUsI HOHOB
Ha IIepOXOBATOCTh ONTUYECKUX JAeTajeil ycTaHOBKa
OblJ1a CKOHCTpyUpOBaHa TaKMM 00pa3oM, YTO MO3BO-
Jisifla IPOBOAUTh MOHHO-TTYYKOBOE TpaBJIEHUE TOJIb-
KO MPU CKOJIB3SIINX yTaX. DKCIepUMeHThl Ha DY D-
Jutorpade, NpoBeAeHHbIE C 3TUM OOBEKTUBOM,
MOoKa3aJii, YTO M3-3a CUJIbHBIX CPEIHEYACTOTHBIX

19

IIepOXOBaTOCTEM (IIIEPOXOBATOCTH C JIaTepalbHBIMU
pa3mepamu B nuamaszoHe 1—1000 MkMm) Kpasg n3oopa-
JKaeMBIX JIMHUI pa3MBIBAINCH, a pa3pelIeHne cocTa-
BWJIO OKOJIO 1.3 MKM.

Jlasg TOBBIIEHUST pa3pelnaronieii CImoCOOHOCTH
creHaa DY D-nurtorpada ObUIO TIPUHSITO PELICHUE O
MOJIEpHM3alIMM YCTAaHOBKKM. MonepHU3alys BKIIOYa-
eT B ce0s1 HeCKOJIbKO HartpaBieHuii. IlepBoe — mpoBe-
JIeHVe LIMKJIa UCCJICA0BaHU TT0 U3YYSHUIO BIUSIHUS
SHEPIruu, YIJI0OB MaaeHus, TIIyOMHBI CheMa MaTepura-
Jla, BUJa MOHOB M MaTepuaja IOJIOXKHN Ha IIepo-
XOBAaTOCTb TOBEPXHOCTHU I10CJIE MOHHO-ITYYKOBOTO
TpaBiieHus [S—7]. OCHOBHBIM pe3yJIbTaTOM UCCIIEIO0-
BaHUIA CTAJIO TO, YTO ONITUMAJIbHBIE YIJIbl TPABJICHUS
90°, mpruyeM auara3oH orpaHUYeH OTKJIOHEHUEM yT-
JIOB OT HOpMajiu mpuMepHo Ha *40°, a sHeprus
MOHOB JOJDKHA Jexarh B nuara3oHe 400—1200 »B,
ontuManbHas B paitoHe 800 »B. IloaydyeHHBIE pe-
3yJILTAaThl OBLIM MOATBEPKICHBI B pa00OTaX IPYTIUX aB-
TopoB [8—10]. C ygeToM 3TUX TaHHBIX OBLJIA TIOCTPO-
eHa KpynHorabaputHasi yctaHoBKa [11], ocHalleH-
Hasl MCTOYHUKOM C OOJIBIION aIepTypoili MOHHOTO
Mmy4ykKa, IIpeaHa3HauYeHHOTO ISI MOHHOM MMOJIUPOBKU
U achepusalny Moaj0kKeK, U MaTopa3sMepHbIM HOH-
HBIM IIYYKOM UISI KOPPEKILUM JIOKAJBbHBIX OIINOOK.
OOpabaTbeiBaeMblit 0Opa3ell ycTaHABJIMBAETCS Ha TIsi-



20 ET'OPOB u np.

0.1 1 10

Yacrora, MKM !

Puc. 1. ®yHKUIMS CMIEKTPaTbHON TMJIOTHOCTH MOIITHOCTH
(PSD) 1mepoxoBaTOCTH ITOBEPXHOCTH IS TIEPBUYHOTO
BBINYKJIOro 3epkKajia M1 oobektuBa. CruloliHasi KpyuBasi —
M3MEepEeHUsT B TIEPBOIi TOUKE Ha pacCTOsIHUU ¥ = () MM OT
ocH 3epKaiia (Gqer = 0.39 HM). ToueuHast KpuBasi — U3Me-
pPEHUsI BO BTOPOii TOUKE Ha pacCTOSIHUM ¥ = 15 MM OT ocu
3epkana (Cepp = 0.35 HM).

THKOOPIWHATHOM CTOJIE, TTO3BOJISTIONIEM TTPOBOIUTD
HeTpepbIBHOE CKaHMpoBaHue. B Kaxmoit Touke obec-
TeYnBaeTCs JJIOKaJIbHasi HOpMaJlb K TTOBEPXHOCTU BIOJIb
OCH MOHHOTO TTyJKa.

Bropoe — ycoBepllieHCTBOBaHME J1a3epHO-TIIA3-
MEHHOTO UCTOYHMKA DY D-n3nyyeHus. TpeTbe — pas-
paboTKa YCOBEpIIEHCTBOBAHHOI CHCTEMBI aBTO(MO-
Kyca, KOTopasl JOJDKHA TOAACPKUBATh ITOJIOKEHUE
IUTACTUHBI C PE3UCTOM IO OTHOIIEHUIO K MPOEKIIU-
OHHOMY OOBEKTHUBY C TOYHOCTBIO Jiyuire +30 HM.
YeTrBepToe HaIpaBJIeHUE — 3TO pa3padoTKa U M3ro-
TOBJIEHUE TIPOEKIIMOHHOTO OOBEKTUBA C UCITOJIb30-
BaHMEM YCOBEPIIIEHCTBOBAHHBIX TEXHOJIOTUIT MIOHHO-
IMYYKOBO# KOPPEKILIMU JIOKAJIBHBIX OLLIMOOK 1 METPO-
Jioruu (popMbl TOBEPXHOCTHU 3€PKaJl.

B HacTosteit pabore cooblaeTcs o pe3yiabrarax
pa3pabOTKM MPOEKIIMOHHOTO 00bheKTHBa. [TogpooHO
ONMUCHIBAETCSI METOAMKA M3MEPEHUM U pe3ybTaThl
KoppeKunu ¢popMbl acheprudecKnx 3epKajl 1 abeppa-
1IN 0OOBbEKTHUBA B COOPHOM BapHaHTE.

METO/1bI, UCITOJIb3BOBAHHBLIE
MNP U3IOTOBJEHHWHA ITOAJTOXEK

IMomnoxky U3 miaBjieHOro KBaplia U3roTaBjivBa-
JII METOIAMH IITyOOKOM NN OBKU-TTIOTUPOBKU, X1 -
MUKO-MEXaHWYECKOI MOJUPOBKU U Ha (pMHATBHOM
CTaIud — WOHHO-TIyYKOBOW ITOJUPOBKU. MeToabl
XUMHUKO-MEXAaHUYECKOI TTOJUPOBKU MOJPOOHO OMU-
canbl B [12, 13], MOHHO-TIYyYKOBOI — HaIpumep, B
[6]. LllepoxoBaTOCTh M3MEPSAN METOAOM ATOMHO-
CUJIOBOM MMKPOCKOIIMW Ha CIelMaJIbHOM CTEHIIE,
MO3BOJISTIONIEM M3Yy4YaTh KPYITHOTA0ApUTHBIE U KPU-
BOJIMHEMHBIE ToBepxHOocTH [14]. Ha puc. 1 u 2 npu-
BeAeHbl (DYHKIUU CIEKTPAJTIbHOU MIOTHOCTU MOIII-
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Puc. 2. ®yHKUIMS CMIEKTPATbHOM TJIOTHOCTU MOIITHOCTUA
(PSD) 1m1epoxoBaToCTH TOBEPXHOCTU IUISI BTOPUYHOTO
BOTHYTOTO 3epKajia M2 oobekTuBa. CILIOIIHAsI KpUBast —
M3MEepEeHUsT B TIepBOii TOUKE Ha pacCTOSTHUU = 30 MM OT
ocH 3epKaia (Cqe = 0.28 HM). ToueuHast KpuBast — U3Me-
peHUsI BO BTOPOI TOUKE Ha pacCTOSTHUM r = 50 MM OT ocu
3epKaiia (Cepr = 0.56 HM).

HOCTH LIEPOXOBATOCTHU B 3aBUCUMOCTH OT IIPOCTPaAH-
CTBEHHOI 4acCTOThI ILIEPOXOBATOCTU ITOBEPXHOCTEM
KBapLIEBBIX ITOIJIOXKEK [IJIsI BBIITYKJIOTO M BOTHYTOI'O
3epKaJl mocjie GpU3NKO-XNUMUIECKOM 1 MOHHOM IT0JIM -
POBKH, pacCYMTaHHBIC IO Kagpam 2 X 2 140 X 40 MKM.
DPdekTUBHAL IIEPOXOBATOCTD O, MOJYYECHHASA UH-
TerpupoBaHeM (YHKIIMN CIEKTpPaJIbHON IJIOTHO-
CTHU MOILIHOCTH B JMAIa30HE IMPOCTPAHCTBCHHBIX Ya-
cror 0.025—60 mxm~!, cocraBuna 0.28—0.56 HM mrd
Pa3JINYHBIX TOYEK HOBCpXHOCTeﬁ, 4YTO ABJISIETCA O0O-
CTAaTOYHBIM IS JIMTOTpadUUEeCcKUX IIPUMEHEHUH,
TaK KaK He IIPUBOIUT K 3aMETHOMY Pa3MbITHUIO M300-
paxeHus [15].

Dopmy mommoxek 1 abeppaliui O0bEKTUBA U3ME-
PpSUTH C TOMOIIIBIO MHTepdepomeTpa ¢ TUPpaKIINOH-
HOMW BOJIHOW CpaBHEHHS HAa OCHOBE OAHOMOJOBOIO
OINTUYECKOTO BOJIOKHA C CYOBOJIHOBOM BBIXOAHOI
aneptypoii [16]. Tak kak B nHTEpepoOMeTpe B Kaue-
CTBE BTAJIOHHON (hopMuUpyeTcs pacxonsiasics che-
puueckas BoyiHa [17, 18], To HampsIMyIo IJIST U3yde-
HUSI ac(EepUUYCCKUX M BBIMYKJIBIX TMOBEPXHOCTEMN
Tako MHTepdepoMeTp HeNb3sl MCIOJb30BaTh, IMO-
3TOMY ObLITa BEIOpaHa ciiemyromnas crpaterus. @opma
BOTHYTOI TOJJIOXKU ObLIa M3MEpEHa C TOMOIIIbIO
CHELMAIbHO PACCYUTAHHOIO JIMH30BOTO KOPPEKTO-
pa, KOTOPhI peodpa3oBbIBal pacxodsiuiics che-
puyeckuii GPOHT TOYEYHOTO UCTOYHUKA B achepu-
YeCKMIi, COBHANAIONIMNK 110 (OopMe C M3MEpPSIEeMOI
acepuueckoit moBepxHocThio [19]. B moBTOpsiio-
IeMcs TIpoliecce “usMepeHue (hopMbl—KOPPEKIIUS
WOHHBIM ITy4YKoM”’ (hopMy 3epKajia JOBOAWJIU 10 CyO-
HaHOMeTpoBoro ypoBHs. Ilocie aToro usmepsuiu u
KOPPEKTUPOBaiu (hopMy MOBEPXHOCTU BBIITYKJIOIO
3epKaJjia y>Ke B COCTaBe MPOECKIIMOHHOTO OObEKTHBA.

Ne 6 2020



MPOEKIIMOHHBIN OBBEKTUB JId CTEHJIA DY®-JIUTOTPADA 21

Puc. 3. OnTuueckast cxemMa MHTepGhepoMeTpa IJIsi U3BMEPEHU OIMOGOK (pOPMBI BOTHYTOT0 achepruecKoro sepkaua M2 c mo-
MOIIIBIO KOppeKTopa BotHOBOro (hpoHTa: / — He—Ne-mazep; 2 — moasspu3allMOHHBINA KOHTPOJLUIEp; 3 — UCTOYHUK cheprude-
CKOI1 BOJIHBI; 4 — HabmonaTenbHas cuctema; 5 — CCD-kamepa, 6 — KOMITbIOTep; 7 — TUIOCKOE 3e6PKajio C OCTPBIM Kpaem; & —
3D croi; 9 — KOppeKTop BOJIHOBOro poHTa; /0 — BorHyroe achepudeckoe sepkano M2 nuamerpom 220 MM (pabouuii mua-

metp 200 mm).

KoneuHo xe, B m3MepsieMoii popMe TOBEPXHOCTH
MPUCYTCTBYIOT OIIMOKM, BHOCHUMBIE KOPPEKTOPOM,
KOTOpBIC, KaK MPaBUJIO, CJIOKHO OLIEHUTh, U B 00JIb-
IIWHCTBE TIPWIOXKEHUUN MMU TIpeHeOperaloT. B Ha-
CTosIIIeH padoTe [JIs pa3aesieHUs abeppalinii BOJTHO-
BOTO (DpOHTA, CBSI3aHHBIX C JIMH30BBIM KOPPEKTOPOM
1 C MOMJIOXKOM, UCITOJIb30BaH METOM, MPeaToKeH-
HbI1 B [20].

METOINKA M3MEPEHUA
OIMBKU ®OPMBI ITEPBUYHOI'O
ACOEPUYECKOI'O 3EPKAJIA OBbEKTHWBA

HMccnenoBanusi MpoOBOAWIM C MCIOJIb30BaHUEM
nHTepdepoMeTpa ¢ IUGpPaKIMOHHONK BOJIHOMU cpaB-
HeHus [21]. CxeMa sKcmepuMeHTa IMpUBeIeHa Ha
puc. 3. CBeT OT TOYEYHOr0 UICTOYHUKA CHEepUIECKOI
BOJIHBI MPOXOIUT 4epe3 Koppektop. MHTepdepeH-
LIMOHHBIE MOJIOCHI HAOII0aI0TCS B PEXKUME aBTOKOJI-
JIMMAlIMU Y peTUCTpUpyoTcs ¢ moMoiipio CCD-mat-
pusl (CCD — charge-coupled device). J1151 ycTaHOB-
KU B UHTepdepoMeTp U fajiee B 00bEKTUB JIUTOrpada
K Toplam 3epKajia M2 npuKIeeHbl TPU PACIIONOXEH-
Hble o 120° “yxa” co craabHbBIMHU ITapuKamu. Ila-
PMKU BCTAlOT Ha TPHW IUIOLIAAKM B BUIE KOJblIA,
TUIOCKOCTU U KeJioba. Takast KOHCTPYKLMS TO3BOJISI-
€T OTHO3HAYHO YCTaHaBJIMBAaTh 3epKajio B OObEKTUB
0e3 CMEeIleHUI U JOMOJHUTEIbHBIX YIJIOBBIX HAKJIO-
HOB, a TaKXe MOBOpavYMBaTh 3epKajlo B MHTEepGhepo-
MeTpe Ha 120° u 240° OTHOCUTEIBHO “HYJIEBOrO” MO~
JioxxeHus. CyTb METOIUKM 3aKJII0UaeTcs B CIeaylo-
meM. B usMepeHHo#l Kapre aGeppalli BOJHOBOIO
¢dpoHTa MPUCYTCTBYIOT KaK OITMOKA (POPMEI ITIOBEPX-
HOCTHM 3epKaja, Tak 1 abeppauuu Koppekrtopa. s
oIpenesieHus BKJIaIOB KaXJI0i OIIMOKM HeoOXomau-
MbI KaK MUHHMMYM JIBa YpaBHEHUS, TOTOMY UTO HEU3-
BECTHBIX IBa: OIINOKa (POPMBI ITOBEPXHOCTH 3epKaia
¥ abeppainu KOppeKTopa. DTO JOCTUTACTCS TIOBOPO-
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TOM MCCIIEIyeMOTO 3epKajia IIpU HEMOABUXKHOM KOp-
pexTope.

st ymobcTBa pacdyera ymoOHO pa3OUTh 3epKallo,
KOPPEKTOp U abeppaliid BOJIHOBOTO (PpOHTa Ha TpU
OIMHAKOBBIX CEKTOpa, B 9TOM CJIydae MOXHO COCTa-
BUTHb CHUCTEeMY JMHENHBIX ypaBHeHuit (1) mis Tpex
MOJIOXKEHU I MCClielyeMOoro 3epKaa:

M,;+C,, =F, M, +C;=F,

J
Ml,m + Cl,m = E,m s Mr,p + C'l,m = E,m ’

M,,+C,,=F, M, +C,, _F

| T
J

M, +C,,=F,.

M,,+C;=F

Ml,m + Cr,p = E‘

P

HeunssectHoe M — 310 omimoKa (OpPMBI ITIOBEPXHOCTH
3epkaja (majiee — Kapra 3epkana), C — abeppauuu
KoppekTopa, F'— cymMapHble (U3MepsieMbie) abep-
paunu BostHoBoro dpoHTa. UHOekck! (i), (I,m), (r,p)
COOTBETCTBYIOT pa3HbIM ceKTopaMm 1o 120° Ha 3epkaje,
KOppeKTope U BOJIHOBOM (dpoHTe (puc. 4). [Napamer-
pul F, F', F" — u3mepsieMble abeppaliiu 111 pa3and-
HBIX TTOJIOXKEHUI 3epKaa: UCXOOHOTO U MOBEPHYTO-
ro Ha 120° u Ha 240°. KoppekTop C HenoaBUKEH, TO-
3TOMY BO Bcex Tpex cucremax B (1) umHaekcbl C
onmHakoBble. PaccranoBka nnnekcoB ipu M, Cu FB
MEPBOI CCTEME COOTBETCTBYET pucC. 4. OTINUMEe UH-
JIeKCOB M BO BTOpPOIi 1 TpeTheil CUCTEMaX OT MHICK-
CcOB M TIepBOii CUCTEMBI CBSI3aHO C IIOBOPOTOM 3€p-
Kaza Ha 120° 1 240° cOOTBETCTBEHHO U1 OIIPEACIISICTCS
3aKOHOM MaTpPUIIbl TOBOPOTOB IIJIsI KOOPAWHAT TOYEK
Ha Kapte M:
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KoppekTop

Abeppauun

Puc. 4. CerMeHTHI 3epKajla, KOppeKTopa U abeppariuii
BOJTHOBOTO (DPOHTA, UCTIOJIB3YIOIIMECS B pacueTax.

xy)  (xm) (cos(120°) —sin(120°)
I )y N\ w ., \sin(120°) cos(120°) )° )
Xy) _ (xm) (cos(240°) —sin(240°)
Y )\ ).\ sin(240°) cos(240°)

rp 5]

CoBMecTHOE pellleHre CUCTeM YpaBHEHUM st F
u F' mo3BoiisieT HaliTU KapTy OIMOKM (pOPMEBI I10-
BepxHocTu M2 (Kapty M2) n abeppaliuy KOPpeKTo-
pa. CoBMecTHOE pellleHUe CUCTeM ypaBHEeHUN s F
u F", a takke F'u F" u ycpenHeHue ¢ pe3yabTaTOM
ot F u F' mo3BoJjisieT MOBBICUTh TOYHOCTh METOIA.
PenreHue ObLJIO peaii30BaHO B IIPOrpaMMHOM I1aKe-
Te Matlab MeTomoM HaMMeHBIIMX KBaapaToB. Haii-
JIEeHHYIO KapTy M2 MCHOJNB30BAIM OJIsI KOPPEKIINH
MOMIOXKU M2 U3 TUIaBJIEHOTO KBapila Ha yCTAaHOBKE
MOHHO-ITyYKOBOTO TpaBiieHUsI. [1J1s1 3TOT0 HEOOXOaM -
MO OBLJIO YCTAHOBUTH TOYHOE COOTBETCTBUE KOOPIM-
HaT Ha MOBEPXHOCTU 3epKaja M2 u Ha HaiiieHHOit
KapTe. 3amada 3aKJIIOYaeTCs B CIIemylolleM: HaOIIo-
JIaTejibHasI CUCTeMa IPOELMPYET OOBEKTHYIO IIOC-
KOCTb, COBITQJAIONIYI0 C KPOMKOI 3epkana M2, Ha
minockoctb CCD-marpunipl. OmHaKoO M3-3a HAJTMYUS
KPUBU3HBI HAa UCCIEAYEMOI ITOBEPXHOCTU PACCTOSI-
HUE OT ONTUYECKOI OCu A0 TOYKU Ha 3epKaje 00Jb-
I1Ie PaCCTOSIHUSI OT ONTUYECKOIM OCH 10 COOTBETCTBY-
JolIeil TOYKM B TNIOCKOCTH OOBEKTa. DTa Pa3HOCTH
3aBUCUT OT pauyc-BeKTopa W KPMBU3HBI 3epKaja.
YeMm OoJibllle KpMBU3HA MOBEPXHOCTU, TEM OOJbIIIE
9Ta J00aBKa, M ee HeOOXOOIMMO yJUThIBaThb. B pac-
cMaTpUBaeMOM CIydae MaKCUMYM COCTaBJISIET 2.5 MM,
MO3TOMY 11 KOPpPEeKIIMKU (pOpMEI HaliieHHYIO B pe-
3yJIbTaTe peleHuns cucTteMsl (1) KapTy ommoku ¢pop-
MBI 3epKajia M2 “pactsaruBaiu’ MO HEKOTOPOMY 3a-
KOHY, npuBeneHHOMY B [20].

Ha puc. 5 npuBeneHbl pe3yJbTaTbl W3MeEpeHUit
¢dopMbI TTIOBepXHOCTU M2 10 (MaKCHUMAJILHEINA TIepe-
nang BeicoT PV = 177 HM, cpemHEeKBagpaTUIHOE OT-
kinoHeHue (Root Mean Square) RMS = 21 HM) U 110-
cie 19 KoppeKunit HOHHBIM TTydkoM (PV = 26 HM,
RMS = 4.5 um). Ilocne npoBeneHust 19 Koppekimii
3epKaja U pelieHus1 cucteMbl (1) ObLIM TTOJy4YeHBI
KapTa 3epKama (puc. 6a), abeppallid KOoppeKTopa
(puc. 66) 1 omM6OKa BEIMUCICHUI (prc. 6B), KOTOpas
Obl1a HalileHa KaK pa3HOCTb abeppaluii KOppeKTo-
pa, TOIYYeHHBIX U3 peIIeHUS] CUCTEM YpaBHEHU TSI
Fu F'nnna Fu F". ITapametpsl RMS u PV 3epkaina
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ynamm ¢ 18.7 m 111.5 am 1o 0.8 m 5.3 HM cooTBeT-
crBeHHO. Kak BUAHO M3 puc. 6, onbKa onpenesie-
HUS abeppalivii KoppeKTopa 1o mapametpam RMS u
PV mpakTnyeckm Takas Xe, KaK M OIIMOKU (hopMBI
3epkana M2, mo3ToMy JajabHEHIIINE MOMBITKU CKOP-
peXTUpPOBaTh (YJIy4IIUTh) MOBEPXHOCTh 3epKajla He
MIpUBEIM K MOJOXWUTEILHOMY pe3yabTary. TeM He
MeHee, TOUHOCTh U3TOTOBJICHMS 3epKaia M2 Ha cyo-
HAHOMETPOBOM YPOBHE JIOCTATOYHA MJISI MOJYYCHUS
I1(paKIIMOHHOTO KayeCcTBa N300paxkeHMs Ha IITHE
BOJIHBI 13.4 HM.

METOIUKA M3MEPEHUA OLINBKHN
®OPMbI BTOPUYHOI'O ACOEPUYECKOI'O
3EPKAJIA 1 ABEPPALI OBBEKTHBA

B xone manbpHelieit padbOTHI aceprnyecKoe 3ep-
Kano M2 OBLJIO YCTAaHOBJICHO B IPOSKIIMOHHEBIN 00b-
extuB LlBapuimibaa (puc. 7). JlaHHbBII MOAXOM M03-
BOJISIET M3MEPUTH GOPMY Kak 3epKaja M1, Tak 1 BOJT-
HOBBIE abeppauuu oo0bekTHBa. OmnpaBa OOBEKTHBA
OblJ1a M3rOTOBJIEHA U3 MHBapa — marepuaja ¢ HU3-
KMM TeMIlepaTypHbIM K03(h(GUINEHTOM JTUHEHNHOIO
pacmupenus (~10-° K-!). BepxHsas yacTb OIpaBbl
0Oa3oBagl, Ha ee TPU IUTOIAIKHU (KOJIbLIO, TNIOCKOCTh 1
Keynob), pacnojoxeHHbie Ton 120° apyr K Apyry,
YCTaHABIMBAIOT 3epKao M2 M XKeCcTKO (pbHMKCUPYIOT
CcIielIMaJIbHBIMMU 3a3KkuMaMu. 3epkaiio M1 nuameTpom
60 MM yCTaHaBJIMBAIOT B HIDKHIOK YacTU OITPAaBHI,
KOTOpasi UMeeT IISITh CTEIIEHEe CBOOOIBI ITO0 OTHOIIIE -
HMIO K BEpXHEI 4aCTH, UTO ITO3BOJISIET IPOBECTU Ha-
CTPOIKY OOBEKTHBA.

Ha nepBom aTamne HacTpoiiky U U3MepeHue BOJI-
HOBBIX abeppalivii IpOeKIIMOHHOTO 00BEKTUBA IIPO-
BOIWJIM B BaKyyMHOM HHTepdepomeTpe (puc. 7).
Koppexkiuuio BOJHOBBIX abeppaluii IpOeKIMOHHO-
ro 00bEKTHBA OCYIIECTBIISIIN 32 CYeT KOPPEKIIUH JIO-
KaJIbHBIX OIIMOOK MOJIOXKM s 3epkana M1. U3-
MepuTeibHasl cxeMa UHTepgepoMeTpa paboTaeT ciie-
nyomuM obpazoMm. Manyuenme He—Ne-nazepa [
ocJe BBOAA B ONITUYECKOE BOJIOKHO B OJIOKE C MOJIsSI-
PM3aLIMOHHBIMM KOHTpoOJUIepaMu 2 NeJIMTCS Ha JiBa
KaHaja. K nepBoMy KaHaay HOOKJIIOYAETCs IIEPBHIM
MCTOYHHUK 3TAJJOHHOM c(PepuUeCcKO BOJHBI, KOTO-
pBIii yCTaHaABJIMBAaeTCsl B TIOCKOCTU (BHM3Y), Tep-
NEeHIUKYJISIPHOI OCH MNPOEKIIMOHHOIO OOBEKTHBA.
Coepuueckass BOJIHA IIOCJIE ITPOXOXKICHUS dYepe3
00BEKTUB Je(OPMUPYETCS HA HEPOBHOCTSIX TTOBEPX-
HOCTHU 3epKaJjl (B Oojblleil yacTu Ha 3epkaje M1).
Jlas m3aMepeHni 3TUX abeppalinii Ko BTOpoMy KaHamy
MOJIKJIFOYAeTCs BTOPO MCTOYHUK 3TaJTOHHOU ce-
pUYECKOI BOJIHBI M YCTAHABIMBAETCS B IIPEIMETHOM
IJI0CKOCTH (BBEpXY) 0ObeKTHUBA. Jlajiee 3Tu 1BE BOJI-
Hbl MHTepGhEePUpPYIOT, a NOJyYeHHYI0 MHTepdhepeH-
LIMOHHYIO KAPTUHY C IOMOLIBIO N300paXaroLeil IMH-
36l 4 1 CCD-kaMepsl 5 perucTpupyioT U oopadaThI-
BalOT Ha KOMITbIoTepe 6. Perucrpaiiio 1 o6padboTKy
uHTepdepeporpaMM IIPOBOIIT KaK B aMIUIUTYTHOM,
Tak U B ¢a3oBoM pexmmax. s MakcuMajabHOTO
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\ PV=26 um

©) — RMS=4.5u1m
[an an L]

Puc. 5. Kapta moBepXHOCTH BOTHYTOIO acheprdecKoro 3epkajia M2 MpoeKIIMOHHOIO 00BheKTHBA ¢ abeppaliieil KOppeKTopa:

a — JI0 KOppeKuun; 6 — nocie 16-it Koppekiuum.

(a) 3epkaino M2 h, HM (6)

/ N

O\

Koppektop

(B) OmmOKa BeIUMCIICHUN /A, HM

/\ 2
/)

\--—_':/ —2

/\U —af

i _3
RMS =0.8 Hm RMS=3.7 um RMS=0.7 um
PV=5.3um PV=19.8 um PV=49um

Puc. 6. Kaptbl moBepxHoctu 3epkaia M2 nocie GuHUIIHOK 19-i1 KoppeKnu: a — ocTaTouHasi olnoka hopMbl TOBEPXHOCTH;

0 — abeppaly KOPPEKTOpa; B — OIIMOKA BEIYMCICHUIA.

KOHTpacTa MUHTEPGHEPEHIITMOHHONW KapTUHBI C TOMO-
IIbIO TTOJISIpPM3allMOHHOr0 KoHTposuiepa Thorlabs Ha
BBIXOJIe OOOMX MCTOYHUKOB OOECIIeUMBAIOT OJMHAa-
KOBYIO MoJisipu3alinio. JJornoJHUTEIbHO, 32 CUET Me-
XaHWYECKOTO M3ruba ONTOBOJOKHA B OMHOM U3 Ka-
HaJlOB MHTEHCUBHOCTb WMHTEPGMEPUPYIOLIUX BOJH
onuHakoBasl. JleneHre myykoB U KOHTPOJIb UX MOJISI-
PU3ALMOHHOTO COCTOSIHUSI OCYIIECTBJISIIOT C TIOMO-
11IbI0 ONITOBOJIOKOHHBIX KOMITOHEHTOB.
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Ha puc. 8 nmpencraBieHbl pe3yabTaThl U3MEPEHUI
BOJIHOBBIX abeppaluii MPOeKIIMOHHOTO OOBEKTUBA
1o (PV=534 um, RMS = 49 HM) 1 ocJie IeCcTH Kop-
pEeKIMi BBIIYKIIOIO acdepuueckoro 3epkaia M1
(PV =207 um, RMS = 15 um). Ha 3akaouuTesbHOM
3Tare u3MepeHue abeppaiyii IpoeKIMOHHOTO 00b-
e€KTUBa IIPOBOAMJIIN C UCITOJIb30BaHUEM cTeHIa DY D-
ymrtorpada (puc. 9). [NocnenoBaTeIbHOCTh OEICTBUIM
Ipy M3MEpPEeHMUSIX abeppalimii OOBEKTHBA CJIEHAYIO-
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Puc. 7. U3mepenus ommbok (opmsl achepruyeckoro 3epkana M1 HEMOCPENCTBEHHO B CXeMe MTPOEKIIMOHHOTO 0ObEKTUBA C
MoMoLIbIO MHTepdepomeTpa ¢ 1 pakLIMOHHONI BoaHOI cpaBHeHuUs: [ — He—Ne-nasep; 2 — noisipu3allMOHHbI KOHTPOJUIED;
3.1, 3.2, 3.3 — ICTOYHUKM UCcHEepUIECKOM BOJTHBI; 4 — JIMH3a, CTPOSIIAs N300pakeHUe ITOBEPXHOCTU 3epKaia M1 u dopmupy-
ollast KBa3uIiapayiesbHbIH Imy4ok; 5 — CCD-kamepa; 6 — KoMIIbIOTep; 7 — BBITyKIIOe acepudeckoe 3epKaio M1; § — BOTHY-

Toe acheprueckoe 3epkaio M2.

mast. CHavasa no pe3yJjbTataM 00padboTKy MHTepde-
PEHLMOHHOM KAPTUHBI OT UCTOYHUKOB 3./ 1 3.2 Ipo-
BOJSIT HACTPOMKY (FOCTUPOBKY) TOJIOXKEHUS 3epKa-
ada M1 m ucrouHukoB 3./ m 3.2, ¢ TeM 4YTOOBI
MMHUMM3UPOBATh abeppalyu BOJHOBOIO (poHTa
o0bekTuBa. [lyTeM HakJIOHA U TIepeMellleHUs 3epKa-
n1a M1 B neprieHOUKYISIPHOM OIITUYECKON OCH 00b-
eKTUBa HaIpaBJICHUM MHWHUMU3HMPYIOT abeppaluio
“xoma”, a TiepeMelieHueM B HaIIpaBJIEHUU OCU —
chepuueckyio adbeppammio. K cepudaeckoir abeppa-
OUX TIPUBOOUT TakKKe CMEIleHMe MCTOYHHKa 3.1
BIOJIb onTUdeckoil ocu. [losToMy mpolenypy Ha-
CTPOMKHU TIOJIOXKEHUSI 3epKajia M1 TIOBTOPSIOT ISt
pPa3IMYHBIX MOJOXEHUI UCTOYHUKA 3.1, 1oOUBasICh
MUHUMYMa cpepudeckoit abeppauuu. CUMMETPUIO
o6jacTu 3acBeTKM Ha M1 KOHTPOIUPYIOT MNyTEM
YCTaHOBKHU KOJbLEBOM muadparmMel Ha M2 ¢ BHYT-
PEHHUM AUaMETPOM MEHBIIE JUaMeTpa padboueit 00-
Jlactid Ha M2. OcecuMMeTpuYHasl 3acBEeTKa MOBEPX-
HOCTH M1 NPUBOIUT K OCECUMMETPUYHOM TEHU OT
nuadparmel, 1 Haoo6opoT. [1onoxeHue ucTtoyHuka 3.2
B MEpINEHIUKYJSIPHOM ONTUYECKON OCH HallpaBjie-
HHUU IOCTUPYIOT TI0 YMCJy HaOII0gaeMbIX MHTEpde-
PEHILMOHHBIX MOJIOC, a BAOJb OCHU — IyTeM MWHU-
Mu3anun adbeppanum “pacdokxycupoBka’. Takum
00pa3oM, IOCTUPOBKY OOBEKTHIBA ITPOBOIST C MCIIOJIh-
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30BaHUEM CAMOIO TOYHOTO MeToda — MHTepdepeH-
LIMOHHOTO.

Ha ¢duHanbHBIX 3Tamax KOppeKIMU adeppalinii
00BbEKTHBa HEOOXOOMMO YYMTHIBATh BKJIad abeppa-
Uit nzobpakamwleil TMH3bI 4 B U3MEPSIEMYIO KapTy
CYMMapHBIX abeppanmii. st uaMepeHus: abeppanmi
JIMH3BI UCTIOJIB3YIOT TOTIOTHUTEIbHBIN UICTOYHUK Cce-
PUYECKOI BOJHBI 3.3, KOTOPBI YyCTAHABIUBAIOT TOU-
HO B MecCTe M300paxKeHUsI HWXKHEro MUCToyHuka 3.7
PSIIOM C UICTOYHUKOM cepudeckoit BojHbI 3.2. Uc-
TOYHMK C(hepUIECKOI BOIHBI 3. / OTKIIIOUAIOT U C I10-
momipio CCD-kaMepbl perucTpupyroT UHTepdepo-
rpaMMy OT HCTOYHMKOB 3.2 u 3.3, comepxKallyio
abeppallyyi TUH3HL.

Ha pwuc. 10 mpuBeneHsl pe3yabTaThl U3MEPEHUIA
BOJIHOBBIX abeppaluii MPOEeKIIMOHHOTO OOBEKTHBA
0e3 BRIYMTaHUS adeppalnii, BHOCUMbBIX 1300pakaio-
e JMH30M 4, 1ociae dpuHumHou 20-if KoppeKIn
noBepxHocTH 3epkana M1 (PV= 54 um, RMS = 6 um).
Ha puc. 11 mmokazaHbI pe3yiabTaTbl U3MEPEHUIA BOJTHO-
BBIX abeppalinii n3odpazkaroieit TMH3bI 4 (PV= 26 HM,
RMS = 2.4 um). Ilocne BbluuTaHUsI abeppaluit
JIMH3BI U3 KapThl BOJTHOBBIX a0eppaliiii ITPOeKIIMOH-
HOT0 OOBEKTHBA ITOJTy4aeM UCTUHHYIO KapTy BOJTHOBBIX
abeppaliiii MPOeKIIMOHHOIO 00beKTHBa (puc. 12), ma-
pamMeTpbl KoTopoii coctaBuiu PV = 50 um, RMS =
= 5.4 am. JlampHeimme kKoppekuun ¢opMbl M1 He
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PV=1534 um
RMS =49 um

PV=207 um
RMS =15 am

AR Rl T
v

Puc. 8. Pe3ynbraThl N3MepeHMsT BOJTHOBBIX abeppaliiii MPOeKLIMOHHOTO 0ObEKTHBA ¢ ITOMOLIbI0 UHTepdepomeTpa ¢ nudpak-
LIMOHHO BOJIHOM CpaBHEHMSI: a — 10 KoppeKuuu M1; 6 — moce 1ectu Koppekuuit M1.

MPUBEJIN K 3aMETHOMY YJYUYIIIEHUIO TTOBEPXHOCTH.
OcHOBHasI IIpUYMHA B TOM, YTO JaTepabHbIe pa3Mephl
HEepOBHOCTEH Ha ToBepXHOCTU M1 cocTaBmiIm ~2 MM 1
CTaJIu CPaBHUMBI C pa3MepPOM MOHHOTO TTy4Ka, Tpo-
¢GuIb KOTOPOTO UMeeT IIPUOJIMKEHHBII BUI rayccua-
Ha ¢ ImMpuHOM 2.3 MM Ha 1ojryBeicoTe. B [22] moka-
3aHO, YTO YACTOTHBII AUAra3oH HEPOBHOCTEM, KOTO-
pble MOTYT OBITh “CTpaBJICHBI” MOHHBIM IIyYKOM,
OrpaHMYeH CBEPXYy pa3MepoOM MOHHOTIO IMyJKa.

HATBUIEHUE MHOT'OCJIOMHBIX
3EPKAJI Mo/Si C TPAAMEHTHbBIM
PACIIPEJEJIEHMEM I1EPUOJA
1N AHTUCTPECCOBOI'O [TOKPbLITUA Cr/Y

MHorocoitHbie 3epKaia Mo/Si ocaxkaaiand MeTo-
JIOM MarHeTpoHHoro HanblieHus1. [Ipoliecc cuHTe3a
MPOBOJIMIM HAa YCTAHOBKE MAarHETPOHHOTO HAIIbLIE-
HUs, ormcaHHoM B [23]. YcTraHoBKa BKITIOUAET YEeTHIPE
MarHeTpoHa MjaHapHOTo Tumna. Takoe KOJIU4ecTBO
MAarHeTpOHOB MO3BOJISIET OCAXIATh MOCIEI0BATEb-
HO Ha OJIHY MOJIOXKY IBE pa3IUdHbIe JBYXKOMIIO-
HEHTHbIE CTPYKTYpbI 0€3 pasrepMeTu3aliui BaKyyM-
HOro oobeMa. DTO MOXKET ITOTpedOBAThCSI, BO-IIEpP-
BBIX, IUISI HAHECEHUsI CEJIEKTUBHO CTPABJIMBAEMOIO
MOJICJIOSI, BO-BTOPBIX, JUISI KOMIEHCAIIUU YIIPYTUX
JedopManuii ITOAJI0KKH, BISBIBAEMBIX OCAXIECHUEM
MHOTOCJIOHOTO 3epKayia. Kak mpaBuiio, MaTepuaibl
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MHOTOCJIOMHOI CTPYKTYpPhI MOACJIOS BHIOMPAIOT TaK,
YTOOBI OJHOBPEMEHHO BBITTOJHSUIMCH 00€ (hyHKIIUU.
B xauecTBe noaciosi B JaHHOM cjly4yae MCTOJb30BaHa
JIBYXKOMITOHeHTHasI ctpyKrypa Cr/Y. PacnibuieHue Mu-
LIEHEN MPOBOIWIIN B Cpele BEICOKOUMCTOTrO (99.998%)
aproHa. Pabouee naBieHue raza B TEXHOJIOTMYECKOM
nmpouecce coctapisiiio 0.2 I1a. JlaBieHre ocTaTOUHOM
atMocdepbl nepen HamblieHHeM okosno 1074 Ila.
CkopocThb pocTa miaeHokK ~0.2 HMm/c.

TexHOMOrMYECKUIT MapIIPYT CO3AAaHUSI MHOTO-
CJIOMHOTO 3epKaJjia BKJIIoUaeT MpoLeaypy obecrneue-
HUSI HEOOXOOUMOTO paclpenesieHus 10 TUIOLIaan
MOJIOXKKM TOJIIMHBI CJIOEB HaNbLUISIEMbIX MaTepUa-
JioB. Ilepron cTpyKTypbl OTPaKaIOIIEro MHOTOCJIOM -
HOT'O MOKPBITUSI JOJKEH UMETh HEKOTOPOE pacIipe-
JIeJIeHWe, 3aBUCHIIee OT PACCTOSTHUS MEXIY TOYKOM
OTpaXXeHMs JIyda OT IOBEPXHOCTU M ONTUYECKOM
OChl0, KOTOPOE 00eCIeYNBAET BLITIOJIHEHHUE YCITOBUS
Bynwda—bparra B Kaxkmoil Touke 3epKaa:

2ndsin® = A, 3)

TIe # — CPeIHUI TTOoKa3aTe b PETOMIICHUS B CTPYK-
Type, d — ee repuon, 0 — yroja CKOJIbXEHUS U3jIyde-
HUS, A — [UIMHA BOJHBI u3nydenus (13.4 am). Yeio-
BU€ 3aIMCAaHO IJI TIepPBOTO ITOPSIIKA OTPaKeHUS.
Pe3oHaHCcHasi mIMHA BOJHBI JOJKHA COXPaHSITHCS,
MO3TOMY M3MEHEHME yTIJIa CKOJIbXKEHUS (3a CUeT KpH-
BU3HBI TIOJIJIOXXKN) KOMIIEHCUPYETCSI COOTBETCTBYIO-
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Puc. 9. ®otorpadusi IpoeKIIMOHHOTO OOBEKTUBA MOCTIe
yCTaHOBKU B cTeHI DY D-HaHonuTorpada co CHITOM Ba-
KyyMHoi Kamepoii: ] — He—Ne-nazep; 2 — monsipuzaiu-
OHHBII KOHTpOJUIep; 3. 1, 3.2, 3.3 — UCTOYHUKHU cheprye-
CKOI BOJIHBI; 4 — n3obpaxkaromas auH3a; 5 — CCD-ka-
Mepa; 6 — BbINyKJIoe achepuueckoe 3epkano M1; 7 —
BOTHYTOE acepuueckoe 3epkaio M2.

e Koppekuuei mnepuona 3epkana. Koppexkiiuio
Meproa Mo IJIoLAAu MOMIOXKHU MPOBOAST C IOMO-
1IbI0 (PUTYPHBIX MPELM3UOHHBIX AuacdparM, pacro-
JIOXKEHHBIX MEXIY MarHeTpoOHaMU C pacIbUIsieMbIMU
MaTepuajaMi U NMOII0XKONH. MI3MeHs1s1 hopMy 3TUX
nuacdparMm, MOXHO YIIpaBJIsTh paclpenejeHueM mo-

TOKAa BEIleCTBa, IMPUXOISAIIEro Ha MOMIOXKY. Tou-
HOCTb YyMpaBJICHUsI pacOpenccHueM Iepruoja Io
TUToIany 3epkaia cocraBuiia 0.5% oT BeTMIMHBI TTe-
puona. I[Ipouenypa co3maHusl 3aJaHHOTO pacIpe/e-
JICHUS TOJILIWHBI MAaTePHUAJIOB HOCUT UTEPALIMOHHBIM
xapakTep. Ha mepBoMm aTare MpoucXOAUT Hallblie-
HUE CTPYKTYpPhI Ha KpeMHUEBBIE CBEpXIIaAKUe TLIa-
CTUHBI, 3aKpeTUICHHbIC HAa METAJJTMUECKOM ITOBEPXHO-
CTU C pagrlyCOM KPUBHU3HBEI, IIPUOIVDKEHHBIM K KPU-
BU3HEe paboueil momIoxku. Ilocine HambUIEHUS
MIPOBOIST U3MEPEHUS METOJIOM MAaJIOYTJIOBOI peHTIe-
HOBCKoOM qudpakumu Ha nudpakromerpe PANalytical
X’Pert PRO. M3mepeHus n nociuenymoias oopaboT-
Ka pe3yJIbTaTOB MaJIOYIJIOBOM PEHTIEHOBCKOM U-
¢pakuuy II03BOJISIOT OIIPEACIUTh OOJILIIMHCTBO
napaMeTpOB MHOTOCJIOMHOTIO 3epKaJja (IIepuom, UH-
IUBUIYyallbHbIE TOJIIIMHBI MaTepualioB B IIepUOIE,
IIEPOXOBATOCTh U Jipyrue). I1oiydeHHOe peajibHOE pac-
npeaeieHre TOJIIMH ITO TUIOIIAIN TTOMIOXKKI CPaBHU -
BaloT ¢ pacueTHbIM. [Ipn HeoOXOAMMOCTH MPOBOIST
KOppeKIIHio (GopMBI MPEeHU3MOHHBIX auadparM u
MOBTOPHOE HAITbUICHHWE C MOCICAYIOIINMU U3Mepe-
HUSIMU.

DuHATBLHBIN 3TAIl U3TOTOBJICHUS OOBEKTUBA CBSI-
3aH C HaIlbJICHMEM MHOTOCJIOMHBIX 3epKasl Mo/Si Ha
CKOPPEKTHUPOBaHHBIE KBaplieBble TMOATOXKU. [Ipu
aTTeCTalliy 3epKajia Mo YIIIaMU CKOJIBXKEHHUS N3ITy-
YeHUsI, COOTBETCTBYIOIIIUMU PACUYETHBIM, CHUMAIOT
CHEKTPAJIbHYIO 3aBUCUMOCTb KO3 dUIIMeHTa OTpa-
KeHus. Mi3aMepeHUsT B OKPECTHOCTHU IJTMHBI BOJTHBI
13.4 am npoBoaMIM Ha pedJIEKTOMETPE CO CIIEKTPO-
MeTpoM-MoHoxpoMaTopoM PCM-500. ITogpobHyio
nHGOpMaLIMIO 00 U3MEPEHUSIX MOXHO HaiiTu B [24].

Ha puc. 13 npencraBieHbl pacyeTHbIE 3HAYCHUS
YIJIOB TTaJeHUsI (OTCUUTHIBAIOTCI OT HOPMAaJU) U3y-
YEeHUST HA MIEPBMYHOE U BTOPUUYHOE 3epKajia 00beK-
tuBa. [lMKoBOe 3HaueHUe Ko3(ddUlMeHTa OTpaxe-
HUS IJIS TIEPBUYHOTO M BTOPUYHOTO 3epKaji B pa3-

s
\ 5 ; 2
\“i‘ "
= RMS=6 um
PV =54 um

Puc. 10. uTepdeporpamma u cyMMapHbie BOJIHOBbIE abeppallii 00beKTUBA, U3MEPEHHBIE C ITOMOIIbIO MHTephepoMeTpa ¢
IdPaKIIMOHHON BOJTHOU CpaBHEHMSI, TTOcie (PpMHATbHOIT KOPPEKIINY TTOBEPXHOCTH 3epKajia M1 1 HaTlbIJIEHUsI OTPaXKaloIero

MHorocsoitHoro Mo/Si u antuctpeccoBoro Cr/Y NOKpbITHIA.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS
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RMS=2.4 um
PV=26uMm

Puc. 11. nTepdeporpamma 1 BOJTHOBBIE abeppaliii M300pakaroleii TMH3HI.

HBIX TOYKaX ITOBEPXHOCTU M3MEHSUIOCH B IIpedeiiax
R = 63—65% 1ipu 1purHe TTMKa Ha MOJOBUHE BBICO-
Tl AL = 0.51 um. Ha puc. 14 npuBeneHa ciekrpaib-
Hasl 3aBUCUMOCTb KO3 UlMeHTa OTpaKeHUS IIOCIIe
OTpaxKeHUsI OT 000X 3epKayl. MaKCUMYM OTpakeHUS
pe3yJILTUPYIOLIEH KPpUBOM MpuxonuTcs Ha 13.4 HM n
coctaBiigeT 38%. CnekrTpalibHasl IIMpUHA Ha TI0JI0-
BUHE BBICOTHI 0KoJi0 0.3 HM. HekoTopoe ymeHbIIIe-
HUe Ko3PUIINEeHTa OTpaXkeHUS U CY:KEHUE KPUBOM
OTpaKeHUsI CBI3aHbI C HEOOJBIINM, Ha YypoBHE 1%,
HECOBMAZACHUEM TTOJI0XEHUIA MAKCUMYMOB PEe30HAHC-
HBIX KpUBBIX OTpaxkeHus 3epkan M1 u M2.

Hanuuue BHYTpeHHUX HaOpssKEHUM B TOHKUX
IUIEHKaX MPUBOAUT K JedopMaiusiM MOMIOXEK, Ha
KOTOpBIe HAHOCATCS IUIEHKM, YTO MOXET OTpHlia-
TEJIbHO CKa3aThCS Ha M300paxkalolInX CBOMCTBaX
ONTUYECKON cUCTeMbl. BHyTpeHHMEe HampsiKeHUs
MHOTOCJIOMHBIX 3epKail Mo/Si u3ydanu, Harmpumep,
B [25, 26]. [Toka3aHo, YTO BHYTpEHHME HAIIPSKEHUS B
ONTUMMU3UPOBAHHOM Ha MaKCUMYM OTpaxKeHUsl B
okpecTHOCTH 13.4 HM MHOTOCIOMHOM 3epKajie Mo/Si
okomo —400 MIlIa. 3Hak “MHHYC” yKa3bIBaeT Ha
CKUMAaIOIINUi XapakTep HampsikKeHUi (M3HavajabHO
IJI0CKasl TIOMJIOXKA CTAHOBUTCS BBIITYKJIOi). MeTto-
IVMKa KOMIIEHCAllMd BHYTPEHHUX HAIIPSDKEHU B
MHOTOCJIOMHOM 3epKaJie 0a3upyeTcs Ha TOAX0/Ie, U3-
JIOXXEHHOM B [25, 26]. OcHOBHasI ues 3aKI09aeTCs B
HAHECEHUM Ha IIOMAJIOXKY MHOIOCJIOMHOM aHTHUC-
TPECCOBOI CTPYKTYpbI, BBI3BIBAIOIICH MPOTUBOIIO-
JIOXKHYIO IO 3HAaKy M TaKylo Xe€ IO BEeJIWYMHE Je-
¢dopmalnio NOMJIOXKKHM, K KOTOPOM MPUBOAUT Ha-
NbIJICHUE MHOTOCJIOHOTO 3epKajia. TakuM odpa3oMm,
ocaxIeHre Ha KOMIIEHCHUPYIOIIYIO CTPYKTYPY MHO-
TOCJIOMHOTO 3epKayia BO3BpalllaeT CUCTEMY “TIOIIOXK-
Ka + MHOrocjoiiHasi aHTUCTpeccoBasl CTpyKTypa +
+ MHOTOCJIOMHOE 3epKajlo” K MCXOOZHOiI (dopme
noBepxHocTU. B [27] B KauecTBe Takoil KOMIICHCH -
pyloleit CTpYKTypbl IIPEIJIOXEHO UCIOJb30BaTh
JIBYXKOMITOHeHTHYIO cTpyKTypy Cr/Y. Ee BEIOOD o11pe-
nensieTcs Takke u TeM ¢akToM, uto s Cr/Y cylie-
CTBYIOT CEJIEKTUBHbBIE XUMUYECKHUE TPaBUTEI, HE B3a-
MMOACHUCTBYIONINE C CAMBIMM PaCIIPOCTPaHEHHBIMU
MaTepraiaMU MOMIOXKEK (KBaplieM, 3epOIypPOM, KPEM-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

HueM). [Tostomy ctpyktypa Cr/Y coueraeTr B cebe
CBO¥ICTBa CTPeCC-KOMITEHCHPYIOIINX TUICHOK U MO~
CJIOEB JUTSI pecTaBpaIluu MOIJIOXKEK.

it KoMneHcanuu yrpyrux aedopMaiuii momio-
Xek M1 u M2 orpaxartenbHble NOKpbITHS Mo/Si Ha-
HOCHJIM TIOBEPX CTPECC-KOMIIEHCUPYIOILICH CTPYKTY-
pbI Cr/Y, B KOTOPOI1 YMCIIO IEPUOIOB ONPEACIsIOCH
COOTHOIIIEHUEM:

ScevderyNeryy = —SmossifvossiN moysi 4)

3nech S, d, N — BHyTpeHHIE HalPsSDKeHUSI, IEPUO 1
YUCJIO MEPUOIOB aHTUCTPecCOBOil cTpyKTyphl Cr/Y
WJIM MHOTOCJIOHOTO 3¢epKayiia Mo/Si. Bennuuna Sd N
SIBJISIETCSI CUJIOM, IEMCTBYIOILEH B TOTIEPEYHOM Cede-
HUU MJICHKU TOJIIMHON dN Npu eTUHUIHON IIUPU-
He. TakuM o6pa3om, yciioBue (4) MOXXHO TpaKTOBaTh
KaK paBeHCTBO YIIPYTUX CHJI, I€ACTBYIOIINX B MHOTO-
CJIOMTHOM aHTUCTPECCOBOI CTPYKTYpPE U MHOTOCJIOM -
HOM 3epKalie.

st ctpykTypsl Mo/Si ObUIN BRIOpaHbBI apaMeT-
pbI, 00eCceYnBaOIIe MAKCUMAJIbHBIN ITMKOBBIN KO-
3 ULIMEHT OTpaXKeHUSsI IIPU 3aJaHHOM YIJIe MaJIeHUS
W IJIMHE BOJHBI M3TydeHus. [TapaMeTpbl MHOTOCIIONM -

AN 1 Y.

. RMS =54 um

- PV=50 um

Puc. 12. ®uHanbHbBIE BOJIHOBbBIE abeppallii MPOSKIIMOH-
HOro 0oObEKTHBA IOCJIe BEIYUTAHUS abeppallnii n3oopa-
>KaIOLIEH TUH3BI.
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Puc. 13. PacueTHble yIIIbl MageHust (OTCYMTHIBAIOTCS OT HOpMaiin) uanydetust (A = 13.4 Hm) Ha iepBudHOe M1 (a) 1 BropudHoe
M2 (0) 3epkajia 00bEKTHBA B 3aBUCHMOCTH OT PACCTOSIHUS OT LIEHTPOB MOMIOXEK.

Horo 3epkana Mo/Si cienyromme: dyos; = 6.95 HM,
N =50, s=—400 MIla. B cooTBeTCTBUU C JAHHBI-
MU [27], B MHOTOCTIOITHOM aHTUCTPECCOBOM CTPYK-
type Cr/Y npu dc,/y = 5 HM (TONIIMHA CJIOS1 UTTPUS
2 HM) BeJIMYMHA BHYTPEHHUX HAIIPSKeHUIA COCTaB-
JgeT Sc,y = +500 MIla. 3Hak “Iurioc” CooTBETCTBY-
eT pacTsruBaloleMy HamnpsikeHuto. M3 (4) cinenyer,
uto B cTpyKType Cr/Y KonmuecTBo cnoes Ne,y = 56.
ITpu cuHTe3e 3epKasl 00bEKTUBA HAMIBLUISIIN 56 repu-
OJIOB MHOTOCJIOMHOM aHTUCTPECCOBOI CTPYKTYpPbI
Cr/Y. U3MepeHus mokasaju, 4To 0e3 IMpUMeHEeHUS
AHTUCTPECCOBOIO MOKPBITUS IMMOBEPXHOCTH IIEPBUY-
HOIO 3epKajla O0bEeKTMBAa aCTUTMAaTUYHO MCKaXaeT-
cs1: RMS yxynmmraercd Ha 4 M, a PV — na 20 am. [1pn
HUCTIOJIb30BaHUM MOKPBITUS Cr/Y IIOBEPXHOCTh KakK
NEepBUYHOIO, TAK M BTOPUYHOIO 3epKayia He aedop-
MUpPYETCsI IO BO3ACHCTBUEM HAIIPSKECHUIA.

0.4 -

=]
w
T

R, oTH. en.
e
[\)
T

=]
—_
T

12.5
A, HM

Puc. 14. CriexTpanbHasi 3aBUCUMOCTh Ko3adduimeHTa
oTpaxkeHUsl R rociie oTpaxeHusi OT O0OMX 3epKaJl.
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MOJIEJINPOBAHUWE N30BPAXKEHWA
B CTEHJE BY®-JIMTOI'PADA .
HA OCHOBE U3MEPEHHbIX ABEPPALINUU

DuHallbHbIE BOJTHOBBIE abeppaiuu MPOeKIIMOH-
HOro oo0bekTHBa (puc. 12) ObLIM 3arpyKeHbI B ONTH-
YeCKYI0 TporpaMmy TpaCCUPOBKM JIyyeil Zemax B BU-
Jie KapThl olIOKM (popMbl 3epkayia M1. PacueTsbl ObI-
JIX IPOBENEHBI IJIS1 LIEHTPAJIBHOU M KpallHEU TOYEK
OJIsi 3peHUs Ha TUIacTUHE (OTKJIOHEHUSI OT OINTUYe-
ckoit ocu 0 1 0.35 MM cooTBeTCTBEHHO). Kak rokasbi-
BalOT pacyeThbl, pa3pellieHUue OCTaeTcsl HEM3MEHHBIM
o oo 3peHus1. Ha puc. 15 nmpuBeneHsl paccunuTaH-
HbIe M300pa’keHUsI TECTOBBIX Toyioc mupuHoit 200,
100 1 30 am. Kak BUIHO 13 pyucyHKa, KOHTPACT U300~
paxxeHus nagaet ot 0.32 11 mosoc mupuHoi 200 HMm
10 0.15 mis 30 uM. TToslydeHHBIM KOHTPAcT CUJIBHO,
0osiee yeM B JIBa pasa, ycTynaeT IM@pakiiuOHHOMY
npeaeny, OAHaKO MO3BOJISIET HaYaTh 3KCIIEPUMEHThI
o Y d®-HaHoauTOrpaduu.

3AKJIIOYEHUE

B paGote onmcaH OByX3epKaJIbHBIM MTPOEKIIMOH-
HbI 00bekTHB LIBapinunbaa, 00Opa3oBaHHBIN IBY-
M3 aceprIecKUMU 3epKajaMy 1 pa3paOboTaHHEIN B
paMKax MOAEpHU3AINU CTeHaa JuTorpada ¢ pado-
4eil JJTMHOM BOJIHEBI 13.4 HM. OOBEKTUB 0OecIieYnBa-
eT ymeHblueHue %X5. [lonpoOHO omucaHa MeTooMKAa
M3MEPEHUMN 1 pe3yabTaThl KOPPEeKIIMM (POpMBI ache-
pUYecKMX 3epKay U abeppauuii o0beKTHBa B COOp-
HOM BapuaHTe. B pe3yibTare KOppeKIny J0KaIbHBIX
OImMOO0K (POPMBI IEPBUYHOTO 3epKaia ObIJIN ITOTyde-
HbI CJIeAyIoIUe OTKJIOHEHUST (DOPMBI TTOBEPXHOCTHU
oT pacuetHoii: RMS = 0.8 um, PV = 53 uM. Abeppa-
M1 OOBEKTUBA B IIEJIOM cOCTaBUIN: RMS = 5.4 M,
PV= 54 um. Omunbka o nmapametTpy RM.S, BbIpaxkeH-
Has B paboyeil IUIMHE BOJIHBI, COCTABUJIA OKOJIO A/2.5,
YTO CYLIECTBEHHO XyXe, yeM TpebyeMbie A/14. Tpu-
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Puc. 15. CmonennpoBaHHOE N300pakeHNE TECTOBBIX MOJIOC B IIEHTPE TTOJISI 3peHUS TPOSKIIMOHHOTO 00bekTrBa LI Bapiimminb-

I1a ipu ux mupuHe: a — 200; 6 —

YUHOM 3TOr0 SIBJISIIOTCS OTpaHMYEHUS MeToda KOop-
PEKILIM JIOKAJIBbHBIX OIIMOOK (DOPMHBI 3epKajl, CBSI-
3aHHBIE C TOCTATOYHO OOJIBIINM, OKOJIO 2.3 MM, pa3-
MEpOM HOHHOTO IIy4Ka, KOTOPBIA He II03BOJISICT
KOPPEKTUPOBATh HEPOBHOCTHU C JIaTepajbHBIMU Pa3-
MepaMU MeHee 2 MM.

TeM He MeHee MOAEIMPOBaHUE pa3pellarolleid
CMOCOOHOCTHU OOBEKTHBA C YIETOM U3MEPEHHBIX adep-
pauuii rmoxkasanao, YTO T€CTOBbI€ MOJIOCHI ITUPUHOM
200 HM paspemraiorcs ¢ KoHTtpacrom 32%, 100 uMm —
23% v 30 HM — 15%. HBIMU clI0BaMU, 3TOT OOBEK-
TUB MMO3BOJISIET TPOBOAUTD UCCIEAOBAHUSI 110 TIPOEK-
LHUOHHOIT DY ®-HaHoauTOrpaduu, 4To SIBJISIETCS HE-
COMHEHHBIM YCIIeXOM, €CJIU MPUHSITh BO BHUMaHUE
CUJIbHOE OTCTaBaHUE POCCUNCKUX UCCIEIOBAHUMN OT
MHUPOBOTO YPOBHS B 3TOM HampabjieHuu. C yyeTom
MOJTy4EHHOTO ONbITa TPU pa3paboTKe 00BEKTHUBA OY-
JIeT TOBbIIIEHA TOYHOCTb M3MepeHuilt (opMbl Mmo-
BEPXHOCTH 32 CYET pa3pabOTKU HOBOU PETUCTPUPYIO-
et cuCTeMBbI, BKJIa1 adbeppalnii KoToOpoid B pe3yiib-
TaThl U3MEePEeHMN He TIpeBhItTaeT 0.6 HM, 1 (pa30BOTO
pexXuMa perucTpauud m obpaboTkum mHTepdepo-
rpamm [28].

Taxcke Oynmet ycoBeplIeHCTBOBaHA METOIMKA KOP-
PEKIINU JIOKATBHBIX OIIUO0K (OPMBI MOMIOXEK IS
3epKasi. MeToanka OyaeT BKIIOYaTh IBa acrekra. Bo-
MEePBbIX, CACAYET YACISATH O0Jiblliee BHUMAaHUE BBICO-
KOM TIPOCTPAHCTBEHHBIM YaCTOTAM HEOIHOPOIHO-
cTeit Ha 3epkaie M2, ¢ TeM 9TOOBI YMEHBIINTh MX

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

100; B — 30 uM. CtpenkaMu 0603HaY€H KOHTPACT NU300paXkKeHUsI.

BKJIaJ B OOIIyI0 abeppanuio oobeKTuBa. Jjs 3Toro
HEOOXOAMMO 3aBeplliaTh KOPPEKIIMIO JOKATbHBIX O -
00K M2 1mydKoM MUHMMAaJILHOTO pa3sMepa, a He 4 MM,
Kak ObUIO cAeJIaHo B HacTos el padboTte. Bo-BTopbiX,
B NaJIbHENIIIEM HYXXHO MCHOJb30BaTh MOHHBIU HC-
TOYHUK, OTIMCaHHBI B [29]. Béabiast, TouyTH Ha T10-
pPSIIOK, TUIOTHOCTb TOKAa MOHHOTO IMy4YKa 3TOTO MC-
TOYHHKA TTO3BOJIMT Ha (pUHAJIBHON CTaainu KOppeK-
LIMX YMEHBIIIUTh B HECKOJIBKO pa3 AuaMeTp MOHHOTO
nydKa ¥ IPOABUHYTHCS B 00JIACTh OOJIBIINX YaCTOT
MPOCTPAHCTBEHHBIX HEOIHOPOIHOCTEM MOBEPXHO-
CTH, KOTOPBIE MOTYT OBITh “CTpaBJICHBI”.
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Projection Lens for EUV Lithograph

A.A. Egorov!', M. V. Zorina', 1. V. Malyshev" *, A. E. Pestov!, V. N. Polkovnikov', N. N. Salashchenko!,
M. N. Toropov!, N. N. Tsybin!, N. I. Chkhalo!
! Institute for Physics of Microstructures RAS, Nizhny Novgorod, 603087 Russia
*e-mail: ilya-malyshev@ipm.sci-nnov.ru

A two-mirror Schwarzschild projection lens (X5 reduction) is presented, formed by two aspherical mirrors
and developed as part of the modernization of a lithographer setup with a working wavelength of 13.4 nm. The
measurement technique and the results of the correction of the shape of aspherical mirrors and lens aberra-
tions in a combined version are described in detail. As a result of several corrections of local errors using the
ion beam, a root-mean-square deviation of the primary mirror shape of 0.8 nm has been obtained. The lens
aberration is 5.4 nm. Simulation of the resolution of the lens taking into account the measured aberrations
has shown that the test bands with a width of 200 nm are resolved with a contrast of 32%, 100 nm bands with
23% and 30 nm bands with 15%. The reflection coefficients of Mo/Si multilayer mirrors with an anti-stress
Cr/Y sublayer are 63—65%, depending on the coordinate on the mirror. The reasons why it is not possible to
correct the aberrations of the lens to the level of 1 nm necessary to achieve a diffraction-limited resolution are

discussed.

Keywords: Schwarzschild lens, multilayer X-ray mirrors, EUV-lithography, point diffraction.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

Ne 6 2020



IIOBEPXHOCTb. PEHTTEHOBCKHE, CHHXPOTPOHHBIE H HEHTPOHHBIE HCCIENOBAHHA, 2020, No 6, c. 31-34

YIIK 548.736

Toceawaemcs namamu FOpus Bumanveseuua Illasrduna

OBHAPYKEHME OTPULIATEJILHOI'O TEILIOBOT'O PACIIIMPEHUS
B KPUCTAJUIE PEJJAKCOPHOT'O CETHETODJIEKTPUKA Sr ;sBa, ,sNbO,
METOJOM PEHTTEHOCTPYKTYPHOI'O AHAJI3A

© 2020r. A.II Jdynka*
Hnemumym xpucmannoepaguu um. A.B. llly6nuxosa ®HHUII “Kpucmannoepagpus u pomonurxa” PAH,
Mockea, 119333 Poccus
*e-mail: dudka@ns.crys.ras.ru

IMoctynuna B penakimio 28.10.2019 r.
IMocne nopadorku 25.12.2019 r.
IMpuHsaTa k nyonukanuu 28.12.2019 r.

ITo peHTreHOMMMPAKIIMOHHBIM TAHHBIM OTIpee/ieHa aTOMHAs CTPYKTYpa peJIaKCOPHOTO CETHETOJIEKTPU-
Ka (pejJakcopa) — MOHOKpUcTaluia Sty 75Bag ,5NbgO,. I1pu nessitu TemnepaTtypax B nuanazoHe 93—480 K
MPOBeNIeHO 12 3KCIEepUMEHTOB. DKCIIEpUMEHTAIbHBIE YCTAHOBKU (IBYMEPHBIN NETEKTOP, TOHUOMETP U
cucTema oxJiaxaeHus oopasiia) ObUIN OTKIMOpoBaHbl. OOHapyX)eHa 001aCTh OTPULIATEBHOTO TEMJIOBOTO
pacIpeHus 110 ITapaMeTpy ¢ dJieMeHTapHol sueiiku mmpu 272—324 K. B a10ii Xe obiracty HabIrogaaach
aHOMaJIusl 2JIEKTPUUYECKOTO COMpOTuBIeHus. HailneHo, 4To CTpyKTypHbIe MapamMeTpbl UMEIT OCOOEH-
HocThb IpH 296 K, B vacTHOCTH, HAGIIOMaeTCS HEOOBIYHOE TETJTIOBOE NBUKEHUE aTOMOB. DTO KOPPEJINPYET
C U3JIOMOM KPHUBOii 3aBUCUMOCTH COTIPOTUBJICHUS OT TeMIteparypsl 1ipu 297.7 K. TToydeHHbIE pe3yIbTaThl
U aHaJIU3 JIMTEPaTYPHBIX JTAHHBIX MOKa3bIBAIOT, YTO Cpa3dy HECKOJbKO (PU3MUECKUX CBOMCTB peakcopa
Sry.75Bag ,sNbgO, MUMEIOT 0COOEHHOCTU B OKPECTHOCTU KOMHATHOI TeMIIepaTyphbl, YTO MOXHO CBSI3aTh C
OOHApYKEHHOM PEeIIeTOYHON HEYyCTOMINBOCTEIO.

KioueBble c10Ba: pejlaKCOPHBINM CETrHETONEKTPUK, PEJIAKCOp, PEHTIEHOCTPYKTYPHBIN aHaIu3, MYJbTU-
TeMmnepaTypHoe AudpaklMOHHOE UCCIeI0BaHUE, OTPULIATEIbHOE TEIJIOBOE pacllUpeHue, TeMIeparypa

BbepHca, anekTpruieckoe CONpoOTUBISHNUE, SHAHTUOMOP(MHBIE KOH(MUTYpPAIINH.

DOI: 10.31857/51028096020060035

BBEAJEHUWE

Kpucramn tBepmoro pactBopa Sr,,sBag,sNbgO,
(SBN-75) u3 cemeiictBa Sr,Ba,_ Nb;O, saBasieTcs
PeTaKCOPHBIM CETHETORJIEKTPHUKOM (PEIakKcopoM), T.€.
XapaKTepu3yeTcsl pa3MbITHIM IO TeMIlepaType da3o-
BBIM IIEPEXOOOM B CETHETORJIEKTPUYECKOE COCTOSI-
Hue. [Ipu oxylaxkaeHUU pejakcopa 10 TeMIIEpaTyphl
bepHca T, [1, 2] B HeM HauuHaOT (popMUPOBATHCS
MOJISIpHEIE HAHOOO0JIACTU (IOMEHBI), IIPUYEM 3a10JITO
JI0 HACTYIUIEHHUs (a30Boro Iepexona. Temmepatypa
BepHca siBiisieTcst BaXKHOM XapaKTepUCTUKOM MHOTHUX
penakcopoB, B ToM yuciie 1 SBN, oHa 3aBUCUT OT
CcoCTaBa M TOMNOJOruM obpasia (KepaMuka, IJIeHKa,
MoHokpucTajll). IlpakTuyeckoe nmpuMeHeHrue SBN
JIOCTAaTOYHO pa3HooOpa3Ho: matyuku MK-muanazo-
Ha [3], mbe303JIeKTpUIECKUE, DIIEKTPOOTITUIECKIEC N
rojorpadudeckue ycTpoucrtna [4, 5].

B [6] ycTaHOBNIEHO, uTO B KepamudeckoM SBN-75
¢a30BbIIT IIEpeXo U3 CETHETORJIEKTPUICCKOM B Ma-
pasIeKTpUIeCcKyIo a3y CUJIBHO pa3MBbIT, a TEMIIepa-
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typa bepHca cocrapnsier T; ~ 250—260°C. B [7] mrs
SBN-75 MeTon0OM aKyCTUUE€CKON 3MUCCUU MOJTYYEHO
bosee Bbicokoe 3HaueHue T, = 350°C. CTpyKTyp-
HbI€ MPUYMHBI Pa3MbITOro (pazoBoro rnepexona Ijs
Pb-conepxkamux penakcopoB usydanu B [8]. Ilpen-
JIoXeHHass B [8] Momeslb B3aMMOCBSI3M aTOMHOI
CTPYKTYyphl Pb-conepxaiuux penakcopos ¢ 7, monpa-
3ymeBaet, 4yto B PbMg, sNb, ;05 (PMN) nipu 7, Ha-
YUHaeTCsl pa3yrnopsaoueHue Mmo3uiuii atoMmoB Pb.
Jpyrass oCO0eHHOCTb, HaOIIOAAIOIIASICSI B PeIaKCo-
pax, — oTpullaTeJIbHOE TEIJIOBOE paclIupeHue, CBsI-
3aHHOE C aHOMAJILHOU TEPMOJUHAMUKOMN pa3yIopsi-
MIOYEHHBIX cucTeM [9]. DTa aHOMaus HabJoAaIacCh
B kpuctasie PMN—PT (PT — PbTiO;) [10].

OOwenpusHaHo, 4to B kpuctayuax Sr,Ba, _ ,NbO,
XapaKTepUCTUKU DPa3MBITOTO (a30BOTO Tiepexosa
CUJIBHO 3aBUCST OT cooTHoineHus Sr/Ba [11] u ot
CTENEeHU CTATUCTUYECKOTO Pa3yrnopsiioueHusi KaTu-
OHOB IO CTPYKTYPHBIM Tto3ulnsiM. ClieoBaTeNbHO,
3a a30BbIil TEPEX0 OTBEYAET HE MPOCTO MEPEKITIO-
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yeHUe TTOPSIOK/6ecnopsaoK (BO3MOXHO, CBI3aHHOE
CO CPaBHUTEJIBHO JIETKO OOHAPY>KMBAEMbIM U3MCHE-
HUEM CHUMMETPUM), a U3MEHEHUE CTEIEHU OecIio-
psIIKa, 9TO ropas3io CIOKHee TMarHOCTUPOBATh CTPYK-
TYPHBIMU METOAAMMU.

CtpykTypy TBepabix pacTBopoB Sr.Ba, _ .NbsO,
n3ydaan HeomHOKpaTHoO [12]. MccaenoBanus, Kak Impa-
BUJIO, TIPOBOAWIN IPU KOMHATHOM TeMIleparype, u
OCHOBHOE€ BHUMAaHUE YAESIIU aHAJIU3Y BIUSHUS
coCTaBa Ha CTPYKTYpPY M CBOMCTBa 3THUX KpUCTal-
JoB [13, 14]. TemnepaTypHble 3aBUCMMOCTHU Tapa-
MeTpoB CTpYKTypbl SBN He mcciaemoBanu. Llenbio
paboTHI OBUIO YTOYHEHME aTOMHOI'O CTPOCHUST KPH-
ctasuioB SBN-75 B LIMPOKOM JIMaria3oHe TeMIepaTyp
93—480 K u rouck aHomanuii B TeMnepaTypHoOit 1u-
HaMUKe CTPYKTYPHBIX MMapaMeTpOB, KOTOPbIE€ MOIJIU
ObI MPOJIMTh CBET HAa MPUYUHBI PEJIAKCOPHOTO TTOBe-
nedusg SBN-75.

BOKCINEPUMEHTAJIbHAA YACTb

g nupakiiMOHHOTO UCCAeA0BaHUsI KpUCTaia
SBN-75 011 MpUTOTOBJIEHBI ABa 00pa3iia B opme
ayuuncouaoB ¢ ocsimu 0.32—0.37 mm. Bo Bpemst mo-
JIMPOBKY 00pa3l0B HAOIIOAAIUCH SIBIEHUS TTOJISIPU-
3allMM U TIEPUOIUYECKOI0 PACTPECKUBAHUS TTOBEPX-
HOCTH, YTO CBUIETEILCTBOBAJIO O CO3JaHUU U Pa3py-
IIEHUU JOMEHOB IIPU TPEHUH.

Ha nudpakromerpe Xcalibur (Rigaku Oxford Dif-
fraction) ¢ nBymepHbiM CCD-nmetekropom EOS S2
st obpasia Ne 1 0110 TpOBENeHO IeCTh Tudpak-
LIMOHHBIX 9KCIIEPUMEHTOB TMIPU TPeX TemIiepaTypax:
KOMHATHOI1, TeMIepaType MapoB XXUIKOro a3oTa u
npu ~500 K. s kaxkmnoit TeMmepaTyphbl OBIITN N3Me-
pEeHBbI MO JBa HA0Opa JaHHBIX MIPU pa3HbIX OPUEHTA-
musix obpasna. TakuM myTeM ObUTA MOJTYyYEHBI TTO-
BTOpPHbIE U3MEPEHMsI, HEOOXOAUMBbIE JJIs1 TTOCIeIyI0-
el KoMMeHcalluu CHUCTEMAaTUYEeCKHUX OIIMOOK B
JaHHBIX. JIJ1s oxJ1axkIeHUS U IoJorpeBa odpasia Obl-
J1a ucrnoab3oBaHa Kpuocucrema Cobra Plus (Oxford
Cryosystems) ¢ OTKPBITBIM ITOTOKOM a30Ta, HarpaB-
JIeHHBbIM Ha obpazen. [IpoBeneHHas kanmuodpoBka [15]
rokasaja, 4To peajbHasi TemIlepaTypa odpaslia co-
craBuia 93 K npu HU3KoTeMITepaTypHbBIX U3MEPEH -
ax (85 K mo BctpoeHHOMY AaTYmKy), 293 K 11pu KoM-
HatHoi1 TemItepatype u 480 K mpu Harpese (500 K 1o
BCTPOECHHOMY IaTuuKy). C o6pa3om Ne 2 6b110 TIpo-
BEJICHO IIECTb TU(PPAKIIMOHHBIX 9KCIIEPUMEHTOB MPU
TeMmIepatypax 272, 282, 296, 300, 304, 324 K (B6m3u
KOMHATHO# TeMnepaTrypbl HOMUHaJIbHbIE U (haKTU-
YyecKMe TeMIiepaTypbl MPaKTUYECKU COBMANAIOT), YTO-
OBI TOJTYYUTH OOJIBIIE TaHHBIX B 001acTh 298 K, B KO-
TOpPOI HabJI0Ja1ach aHOMAJIUS BJIEKTPUUYECKOTO CO-
MPOTHUBJICHUSI.

Pacuet nHTErpaibHBIX MUHTEHCUBHOCTEM Ha OCHO-
Be T PaKIIMOHHBIX KAPTUH MPOBEAEH I10 TTporpaM-
Me CrysAlisPro [16]. Mcrionb30BaHbI CeayIOMIe Me-
ToABl 00padoTKM maHHBIX (Tporpamma ASTRA [17]):
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KOPPEKINS MHTEHCUBHOCTE! Ha ITOTJIOIICHNE M3JTy-
YeHUS IJIS1 DJUTATICOMIAIbHBIX 00pa31oB [ 18], kanuo-
poBka nudpaxkromerpa [19, 20], yuet addekTa 3Kc-
TUHKIMAA [21, 22], yToYHEeHMEe BKJIaga ITOJOBUHHOMN
JUTMHBI BOJIHBI [23], TecT Abpaxamca—Kwusa [24] nis
cpaBHEHUS Mojeieit (rpaduK HOpMAJIbHOM BEpOSIT-
HocTH). Momenb cTpyKTyphl Kpuctaia SBN yrou-
HEHa C MCITOJIb30BaHMEM KBalIpaTOB MOIYJIEH CTPYK-
TypPHBIX (hakTOPOB | F|>. ®@pueneBbl apbl HE YCPEIHSI-
JINCh, (PaKTOPBI aTOMHOTO PacCesTHUS B3SIThI U3 [25].

PE3VYJIBTATBI 1 X OBCYXIEHHUE

Kpucrtann npruHaaiexxuT K HELIeHTPOCUMMETPUY -
HOIi TeTparoHajibHo# mp. rp. P4bm (Ne 100). B pe-
3yJIbTaTe YTOUHEHMS MapaMeTPOB CTPYKTYpHI yCTa-
HOBJIEHO, YTO B HMcCCJieJOBaHHBIX obOpa3uax SBN-75
MMEIOTCSI TOMEHBI NIBYX IIPOTHBOIOJIOXHBIX SHAH-
THOMOPMHBIX KOHPUTYpauii MTPpUOJIN3UTEITEHO PaB-
Horo oobeMa. [1apamerp Diska [26] pasen 0.522(7).
B mepBoii cepuu u3 1IeCTH MapHBIX IIOBTOPHBIX 9KC-
MepUMEHTOB MPU Tpex TeMrmeparypax (oopasen Ne 1;
93, 293, 480 K) o6Hapy>XeHO aHOMaJIbHOE YMEHBIIIe-
HUE ITapaMeTpa ¢ 3JIeMEHTapHOM STYefK! C POCTOM
TeMIepaTypbl M M3JIOM Ha TeMIIepaTypHOIl 3aBHUCH-
Moctu Tipu 293 K. Jlanee ObLT HalileH U3JIOM Ha 3a-
BHUCHUMOCTH COIIPOTUBJICHMSI OT TeMIlepaTyphbl IIpU
297.7 K (puc. 1), 4T0 D1OBOJBHO HEOXHUIAHHO IS
WHEPLUOHHON CUCTEMBI, KAKOM SIBJISIETCSI PEAAKCOP.
BTtopast cepust u3 mecTu 3KCIepruMEHTOB IIPU IIECTU
TeMIiepaTypax ¢ obpasuoM Ne 2 Gblia IIpoBeleHa C
MaJIbIM IlIaroM IO TeMIepaType, YTOObI Oojiee Mo-
IpoOHO uccienoBaTh 0b6acTk BOam3u 298 K. buuio
MOATBEPKIASHO OTPUIIATEILHOE TEIJIOBOE PacIInpe-
HUeE T10 mapaMeTpy ¢ ssueiiku. Takke Oblia 3apuKCU-
poBaHa cjrabasi 0OCOOEHHOCTb MOBEACHMS MapaMeT-
poB sueiiku B Touke 296 K (puc. 2). Kpusas 3aBucu-
MOCTH MMapaMeTPOB STYEHKU OT TeMITepaTyphl BO BCeM
nuanazoHe 93—480 K moxoxka Ha KpUBYIO TemIiepa-
TYPHOM 3aBUCHUMOCTH OOpPAaTHON BOCHPUMMYUBO-
CTH, KOTOpasl HabitomaeTcsl B pejlakcopax MpH OT-
KJIoHeHnu oT 3akoHa Kropu—Beiica [27]. Hanee
OBIITO OOHApPYXKEHO OXHIaeMoe, HO HE HaCTOJIBKO
pe3Koe, yMeHbIIIeHNEe TTapaMeTpOB aTOMHBIX CMellle-
Huit Sr1(2a) (0, 0, 0.43) mpu OoXJIaXIEHUU W aHO-
MajlbHOE yMEHbLIIIEHHE IapaMeTPOB aTOMHBIX CMe-
mwenuit Sr2(8d) (0.17, 0.67, 0.43), HAOGOPOT, P Ha-
rpeBaHUU.

Taxkum 06pazoM, 0COOEHHOCTH CTPOEHUSI U CBOMCTB
SBN-75 B obmactir 250—300 K 0putn 3acpmkcupona-
Hbl HECKOJIBKMMM CIIOCOOaMU: MO M3JIOMY 3aBUCH-
MOCTH COIPOTHUBIICHUS OT TeMItepaTypkl Iipu 297.7 K
(puc. 1), mo u3jIoMy TeMIlepaTypHOi 3aBUCUMOCTU
mapamMeTpoB stueiiku mpu 296 K (puc. 2), mo aHo-
MaJIbHOMY TMOBEJIEHUIO TTapaMeTPOB CMEIIIEHUM aTo-
Ma Sr2(8d) (0.17, 0.67, 0.43). B aT0ii 3ke 061acTH HAOJTIO-
JaeTcst cnabo BhIpakeHHass 0COOEHHOCTb Ha TeMIlepa-
TYpPHOI 3aBUCHUMOCTH Iojisipu3aumu B SBN-75 [28].
ITpu ~300 K HabmaromaroTcs MAaKCMMYMBI Ha TeMIIe-
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Puc. 1. 3aBucumocTts conporusieHust Kpuctamia SBN-75
ot Temriepatypbl. Habmonaercst uzinom npu 297.7 K.
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Puc. 2. 3aBUCHMOCTb IapaMeTPOB a = b, ¢ 37IeMEHTapHOI1
saeiikn kpuctaia SBN-75 ot temnepatypbl. OmmoOKu
CYILIECTBEHHO MeHbllIe pa3mepa MapkepoB. Habimonaer-
cs ciabast 0co6eHHOCTB pu 296 K.

paTypHBIX 3aBUCUMOCTSIX IURJIEKTPUUECKOI TIPOHU-
maemoctu SBN-75 [29]. BDTo yka3bIBaeT Ha 1OCTO-
BEPHOCTb OOHApPY:KEHUS CIabOM CTPYKTYpHOM IIe-
pEeCTpOiKM B yKa3aHHOI TeMIlepaTypHOIi 00JacTu.
SIBAeHrEe OTPULIATEILHOTO TEIIOBOTO paclIMpEHNs,
oOHapy:XKeHHOoe B HacTosiei padore B SBN-75, Tak-
ke Habmonaiock B PNM [10]. 3arutanupoBaHbl CTPYK-
TypHbIE UCCIENOBaHUS C 0ojiee MEJIKWUM II1aroM II0o
TeMIiepaType s 0ojee TOYHOro OomnpeneaeHusT 00-
Hapy>XeHHBIX OCOOCHHOCTEI CTPOEHUSI KPUCTAIOB
SBN-75.

BbIBOJbI

M3ydeHna atomHas cTpyKTypa peirakcopa SBN-75
B o0sactu Temriepatyp 93—480 K. BoiBoabl cienaHbl
M0 JAHHBIM, TTOJIYyYEHHBIM B 12 3KCIIepUMeHTaX U U3-
MEPEHHBIM C YJIbTPAaBBICOKMM pa3pellieHueM I10
MEXIUIOCKOCTHOMY paccTostHMIO: sinf/A < 1.356 A~
Kpucrann onvcaH HelIEHTPOCUMMETPUYHON TeTpa-

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

roHajgbHOI mp. rp. P4bm (Ne 100) ¢ mapamerpamMu
ayieMeHTapHOM stueiiku nipu 296 K a = 12.409(5),
c= 3.9050(3) A. O6pasenr comepxan nBa IOMEHa
OpUOIN3UTEIIFHO PABHOTO 00beMa, OTHOCIIIUXCS K
pa3HBIM 3HAaHTUOMOPMHBIM KoHurypauusm. O0-
Hapy:XeHO OTPHUIIATEJIbHOE TEIUIOBOE paCIIMpeHUe
o TTapaMeTpy ¢ STYeKN ¢ 0COOEHHOCThIO (HEOOJb-
muM BeIOpocom) mpu 296 K. Dra HeyCcTONYMBOCTD
COOTBETCTBYET M3JIOMY Ha TeMIIepaTypHOIl 3aBUCH-
mocTtu conporuBieHus npu 297.7 K. B obimactu Tem-
nepatyp 250—300 K 3acdpmkcupoBaHO HEOOBIYHOE
TernjaoBoe aBuxkeHue atoMoB Srl(2a) (0, 0, 0.43) u
Sr2(8d) (0.17, 0.67, 0.43). [TonydyeHHBIe JTaHHbIE CBH-
JIETeILCTBYIOT O TlepecTpoiike cTpyKTypbl SBN-75,
COMpPOBOXIAEMOI HEOOJIBIION OCODEHHOCTBIO IMPU
296—298 K. AHanu3 TUTEepaTypPHbIX JTAHHBIX BBISIBUJIT
OCOOEHHOCTU JPYruxX CBOMCTB (MOJSpU3ALIMU, AU-
2JIEKTPUYECKOM IIPOHUIIAEMOCTH) B 3TOI TemIiepa-
TYpHOIT 00acTh.
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Detection of Negative Thermal Expansion of the Single Crystal of Relaxor
Ferroelectric Sr,,.Ba,,;Nb,O, by X-ray Analysis

A. P. Dudka*

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

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

Using the X-ray diffraction data, the atomic structure of a relaxor ferroelectric, Srj 75Bag ,5NbgO, single
crystal, was determined. At nine temperatures in a range 93—480 K, 12 experiments were carried out. The ex-
perimental facilities (two-dimensional detector, goniometer and sample cooling system) were calibrated. A
region of negative thermal expansion with respect to the ¢ unit cell parameter was found at 272—324 K. An
anomaly of electrical resistance was observed in the same region. The structural parameters were found to
have a peculiarity at 296 K, in particular, an unusual thermal motion of atoms was observed. This correlated
with a break of the resistance—temperature curve at 297.7 K. The results obtained and the analysis of pub-
lished data shown that several physical properties of the Sr; ;5Ba, ,5sNbcO, relaxor had features near the room
temperature, which could be associated with the detected lattice instability.

Keywords: relaxor ferroelectric, relaxor, X-ray analysis, multi-temperature diffraction study, negative thermal
expansion, Burns temperature, electrical resistance, enantiomorphic configurations.
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AHaIM3UPYETCS BO3MOXKHOCTh MPAKTUUECKOM peaan3alnu, MpeUIoKeHHOM paHee MeTOAMKU OTpeeie-
HUS pa3MepOB My4YKa Ha MUIIIEHU C TTOMOIIIbIO U3MEPEHUS IBYyMEPHBIX YIJIOBBIX pacIipene/leHUit KOorepeHT-
HOTO U3JIy4eHUsI OBICTPBIX JIEKTPOHOB IIJIST IBYX PACCTOSTHUM MeXIy KPUCTAJLIOM, TIe TeHEpUpPYyeTCsl 13-
JIydeHUEe, 1 KOOPAUHATHBIM IeTEKTOPOM. PaccMoTpeHo MCIoib30BaHME IBYX MEXaHU3MOB U3JTyYeHUs: a-
pPaMETPUIECKOTO PEHTIEHOBCKOTO M3JTyUYeHMS ¥ TU(pparnpoBaHHOTO MePEeXOTHOTo n3mydeHus . O0CyKaaoTcs
IpaHULIbl YyBCTBUTEJIBHOCTH METO/IA, BIMSIHUE Ha HUX BbLJIETA BTOPUYHBIX 3JIEKTPOHOB U (DOTOHOB.

KioueBble cj10Ba: mapaMeTpuiIecKoe PEHTIEHOBCKOE M3NydeHue, TudparupoBaHHOE TTePeXOIHOe U3ITyde-
HUE, JIEKTPOH, KPUCTAILJI, TIPOCTPAHCTBEHHBIE pa3Mephl My4YKa, BTOPUYHBIE 2JI€KTPOHbBI Y KBAHTHI.

DOI: 10.31857/51028096020060217

BBEAJEHUWE

PacxognMoCTh 3JIEKTPOHHOIO MydYKa U €ro MoIie-
peUHBIE pa3Mephl SBISIOTCSI OOHMMHU W3 HaubOosee
BaXKHBIX IMMapaMeTpPoB J000ro yckoputess. s ux
M3MepEeHUsT pa3paboTaHoO OOIBIIOE KOJIUIECTBO pa3-
HOOOpa3HBIX METOAMK, BKJIFOYAsT MCITOJIb30BAHUE TIPO-
BOJIOUHBIX CKaHepoB [ 1, 2] 1 payopeclieHTHBIX 9Kpa-
HOB. Ha yckopuTeasax 31eKTpOHOB IIMPOKO MCIOJIb-
3yeTCsl ONTUYECKOE M3IyYeHHEe, BO3HUKAIOIIEE IIPU
MpOJIeTe YaCTHUIl Yepe3 TOHKME METAJUIMYECKUE Mia-
CTUHBI WJIN OKOJIO HUX, COOTBETCTBEHHO OIITUYECKOE
nepexogHoe usnydeHue (OIIN) [3] u omTmyeckoe
mudpakauonHoe udnydenue (OAM) [4]. Omuako,
Kak ObUI0 HemaBHO Moka3aHo, OITM Henb3st nciob-
30BaTh JJIs1 U3MEPEHUS PO JIEKTPOHHBIX ITy4-
KOB JIMHEHHBIX YCKOPUTEJICH, UCIOJIb3yEMbIX IJIsI
CO3IaHUSI PEHTTeHOBCKOIO Jiadepa Ha CBOOOMTHBIX
anekTpoHax (JICH, nockonbky OITW craHoBUTCSA KO-
TePEHTHBIM, KOTJa IPOMOJbHBII pa3Mep 3JCKTPOH-
HOI'O CryCTKa CONOCTaBUM C IJIMHOM BOJIHBI PEru-
CTpUPYEMOTo M3TydeHus [5].

N36exath 3¢d@dexkTa KOrepeHTHOCTH MOXKHO 3a
CUET MCHOJIb30BaHUS M3JIYyYEeHUs C JJIMHOII BOJIHBI
MEHbIIIE XapaKTepHBIX pa3MepoB OaH4Ya, B YACTHO-
CTH, TAPAMETPUIECKOTO PEHTTEHOBCKOTO U3TYYCHUS

35

(ITPN) snexTpoHOB B KpucTtaiiax [6, 7]. UsMepeHus
yriioBbIX pactpeneneHuii [TPW 6bIcTphiX 27€KTpo-
HOB B TOHKMX KPHUCTaJIJIaX C IIOMOIIIbI0 KOOPINHAT-
HBIX IETEKTOPOB [7—9] moaTBepauii BO3MOXKHOCTh
ofpeneseHusl pa3MepoB IydyKa AETEKTOPOM, paclio-
JIOXXEHHBIM B HEIIOCPEICTBEHHOI OJIM30CTH OT KpU-
crayna [7], n3ameHeHUsT GOPMBI PETUCTPUPYEMBIX pac-
MpeaeJeHuii B 3aBUCMMOCTUA OT pa3Mepa Mydyka Ha
kpuctajie [8]. Bo3MOXHOCTE oIlpeneieHus pa3me-
POB ITy4Ka YaCcTUIl Ha MUIIIEHU C ITIOMOIIBIO KaMEPhI-
00OCKYpBI TaKKe Obljla MoKa3aHa B padote [9].

PacnionoxeHre KOOpAWMHATHOTO AETEKTOpa B He-
IMOCPENCTBEHHOM OJIM30CTH OT MCTOYHMKA M3JIyde-
Hu [7] He Bcerna Bo3MoxxHO. K ToMy Ke, BO3HMKaeT
nmpob6JyieMa OTHeNeHUsI PEerMCTPUPYEMOTO YIJIOBOTO
pacnpenelieHusT OT (POHAa TOPMO3HOTO W3IydYeHUS,
WCTOYHUKOM KOTOPOIO SIBJISIIOTCSI 2JE€MEHTBI KOH-
CTPYKLUMU YycKopuTesisi. Mcroyib30BaHUE KaMepbl-
00CKypHbI [9] TpebyeT 3HAUUTETbHOTO BPpEMEHU IS
NpPOBEICHUS U3MEPEHUI M3-3a XKECTKO KOoJIMMma-
LIMM W3JIy4eHUs] U TIpearnojaraeT a3uMyTaJbHYIO
CUMMETPHIO YTIIOBOTO paclpeae/ieHUsI perucTpupye-
Moro uanydeHus. Kak oTMe4eHO B IMTUPYyEeMOIi pa-
00Te, HEBBIMIOJTHEHUE 3TOTO YCIOBUSI TPUBOIUT K CU-
CTeMaTUYECKOM OIIMOKe pe3y/IbTaTOB M3MEPEHUIA pa3-
MEPOB IIy4YKa 2JIEKTPOHOB Ha MUIIICHMU.



36 BHYKOB u np.

B pa6ote [10] Ha ocHoBe momxona [11] pa3BuTa
METOJIMKA Yy4yeTa BJIMSHUS MOIMEPEYHBIX pPa3MepoOB
IMy4YKa YaCTUI] Ha MUILIEHU Ha PETUCTPUPYEMOE YIIIO-
BO€ pacIIpeleIeHUe IS TPeX MEXaHM3MOB I'eHepa-
LIA1 KOT€PEHTHOIr0 U3Ty4YeHUS ITPU B3aUMOIECTBUN
OBICTPBIX JIEKTPOHOB ¢ KpucTtaiamu: [TPU, nudpa-
TMPOBAaHHOTO TopMo3Horo manydeHus (JATH) n nu-
¢dparupoBaHHoro rnepexomHoro uzmaydeHus (JAITN).
ComnocTaBjicHUE pe3yJbTaTOB pacyeTra C DKCIepu-
MEHTaJIbHBIMM TJaHHBIMU [12, 13] mokasaso xoporiee
corjacue M IMOATBEPAWJIO aAeKBaTHOCTh Pa3BUTOM
METOIMKM. AHaJN3, BBIIOJHEHHBIII B LIUTUPYEMOI
paboTe, moKa3aj, YTO U3MEpPEeHME OMHOMEPHBIX YIJIO-
BBIX pacIpeneieHuii He B COCTOSIHUM OOECHeYMTh
TpeObyeMyl0 TOYHOCTh OIIpeIeIeHNS pa3MepPOB IIydKa
YaCTUIl HAa KPUCTaJUIe M3-3a CUCTEMaTUIEeCKOM OIIn0-
KU, 00YCJIOBJIEHHOM B3aUMHBIM BJIMSIHUEM Pa3MepOB
IMy4yKa B OOHOM IUIOCKOCTU Ha pe3yiabTaThl U3MEpe-
HUS YTJIOBOTO pacIIpeAeeHNs B IPYTOM.

J11s1 perieHus1 3Toi mpo0JieMbl IPEIJIOXKEHO OTIpe-
JIeJISITh pa3Mep IIydKa 3JICKTPOHOB B 00€UX IJIOCKO-
CTSX II0 pe3ybTaTaM M3MEPEHMU IBYMEPHBIX YIJIO-
BBIX pacnpeaeaeHUii KOTepeHTHOTO U3JIy4eHUs DJIeK-
TPOHOB B TOHKOM KPHUCTAaJUIE IUISI IBYX PACCTOSTHUM
MEXIY KPUCTAJUIOM, TAe TeHePUPYETCS PETUCTPUPY-
eMoe U3JIydeHHe, U KOOPIAMHATHBIM JIETEKTOPOM C
IIOMOIIIbIO METOIa HAMMEHBIINX KBaapaToB. s mo-
Ka3aTeJIbCTBa pPabOTOCIIOCOOHOCTH METOAA B IIUTH-
pyeMmoii padote [10] ucrmoib30BaIoCh MOJAEIBHOE yT-
JIOBOE pachpeelieHe, OJIM3Koe K YIJIOBOMY pacIipe-
nenenmio I1PU, Ho HecoBmamaroimee ¢ HUM, 9TO HE
ITO3BOJIUJIO JIOCTOBEPHO OIPEASIUTh IPaHULIbl YyB-
CTBUTEJILHOCTU 1 00JIACTh NPUMEHUMOCTU METOIA.

HUcxona wu3 BBIIICU3JIOKEHHOT'O, OIIPCACICHHUC
YYBCTBUTCJIBHOCTU NPCIJIOKCHHOIo ME€Toga M rpa-
HMUII €TO IPMMEHUMOCTU IMPEACTABIACTCSA Ba’>KHBIM 1
AKTyaJIbHBIM.

YYET IMTPOCTPAHCTBEHHDBIX
PASMEPOB BJIEKTPOHHOTI'O ITYYKA

IIpuBenem KpaTkoe onrcaHnue METOIUKHU OLIEHKU
pa3Mepa 2JeKTpOHHOIo mydka, ciemyst padote [10].
Bnmusane pa3zMepoB IIydyKa M PacCTOSHUS MEXIY
KPUCTAJIJIOM U IETEKTOPOM Ha M3MEPSIEMOe IByMEp-
HOE YTJIOBOE paclipefie/ieHrue KOTepeHTHOTO U3Jyye-
HMs, Hanpumep, [7], MOXHO omMcaTh CJIEAYIOIIUM
BBIpaKEHUEM:

Y(0,,0,) =

(D

= [[r(e,.6,)60, > 6,6, > 6,)d0,d6,,
roe Y (G'y, 0) uyY (6,,8,) yrioBbie pacnpeneneHus
KOT€PEHTHOTO U3JIy4eHMs IS MPOTSIKEHHOTO U TO-
YeyHOro MyYyKa YacTUILL HA MUIIIEHU, MHTErPUPOBaHUE
BeleTcs B Ipeliesiax MOJHOro TeslecHOro yra. MyHK-

s GO, — G'y,GX — ©) ONKCHIBAET CBSA3b MEXIY
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MepeMEHHBIMUA KaXXIOT0 M3 3TUX pacnpeleieHUil B
cllydae pasbpoca ToueK IMOIlaJaHus BJIEKTPOHOB Ha
KPUCTAJII U IS IBYMEPHOI'O TayCCOBCKOIO paciipe-
JIeJICHUsI TAKOTO pa3bpoca MOXET ObITh IMpeAcTaBie-
Ha B BUJIE:

G®, — 0,6, >0,) =

2 ~R*®, -9,
-_R exp ( y2 ) X
216,0, 20,

(2)

-R’0, - 0,)°
26° ’

X

X exp

I1e G,, G, —XapaKTepHble pa3Mepbl IyYKa B TOPU30H-
TaJIbHOM U BEpTUKAJIbHOMI IVIOCKOCTSIX, a R — paccTo-
STHHE MEXXIY KpUCTaJUIOM U AeTeKTopoM. Kak BUIHO
U3 TIPUBEIECHHBIX BbIpaXK€HU, U3BMEHEHUE PACCTOSI -
HUS MEXIY KPUCTAIJIOM U NETEKTOPOM MPUBOAUT K
M3MEHEHUIO PETUCTPUPYEMOIO YIJIOBOTO pacnpene-
JICHUs M3JIy4YEHMs, 4YTO MOXHO HCHOJIb30BaTh JIS
oTipelieJIeHUs pa3Mepa IMydykKa IIyTeEM COIIOCTaBICHUS
YIJIOBBIX PACIIPENCIEHUI 1JIsI pa3HbIX PACCTOSIHUM
MEXIY KPUCTALIOM U IETEKTOPOM.

M3-3a HeycTpaHMMOii Tpo6aeMbl B3aMMOBJIMSI -
HUS pa3MepoB B 00eUX IJIOCKOCTSIX Ha pacIipeaeic-
HUe MHTEHCUBHOCTU M3JIyYeHHUS B 3TUX HaIlpaBie-
HUSIX HEOOXOIUMO TepeiiTh K ABYMEPHBIM paclipe-
meneHusM. 1 ImeTeKTopa, pacIojoXEHHOro Ha
paccTosTHUM R, n3MepsieMoe UM IByMEPHOE pacIpene-

JIeHVE MTHTEHCUBHOCTU U3TyYeHUS Y (6 s Gx_) ucxons
i J

n3 BeIpaxkeHUsT (1) MOXHO 3amucaTh B CJCIyIOIIEM
BUIIC:

YR(ey.-’exj) :I I

Y (Gy,Gx)dedex, 3)
AQ(y;.x;)
rae Y (G'y, O'X) — cBepTKa COOCTBEHHOTO YIJIOBOTO pac-
TIpeneIeHIs N3Ty4YeHUs C TAyCCOBCKUM pacrpenesie-
HHUEM, TapaMeTPbl KOTOPOTO B COOTBETCTBUU C BhIpa-
xkeHusiMu (1), (2), onpenensiroTcsl pa3MepaMmu Mmydka
U PACCTOSTHUEM MEXIY KPHMCTAUIOM U JeTEKTOPOM.
AQ(y,;,x;) — TeJleCHBIi1 YroJ, IepeKphIBacMbIil d11e-
MEHTOM KOOPIMHATHOTO HETEKTOpa, PaCITOJIOXKEH-
HBIM B TOYKE };, X;, [I0 KOTOPOMY BEIETCS MHTCTPHU-
poBaHUeE.

L}
OueBuIHO, YTO pasnuuue pacrpeneneHuit Yy (0, ,

G'XI_) u YRZ(G'yI_,B'xj), VM3MEPEHHBIX JJIs1 pacCTOSTHUI R 1
R,, 00yCI0BJIEHO TOJIBKO XapaKTepHbIMU pa3MepamMu
IMy4Ka ¥ paCCTOTHUSIMU MEXIY KPUCTAJUIOM U IeTeK-
TOpOM. A caMU 3THU pacHpeieicHUs SIBIISIIOTCS pe-
3yJbTaTaMU CBEPTKU YIJIOBOTO pacHpeAciaCHUS ISt
TOYEYHOro Myyka yactuil Y (6,,6,) 1 IByX IBymMep-
HBIX TAyCCOBCKMX pacIpele/IeHI CO CTaHIAPTHBIMU

Ne 6 2020



MMPEAJTOKEHUWE METOIWKUWN M3MEPEHHWA 37

OTKIIOHEHUsIMU G, , =G, /R u o, , =0, /R,
Ie O, , XapaKTepHbIe pa3Mepsl IyuKa Ha KpHCTaIIe.

CuutaeMm, yto R, = kR,, tae kK — Ko3(pPumeHT,
CYILIECTBEHHO OTJIMYAIOIIMNIICS OT €AMHULIBI, a TEJIeC-
HBIE YIJIBI, TIEpEKPBIBaeMbIe JETEKTOPAMHU B KaXKIOM
U3MEpEeHUN, OMUHAKOBBIL. TakKnMM 00pa3oM, pazMephl
BJIEMEHTOB JIeTEKTOpa IJIsI KaXIOTO U3 PACCTOSIHUM
OTINYAIOTCS B k pa3. B 3ToM ciiyyae B IIepBOM IpU-

OJIVKCHMI MOXHO Iofiarath, 4To Y (8,,,0, ) siBsier-

Csl CBEPTKOW pacrpereneHust Yy (e'yf,e'xj) C TayCCOB-
CKUM pachpeleiieHueM ¢ Aucliepcueit, 3aBucsIeit
OT HEM3BECTHBIX HAaM pa3MepoB IyuykKa Ha MULLIEHU U
BEJIUYUH R, R,.

DJISI OonpeacjJIcHNA MCKOMBIX pasMEpPOB ITydKa Ha
MHMUIICHMU MO2KHO BOCIIOJIb30BaTbCAd METOJOM HauM-
MCHBIIMX KBaApaToOB, MUHUMU3NPYA KBaapaTUYHYIO

dopmy:

S| ¥6,.0, )5 ——— 3,6, )5 X

i=1j=1 210,06, '=1/'=1
2 : “
(ey,. - ex,-v) (ex,v - ex,--) .
X exp — exp —— || = Min,
2(G)) 2G,)

7€ M U 1 — YUCIIO TOYEK U3MEPSIEMOrO pacIipeesie-
HUS B TOPU30HTAJIBHOM U BEPTUKAJIBHOM HallpaBiie-

HUAX, a GX 141 Gy — NNOATOHOYHbLIC IMMapaMeTpbl, MUHU -
MU3UpYyoIe 3Ty (GopMy, CBsI3aHbI C pa3MepaMu
Ny4yKa Ha MUILeHH G,, G, CIeAYyIOIINM 00pa3oM:

~ kR '

G,y = 75==0., ®)
k*—1

C 1e1bi0 MPOBEPKM METOAWKW M OIpPEeAcICHUS
rpaHull e MPUMEHUMOCTU MPOBEIEHO MOJIEIUPOBaA-
HUE OIpeNesieHUsT pa3MepoB MyykKa U3 IBYMEPHBIX
pacrpeaesieHUi TmapaMeTpUuecKoro peHTreHOBCKO-
ro U3JIy4eHUsI ¢ TOMOIIbIO BapHUallMM MapaMeTpoB
CBEPTKM B KOMOUHAIIMM C METOJOM T'PaJUEHTHOTO
crycka. MojaenupoBaHue BBITIOJHEHO s YCIOBUA
sKcnepuMeHTa [12]: Kpucramia KpeMHUSI ¢ OTpaka-
oureit mockocteio (011) u yrita HabmogeHus 32.2°.
XapakTepHblii yron Bbuieta ¢oroHos I[IPU ©,, =

2
= 772 + w—;’ = 3.32 mpagn, roe Y — JlopeHu-dakrop,

(Q)
®=11.65 k3B u , =30.8 3B — sneprus dporoHa n
SHEPrus Mjaa3MoHa cpeabl. DHeprus >JIEKTPOHOB
255 M»B. Pazmep anemeHTOB AeTekTopa paBeH 0.1 Mm
u 0.2 MM B 000X HaITpaBIACHUSIX IJIST paccTosgHMit 0.5
1 1 M cooTBETCTBEHHO. Pa3Mmep 371eKTpOHHOTO ImyJKa
Ha kpuctaie — 6, = 0.3 Mmu 6, = 0.8 mm. Ha puc. 1
MPUBEICHO BepTUKAJIbHOE (pUC. 1a) M TOPU3OHTATIb-
Hoe (puc. 10) yriioBbie pacrpeneieHIs, IIPOXOIsIIe
yepe3 HeHTp pediekca. B kauecTBe MOIEILHOIO pac-
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Puc. 1. BeptukansHoe (a) 1 ropr3oHTalIbHOE (0) YIIIOBBIE
pacrpezeieHust mapaMeTpuIecKOro peHTTeHOBCKOTO U3-
snyyenusi. Kpusble — pacnpeneneHue Mepanuyka—MBa-
mrHa ( /), pacrpenejieHue s TOYeYHOTO 3JICKTPOHHOTO
nydka (2), pacrpeneneHue Ijisl IIPOTSLKEHHOTO IMydYKa v
paccrosinus 1 M (3), pacripeneneHue 111 IPOTSIKEHHOTO
nydka u pacctossHusi 0.5 M (4), TOUKu — paccTosiHue 1 M,
TPEeYroJbHUKU — paccTostHue 0.5 M.

npenenenus [1PU (3aBucuMocTts /) MCIonb30Bajlach
dopmyna Depanuyka—HMpamuHa [14]:

0’cos 205 + Gi

(02 +02+0%)

Ypxr (ex’ ey) = Npyz () (6)

3nech N pyg () — MHOXUTEIb, KOTOPBIIT XapaKTepu-

3yeT Boixon ITPU, a @y yros noBopoTa IUIOCKOCTU
KpUCTajljla OTHOCUTEJILHO HaIlpaBJICHUST 3JIEKTPOH-
HOTO MyYKa.

74 ToydeHusl yIIIOBOTO paclipefesieHUsT OT TO-
YEYHOI0 My4yKa 3JeKTPOHOB (3aBUCUMOCTD 2) YIJIO-
Boe pacnpeneneHue TP cBepThiBazoch ¢ nByMep-
HBIM TayCCOBCKUM pacripeaeneHueM ¢ 0, = 0.3 mpan,

rae 6, — pacxoaMMOCTb 3JIEKTPOHHOTO IyuKa. Bxian
Iudpakiuy peajbHBIX (DOTOHOB IJISI 3TUX YCJIOBUM
He npeBbimaet 10% [11], u mo3ToMy He YIUTHIBAJICS.
3aBucumMocTd 3 U 4 COOTBETCTBYIOT IIPOTSKEHHOMY
3JIEKTPOHHOMY MYYKY U151 paccTosiHUM R} =2R, =1 M

2020



38 BHYKOB wu ap.

08t5 2 22 z 2 - X &
0.6 -
= 5 ¢
=
B 04F
o ocpgpgo @ @
0.2+
0 0.5 1.0 1.5 2.0 2.5
Rz, M

Puc. 2. 3aBUCUMOCTb ITOJIYYCHHBIX 3HAYEHUM OLICHKU
pa3MepoB 3JEKTPOHHOTO ITyYKa OT PACCTOSTHHMSI MEXIY
KPUCTAJLUIOM U JAeTeKTOpPOM. TOYKM — pasmep 1Mo ropu-
30HTaIu. TPeyroJbHUKN — pa3Mep MO BEPTUKAIH.

u R, =0.5 M. JIn151 yueTa BO3MOKHOTO BJIUSIHUSI CTATU-
CTUYECKOTO pa3dpoca pe3ynbTaTOB UBMEPEHUI 3aBU-
CUMOCTHU 3 ¥ 4 “3a1IyMyieHbl” ¢ TIOMOILBIO paBHOMED-
HOTO pacripefie]ieHrs] B quara3oHe 3HaueHuit £10% B
KaXJ0i TOYKE, COOTBETCTBEHHO TOYKHU U TPEYIOJb-
HUKMU.

OmnbKa B ornpeAeIeHUN ITapaMeTpoB (UTHUPOBa-
HWS ¥ OIIEHKH! MOJIYYeHHBIX N3 Hee 3HaUeHUI pa3Me-
pa mydka He NpeBbIIIAeT HECKOJbKUX ITPOLIEHTOB.
3aBUCUMOCTb, ITIOIy4YeHHAasI B pe3yJIbTaTe NOATOHKH,
MPaKTUYIECKHN COBITAACT C 3aBUCUMOCTBIO 4 1 TTO3TO-
MY HE TIPUBOIUTCS.

st orpeneneHusT YyBCTBUTEIILHOCTU METOIA U
TpaHUII €ro IIPUMEHNMOCTHU MbI IIPOBEJIY LIMKJI OlIe-
HOK pa3Mepa ITydKa, MOJTYISHHBIX C TIOMOIIBIO 3TOM
METOIMKH, 1 “3alIyMJICHHBIX” YIJIOBBIX pacIpenciie-
HUI OT PaCCTOSIHUS MEXIY KPUCTAJUIOM M IeTEKTO-
poM. MonenupoBaHue BBITIOJHEHO IJIS pa3MepoB
nyyka 6, = 0.3 MM u G, = 0.8 MM. OcTasibHbIe NTapa-
METPBI COBITAIAIOT C ONMCAHHBIMU BhILIE. [TomyyeH-
Hasl B pe3yjbTaTe IIOATOHKM 3aBUCHUMOCTbH OIICHKU
pasMepa Iydyka &, , OT PacCTOSIHMsI NMpUBENEHa Ha
puc. 2. B xadyecTBe OIIMOOK MBI B3sIJIM CTaHOAPTHOE
OTKJIOHEHUE TOJIYYCHHBIX B pe3yJbTaTe ITOATOHKM
3HaYeHU oT cpenHero. Kak u paHee mojiaraem ycjio-
BUe R; = 2R, BHINOJTHEHHBIM.

M3 puc. 2 BUIHO, YTO IS 3HAUYeHUI R, MEHbIlIle
MoJIyTopa METPOB OIIMOKa ompenejeHus pa3Mepa
My4YKa He MpeBbIacT 5—7%, a BeAUUYUHBI, TTOJIy4eH-
HBIE B pe3yJIbTaTe IMOATOHKM, COBIAIAIOT C MCITOJIb-
30BaHHBIMU B MoAeMpoBaHUU. OMHAKO IJIsT OOJIb-
IINX PAaCCTOSIHUI BeJInyrvHa &, OTIMYAECTCHd OT UC-
TUHHOTO 3HAYEHUs, TOrna Kak 3HauyeHue G,, Mo-
MpEeXHEMY, COBIAgaeT C BEJIMYMHOM, UCITOIb30BaH-
HOI B TIpoLiecce MOieIupoBanus, 6, = 0.8 MM.

AHaJIN3 OKa3aJl, YTO NMPUYNHOI SIBJISIETCS YMEHb-
IICHYE pa3INnInii MKy 3aBUCUMOCTSIMU Yl(ey[, Gx/,) n
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r(,, ij) C POCTOM PACCTOSIHUSI, TORTOMY JIJIsl 60JIb-
X 3HAYeHUI R, METOM TepsieT YyBCTBUTEIBHOCTb.
KputepueM OTCYTCTBUSI pasidyMii MOXHO CUUTaTh

OTHOLIEHME BETMUMHBL &' = 2 < 0.3 Mpala K Xapak-
2

TepHOMY yriy O, = 3.32 Mpaj, TO eCTbh S <o.1.
ph
INonaras,, 9TO YroJ HaOMIONECHHWS W PACCTOSTHHE
MEXIy KpUCTAJUIOM U AETEKTOPOM B 9KCIIepUMeHTe [ 8]
OJIM3KU K NpeJebHBIM 3HAYEHUSIM, Mbl MOXKEM OlIe-
HUTh MUHUMAJIBHBIN pa3Mep ITydKa, TOCTYITHBIN IJIst
U3MEpPEeHUsI ¢ TIOMOIIIBIO TIpeaaraeMoro Mmeroaa. Pac-
CTOSIHHE MEXIY KPUCTALIOM U JIeTEeKTOPOM, pacIio-
JIOXXEHHBIM o yrioM 22.5°, 610 paBHO 350 MM.
I MEeHBIINX pacCTOSHUM U YIJIOB HaOIIOACHUS
pPaCCTOSTHME MEXITY OChIO ITyYKa 1 LIEHTPOM JETCKTO-
pa Oymet MeHble 10 cM, UTO He TO3BOJUT pa3Me-
CTUTH B BTOIT TOUKE IETEKTOP BMECTE C 3ALIUTOM.

Orcrona, ucnonssyst kpurepuit ¢ ~ 0.1RO ,;,, T1Ie
©,, =1.54 wMpaz, mnojayyaem, 4TO MUHMMAJIbHBIA
pasMep IMydyka, KOTOPbIii MOXHO OLIEHUTb C IIOMO-

IIBIO TIPEIJIaraeMO METOAVKM, COCTABIISIET ITOPSIAKA
60 MKM.

Takum o6pa3oM, METOAMKA, OCHOBAaHHASI Ha U3-
MepeHUU yriIoBbIx pacnpenenenuii I[TPU mnsa aByx
pPACCTOSIHUMIA, CIOCOOHA 00ECIIEYNTh U3MEPEHUE pa3-
Mepa 1mydka ~100 MKM ¥ BBbIIIEe, YTO TUIIMYHO OJIS
ycKopuTenei cpemHux sHepruii. OgHako, oHa He
MPUMEHNMA JIJIsl U3MEPEHUSI TOIMEePEUYHBIX Pa3MEPOB
My4YKa MOPsIIKA HECKOIBKO JECITKOB MKM B UCTOY-
HUKax U3JIy4eHUs YETBEPTOro IokoiaeHud [15], misd
KOTOPBIX M BO3HUKJIA MpobjieMa M3MEPEHUS IIpO-
CTPAaHCTBEHHBIX Pa3MEpPOB BJIEKTPOHHBIX OGaHYEH C
MaJILIMU TIPOAOJBLHBIMU pa3zMepaMu [5].

Kak 1mmokasaHo B pa6ore [16] u ToaATBEpKIEHO
B [17, 18], c pocTOM 3HEepruu 3JeKTpoHOB 10 5 [3B
BBILLIE BKJIaa AU pPaKIMU IEPEXOTHOI0 U3JIyYEeHUS B
LeHTpe peduiekca CTaHeT HAMHOIO BBIIIE BKJajga
ITPU. Yrnosasg mimotHocTh AW ng sHeprum s1ek-
TpoHOB 10 I'3B 6osee 4yeM B IISATHCOT pa3 IIPEBHIIIACT
ymioByto miiotHocTh [TPW n3-3a pe3koro ymeHbIle-

HUSI XapaKTEePHOTO yIJia U3JIy4eHUS y_l, omnpenessiio-
IIIETO YIJIOBOE paclipelieIeHe TIEPEXOTHOTO U3TyUe-
Hud, a, ciaenoBarenabHo, u HIIN. IlosTomy BKian
ITPU B 11eHTpE YIiI0BOTO paclipencicHUs U3 TydeHUS
MOKET CUMTAThCSI IPEHEOPEKMMO MAJIBIM.

INpucyTcTBHE SIPKOTO MUKA B YIJIOBOM pacIipeae-
JICHUW U3JIy4eHUsI, OJIM3KOTO 10 (popMe K YIIIOBOMY
pacnipenenenuio ITPU [16, 23] u puc. 1, 3, no3Bojser
WUCIOIb30BaTh BHIIIEONMCAHHYIO METOIWKY W IS
oIpenesieHUs pa3Mepa Iy4yKa 3JIEKTPOHOB BBICOKUX
sHepruii. B aToM ciydae xapakTepHBIil yroJI BbIXOJa

~1
U3JlyyeHus OJIM30K K Y , TO €CTh oKa3biBaeTcs B 10 u
Oosiee pa3 MeHblIIe, YeM O, YTO OOeCTIeYnBaAET NP~
MEPHO TaKoe Xe YMEHbIIeHHE MTONePEeYHOro pa3Mepa
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My4yKa 3JIEKTPOHOB, KOTOPOE MOXHO U3MEPUTH C MO-
MOIUBIO MIpeaIaraeMoii METOIUKMU.

st monTBepsKASHYS BhIIIIECKAa3aHHOTO Ha puc. 3
MpUBEIeHbI pe3yJibTaThl MOAEINPOBAHUS OIpeelie-
HUS pa3Mepa ITydKa 3JeKTpoHOB ¢ 3Heprueit 10 ['3B.
MonenupoBaHue MPOBEACHO IJIsl CIASAYIOIINUX YCIIO-
Buii: orpaxeHue (022) Kpucrajia KpeMHUS, yTOJI Ha-
omongeHus 32.2°. Pasmep aiieMeHTa gerekTopa 10 X
%X 10 MKM 1151 MeHbIIEeTro paccTostHUus 1 20 X 20 MKM
It 6osibliiero. Pasmep Imydyka 37€KTpOHOB Ha KpU-
crajuie 6, =15 MKM 1 G, = 20 MKM. PacxonumocTb

3JIEKTPOHHOTO Tyuyka 0, = 15 Mxpazn. 3BecTHo, Ha-
npumep, [19, 20], utro yriaoBoe pacrnpenenerHue TN
MOXeT OBITh IIPEICTaBICHO B BUIIE:

eiCOSZZG)B + Gi

, (7
((6° + ©,) (0" +77))’ @

Yprr (exa ey) = Nprr (0))

e ° =6’ + Gi, a Nz (®) — MHOXUTEIb, XapaKTe-
pusyromuid Beixon JAIIM, 3aBucdmuii oT yrjia Ha-
omroneHust U Heprum ¢oroHoB. M3-3a Manoit nH-
teHcuBHOCTU [TPU BKJTam aTOoro MexaHnusmMa usayde-
HUS He Y4yuTbiBajics. IS TofydyeHusl YIJI0BOIO
pacnpeiesieHus1 U3JMy4yeHUsT OT TOYEYHOro ITyuyKa
3JIEKTPOHOB (3aBUCUMOCTD 2) pacnpeneyieHue I cBep-
THIBAJIOCh C IBYMEPHBIM TayCCOBCKMM paclipeesie-

HUEM C YoM pacxomnumoctu 0, =15 mkpaz. [dse
OCTaBIIIMECsS 3aBUCUMOCTH COOTBETCTBYIOT YTJIOBBIM
pacripeieJIeHUsIM IS pACCTOSIHUM MEXIy KpUCTal-
JIoM " getekTopoM 2 u 1 M (KpuBbie (3) u (4)). dnsa
yJeTa BO3MOXKHOTO BJIMSTHUSI CTAaTUCTUYECKOTO pas-
Opoca U3MEpPEeHHBIX TaHHBIX 3aBUCUMOCTH ISl TTy4dKa
KOHEYHBIX pa3MepoB ObUIM “3alllyMJICHBI”, KaK 1 IIpU
pacyerte yrioBoro pacripenenernust ITPU Ha puc. 1.

Kak u B ciyuae I1PU, ommbka B onpenaeseHuu
mapaMeTpOoB ITOATOHKHU He MpeBbImaeT 5—7%, a “mno-
JIOTHAaHHas1” 3aBUCUMOCTb MPAKTUUYECKU COBITAAET C
3aBUCUMOCTBIO (4) U TTO3TOMY HE TPUBOIMUTCS.

C 1eliblo onpeaesieHUsT YyBCTBUTEIbHOCTA METO-
Ia IS 3TOTO MeXaHM3Ma M3JIy4eHUs M 00JIacTu
DHEPIUil BJIEKTPOHOB OBLI IIPOBENEH IIMKJ OLIEHOK
pa3Mepa IIy4yKa, ITOJIyd4eHHBIX C IIOMOIIBIO Ipeiara-
€MOI1 JTaHHOI METONUKM, M “3allyMJICHHBIX” YIJIO-
BBIX pacIipeneaeHUiA OT paCCTOSTHUS MEXIY KpUCTa-
JIOM U JETeKTOpoM. MopaeiupoBaHUE BBIIIOJIHEHO
IJIs1 pa3MepoB myvka G, = 20 MKM U G, = 30 MKM.
OcTaJibHBIE ITapaMeTphbl COBINANAIOT C ONMCAHHBIMU
Boimie. [TomyaeHHas1 B pe3yibTaTe MOATOHKY 3aBUCH -
MOCTh OIIEHOK pa3mepa Iydka &, , OT PacCTOSHUS
npuBeneHa Ha puc. 4. Kak n mnga caygas [TPU, BeI-
noJjiHgercs yciosue R; = 2R,, a B KauecTBe OLIMOOK
HCIIOJIb3YETCSI CTaHAAPTHOE OTKJIOHEHUE MOJydeH-
HBIX B pe3yJIbTaTe IMOATOHKM 3HAaYEHUI OT CPEIHETO.

W3 puc. 4 BuaHO, 9TO 111 paCCTOSTHUM MEXIY KpH-
CTaJJIOM U JIETEKTOPOM MEHbIIIE IBYX METPOB OLIMOKA
OLIEHKM pa3Mepa Mmy4yKa He MpeBbIaeT 5—7%, a cama
OlleHKa COBMAaJaeT CO 3HAUYEHMSIMM, MCIOJIb30BaH-
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Puc. 3. BeprukanbHoe (a) ¥ ropu30HTaIbHOE (0) yIJIOBBIE
pacnpezneneHus 1uparupoBaHHOIO MEPEXOIHOTO U3JTy-
yeHus: Kpusbie — pacuet o ¢opmyite (7) (1), pactipene-
JICHHE JIJISI TOYEYHOTO 3JIEKTPOHHOTO MydKa (2), pacrpe-
NeJIeHUe IS IPOTSIKEHHOTO ITydKa U paccTtostHust 1 M (3),
pacrnpezeieHue 1Isi MPOTSKEHHOTO MyYKa U pacCTOSTHUS
0.5 M (4), TOukM — paccTosiHUEe 2 M, TPEYTOJbHUKHU — pac-
crosiHue 1 M.

HBIMU [IPU MOJEJIMPOBAHUHN. [1J1s1 OOJBIINX PACCTOSI-
HUi, KaKk u B ciaydae [TPU, paznnume meXmoy olieH-
KOl 1 pa3MepoM Iy4yKa ¢ yBeJIMYEHUEM PacCTOSTHUS
Bo3pacTaeT. Paznnure HauMHaeT NpeBhIIaTh CTaH-
JIapTHOE OTKJIOHEHUE JJII BEIUYUHBI R,, COCTaBsI-
oueit mopsiaka 2.5 U 5 M IJ1si TOPU3OHTAJBbHOTO U
BEPTUKAJIBHOTO Pa3MePOB ITyuKa, COOTBETCTBEHHO, KO-

=0,,/R <

<0.10,, roe O, = Y_l. Kak u panee, misg MaibIx
3HAYCHUM G' paziruuue pacrpeacaeHu Il pa3HbIX
pPaCCTOSIHUIL TIPAaKTUYECKU OTCYTCTBYET, U B PE3YJIb-
TaTe METO/I TePsIET YyBCTBUTEILHOCTD. 31€Ch CAeAyeT
OTMETHTh, UYTO C BO3pacTaHUEM YPOBHS “Iiryma’” pas-
JINYMYe HAa9MHAET IPOSIBISTHCS IUISI MEHBILIMX PACCTO-
SHUN.

'
Toa HAYMHAET BbITIOJIHATLCA yCJIOBUE O, y

He MeHee BaXHBIM YCIOBMEM SBJISIETCS TPEOOBA-
HUE G, , > 0, ,, TO €CTb pa3Mep AeTeKTopa d, , MoJ-
JKE€H OBbITh COIMOCTABMM C XapaKTePHbIMU pa3MepaMu

2020



40 BHYKOB wu ap.

40 -
2
I % é
: 33 ¢
. 01833572
o
10
0 > 4 6 s
Ry, Mm

Puc. 4. 3aBUCUMOCTb TIOJTYYEHHBIX 3HAYEHUI OLICHKU
pa3MepoOB JIEKTPOHHOIO IMy4YKa OT PACCTOSIHUSI MEXIY
KPHCTAJUIOM M JeTeKTOpoM. Toukru — pa3mep Io Topu-
30HTIU. TPEeyroJbHUKM — pa3Mep 10 BEPTUKAII.

My4yKa YaCTULl HA MUILICHHU O, . Eciii 910 yenoBue He
BBIIIOJIHSETCSI, Pas3inyue MEXIy pacHpeneieHUsIMU
JIJIST pa3HBIX PACCTOSIHUI OTCYTCTBYET. B yxke yrmomsi-
HYTOM 3KCIIepUMeEHTe [8] NCII0JIb30BajICs IETEKTOP C
pasMmepoM mukcesis 11.2 X 11.6 MKM, IO3TOMY MBI MO-
K€M CUUTaTh, YTO MUHUMAaJIbHBIN YBEPEHHO OITpeae-
JIIeMBIiT pa3Mep mydka ~ 10 MKM.

OCHOBHBIM TpeOOBaHUEM [JIsI YCIICIITHOTO IIPU-
MEHEHUS TIpeIjlaraeMoro MeToAa U3MEpPEeHUS pa3Me-
pa Iy4Ka SIBJISIETCSI PABEHCTBO TEJICCHBIX YIJIOB, IIe-
pPeKpBIBAEMBIX 3JIEMEHTOM JeTeKTOopa IS 000X pac-
CTOSIHUi. BbUIET BTOpUYHBIX 3JIEKTPOHOB U KBAHTOB
W3 BIIEMEHTA, IIe NPOU30IILIO B3auMoaeiicTBue (ho-
TOHA C BEILIIECTBOM JIETEKTOPA, B COCEIHUE UCKAXKAET
U3MepsieMbIe pacrpene/icHUsI, CrilaxkuBast ux. Biausi-
Hue 3P deKTa cusibHee IS MEHBIINX pa3MepoB dJIe-
MEHTa JIeTEKTOpa, IMO3TOMY OH SKBMBAJICHTECH O-
MOJTHUTEIIBHOMY YBEJIMUECHUIO pa3Mepa IIydyka da-
CTHII Ha KPUCTAJLIE.

C 1LeIbI0 TPOBEPKM 3HAYMMOCTH BIIMSIHUSI 3TOTO
addekTa Ha pe3yabTaT U3MEPEHUI MBI ITPOBEJIN MO-
JIeIMpOBaHMeE peaau3allii METOJUKU C y4eTOM U Oe3
ydeTta BIusaHUS 3¢ eKTa BbuIeTa BTOPUYHBIX YaCTUL]
¥ KBAaHTOB JJISI CICAYIONINX YCIOBUIA: SHEPTUS 3JIeK-
TpoHOB 10 I'3B, KpucTana KpeMHUSI ¢ OpUeHTALIUE
(011), sHeprust poToHOB ® = 11.65 k3B, paszmep aJe-
MmeHTa gerekropa 10 X 10 mxm 1 20 X 20 MKM gjs
PacCTOSTHUSI MEXKIy KPUCTAJLJIOM 1 IETEKTOPOM 1 M 1
2 m. Pasmep mmydka 37eKTpOHOB Ha MullieH 10 MKM B
BEPTUKAIBHON TJIOCKOCTU U 20 MKM B TOPU30HTaJb-
Holi. PacxonnMocCTb 3JIeKTpOHHOTO Imyyka — 10 Mkpaj.
st yripoleHus Ipoliecca MOASIMPOBaHUS BMECTO
3aBUCUMOCTH (7) UCIIOIBb30BaI0OCh a3UMYTAJIbLHO CUM-
METPUYHOE CTEKTPATILHO-YIJIOBOE pacnpeiesieHue Te-
PEXOIHOTO M3JIy4eHUsI, YacTO HaszbiBaeMoe (hopMy-
ot MapnosgHa [21].

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS
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Puc. 5. OTHOlIeHWe WHTEHCUBHOCTEH W3JIIyYeHMS IS
JaJIbHEro 1 OJIMKHEro pacloJIOXEeHUS IETEKTOPOB B BEp-
TUKAJIbHOI (a) M TOPU3OHTANIBHOM (0) MIOCKOCTSIX.

MonenupoBaHue BbIMOJIHEHO MeTOnOoM MOHTe-
Kapno nims mapameTpoB nerektopa HR25 [22], ipu-
MEHEHHOTO B 3KCIlepuMeHTe [8], rie ucnonab3oBaH
cuuHTWLIsITOp P43 ¢ xumnueckum cocrabom Gd,SO,
u ToamuHoi 30 MKM. MeTonuka MoJIeJIMpOBaHusI Ta-
paMeTpoB JIeTeKTopa IIpuBeaeHa B padore [23].

Ha puc. 5 npuBeneHo oTHOIIEHWE UHTEHCUBHO-
cTeil u3JlyueHus, 3aperMcCTPUPOBAHHOE JE€TEKTOPOM
IUJIsl IBYX PAcCTOSIHUiT, B BepTUKaJIbHO (pUC. 5a) 1
TOpM3OHTAJIbHOM (pHUC. 50) TuIocKocTsx. Moneaupo-
BaHWE MPOBEIEHO ISl TOYEYHOTO MyyKa 3JIEKTPOHOB
0e3 yueTa BIMSIHUS OeTeKTopa (KpUBasi); TOUEYHOTO
3JIEKTPOHHOTO TTydyKa C yY€TOM BJIMSIHUSI IeTeKTOpa
(TpPEeyroJbHUKM) U IIPOTSLKEHHOTO 3JIEKTPOHHOTO ITyY-
Ka 0e3 yyeTa BIUSHUS IeTeKTopa (TOUKM).

M3 puc. 5 cienyer, 4To 6€3 yuyeTa pa3MepOB MydyKa
3JIEKTPOHOB HAa MUILIEHU U BIWUSIHUS BbLIETa BTOPUY-
HBIX YaCTUIL M KBAHTOB YIJIOBbIE€ pacTipe/eieHUs1, U3-
MEpEeHHbIE ST IBYX PAacCTOSIHUI, coBmanamoT. Pas-
Opoc 3HaueHUWi 1Ji OOJIBIIUX YIJIOB HaOJIOAEHUS
OOyCJIOBJIEeH HU3KOM CTaTUCTUKON WM3-3a PE3KOro
YMEHBIIIEHNSI ”YHTEHCUBHOCTH MEPEXOIHOTO U3JTyde-
HHSI C POCTOM yTJjia BbUIeTa (poTOHOB (puc. 3). Yuer
mpoliecca BbUIETA BTOPUYHBIX YaCTUIL U KBAHTOB
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(TpeyroJabHUKN) TIPUBOINUT K ONpPEeAeICHHOMY OTJIN-
YUIO YIJIOBBIX paclipeie/ieHUii Ha pa3HBIX pacCTOsI-
HUSIX, HO CaMO 3TO OTJINYME JOCTATOYHO CJIabo U He
MPEBBIIIAET HECKOJBKUX MPOLEHTOB, YTO OJIM3KO K
CTaTUCTUYECKOMY pa3opocy.

BiusHue pazMepa Immyyka Ha KpUcTajUie (TOYKH)
CyILIECTBEHHO Oosiee 3HAaUMMO. OTKJIOHEHUE OTHO-
IIEHUS] WHTEHCUBHOCTEU W3JIyUYEeHUS OT EIWUHULIbI
mocturaeT 15% wu Gojee. PasMepbl 3JIEKTPOHHOTO
My4yKa B BEPTUKAJIBHON U TOPU3OHTAIBHOMN MIOCKO-
CTSIX OTJMYAIOTCS, IO3TOMY OTHOIIIEHWE MWHTEHCUB-
HOCTEI, pETUCTPUPYEMBIX IETEKTOPOM JJIsI IBYX pa3-
HBIX PACCTOSIHUIA, B BEPTUKAJIbHOUW W FOPU30HTAIb-
HOM TIJIOCKOCTSIX TO K€ OTJIMYAIOTCI, Ha 4YeM U
OCHOBaH TIpedjiaraeMblii HaM1W METOH, ONpeaesICHUS
pa3Mepa Iydyka d3JIEKTPOHOB B 00EMX TLIOCKOCTSIX.
OnHOBpEeMEHHBII YYET pa3MepPOB MyykKa Ha MUILIEHU
U BJIUSTHUS BblLJIeTa BTOPUYHbBIX JICKTPOHOB U KBaH-
TOB MPaKTUYECKU HE UBMEHWJI COOTHOLLIEHUE UHTEH-
CUBHOCTEI U3JIyYeHUs 110 CPABHEHUIO C pe3ysibTaTa-
MU MOAETUPOBAHUS, TJI€ BBIJIET BTOPUYHOTO U3JTyUe-
HUS He yuuThiBajicsd. [1oaToMy 3Ta 3aBUCMMOCTb HE
MPUBOIUTCS.

CnenoBaTesibHO, ISl dHepTuili (OTOHOB OKOJO
10 k3B 1 pa3mepoB IUKceJIs JeTeKTopa Iopsiaka 10 MkM
BJIMSIHUE BbLJIETa BTOPUYHBIX YacTUIl U KBAaHTOB B
MPOLIECCE PETUCTPALIMM PEHTI€HOBCKOTO U3TyUYeHUS
CPaBHUTEJILHO CJ1a00 BIMSIET Ha pe3yIbTaThl U3MEpe-
HMI1 pa3MepoB ITyuKa C MOMOILbIO MpeajiaraeMoii Me-
TOJIUKU U (B TIEPBOM MPUOIMKEHUN ) MOXKET HE YUU-
ThIBaThCSI.

Jlazepnl Ha CBOOOIHBIX BJIEKTPOHAX B PEHTIEHOB-
CKOM Jmaria3oHe 4actoT [15] paboTaroT BIUIOTH OO
JMH BoJIH ~0.1 HM, 94TO COOTBETCTBYET SHEPruu (po-
TOHOB ~ 15 k3B. TakuM 06pa3oM, TMHA BOJTHBI, BBI-
OpaHHasl HaMU IJIsI TPOBEPKU MPUMEHUMOCTU METO-
Jla, COIIOCTaBUMa C IIPOOOILHEIMY pa3MepaMu 0aHua,
YTO HEAOCTATOYHO UISI MCKIFOUEHUSI KOTEPEHTHBIX
addexToB B n3mydeHuu. [lonepearsie pa3Mepsl myd-
Ka 2JIEKTPOHOB B citydae peanu3anuu JICD cocTtaBisi-
1ot iopsgaka 100 MKM 1 BBIIITE, YTO TIO3BOJISICT YBEIIH -
YUTh DHEPTUIO (DOTOHOB 3a CYET YMEHBIIICHUS yTIja
HaOJIIOAEHMSI, COXpaHsisl JOCTATOYHO OOJBIIOE pac-
CTOSTHUE MEXIY 3JIEKTPOHHBIM ITY4KOM U OChIO Je-
TeKTOpa, KOTOPOe HEOOXOOAUMO IJIs1 3allUThl J1eTeK-
TOpa OT (POHA, 3a CUET YBEJIMUCHUS PACCTOSTHUS MEX-
Iy KPUCTAJJIOM U KOOPIMHATHBIM JETEKTOPOM.

VMeHbllIeHUe IMHBI BOJHBI U3JTydeHUsT Oosee
yeM B 10 pa3 IOCTIZKMMO, TaK Kak B 3KcriepumeHTe [20]
IJIs1 yriia HaGmiogeHust 4° yBepeHHO perucTpupoBa-
sock ITPY u JITU dpotoHOB ¢ aHeprueit o ~ 145 x3B.
VBeluuyeHUe SHEePruyM PEerucTpupyeMbix (GOTOHOB
MOXKET IMPUBECTU K YCUJICHUIO BIUSIHUS BBLIETa BTO-
PUYHBIX YaCTHUIl U KBAHTOB U TPeOyeT yriyOJIEHHOTO
aHaJM3a, YYUThIBAIOILErO SHEPTUIO PETUCTPUPYEMBIX
¢GOTOHOB, XapaKTePUCTUKN BEIOMPAEMOTO AEeTeKTOpa
U IpyTUe 9KCIIepUMeHTaIbHbIE (DAKTOPHI.
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SAKJTIOYEHHUE

IMonepeyHble pa3Mepbl MydYKa YaCTUILL G, , MOXK-
HO OMNpeIe/ITh MO pe3yJbTaTaM U3MEpPEHUs YIiio-
BBIX (ITPOCTPAHCTBEHHBIX) pacIIpeaelIeHUI N3Iyde-
HUS OBICTPBIX 3JEKTPOHOB B TOHKHMX KpHCTaJLIax
IJIST ABYX OTJIMYAIOIIUXCS PACCTOSIHUIT MeXIy HC-
TOYHUKOM M KOOPIMHATHBIM meTeKTopoM. Mcko-
MBbI€ pa3Mephl IIydKa OMPEmelISIIoTCS ITOATOHKOM
pacripenesieHus1 1Jisi MEHBIIIETO PacCTOSHUSI CBEPT-
KO pacIpeneiieHUus UIT OOJIBIIIETO PACCTOSTHUS C
IBYMEPHBIM TayCCOBCKHMM pacIipefeicHueM, Iapa-
MEeTpPbl KOTOPOTO OJJHO3HAYHO CBSI3aHBI C pa3MepaMHu
ITy9Ka 1 paCCTOTHUSIMU MEXITY KPUCTAJUIOM U TeTeK-
TopaMu. ['paHmIIelt IPUMEHUMOCTH METOIA SIBJISIET-

cst ycnosue G, /R > 0.10,. dst mexanusma [TPU

XapakTepHblid yron O, coBmamaer ¢ ©,;,, a U1 TOH-
KUX KPUCTAJUIOB U SHEPTUIA 3JIEKTPOHOB CBBILIE He-

ckoiabkux ['3B oH 61130K K yﬁl. Hunst sHepruu ¢oro-
HoB nopsinka 10 k3B u pa3Mepa sneMeHTa KOOpAU-
HaTtHoro aetektopa 10 X 10 MkMm BmustHue 3ddekra
BbLJIETa BTOPUYHBIX 3JIEKTPOHOB U (POTOHOB U3 TTMK-
celis, TAe MPOM30IIIO B3aUMOAEUCTBUE PEHTIEHOB-
CKUX (POTOHOB € AETEKTOPOM, B COCEHUE MaJIO U B
MEPBOM MPUOTMKEHUN MOXET HE YYUTHIBATHCS.

JlOIOTHUTENBHBIM TPeOOBAaHUEM SIBJISICTCSI BBI-
IMOJTHEHNE YCIIOBUS Ha COOTHOIICHUE XapaKTePHOTO
pasMepa IIydKa 1 pa3Mep Ierekropa ¢ ~ 0. OmMHoBpe-
MEHHOE BBIMIOJTHEHE 000MX TPEOOBaHUIT OrpaHUYMBa-
€T U3MePSIEMBbIi pa3Mep ITyuka BennanHoi 60—100 MkMm
it mexaanama [1PU u sHeprum 3JIeKTpOHOB MeHee
1 I'>B u BeamumHoit 10—15 MKM mIg MexaHU3Ma
JAIIN u sHeprum >JEKTPOHOB CBBIIIE HECKOJbKMX
I'>B. MeTon MoxXeT OBITh MCITOTB30BaH U1 IIJIST IIPOME -
SKYyTOYHBIX SHEPIMi1 3JIEKTPOHOB, Ilie OTCYTCTBYET 10~
MUHUpYIOIIMK TUn usiydeHusi. [loatomy ompene-
JIUTH €T0 00JIaCTh YYBCTBUTEABHOCTH 00JIee CIIOXKHO.
TpeOyroTcsl BBIUMCIEHUS, YYUTHIBAIOIIME BKJIAI BCEX
MEXaHU3MOB W3JIyYeHMs, TOJIIMHY KpUCTaUla U
NIpyTue 3KCIIepUMEHTAILHBIE YCIIOBUS.

B cnyyae HeoOXOOMMOCTU U3MEPEHUI mapamer-
POB ITYYKOB ¢ AJIMHO# 6aH4ya mopsinka 0.1 HM 1 MeHee
MOXHO MEepeiiTH Ha MEHBIINE YIJIbl HAOIIOACHUS U
OOJIBIITYIO SHEPTUIO0 (DOTOHOB, YTO MOBJICYET YBEIU-
yeHUe 3¢ deKTa BIUSHUS BbUICTa BTOPUUYHBIX YACTUILL
U KBaHTOB M3 TOYKH, TJe MPOU3OILIO B3aUMOAeHi-
cTBUE (DOTOHA C BEIIECTBOM JETeKTopa, B COCETHUE
MUKCEIN. DTOT BOIIPOC TpedyeT OoJiee THIATEIHbHOTO
HCCIe0BaHUsI, Pe3yJbTaTbl KOTOPOro OyayT mpuBe-
JIeHBI B CIIEOYIONINX paboTax.

INpenmaraemast METOOUKA OLIEHKU Pa3MEPOB DJIEK-
TPOHHOTO MyYKa SIBJISIETCSI MOJEIbHO He3aBUCUMOI,
He TpeOyeT TOYHOro 3HAHUS pacXOAMMOCTH ITy4Ka U
CTETEeHU COBEPIIEHCTBA CTPYKTYPhI KprcTaia. ['as-
HBIM TpeOOBaHUEM SIBIISIETCS UIEHTUYHOCTD YIII0BO-
IO pacrpeeIeHUs U3JIydeHUsI B U3MEPEHUSIX JIJIsI pa3-
HBIX PACCTOSTHUI MEXKAY KPUCTA/UIOM U JETEKTOPOM.
Metonnka ciaabo 4YyBCTBUTEIbHA K WMITYJIbCHOMY
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HarpeBy MUIIIEHU, €CJIM OH He TPUBOIUT K pa3pyliie-
HUIO KpucTasia [24], 1 MOXeT ObITh UCITOJIb30BaHa
Ha WHTEHCUBHBIX My4YyKaxX JUHEWHBIX YCKOPUTEIECH
JUUIST PEHTTeHOBCKUX J1a3€pOB Ha CBOOOMHBIX 3JIEK-
TPOHax.
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Suggestion of Measurement Methodic of Spatial Sizes Beam of Relativistic
Electrons with Small Longitudinal Size
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R. A. Shatokhin', K. Sumitani?, Y. Takabayashi?

!Belgorod National Research University, Belgorod, 308015 Russia
2Japan Synchrotron Radiation Research Institute (JASRI), 1-1-1 Kouto, Sayo-cho, Sayo-gun, Hyogo, 679-5198 Japan
3SAGA Light Source, Tosu, Saga, 841-0005 Japan

*e-mail: vnukov@bsu.edu.ru

Possibility of practical realization suggested earlier methodic of electron beam sizes determination by mea-
surement of two-dimensional angular distributions of fast electrons coherent emission in a crystal for two dis-
tances between the crystal, where the radiation is born, and a coordinate detector is analyzed. Application of
two emission mechanisms — parametric x-ray radiation and diffracted transition radiation is observed. The
limits of the technique applicability and influence of secondary electrons and photons outlet are discussed.

Keywords: parametric X-ray radiation, diffracted transition radiation, electron, crystal, beam spatial dimensions,

secondary electrons and photons.
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KOI'EPEHTHOE PEHTTEHOBCKOE N3JIYYEHUE,
I'EHEPUPYEMOE BbJIN31 OCH IIYUYKA PEJIATUBUCTCKUX
DJIEKTPOHOB B UCKYCCTBEHHON INEPUOJIUNYECKOI CTPYKTYPE
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PazBuTa Teopusi KOrepeHTHOTO PEHTTEHOBCKOTO M3JIyYeHUsI, BO30YKIA€MOTO ITyYKOM PEeJIITUBUCTCKMX
5JIEKTPOHOB B UCKYCCTBEHHOM MEPUOINIECKOM CTPYKTYPE M PACIIPOCTPAHSIONIETOCS BAOJb OCH JIEKTPOH-
Horo Ityyka. B reoMerpuu paccesitHust bparra rosrydeHbl BBIpaKeHUs!, OTTMCHIBAIOIIME CITEKTPATbHO-YTJIOBYIO
IUTIOTHOCTh MapaMeTpUIECKOro PpeHTTeHOBCKOTO U3TyUYeHUsT B HAIIPaBJIeHUM, OJU3KOM K BEKTOPY CKOPOCTU
anekTpoHoB (ITPUB), nepexonHoro usnyuyenus (I1N), u ux nunrepdepeHInO. AHAIN3, TPOBEIACHHbII
Ha OCHOBE MOJIYYeHHBIX BBIPaXKEHU IJ151 CIIEKTPaTbHO-YTJIOBOM MIIOTHOCTU, TMTOKA3bIBAET BO3MOKHOCTH
WX UCITOJIb30BaHUSI JIST OTIpeIe/ICHHST ONITUMAJTBHBIX TTapaMeTpOB dKCIeprMeHTa 1o peructpauviu [TPUB.
IMoxazaHbl ipeumMyiliecTBa aKcnepuMeHTa 1o perucrpauuu [TPWB npu HU3KO# sHEepruu 371eKTPOHOB

(E, <50 MaB).

KioueBbie ci0Ba: UCKYCCTBEHHAsI IIEpUOAMYECKas CTPYKTypa, MapaMeTpUIEeCKOe PEHTIEHOBCKOE U3JIyde-
HUe, IMHaMu4ecKast AubpakUusi, Ty4OK PEISITUBUCTCKUX DJIEKTPOHOB.

DOI: 10.31857/S1028096020060023

1. BBEAEHME

KorepeHTHOE peHTT€ HOBCKOE U3JIyIECHUE PEIISITH-
BUICTCKOTO 3JIEKTPOHA B UCKYCCTBEHHOI IIepUOIYe-
CKOM CTPYKType B NPHOMMKECHUHN IWHAMWYECKOMN
Teopuu mudpakKiuy B BUIE BKJIAIOB IapaMeTpUyc-
ckoro peHTreHoBcKoro manydeHus (ITPW) u nudpa-
TMpoBaHHOTIO TepexogHoro usaydeHus (JIIT1) srep-
BBIe paccMaTpuBaiiochk B padote [1]. [TPU B mckyc-
CTBEHHOI MNEepUOAUYECKOIl CTPYKType BO3HHUKAaeT
BCJIEACTBUE MU(PaKIIUU IICEBIO-(OOTOHOB KyJIOHOB-
CKOT'O MOJIsI PEISITUBUCTCKOTO 3JIEKTPOHA Ha CJIOSIX
MUIIIEHW aHAJIOTMYHO TOMY, KaK BCICACTBHUE M-
dpakiMy Ha cUCTeMe TapajlieJIbHbIX aTOMHBIX TLIOC-
Kkocreii BosHukaeT [TPU B MoHOKpucTamie [2, 3]. du-
¢dparupoBaHHOE MEPEXOAHOE U3JTyYeHUE SIBISIETCS
clIeICTBUEM TUpaKIINU Ha CJIOSIX MUIIIEHU (DOTOHOB
MEPEXOAHOI0 U3IYyYEeHMsI, TEHEPUPYEMOTO Ha BXOJI-
HOI1 MOBEPXHOCTU MUIIIEHU, Mo aHajaoruu ¢ JII1N B
MOHOKpucTauie [4—6]. JluHamMudeckass TEOPUsT 13-
JIy4YeHUSI PEAITUBUCTCKUX 3JICKTPOHOB B IIEPUOIMN-
YEeCKMUX CJIOMCTBIX cpemax [1] XOpoIllo omnmmchIBaeT
SKCIEepPUMEHTAIbHBIE NAaHHBIE, IPEACTABIICHHLIC B
pa6ore [7].
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Heob6xoauMo oTMETUTh, UTO TPAIULIMOHHO TTPO-
LIECC U3TyYEHUS B IIEPUOINYECKUX CIOMCTHIX Cpeaax
paccMaTpuBaJiCs B TeOMETpUM paccessHus: bparra u
TOJIBKO JIJIST YaCTHOTO cJydasi CHMMETPUYHOTO OTpa-
JKEHUS TI0JIST DJIEKTPOHA OTHOCUTEIILHO IIOBEPXHOCTU
MUIIIEHH, KOTIAa YTOJI MEXITY MOBEPXHOCTHIO MUIIIEHI
Y OTpaXalIIMMHU MIOCKOCTSIMU paBeH Hy0. Takoe
paccMoOTpeHMe ObLIO IIpoBeaeHO U B padbote [1]. ITpo-
LIECC KOTePEHTHOIO0 PEHTTCHOBCKOIO U3IYYEeHUS pe-
JIITUBUCTCKOTO 3JIEKTPOHA B TIEPUOANYECKON ClTou-
CTOU CTPYKType B OOllleM cilydyae aCUMMETPUYHOTO
OTpaXkeHMs B TEOMETPUU paccesiHus bparra BnepBbie
paccMmartpuBajics B padote [8], a mo3:xe A1l MyYKOB
PENSITUBUCTCKUX 3IEKTPOHOB — B pabote [9]. [IposiB-
neane 3¢pHEeKTOB TMHAMWYECKOM TUPpaKIIn B KO-
TePEHTHOM PEHTTEHOBCKOM U3JTyYeHUU PEISITUBUCT-
CKHUX 3JIEKTPOHOB, MEPECeKaIoIINX MCKYCCTBEHHYIO
MEPUOANIECKYIO CTPYKTYPY, B T€OMETPUM PACCESIHUST
Jlays nmoapoOGHO nmpoaHaiInu3upoBaHo B padote [10].

Teopus IIPU pengTUBUCTCKON YacTULIBI B MO-
HOKpUCTajle NpeacKa3blBaeT U3JIyYeHUEe HEe TOJb-
KO BOJM3M HampaBleHUs paccesHud bparra, Ho
TaKXe M BOJU3M HaIlpaBJIeHUSI CKOPOCTU YAaCTUIIbI
(ITPUB — IIPU Bmepen) [11, 12]. TeopeTnueckoe
onucanne [IPUB peasdtTuBUCTCKNX 3IEKTPOHOB B
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Puc. 1. 'eoMeTpust mporiecca U3TydeHUs.

MOHOKpUCTaJJIe B 00IIeM Cclydyae aCUMMETPUYHOTO
OTHOCUTEIBHO TIOBEPXHOCTU MMIIEHU OTPaXkKEeHUS
KYJIOHOBCKOTO TOJISl 9JIEKTPOHA B TEOMETPUU pacce-
sHus Jlays Obu1o TipeacTaBieHo B padote [13]. [e-
TajgbHOE TeopeThdyeckoe onucaHue [TPUB penstu-
BHUCTCKOTO 2JIEKTPOHA B MOHOKPUCTAJLJIE LISl ClTy4dasi
CUMMETPUYHOIO OTPa’K€HUsI B T€OMETPUU paccesi-
Hus bparra 6su10 maHo B pabdote [14]. ITPWUB obHa-
PY>XK€HO PKCMEPUMEHTAIBHO TOJILKO B MOHOKPUCTAII-
Jie ¥ TOJIbKO B TeOMEeTpUM paccesiHus Jlaya [15].

Heoo0xongumo otmetuts, uto ITPUB pensgtuBuct-
CKUX 2JIEKTPOHOB B IEPUOINYECKOM CIOUCTOM Cpelie
SKCIEepUMEHTaNIbHO He Habmonanock. [IPUB sBs-
eTcs TMHAMUYeCKUM 3 (PEeKTOM, U 370 3KCIIepUMEH -
TaJIbHAsI pEerUCTpalvsl OYeHb BaxKHa IJIsI JUMHAMUYE -
CKOIl TeOpUM KOT€PEHTHOI0 PEHTI€HOBCKOIO M3JIy-
YeHMSI.

B HacTosteit pabore paccMaTrpuBaeTcs KoOre-
PEHTHOEC PEHTICHOBCKOEC M3JIYYCHUE ITydyKa pCIIsATU-
BUCTCKUX 3JICKTPOHOB B MEPUOANYECKOM CIIOMCTOM
cpelle B HalpaBIIEeHUH, OJIM3KOM K HAIIpaBICHUIO OCHU
MydykKa B reoMeTpuu paccessHust bparra, mis o6iero
cliy4asi aCUMMETPUYHOIO OTPaKeHMSI TIOJIST DJIEKTPO-
Ha OTHOCHUTEILHO MOBEPXHOCTU MUIlleHU. [TonydyeHbI
U UCCJICAOBAaHbBI BBIPAXKEHUS, OMUCHIBAIOIINE CICK-
TPaJIbHO-YIJIOBYIO IUIOTHOCTD U3JIyYSHHUS].

T'EOMETPUA ITPOLECCA U3JIYYEHUA

PaccMoTpuM My4oK pensiTUBUCTCKUX 3JEKTPO-
HOB, TIepeceKalolx TMepuoIudecKyr0 CTPYKTYpy B
reomeTpun paccessHus bparra (puc. 1), cocTosiyio
U3 YEPERYIOLINXCH CJIOEB TOJIUWHOM /| U /,, N In3neK-
TPUYECKMMU BOCTIPUMMUYUBOCTSIMU, COOTBETCTBEHHO,
X1 1Y, (T =1 + [, nepuon cnoucroit MumieHun). Ot-
paxalolue CJIOW PacCIOJIOKEHBI MO HEKOTOPBIM
yIJI0M O K IMOBEPXHOCTU MulleHu (puc. 1), 4ro co-
OTBETCTBYET CJyyal0 aCUMMETPUUYHOTO OTpaKeHUs

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

ot nanydeHus (6 = 0 — 4acTHBIN ciiydail CHUMMET-
pUYHOro oTpaxkeHus). Bemem yrjoBble IepeMeH-
HbIE Y, 0' 1 0 B COOTBETCTBUU C ONPEIETIEHUSMU CKO-
POCTH PEISITUBUCTCKOTO 3JICKTPOHA V M e TMHUYHBIX
BEKTOPOB: n (B HaIIpaBJICHUM UMITYJIbca (DOTOHA, U3-
JIyYYEHHOTO BOJIM3U HaIIpaBJICHUSI BEKTOpa CKOPOCTU

9JICKTPOHA) U N, (B HaNpaBJIeHUM paccesiHust bparra):

V= (1_%'Y_2 _%Wz)el +y, ey =0,

n:(l—%ez)e1+9, e =0, ee,=cos20; (1)

1 o2 )
ngz( ——-0"]e,+0', e,0=0,
2
rae 0' — yroa u3aydyeHusi KOrTepeHTHOTO PeHTI€HOB-
ckoro uznyyenus (ITPU u JIIIN) B HampaBieHUu
paccesiHus bparra, oTcUMThIBaeMbIi OT OCU JE€TEKTO-
pa U3Iy4YeHUs e,, Y — YroJl OTKJIOHEHUS pacCMaTpu-
Bae€MOTO0 3JIEKTPOHA B ITyYKEe, OTCUUTHIBAEMbIIA OT OCU

5JIEKTPOHHOIO MyYKa €;, @ — Yrojg KOrepeHTHOTro
PEHTT€HOBCKOTO M3JIy4YeHUs BOJM3M HaIpaBICHUS
cKopocTu peasaTuBucTckoro sjekrpoHa (ITPUB u

2
In), y = l/ N1 —V* — JlopeHl-(aKTop 3JE€KTpOHA.
VYrioBele TIepeMeHHBIE pacCMaTpUBAIOTCS B BUIE
CYMMBI COCTaBJISIIONINX, TTapaJUICIbHBIX U IIEPIICHI-

KYJISIDHBIX TUIOCKOCTU pUCYHKa: 0 =0,+0,, y

=y, +vy,. [IPUB u [11 OGynem paccmarpuBath B
HalpaBJIeHUM BekTopa n (puc. 1). Yron y, Oynem
Ha3bIBaThb HayaJlbHOW pacXOAMMOCTbHIO MydyKa M3-

JIy4arolnx 3JeKTPoHOB (puc. 1). Yron y, onpene-
JISIET KOHYC, OrpaHUYMBAIONIUI YacTh MyyKa 3JeK-
TPOHOB, 3a MpeeiaMy KOTOPOTO MJIOTHOCTb 3JIEKTPO-
HOB YMEHbIIIaeTcs 0oJiee YEM B e pa3 M0 CPAaBHEHUIO
C TUIOTHOCTBIO HA OCH MyYKa.

CIIEKTPAJIBHO-YTJIOBAA
IJIOTHOCTDb U3JIYYEHHWA

ITpu perieHuu 3amauu OyaeM paccMaTpuBaTh ypaB-
Henme mist @ypre-o6paza E(k,w) = I did’r E(r,7) X

X exp (i@ — ikr) 2JIEKTPOMarHUTHOTO ITOJIsT, BO30YX-
JIaEMOTO 3JIEKTPOHOM B TNEPUOAMYECKON CIIOUCTOI
cpele, cieaylollee U3 CUCTEeMBbI ypaBHeHMiT Makc-
BeJUIA:

(k* — (1 + %0))E(k, ) — k(KE(k, ) —

. 2
- o) % Ek + g,0) = 4miod(k, 0), 2
g

rae J(k,0) = 2neVo(m — kV) — Dypbe-06pa3 mioT-
HOCTH TOKa U3JTY4aIoLIero 3JIeKTPOHa, ), (®) — cpex-
HAS JUBJIEKTPUYECKAs BOCIIPUMMYUBOCTD TIEPUOIM-
YECKOM CJIOUCTOU CPenIbl, X, U X_, KOIDDOUIINCHTHI

Ne 6 2020



KOT'EPEHTHOE PEHTTEHOBCKOE U3JIYYEHUME 45

Ddypbe pasnokeHUST TUIIEKTPUUECKOM BOCIIPUNIM-
YUBOCTH MEPUOTUUECKON CTPYKTYPHI TIO0 BEKTOPaM g:

A@,1) = D (@) expligr) =
g

(3)
= Z (x'g(m) - ix'g'((o)) exp(igr),
g

roe XO = XO + iXO’ Xg = Xg + ng
BCKTOp g AaHAJIOTUYCH BCKTOPY O6paTHOI71 peleT-
K€ B KpUCTaJJIE, OH NEPICHIUKYJISAPEH CIIOAM MUIIIC-

HU U €ro JUIMHA pPOBHA g =2?nn, n=0+*1,+2... B

ciy4ae X, = 0 BbIpaxkeHue (2) ONMUCHIBACT ICKTPU-
YyecKoe IoJjie B OJHOPOAHOM aMopdHOIi cpelie.

BenuuuHsl ), 1 Y, B pacCMaTpuBaeMoii epuoIm-
YECKOI CTPYKTYp€ UMEIOT CJCAYIOLIMI BUMI:

/ /
Xo(®) = L + 2%,
T T
exp (—igl) —1 )
Ae(®) = ——— (X2 = X1)-
igT

N3 (4) cnenyroT ucnoJib3yeMble Jajiee COOTHOIICHMS:

XI =l_1XI+l_2XI X"=l_lxn+l_2X"
0 T 1 T 2> 0 1 T 2

2sin (gzllj

Re \XeX ¢ = g—T(Xz - Xl), ©)
2sin (g?llj

Im X% = g—T(Xz =X )

(@ (1 + o) = k)ES + 0y COE =

Bnusaue BemecTBa Ha OpMHUPOBAaHUE M PACTIPO-
CTpaHEeHUST U3TYyYEeHUSI ONpeAesieTCs] TOIbKO BEIU-
YMHAMU Yo (®) ¥ (). [Ipn 5TOM BOIM3M MepeaHe
U 3a7Hel rpaHuIbl MUILIEHU (Ha TOJIIMHE TOopsiaKa
TOJIITWUHBI HANOOJIBIIIETO CI0SA) 3T BEIMIUHBI OYIyT
MEHSITBCS BIOJb TPAHUIIBI, TaK KaK OYIyT MEHSITHCS
BIIOJIb TPAHUILIbI TOJILMUHBI CJIOEB /| U /,, TAK KaK OHU
oyayT oope3aHbl. Ho, MOCKOJIBKY KOrepeHTHOe (hop-
MUpPOBaHWE U pacCesTHUS U3IIydeHUS ITPOMCXOINUT Ha
OOJIBITIOM KOJIMYECTBE CJIOeB, M3MEHEHHUE paccMar-
PHMBACMBbIX BEJIUYMH X((M) U ), (W) BOIM3K IpaHMIL
MMIIIEHN HUKAaK He CKaXXeTCs Ha CIEKTPaIbHO-YTJIO-
BOI TJIOTHOCTU U3JTy4YEHUSI.

Tak kak uzilyyaemMoe pesISITUBUCTCKUM DJICKTPO-
HOM 3JIEKTPOMArHUTHOE TMOJIE B PEHTIT€HOBCKOM
JHAIa30He YacTOT SIBJISIETCS] IOMEPEYHbIM, TO Maaa-
omasa E(k, ) v gudparupoBaHHass B Iepuoauye-
ckoit ciouctoii cpene E(k + g,®) siaeKTpoMarHur-
HbI€ BOJIHbI, OMPEIESIOTCS ABYMSI aMILUIUTYAAMU C
pPa3HbIMU 3HAYEHUSIMU MTONEPEYHON NOJISIPU3ALINHA:

EP (ke + ES (k, w)el”,
EQ (k,wei?,

E(k,0) =
Ekk +g0) = E. (k, o)}’ +

r [(ORE)
1ie BEKTOPHI €, U €

a BCKTOPbI e§>

MEePIEeHANKYSIPHBI BeKTOpY K,

u e(2)nepr{eH,memepHH BEKTOPY

2 (2

k, =k + g BekTopei e, €, JiexkKaT B IIIOCKOCTH BEK-

TopoB k u k, (T-mossipusanyist), a BEKTOPbI e(l) u e?l)

Hepl‘[eHI[I/IKYJISIprI ekt (o-nonsipusanusi). B pamkax
JIByXBOJTHOBOTO MPUOIMXKEHUS] AMHAMUYECKOU TeOo-
pun mudpakuuu ypaBHeHue (2), ¢ yuyetoM (6), cBo-
JIUTCSI K XOPOIILIO U3BECTHOM cUCTeMe ypaBHeHMIt [16]:

8’iewe V&(m — kV),
@)

0¥ CUVES + (@ (1+ %) — k) ES =

Benmunusr C u PY B cucreme ypaBHeHwmit (7)
oIpeiesIeHbI CIEAYIOIUM 00Pa3oM:

C(S’T) f)s)eis) ( 1) C(S) C(l) 1
C? =|cos20y|, e’V =0, —y,, (8)

rae Op — Yyroj Mexay OChblo My4yKa 3JIeKTPOHa U OTpa-
Xapmumu ciaosmu (yroa bparra). Jlnmaa BekTopa
00paTHOM PEelIeTKU ONpeAcsieTCs] BhIpaXXeHUEM g =
= 2@ sin GB/ V', rone oy — yactora bparra. Cucrema
ypaBHeHUi (7) mpu s = 1 U T = 2 ONMCHIBACT I1OJISI G-
noJysipuzoBaHHble. [1pu s = 2 cucrema (6) onmMcChIBa-
€T TIOJISI T -TIOJIIPU30BaHHBIC, TP 3TOM, ecin 20y <

< /2, TO T =2, a BIPOTUBHOM ciiyyae T = 1.

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

PaccmoTpuM Hauboliee MHTEpeCHbII clydyail, Koria
JUIMHA ITyTH 3JIEKTPOHA B IUTaCTUHKE L, = L/sin(0 +
+ 0) Gosblile JUIMHBI 3KCTUHKIIMU PEHTTEHOBCKUX
BOJIH B TIEPUOIMYECKON CIIOUCTON cpesie, TO eCTh

pY =L /2Lffx)t, 4TO SBJISIETCS YCIIOBUEM TIPOSBIICHUS
IMHaMudyeckux 3ddekToB B usnydyeHuu. B To ke
BpeMs OyieM paccMaTpuBaTh NMEPUOANYECKYIO CIOU -
CTYIO Cpely KaK TOHKYIO HETTOIJIOLIAIOLIYIO MULLIEHb,
B KOTODOii ainHa mytH (poToHa B MullieHu (L, = L,)
OylIeT 3HAYUTEIBLHO MEHbIIE IJIWHBI MOTJIOIICHUS

PECHTTCHOBCKMX BOJIH B HCDHOHH‘ICCKOﬁ CIIOUCTOM

cpene Ly, = (1+r)/o(y + ) =b/L), To ecTb
L;/L,s < 1. 1151 mpoliecca KOTEPEHTHOIO peHTIe-
HOBCKOT'O U3JIy4EeHMsI ITyYKa PEISITUBUCTCKUX DJIEK-
TPOHOB aHAJIOTUYHO pabdoTe [8], MoaydnM BBIpaxKe-
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46 BJIAXKEBHY u np.

HUEC, OIIMChIBAIOMICC CIICKTPAJIbHO-YIJIOBYIO IIJIOT-

Hocts TIPUB: Ripus = R + B + Ry, (96)
(S) (s)
d*NShus _ @ _ 1 sin ( A /2) o)
dwdQ LT A® AL? ’
Q¥? o %)
= Te? Rén))ma, ) 1 sin’ (b(S)A(;)/Q)
-2 2 2 9 _
Y +O -y + O -y - %o NG NG , r)
2
© cos(b(s) JEW? - /8)[cos(b(” JEW? - /8) cos b(”( o &m/&:))}
Ryt = (9m)

A(S)

IIe BBeAEeHbI 0003HAYECHUS

Qv =6, -y, QY= 8-,
A9 (M) = o — £V FVE —¢
£

() [e(9)2
AV = E9? _g pesin? V& €

b

€
&(s)( ) (S)(O)) + 2\/(3) ,
s 2 s T’y
N = TTC(ZBL(& 1-21+6 nz_(:zB_l .
B = e g =—L (10)
2L, sin(6g + d)
© -1 nn __Tn
ext s - . E)
(’)sin( n )‘X _X;‘C(s) T sin 0y
1+
— sin(Bp — 0) <) _ T v
sin(0g + )’ Ol =, Sm( nn )
1+r
x (7‘2 + (O, Y’ + 6+’ - xb),
c® sm( T )
NO. 1+l X =%
T ’
— +r
I+ 7 K+ 1L
O s RS

I+r A

Tak Kak B 06;1aCTH PEHTTEHOBCKUX 4aCTOT BBITIOJI-

2 2 2
HsieTcs HepaBeHCTBO 21n L0 /T o = 1, To ()
SIBJISIETCSI OBICTPOI1 (DYHKIIMEI OT 4aCTOTHI (», IO3TO-
My I panbHelinrero aHannsa crnekrpos I[TPMB n

1Y oueHs yno6Ho paccmatpusats N () mwmm £ (o)

KaK CHEeKTpaJIbHYIO TEepeMEeHHYIO, XapaKTepU3yIo-
IIIYIO 9acTOTY (.

Hnst dukcupoBaHHOTO 3HAYeHUs] Oy Mmapamerp
aCUMMETPHUHU € OIpenessaeT OPUEHTAILIMIO BXOTHOMN

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

A(S)A(S)

ITOBEPXHOCTU MHUIICHU OTHOCUTCIILHO OTpaKarolmnx
CJIOEB.

Ipu ymeHblueHn yria nageHust (O + O) 371eK-
TPOHA Ha MUILIEHb [TApaMeTp 6 CTAHOBUTCSI OTPULIA-
TeJIbHBIM U 1aJiee BO3pacTaeT Mo MOYJIIO (B Ipeae)ib-
HOM cliyyae & — —0g), 4TO IPUBOANT M K BO3pacTa-
HuUto €. HanpoTtus, Npu yBeIUYEHUHN yIjia MaaeHUs €
yObIBaeT (TMpeesibHbIi ciydait & — 0y). B ciydae cum-
METPUYHOIO OTpaxXeHus, Korma O =0, ImapaMerp
acummeTtpuu € = 1. Ha puc. 1 ykazaHO TTOJTOXKUTEb-
HO€ HampasjJIeHue yria .

Mapamerp v, mpuHUMAIOLINIT 3HAYCHUSI B TIPO-

MexyTKe 0 < v < 1, onpenenser CTeneHb OTpaxe-
HUS TI0JIS1 3JIEKTPOHA CJIOEB MUILIEHU, KOTOpasi o0y-
CJIOBJIMBAETCSl XapaKTepoM HHTepdepeHIIM BOJIH,
OTPaK€HHBIX OT pPa3HBIX CJIIOE€B: KOHCTPYKTHMBHBIM

(s)

(v*? = 1) wm gectpyktuHbM (VY = 0).

CrnekrpanbHast GyHKIMS RnpyIB (96) npencranie-
Ha B BUIIE CJIATAEMBIX, OITCHIBAIOIINX BKJIAIEI B CITEKTP
2
u R,
a TaKXXe UX MHTEPHEPEHLIMOHHOIO CIaraeMoro RI(,&T
Kaxmoit peHTTeHOBCKO# BOJIHE COOTBETCTBYIOT BOJI-
HOBbBIE BEKTOPBI, IJIMHbI KOTOPBIX UMEIOT BUL:

Yl x> X1 sm( n )
k& = oyl + % + @ L+ rlly 1
2THe
<203

&Y () s).

Bripaxenue (11) caemyeT u3 perieHUs TUCIIEPCUOH-

ITPUB nByx BeTBEil peHTTEHOBCKUX BOJIH RV

HOTIO ypaBHEHUS ((1)2(1 + %) — kz)((oz(l + %) — kg2 ) —
— o' C? = 0, crenyomero us (7).

Bxian mepBoii R u BKJIaJl BTOpPOM R BerBu
ITPUB 6ynyT cyliecTBEHHBI, KOTIa UMEIOT PEeIeHUS
COOTBETCTBYIOIIE YPAaBHEHUS:
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© _ [eon2
: —JE? _¢
w _§& £ 0,

o (122)
€
) ®2 _
oo _5 N -e (126)
€

[MockonbKy mapamerp 6 > 1, To MOXXHO MOKa3aTh,
4yTO ypaBHeHUe (120) nMeeT perieHune Bcerna, a ypan-
HeHue (12a) paszpelMMo TOJBKO IIPU YCJIOBHU

€< 1/6(”2. Pemienue ypaBHenuit (12a) u (126) omnpe-

JIeJISIET 4acTOTY, B OKPECTHOCTHU KOTOPOIt cOCpeaoTo-
yeH crekTp ¢otoHoB ITPUB, nznydaembix o puk-
CUPOBaHHBIM yTJI0M HaboaeHus1. VI3 ypaBHenwmii (12)
ciienyet, yTo MakcuMmym crnektpa [TPUB Bcerna pac-
MOJIOXEeH BHE OO0JIAaCTM ITOJIHOTO OTpPaXXeHUsl (9KC-

& Nitn N e 1

muakunn): E9(w) = Ve + (0Ve-1)7/26" > Ve
JnvHa BOJHOBOTO BEKTOpa B 3TOH 0OJACTU 4acCTOT
MPUHUMAET KOMITJIEKCHBIC 3HAYCHUS JaXe B OTCYT-
CTBUM IIOTJIOLLIEHMS: TTOAKOPEeHHOE BhipaxkeHue B (11)
oTpuliatenbHo. O6JaCcTh MOJTHOTO OTPaKEHUsI OIpe-
TeJIIeTCST CIeAYIOIINM HEPaBEHCTBOM:

—e < E9w) < Ve,
~e-(1+ a)/2v(” <N (w) <
<e—(+ e)/2v(”,

(13)

M3 KOTOPOIrO BHMIAHO, 4YTO IIMPHWHA 3TOM obJlacTn
OIpeacIACTCA BEJIMYMHOU 2\/5

IMomyyeHo BBIpaXkeHUe, ONMMUCHIBAIOIIEE CIIEKTPaIb-
HO-YTJIOBYIO ITOTHOCTD MEPEXOAHOTO UBTYUSHMUS:

1

(5)2
dwa’Q 7 [yz +(0,

é(s)Z P

1-
A" m) { J&‘T

RS =1+

Bripaxxenue (14) cnpaBeainBo IJ1s1 BCEX BO3MOXK-

HBIX 3HaueHnit Benmunn £ (w) u cylecTBeHHO OT-
Judaetcs ot ¢hopmynbl 1t [T u3 amopdHoit mia-
CTMHBI TOI Xe TOJIIUHBI L. DTO OTIMYME BbI3BAHO
addexTamu nuHaMudecKoi gudpakumu. OHO SIBIISI-
€Tcsl 3HAYUTEJbHBIM TOJIbKO B OerCTHOCTI/I bpar-

TOBCKOl 4acTOTBI ‘ﬁ( 9 03)‘ <e”
O

BUI XOPOIIO M3BECTHOTO BhIpaxXeHus mrsa [1U, B
aMopGHOI TN3JIEKTPUIECKOM TTACTUHKI:

. BHe OKPECTHOCTHU

1/2
CcrieKTpaibHast (DYHKLIUS TIPUHUMAET

(s) (3)))

RS =2(1-cos(bo (15)

W3 BeipaxeHus (15) ciemyer, 4TO HAECTPYKTHUBHAasI
nHtepdepeHnss BojaH [T, ucnymeHHbIX U3 BXOI-
HOW U BBIXOAHOM MOBEPXHOCTU MUILLIEHU, OyIET MoJ-
HOCTBIO MOMAABJISITH YAacCTOTHI JajieKue OT 4YacTOThI
bparra nipu pe3oHaHCHOM YCIOBUMU:

b(S)G(S)

= 21tm, m — HaTypaJbHOE YHUCJIO. (16)

IMTonyyeHO BBIpaXKeHMeE, OMNMUCHIBampIIee MHTepde-
pennuio ITPUB u I1U:

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

- \Ih)z +(6, - \If||)2 B

(14a)

2
2 2 2 J RS,
Y +O,-v) +6,-v) —%

((ﬁ“) M) cos (b(S)Ags) (n)) - (g(” —JEW? — e) cos (b(S)A(zs) (n)))} . (146)

o0& Nitnr _
dwdQ
2
- %sz 2 21 2 %
T Y +OL-v) +O,—-v) —Xo (17a)
x [ ! -
Y72 +(0, - \I&)z +(0, - \|f||)2 — %o
1 (s)
- R[/IHTJ
Y20, —y,) + (6 - w)zj
(s) 1 (s) (s)
-1 g ~R . (176)
WHT 2A($)(ﬂ)[ MPUB1, MU l'IPI/IB2,1'II/I:|
N 1 N S
HPUBLIA = AD (n)[2(3\/§( 7 e+ g ))X
1

(s) A (5)
X sin? [Mj + (&‘” ENFICE e) %  (178)

2

X (cos (Zb(s)\lﬁ(m - 8/8) + cos(b(s)A(;) (T])))J ,

s 1 P s
Rl('l])’I/IBz,HI/I = A(ZS) (n)[2(3m _ E,.( )) %

X (cos (2])(5)\/&“)2 - 8/8) —cos (b(S)A}S) (n))ﬂ
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BeipaxeHust Rf{f;mm” u Rﬁf}lMBz,nM OIVCBIBAIOT
VHTEPDEPEHLIMIO IEPEXOAHOTO U3JIyYEHUS C IIEPBOMA
u BTOpoii BeTBbiO [TPUB.

Beipaxenust (9), (14) u (17), omnuchIBarolIne
BKJIaZIbl B CIIEKTPAJIbHO YIVIOBYIO IUIOTHOCTD U3JTyye-
HUs pesisiTuBUcTcKoro aiekTpoHa ITPUB, TTU u ux
UHTePPEPEHILIMOHHOTO CJIaraéMoro ¢ y4eTOM OTKJIO-
HEHUS HampaBjIeHUs] CKOPOCTHU 2JIeKTpoHa V OT Ha-
MPABJIEHUSI OCU DJIEKTPOHHOIO IyYKa €;, 3aJaHHOr0
yraom y(y, ), IIPENCTaBISIIOT [IaBHbII pe3ybTaT
HACTOSIIIEH paOOThI. DTU BEIPAXKEHUS ITOJTYYeHBI OIS
o0l1Iero ciyyasi aCUMMETPUYHOTO OTpa>KeHUS TTOJIsT
3JIEKTPOHA OTHOCUTEJILHO TOBEPXHOCTU MUIIEHU U
collepXaT 3aBUCUMOCTh OT Koa(PdulMeHTa achuM-
METPUU €.

YUCIEHHBIE PACYHETbBI 1 AHAJIN3
CIIEKTPAJIBHO-YIJIOBbBIX
XAPAKTEPUCTHUK U3JIIYYEHUU

Mcrionb3ys nosydeHHbIe BbhipaxkeHus (9), (14) u
(17) mpoBeaeM YMCIIEHHBIE pacueThl IJIS1 pa3TUIHbBIX
mapaMeTpoB U MPOaHATM3UPYEM CBOHCTBA KOTEPEHT-
HOT'O PEHTTEHOBCKOTO U3JIYYEHUS, a TAKXKE BOZMOX-
HocThb st HaOmoaeHusi [TPWUB pensgtuBucTcKux
2JIEKTPOHOB, TEHEPUPYEMOE B IIEPUOANUECKOI CI0M-
cToil cpene. st onpeneseHHOCTH PacCMOTPUM KO-
TEPEHTHOE W3JIYyYEHUE B IMEPUOAUYECKON CIIOUCTOMN
cpelie, COCTOSIIEN U3 CIOeB C OUIIEKTPUYECKUMU

BOCTIPUMMYUBOCTAMHA xl ~10" n x2 ~107, B6M3M
OKPECTHOCTH YacTOThl bparra @, . Beraucnenus cnexk-
TPaJIbHO-YIJIOBO IMJIOTHOCTH KOT€PEHTHOTO PEHTIE-
HOBCKOTO M3JIy4eHUs MPOBENEM Il G—TOJSIPU30-
BaHHBIX BOJIH (s = 1), TiepBoif rapMOHUKH # = 1. OT-
KJIOHEHWE HAaIpaBJICHUM CKOPOCTH 3JEKTpPOHa B
My4Ke OT OCH IydKa OyIeM CUMTaTb PaBHOU HYIIO
v =0 (y, =y, =0). TomuuHbl OTpaXaroUIHii 10~
€B OJWHAKOBEI r = /,/l, =1, IpN 3TOM CpenHAsA IH-
3JIEKTpUYECKasi BOCIPUMMYMBOCTD B MUILIEHU Y, =

=-55x%x10"".

Bynem paccMarpmBath Ciiydaif, Korma BBITIOJTHS-

2
eTCsl HEpaBEHCTBO € > I/G(S) , TO €CThb BKJIaJ OyIeT aa-
BaTh TOJILKO BTOpast BeTBb [IPUB. HucnenHsie pac-
YeThl TOKA3bIBAIOT, UTO MTPU paccMaTPUBAEMbIX HAMU

rlapameTpax BIIOJIHSIETCS HEPaBeHCTBO G\ > 2, MpH
5TOM MWHUMAJBHBIA MHapaMeTp acUMMETPHUU TIpU
KOTOpoM OoTcyTcTBYyeT nepBas BeTBb [IPUB: € = 0.25.
HeobOxoauMo oTMETUTD, UTO B ciaydae € < (.25, mpu
paccMaTpUBaeMBIX ITapaMeTpax, CIIeKTPaaIbHO-YIIO-
Basl IIOTHOCTH BTOpoit BetBu ITPUB Oyner cyme-
CTBEHHO IIPEBHIIIATh CIIEKTPAJIbHO-YIJIOBYIO ILJIOT-
HOCTB ITepBOIi BETBU. 3aIIUIIIeM BBIpaKeHHE, OIUCHI-
Balolllee CIIEKTPaTbHO-YTJIOBYIO IUIOTHOCTb BTOPOit

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

BetBu [IPUB (9a) u (9r) mi1s1 G-mosip30BaHHbBIX
BOJMH TIpU |, =\, = 0:

dle('H’I/IB — é ei_ R;l) (18a)
dodQ (2 2 A
1
RY - 9
&(1)2 —e+esin’ —b(l)\/é(l)z —&
€
ain?| 20 g0 &V +E” —e (186)

€

2
o E_,(l) + [&(1)2 P
€

9

6" (@) =n"(@+ %5,

M= T (v 67+ 00— ).

X2 _Xl‘

PaccMoTpuM  3aBUCMMOCTB  CIIEKTPaIbHO-YTJIO-
Boit tiioTHOCTU ITPUB pensiTuBUCTCKOro 3J1eKTpoHa
OT yIJla HabmoneHus 6,, Ipu 3ToM OyneM mosaraTh
0, = 0. Ha puc. 2 npencrajieHbl KpUBBIE, TIOCTPOEH-
Hble TI0 (opmyne (18a), omuchiBaroIue CHEK-
TpaabHO-yI0BbIe IIOTHOCTU ITPUB nipu paznuu-
HBIX yriiax HabmoneHus, mist Y = 200. OyHkus,

2
1
omnmuckeBawIas ymioByto 4dacte [IPUB: F 0= e—2><
T
0>
X L UMeeT MakKCUMYM B TOYKeE

2 b

(7_2 + ei + eﬁ —Xo)

0, = \/7_2 —X:)- g paccMaTpuBaeMBIX MapaMeT-
poB Xo =-55%x10"n Y = 200, 3TOT yroj paBeH 0, =
~ 9 Mpaj, 4YTO U IeMOHCTPUPYET KPpUBast, NIPUBEIACH-
Hag Ha puc. 3. OgHaKoO, yroj MaKCUMyMa CIIeKTPallb-
Ho-yrmoBoit TmiotHOCcTH ITPU B, B paccmaTpuBacMom

max
cily4yae, UMeeT 3HaueHue 0, = 6 mpan (puc. 2). 9to
CBSI3aHO C TEM, YTO MAKCUMYM JMHAMUYECKOM CIIEK-

o 1
TpaJibHO# (PyHKIIUU R; ) yBEJTMUMBACTCSI C YMEHBILIE-
HMEM yIiia HabmoneHus 0|, faHHbIN 3 deKT neMoH-
CTPUPYIOT KpUBEIE, IIPEACTaBIICHHBIC Ha puc. 4. Bax-
HO OTMETUTh, UYTO KMHeMaTtndeckast reopuu I[TPU, He
npeackasbsiBaeT muk [TPUB.

Ha puc. 5 npencraBieHbI KpUBBIC, IEMOHCTPUPY-
IOILIME POCT CIIEKTPaJIbHO yIJIoBoit TioTHOocTH [TPUB
MPU YBEJIMUEHUU MYTU BJEKTPOHA B MUIIeHU bV =
_ )
- Le/zLexta
TUHKIIVW.

BbIDAXXEHHOM B JIBOWHOW [JIMHE 3KC-
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LN
dodQ

6 Mpan

10 |-

11 mpanx

—1 0 1 2
nD(w)

Puc. 2. CriekrpanbpHo-yriioBas iotHocts [IPUB. TMapa-

metpsi: € = 0, ¥ = 200, 5 =10, e = 1.

(1)
R2
15 F
0, =2 wmpan
10 |
6 Mpan
5 -
9 mpan
0
—1 0 1 2
n(w)

Puc. 4. Cnextp [1PUB. Ilapametpsi: 6, =0, y=200,
b =10,e=1.

IMonyyeHHoe BhIpaxkeHue (18a) mpenckasbiBaeT
BIWUSTHUE aCUMMETPUU OTPaKEHUS ITOJIST DJIEKTPOHA
OTHOCUTEILHO MOBEPXHOCTY MUILIEHU HA CIIEKTPasb-
HO-YTJIOBYIO IJIOTHOCTD M31ydyeHus. PaccMoTpumM 3a-
BUCHMOCTD CIIEKTpaTbHO-yTIT0BOM TToTHOCTH ITPUB
npu (GUKCUPOBAHHOM YIJIE HAOJIOACHUS OT acUM-
MeTpuu oTpaxeHus1. Kpuble, MOCTpOeHHBIE MO (hop-
MynaM (18a) u mpeacTaBiIeHHBIE HA pUC. 6, TEMOH-
CTPUPYIOT POCT AMIUIUTYIBl CIIEKTPaJbHO-YIJIOBOM
minotHocTu [TPHWB ¢ yMeHbllIeHHEM ITapaMeTpa acCuM-
METPUU €, IPUA 3TOM IIMPHUHA CIIEKTPa YMEHbBIIIACTCS.

Hamnpumep: € = 0.5 (npu 65=10°u 6 =3.4°),e=1.5

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

FO

0 10 20 30 40
0, mpan

Puc. 3. YrioBast yacTb CrieKTpaJibHO-YTIJIOBOM TJIOTHOCTU

[PUB. ITapamerpsr: 6 = 0, y = 200, p® = 10, =1.

d’N¢)

IMPUB

dodQ

30 +
b =15

1
N (w)

Puc. 5. CrniektpanbHo-yrioBas miotHocTh [TPUB mpu
pa3IMYHOM IIyTH BJIeKTpoHa B MuileHW. [lapaMmeTpsl:

0, =6 mpan, 9 =0, y=200,e=1.

(mpu O =10° u § = —2°). Cinyyait CUMMETPUYHOTO
OTpaXkeHUsI COOTBETCTBYET € = 1 (8 = 0).

BBuay Toro, 4yto mepexonHoe M3Ay4YyeHue Oyner
SBASATBCS (DOHOM TIpU BKCIIEPUMEHTAIbHONM peru-
crpauuu I1PMB m mccienoBaHum ero cBOWCTB, TO
HEOOXOIMMO TPOaHAJIM3UPOBATh CIIEKTPaIbHO-YTI-
JIOBY1O0 TUIOTHOCTH 1M u BausiHMe BKiIaga nHTEepde-
penuuu [TPWB u I1H B KorepeHTHOE peHTT€eHOBCKOE
uznyyeHue. Ha puc. 7 nipencraBiieHbl KpUBBIE, T1O-
CcTpoeHHBIe 110 opMylie (14a), ONMUCHIBAIOIIME CIEK-
TPaJIbHO-YTJIOBYIO TUIOTHOCTb MEPEXOIHOTO U3TyYEHUSI
npu GUKCUPOBAHHOM yrJyie HabmoneHus. Kpusele mmo-
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IMTPUB

dwdQ
50 -

AN
o< neup

20 -

10 -

]
(o)

Puc. 6. Biusinue acuMMeTpuu oTpaxKeHuUsI Ha CTIeKTpasib-
Ho-yrnoBylo ruiotHocTh [TPUB nipu hukcupoBaHHOM yr-

Je HaGmonenus. [Tapamerpsr: 6, =6 wmpan, 0 =0,

¥ =200, 5 = 10.

CTPOEHBI TP Pa3INYHBIX 3HAYEHUX Tapamerpa b =
1
=L/ 2L(e,2t. CrutoniHast KpvBasi Ha puc. 7, MOCTPOeH-

Hasl [py napameTpe " = 10.86, COOTBETCTBYET pe30-
HaHCHOMY ycioBuio (16), mipu m = 7. U3 pucyHka

BUIHO, 4TO HeGobLIoe yBeandeHne mapamerpa b
(MyTU 3JIEKTPOHA B MUILIEHU ) TIPUBOAUT K YMEHBIIIE-
HUIO CIIeKTpalibHO-yTI0BO uioTHocTH [1U cripaBa u
YBEJIMUYEHUIO €€ CJIeBa, YTO MOXET ObUIb MOJIE3HO MPU
9KCIepuMeHTaTbHOU uaeHTUduKanmu nuka [TPHB.

B HekoTOpBIX CTyyastx CylIeCTBEHHO MOXET ObITh
necTpyktuBHas nHTepdepeHuus BojaH [IPWB u ITN.
Ha puc. 8 ipencraBieHbl KpUBEIE, ITOCTPOSHHBIC IO
dopmynam (18a), (14a) u (17a), onmuchIBaroOIIME CIIEK-
TpajlbHO-yIoBkIe IoTHOCTU ITPUB, I1M 1 ux uH-
TepdepeHio. M3 prucyHka cieayer, 4To XOTS yCITo-
BU€ MoAaBJIeHUS (pOHA TTEPEXOTHOTO U3TTyYeHUS Bla-

JIU OT 4yacToThl bparra wg (n(l) = () BBIINOJHSIETCH,
OIHAKO CYIIECTBEHHA IECTPYKTUBHAsI MHTepdepeH-
uus BosH IIPUB u I1IM, 4yTO MOXET 3aTpyaHUTH
3KCHepuMeHTaNbHyI0 peructpamio ITPUB B satnx
YCJIOBUSIX.

Ha puc. 9 npencraBieHbl KpUBbIE, aHAJTOTUYHbBIE

KPUBBIM pHUC. 8, HO TpU " =10. Uz puc. 9 ciemyer
KOHCTpyKTUBHAas nHTepdepeHums BoiaH [TPUB u I1U,
xoTs1 BoJiHbI [T, nMmerolye 4acToThl JajleKue OT Ya-
cToThl bparra, He momaBISIOTCS.

Ha puc. 10 nmpeacraBieHbl KpUBble aHAJTOTUYHbIE
KPUBBIM pHUC. 8, HO B aCUMMETPUYHOM cJlydyae, Mpu
€ = 0.5. 13 pucyHka cieayeT MHOTOKPaTHOE yBEJIr-
YyeHMe CIIeKTpaJibHO-yI10Boi miotHocTy [TPUB (110
CpaBHEHMUIO C pucC. §).
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SN
dwdQ

20
(o)

Puc. 7. CnekrpanbHo-yrioBas riotHoctb [TU nipu pas-

manbix bV, [Mapamerpsr: 0, = 6 mpax, 9 =0, v =200,
e=1.

PaccMoTpuM cnieKTpajibHO-YTJIOBYIO TJIOTHOCTD
U3JIyYEeHU B Cilyyae MeHbllIei SHEPTUU PEISITUBUCT -
CKHUX 2JIeKTpoHOB (rpu Y = 100). Yron makcumyma
cneKkTpaibHO-yTI0BoH ruioTHocTr ITPWUB B paccmar-

pUBaEMOM CJIydae uMeeT 3HaueHue 0] = 9 mpan. Ha
puc. 11, 12 mocTpoeHbl KpHUBbIE, OIMMCHIBAIOIINE
CIieKTpajibHO-yTJIOBKIE TUIOTHOCTU ITPUB, TN 1 ux
nHTepdepeHumo. Ha puc. 11 KpuBble MOCTPOEHHI B
cJlydae B OCHOBHOM KOHCTPYKTHMBHOM MHTepdepeH-
uun [TPUB u TIW. Ha puc. 12 mHTepdepeHINs

d’N®
1
dodQ

—10 +

—4 -2 0 2
()

Puc. 8. CriekrpanbHo-yrioBbie tuioTHocT [IPUB, ITU
ux uHTepdepeHuust. [lapamerpsr: 0, =6 mpaz, 0 =0,

v =200, bV =11.
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d*N©®
o
dwdQ)
15 +
10
5L
0k
—4 1 1 1 1
—4 -2 2
V()
Puc. 9. To xe, yTo Ha puc. 8, HO Ipu M =10.

ITPUB u I1M1 nectpykTuBHA, OgHAKO (hOH Iepexoi-
HoOro uanydyeHus B ooiactu nuka [TPUB oyeHb mait.
OTOT (hOH MOMIaBJIEH 3a CUeT NeCTPYKTUBHOM UHTEP-
¢depeHIIMH BOJIH ITEPEXOTHOTO U3TyUYeHUS U3 TIepe/l-
Heil ¥ 3alHel TpaHULIbI, TO €CThb BBITOJIHSIETCS YCIIO-
Bue (16). HeoGxommmMo OTMETUTh, CYILIECTBEHHOE
yMeHblIeHue aMmmTyasl nuka [TPYB npu y = 100,
1o cpaBHeHUIo ¢ Y = 200, onHaKo (HOH IEPEXOJHOTO
U3JIyYEHUS] YMEHbIIIaeTCs ele OoblIe.

PaccMoTpuM cnieKTpajibHO-YTJIOBYIO TJIOTHOCTD
W3JIy4EHUM B CJIy4yae MEHbILEN SHEPTUU PEJSITUBUCT -
CKUX 3JIEKTPOHOB, Ipu Y = 50. Yron makcumyma
CIIeKTpaJIbHO-YyI10BoM Tu1oTHOCTU ITPYB B 5TOM City-

qae 07" = 12 mpan. U3 puc. 13 u 14 cienyer, Kak u
OXMIAJI0Ch, ellle 6oJIblliee yMeHblIeHe GhoHa repe-
XOIHOTO U3JIy4eHUs!, OTHOCUTEIBHO aMILTUTYAbI M-
ka I[TPUB.

Eciu 310 Heo6xomumo, 1o dopmyisl (9), (14) u
(17) MO3BOJISTIOT TIPOBECTH MX YCPEOHEHME II0 BCEM
BO3MOXKHBIM TIPSIMOJIMHEMHBIM TPASKTOPUSIM 3JIeK-
TpOHOB B ITyuke. Hampumep, B ciaydae pacripeneiie-

Hus laycca snekTpoHOB B myuyke: f(y) = %x

W,
2 2
Vit

v

BBIX TNIOTHOCTEM 6YHCT MMETDb B

X exp , VCpEeIHEHME CITeKTPaTbHO-YTII0-

227D
Q)d Nl'lPl/lB,l'll/l,l/ll—lT 1

= X
dodQ .

dle(_}})I/IB,l_ll/l,l/lHT
dwdQ
2 2
vty
_% dy,ady;.

0

(19)

X exp
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>N
ol

dodQ
80 -
60

40

20

0.5 0 0.5 1.0
(o)

—18
—1.0

Puc. 10. CnektpaibHo-yrioBble iotHocty [IPUB, TN
u ux unreppepenuusd. [TapameTpsr: 0| = 6 Mpan, OH =0,

v=200, 5" =11, £ =0.5.

C 11eJIbIO yueTa MHOTOKPATHOTO pacCesTHUs U3ITy-
YaIOIIMX 3JICKTPOHOB B Cpe/ie MOXKHO IMPOBECTHU YCPE/I -
HEeHUE CIEKTPaJIbHO-YIJIOBBIX INIOTHOCTEN W3IIy-
YEeHUI MO yIrJI0BOMY pacHpenccHUs] 3JeKTPOHOB B
nyJke B Buae pyHKIuM ['aycca, MEHSTIOWIEHCS ¢ T -
HOI ITyTU MPOXOKASHUSI B MUILIEHU f 32 CUET MHOTO-
KpaTHOTO pacCesTHUSI 3JIEKTPOHA:

2 2
+
SOty = ————exp| —ETYL 1 (20)
n(WO + \llst) \UO + \Vst
d*N©O
PR
dodQ
2 -
] -
0 -
_05 | 1 1 1 1
—4 -2 0 2 4

V(o)

Puc. 11. CniekrpaibHo-yrioBble iotHocty [IPUB, TN
u ux unrepdepenuusd. [Tapamerpsr: 0| =9 Mpan, OH =0,

y=100, 5" =102, e =1.
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d’N?
ol
dodQ

-0.5 .

Puc. 12. To xe, uto Ha puc. 11, HO ipu b(l) =10.

TO €CTh YCPEIHUM 10 pACIIUPSIONIEMYCS ITyIKY MPsI-
MOJIMTHETHBIX TPAaeKTOPUM M3TYIAIOIINX JICKTPOHOB
Ha IJIWHE TIyTU 3JeKTpoHa B MmulneHu [,. 3mech

2 2

\uf = b;sz(l +0.038 In (LD — CpeAHuil KBaj-
m™y" Lg Ly

paT yIJia MHOTOKPaTHOIO paccesHUs 3JIEKTPOHA Ha

2
egunuile muHbl [17], E, = 41U2n =21 MaB, L; —
e

pagualoOHHAasI IJINHA. Y CcpeTHEeHUe CIIEKTPaabHO-YT-
JIOBBIX TUIOTHOCTEM, B 9TOM cliydae, OyJIeT UMeTh BU/:

2 27(1)
\d NHPI/IB,HI/I,I/IHT

dodQ
2 2
+
1ETT P _:'sziﬂl‘jgnt
_ 1 0 K
- nLeJ)‘ dtJ J AW Vo + it D)

wdle('}}’I/IB,HI/I,I/IHT
dodQ ’
3AKJIIOYEHHUE

PasButa nuHaMuyeckass T€OpUsI KOTEPEHTHOTO
PEHTT€HOBCKOI'O M3JIy4eHUsI, BO30YyXIaeMOro B Iie-
PUOANYECKOI CIIOUCTOM Cpeae My4yKOM PeISITUBUCT-
CKUX BJICKTPOHOB B HaIllpaBJIeHUU, OJIU3KOM K OCHU
nyudka. IIponecc n3nydyeHust paCCMOTPEH B T€OMET-
puu paccessHUs1 bparra 15 o011ero ciryyasi aCUMMET-
PUYHOTO OTPake€HUSI TOJIST DJIEKTPOHA OTHOCUTETBHO
MOBEpPXHOCTH MuUllleHH. Ha ocHOBe NBYXBOJHOBOIO
NpUOMIKEHUS ITWHAMWYECKON TeOpHH OU(paKIInU
MOJIyYeHbl BBIpAXKEHMUsI, OMUCHIBAIOIIE CIIEKTpalb-
Ho-yrioBble IioTHocTU [TPUB, ITU 1 untepdepeH-
nuoHHoe ciaraemoe. IlokazaHa BO3MOXHOCTb Ha-
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d’N?
ol
dwdQ
0.08 -

0.06 -
0.04 -
0.02 |

o -

—0.02 1 1 1
10 q ()

Puc. 13. CnekrpaibHo-yrioBbie iotHoctu [TPUB, TN
u ux uHTepdepeHuus. [lapamerps:: 6 =12 wMpan,

0;=0,v=50,6" =10,e=1.

omonenus ITPUB. Iloka3ano, uyto nHTEepdepeHIINS
ITPUB u IIMN moxeT OBITh, KaK KOHCTPYKTHUBHOM,
TaK 1 JECTPYKTUBHOI. YMEHBIIIEHUE ITapaMeTpa aCUM-
METPUM € MOXKET IIPUBECTHU K CYIIIECTBEHHOMY POCTY
aMIUIMTYIbI CIIEKTPaIbHO-YINIOBOM IToTHOCTU [TPB.
YMeHbIIeHNe 3HEePIuM HU3JTydalollnX 3JICKTPOHOB
OPUBOIUT K YMEHBIICHUIO aMILUIUTYIBI CIIEKTPallb-
Ho-yrioBoit 1oTHoctu ITPUMB, ogHako moioxu-
TeJIbHBIM MOMEHTOM SIBJISIETCSI CYILLIECTBEHHOE YMEHb-
1eHue (poHa MepexoqHOTo U3TyYeHUE B 3TOM CiIydae.

ITpoBeneHHBIN aHAIU3 U TIOJy4eHHBIC B HACTOSI -
1Ieil paboTe BhIpAXKEHUS IJIs1 CIEKTPAIbHO-YTJIOBBIX
wiotHocteit TTPUB, TIM (1 ux uHTepdepeHmn)
MOXKHO HCITOJIb30BaTh IJIsI OIIPEAeACHUSI ONTUMAaJlb-
HBIX MIapaMEeTPOB 3KCIIEPUMEHTAa IO PErucTpaluu
ITPUB-mryuka pensiITUBUCTCKHMX 3JIEKTPOHOB, TIepe-

dZN(l)
0l N
dodQ
0.3+
MPUB
0.2+
0.1}
oL mo “ﬁbA
VAT
—0.1 : : I
0 2 4 ()

Puc. 14. To ke, 4ro Ha puc. 13, HO B aCUMMETPUYHOM
ciyyae, € = 0.5.
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Coherent X-ray Radiation Generated in Direction Near the Relativistic
Electron Beam Axis in an Artificial Periodic Structure
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Theory of coherent X-ray radiation exited in artificial periodic structure by a beam of relativistic electrons in
direction close to the beam axis is developed. The expressions describing spectral-angular density of paramet-
ric X-ray radiation in direction close to the electron velocity vector (FPXR) and of transition radiation (TR)
and their interference are derived for Bragg scattering geometry. The analysis carried out based on expressions
for spectral-angular density obtained show the opportunities of their use for determination of optimal param-
eters of the experiment on the FPXR registration. The advantages of experiment on FPXR registration at low

the electron energy (£, < 50 MeV) is shown.

Keywords: artificial periodic structure, parametric X-ray radiation, dynamical diffraction, beam of relativistic
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B IIJIEHOYHBIX IIOKPBITUAX CUCTEMBI MOJUBAEH-KAIMUN
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MoHHO-TUTa3MEHHBIM PACIbJICHUEM 1 COOCAXKICHUEM YIbTpaauciiepcHbIX yactull Mo u Cd BriepBbIe 110-
JIy4eHBI TBepIbIe PACTBOPHI: CILIABHI 10 KOHIeHTpauu 57.3 at. % Cd B IUIeHKe, YTO SIBJIAETCS MOATBEPXKIC-
HUEeM TepMODIIYKTYyallMOHHOTO TIIaBJICHUST M KOAJECLIEHLIMY MaibIX yacTull. [1pu (hopMUpOBaHUM TTOKPHI-
T HAHOCJIOSIMM MOJIMOAeHA M KaAMMUSI TOJIILIMHOM MeHee 2 HM B MHTepBaJie KoHLieHTpauuii 60—66 at. % Cd
obHapyxeHa HoBas (da3za, uneHTudbuLMpoBaHHas kak MoCd,, nmojyyeHHast HEMOCPEICTBEHHO BO BpeMsl
bopMUpoOBaHUS TUIEHOYHOTO MOKPHITHS, UMEIOIIasT TeTParoHaJIbHYIO TPaHelIcHTPUPOBAHHYIO PEIIETKY C
napamerpamu a = 0.78231 uMm, ¢ = 0.77039 uM. OnipeneneHbl peHTreHorpaduyecKue TaHHbIe IJIs MIEHTU -
¢uxanun narepmerauiuaa. [locrpoeHa anemenTapHas stueiika MoCd,. I[To Mepe HaKoMIeHUsI B peleTKe
KaaMUil cCHavyaja 3aMelliaeT aToM MOJIMOIeHA B LIEHTPE 3JIEMEHTAapHOI STYSKU, 3aTEM €ll1e OJIMH aTOM KaJi-
MMST BCTpAMBaEeTCsl B PEIIETKY MOJIMOIeHA, 3aMelilasi aTOM B OHOM U3 BepIIMH Ky0a, YTO COMPOBOXKAACTCS
TpaHchopMaLMeit SYeiKy U3 KyOM4YeCcKOo B TETparoHaJIbHY10, TJIe aTOMbI KaJMMUSI TIOMIAPHO BCTParBaIOTCS
Ha OOKOBBIX TPaHsIX sTueliku B coenmHeHNN MoCd,. Tepmudeckas CTOMKOCTbh MHTEPMETaUTUIA OTpaHIJe-

Ha 200°C. Cunte3upoBaHHas daza MoCd, obnagaeT MeTalIMYECKUM TUTIOM MPOBOAMMOCTH.

KioueBble cioBa: radpHMI, KaIMUii, MAarHETPOHHOE pacnbliieHue, HoBas ¢a3a.

DOI: 10.31857/S1028096020060229

BBEAEHME

CoBpeMeHHBIN TEXHUYECKUI TIPOrpece IpeabsaB-
JISIET Bce 00JIee BRICOKME TPeOOBaHMS K KOHCTPYKIIM-
OHHBIM M (PYHKIIMOHAIBHBIM METAJUIMYECKIM MaTe-
puanam [1]. KimtoueBbIM cpeay HUX SIBIISIETCST TPeOO-
BaHUE MHOTO(MYHKIIMOHAJILHOCTU, T.€. COYETAHUS B
OIHOM M TOM K€ MaTepuaJie BBLICOKMX 1 YaCTO TPYTHO
CcoYeTaeMbIX MEXaHUYECKMX, PU3NIESCKUX U XUMUYEC-
ckux cBoiicTB. CTaHAapTHbIE MaTepUaIOBEeIUYECKUe
MPUHIUIEL (OPMUPOBAHUS CTPYKTYPHI U CBOMCTB,
OCHOBaHHBIE HA TPAOUIIMOHHBIX TEPMUYECCKUX U JI€-
¢opMalIMOHHBIX BO3IEMCTBUSIX Ha TBEPAOE TEJO,
YK€ He CITOCOOHBI YIOBJIETBOPSITh 3TUM TpeOOBaHM-
aM. OIHUM U3 CITOCOOOB TIPUIAHUS HOBBIX CBOMCTB
MaTepurayiaM SIBJISIeTCSI CO3/IaHMEe B HUX paHee HeU3-
BECTHBIX CTPYKTYPHBIX COCTOSIHMI, 4eMy CII0COO-
CTBYIOT 3KCTpeMasIbHbIe BO3IEHCTBUS Ha TBEPIbIC
tena. OMHUM U3 TAKUX BUAOB BO3ACICTBUS SIBJISICTCS
MEXaHOCIJIABJICHUE, IIO3BOJISIONIEE CYIICCTBEHHO
pacIIMPUTh 30HY B3aUMHOI PaCTBOPUMOCTHU METaJl-
JoB [2]. JpyrumM cnocoOoM, ITO3BOJISIIOIIUM ITOJY-
yaTh HOBBIE (Pa3bl, SIBISIETCS TEXHOJIOTHS MOHHO-
IUIa3MEHHOI'O OCaXKICHUS YePEAYIOIINXCS CIIOEB Me-
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TAJJTOB YJIbTPAAVCIIEpCHBIMUA 4YacTumaMu [3—6].
OnHUM U3 BApUaHTOB BbIOOpA HECOUETAEMbIX METaJI-
JIOB SIBJISIIOTCSI MOJIMOAEH U KaAMMIA.

K HacTosimieMy BpeMeHU auarpaMma COCTOSIHUS
CUCTEMBbl MOJUOIEH—KaIMWUIi He mnocTtpoeHa [7].
CBeneHus O CTPYKType Kakux-J11bo a3 u coenmHe-
HUI, KpoMe MoJimoaeHa 1 KagMmus, B Tadbauiiax ICPDS
U IPYTUX CIIPAaBOYHBIX U3TAHUSIX OTCYTCTBYIOT.

Ilenblo HacTosIEet paboOThl SIBUJIOCH OIIpenesie-
HY€ BO3MOXHOCTU (DOPMUPOBAHUS CILIABOB CUCTE-
Mbl MOJIUOJIEH—KaJIMUIi C UCTIOJIb30BAHUEM pa3Mep-
Horo addexTa, KOHIIEHTPALIMOHHBIX TIPENEIOB Cy-
1IecTBOBaHUs TBepabIX pacTBOpoB (TP), monyuenus,
UIEHTU(DUKALIMM WHTEPMETAITIMYECKOTO COEAMHE-
HUSI U YCTAaHOBJIEHUE CTPYKTYPHI TTOJYUYSHHBIX CILa-
BOB B IUIEHOUHBIX MTOKPBITHSIX.

MATEPUAII
N METOAUNKA SKCITEPUMEHTA

Martepuan ojs ucciaeqoBaHUsI — TUIEHKUA CUCTe-
Mbl MOJIMOACH—KaIMW HM3TOTOBJIIEHBI COOCaXKIC-
HUEM YJIbTPAaIUCTICPCHBIX YaCTUIL METAaJJIOB, TIOJIY-
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Puc. 1. 3aBUCMMOCTb MapamMeTpa peleTKy TBepAOTo pac-
TBOpa KaIMUsI B MOJIMOIEHE OT KOHIIEHTPALIMY KaaMMSI.

YEeHHBIX WOHHO-IUIA3MEHHBIM paclbUIECHHWEM Ha
XOJIOAHBIE TOIJIOXKU M3 MOJUKPUCTAJUIMYECKOTO
KopyHa (IMOJINKOPa), MOHOKPUCTAJIIMYECKOTO KpeM-
HUA Si U CTeKJIa.

B skcnepuMeHTaxX MCIIOJb30BaHbI MOJIMOIEH C
comepxxanueM 99.9 mac. % OCHOBHOTO 3JIeMEHTa U
Kanmuii (99.99 mac. %) B BUIe MUILLIEHE IJIs1 pacITbl-
neans gnameTpoM 40 u TonmmmHoM 4 MM. [1pn marae-
TPOHHOM pacIlbUIEHMM B KayeCTBE I1a3M000pa3ylo-
11IETO ra3a UCII0JIb30BaH aproH, IMOABEPIIINIICSI OYMCT-
K€ Ha reTTepe — paclibUIEHHOM TUTAHE.

MeTtoauka (opMUpOBaHUS 0OPa3IOB CIIABHBIX
MOKPBITUI 3aKJII04YajiaCh B MOHHO-TIJIAa3MEHHOM pac-
MbIJIECHUU MOJIMOAeHA M KaaAMUS U UX COBMECTHOM
OCaXXIEHMU Ha MNepeMEelIaIoINecs] OTHOCUTEIbHO
IMMOTOKOB ILJIa3Mbl MOMIOXKMU B BUAE CyOCI0EB TOJI-
IIWHOM Topsnka 1 HM, 7O CyMMapHO# TOJILIWHBI
meHKu 1.5—2 MkM. CKOpOCTh TepeMeIIeHUs 1o/ -
soxeK — oT 2 1o 30 X 1072 M - ¢~!. HambuteHue ocy-
IIECTBIISIIM OJHOBPEMEHHO C JABYX OIIMO3UTHO pac-
MOJIOXKEHHBIX MAarHeTPOHOB, IIPOCTPAHCTBO MEXKIY
KOTOPBIMHU Pa3IelIeHO YCTPOCTBOM IJIS ITIepeMelIie-
HHUS TTOJIOXKEK.

CocTaBOM TOKPBLITUSL YIIPABISIA WU3MEHEHUEM
COOTHOIIIEHUSI DJIEKTPUUECKUX MOIITHOCTE, TT01aBa-
eMBbIX Ha pacHbUISIONIe MOJUOIEH U KagMUi Mar-
HeTpoHBI. COOTHOIIIEHME OCAaXICHHBIX METAJJIOB
KOHTPOJUPOBAIIN BECOBBIM METOIOM IO KOJINYECTBY
pAaCIIbUIEHHBIX METAJIOB BO BpeMsi (hOpMUPOBAHUS
noKpbITUSI. TONIUHY TIJIEHKU OTIPEASIIsIA METOAOM
pe3epdOpIOBCKOr0 0OPATHOTO PACCESTHUS TPOTOHOB
Ha TaHgmeMHoM yckoputeiie YKII-2-1 n pacueTHBIM
MyTeM Ha OCHOBAaHUM KOJIMYECTBA OCAXKICHHBIX Me-
TaJJIOB U X TUIOTHOCTMU.

PeHTreHOCTPYKTYpHBIE UCCACAOBAHUS BBITIOJHE-
HBI Ha nudpakTomeTpe D8 Advance ¢pupmer Bruker ¢
MeIHBIM u3tydeHreM A (K,;) = 0.154051 um ¢ rpacdu-
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TOBBIM MOHOXpoMaTopoMm 6e3 ¢duabTpa [-usryde-
HUsS. 3HAaUYEHUE MapaMeTPOB PEILIETKU BBLIYMCIEHO
Kak cpenHee (TIpU UCHOIb30BaHUU BCEX UM PAKIIN-
OHHBIX JIMHUI OT MACHTU(PULINPYEMOi1 (Da3bl).

Hna mpoBeneHUs MCCIeNOBaHWIT METOIOM IIPO-
CBEUMBAIOIIEH JIEKTPOHHOIT MuKpockonuu (ITOM)
miaeHku Mo—Cd rommuHoit 50—60 HM hopMupoBa-
JIM Ha TUTacTWHKaxX 13 MoHokpuctamia NaCl, cHu-
MaJIy ¢ HOCUTEIS B MUCTHJUIMPOBAaHHOM BOMIE U pa3-
Melllald Ha CTaHOApPTHBIX YTJIECPOMHBIX CETKax C
HUKEJIEBBIM TMOKpBITHEM. McciaemoBaHue TOHKOIM
CTPYKTYPHI MOKPBITHS BHITTOJTHEHO Ha IMPOCBEYNBAIO-
ImeM 3JIeKTpoHHOM MuKpockorie JEM-2100 (JEOL)
npu yckopstomreM Hanpsikenun 200 kB.

PE3VJIBTATBI 1 X OBCYXIEHUE

C 1enbio onpeae/ieHUsI KOHIIEHTPALMOHHBIX I'pa-
HUII CYILIECTBOBAHUS TBEPABIX PACTBOPOB B CUCTEME
Mo—Cd moHHO-ITUIa3MEeHHBLIM HaIlbUICHUEM C yde-
TOM pa3MepHoOro pakTopa chopMupoBaHEI 00Pa3IIbI
MOKPHBITUIT ¢ KOHUeHTpauueili kagmust ot 0.45 mo
97.6 at. %. TonuHa eTMHUYHBIX CJIOEB MOJIMOJIeHA
dyo Y KanMusl dgy) TIPY HaNbUIEHUU TIOKPBITUIA, CO-
CTaB MOKPBITUS U OOpasyolIrecs Mpyu HaIlbUICHUU
¢da3bl npeacTaBaeHbI B Ta0I. 1.

I1pu nudpakToOMeTpUIECKOM UCCIIETOBAaHNM YCTa-
HOBJICHO, YTO MpPU KOHLEHTpALMM KaaMUs B IO-
kpbiTuu ot 0.45 mo 57.3 ar. % nieHKu npeacTasie-
HBI TBEPALIMU PACTBOPAMU KaaMHUsl B MOJIMOAECHE C
OULK-cTpyKTypoii 1 TMHEWHO U3MEHSIOIIINMCS B 3a-
BHUCUMOCTU OT KOHILIEHTpAallMU KaaMUs ITapaMeTpoM
peuretku (puc. 1).

INpencrasiaeHHAast 3aBUCMOCTh OITUCHIBACTCS JIU -
HelHbIM ypaBHeHUeM a (HM) = 0.0002C, + 0.3137,
rne Cpy — KOHIeHTpauwus Kanmus (at. %). [1pu KoH-
HeHTpauuu KagMus 60.6 aT. % B NOKPBITUY BO3HUKA-
eT paHee HUKOIIa He HabmogaBiiascsa ¢dasa, KOTO-
pPyI0 MBI 0003HAYMIIM KaK Xx-(da3za.

Hawubonee otueTinBo pedieKchl OT 3Tol (a3bl Ha-
OJIFOIaroTCs TIPU KOHIICHTpalMM KanMmus 65.4 at. %.
IIpu yBenmmueHUM comepkaHus KagMust 1o 68.7 aT. %
K pedJiiekcaM oT x-(dasbl 100aBII0TCS pedaeKchl OT
KaJaMUsl, KOTOPbIE C POCTOM KOHILIEHTpALIMU KaIMUsl
CTaHOBSITCS TOMUHUpPYOIUMHU. [Tpn KoHLIEeHTpannu
KaaMWUsI B TOKPHITUN 97.6 aT. % ITOKPHITHE TIpeACTaB-
JIEHO KaaMUEM.

Ha puc. 2 mokazanbl nudpaKTorpaMMbl ITOKPbI-
Thil B uHTEpBanax 60.6, 65.4 u 69.9 ar. % Cd, nox-
TBEPKIAlolIKe MOSBJICHE HEU3BECTHOM (ha3hbl.

It BBISICHEHUS YCIOBUI MOSIBICHUSI HEU3BECT-
HOIi (pa3bl B MOKPHITUM YTOUYHEHO BIMSTHUE pa3zMep-
Horo ¢akTopa: pa3Mepa dacTull (B HamleM cirydae

2020



56 BOJIOJAMH u ap.

Tab6auna 1. CocrtaB MOKPHITUI, TOJIIMHA CYOCTOEB MOJIMOJIEHA U KaIMUsl 1 OOHapyKeHHbIe ha3bl

Cocrasn

TOKPBITHS, aT. % dyios HM dcg, HM da3oBhIil cOcTaB

Mo Cd
99.55 0.45 1.28 0.01 Taepapiii pactBop Cd B Mo a = 0.3147 £ 0.0001
86.9 13.1 1.72 0.3 Tsepapiii pactBop Cd B Mo a = 0.3156 + 0.0002
82.0 18.0 1.31 0.4 TBepnwriit pactBop Cd B Mo a = 0.3173 + 0.0001
69.0 31.0 1.32 0.82 Tsepapiii pactBop Cd B Mo a = 0.3214 £+ 0.0002
60.7 39.3 1.39 1.24 Tsepnpriii pactBop Cd B Mo a = 0.3233 £ 0.0002
53.8 46.2 1.33 1.58 TBepnwiii pactBop Cd B Mo a = 0.3241 £ 0.0002
50.7 49.3 1.40 1.88 Teepnsiii pactBop Cd B Mo a = 0.3256 £ 0.0002
47.6 52.4 1.45 2.21 TBepnwriii pactBop Cd B Mo a = 0.3247 £+ 0.0002
42.7 57.3 3.5 6.5 TBepnwiit pactBop Cd B Mo a =0.3275 + 0.0003 + Cd
39.3 60.7 3.5 7.6 TBepapiii pactBop Cd B Mo a = 0.3231 £ 0.0002 + Cd + x-da3za
39.4 60.6 0.48 1.02 x-(aza
34.6 65.4 0.44 1.15 x-(aza
31.3 68.7 0.39 1.17 x-¢paza + Cd
30.1 69.9 0.34 1.11 x-¢paza + Cd
26.6 73.4 0.37 1.32 x-daza + Cd
20.9 79.1 0.34 1.78 x-¢paza + Cd

11.4 88.6 0.34 3.63 x-¢paza + Cd

2.4 97.6 0.09 5.24 Cd

TOJIIIMHEBI CYOCJIOEB METaJIJIOB) IpHu (hOPMUPOBAHUU
IJICHKU.

HudpakrorpaMMbl MPaKTUYECKU WICHTUYHBIX IO
coctaBy nokphITHii (60.7 u 60.6 at. %), chopMupoBaH-
HBIX CYCOJIOSIMU TOJILLIMHOM B OTHOM ciiy4dae 3.5 HM Mo,
7.6 um Cd, B npyrom — 0.48 um Mo u 1.02 um Cd,
MpUBEICHBI Ha puc. 3.

Ha puc. 3 (mudpakrorpamma /) MBI BUIUM pe-
¢aexcrl ot TBepaoro pactBopa (TP) kammust B Mon6-
JIeHe ¢ TTapamMeTpoM pereTku, a = 0.3274 =+ 0.0004 1M,
KaaMus M Ha9MHAaloIe (hopMupoBaThes x-(as3bl, HA
puc. 3 (mudpakrorpamMma 2) BUIHBI pedJIEKCHl OT
chopmupoBaBIIeiics x-¢a3bl, SMUTAKCUATIBHO CPOJI-
ctBeHHoIt TP kangmust B MonubaeHe ¢ a = 0.3281 £
+ 0.0002 aM. 13 commocTaBiaeHnsT nuppakKTorpaMmM Ha
puc. 3 BUAHO, YTO OCHOBHYIO POJIb B OPMUPOBAHUU
HOBOI (has3sel urpaet pasmepHbiii dakrop [8]. Ilpm
YBEIUYCHUM COACPKAHUS KaaMUS B ITOKPHITUU IO
65.4 ar. % u TomuuHe cyocinoeB moanbaeHa 0.48 HM
u Kagmus 1.15 HM 1mmoJrydeHa XopouIo cchopMUpoOBaH-
Hasl x-¢as3a, KaKk MokKa3aHo Ha puc. 2 (mudpakro-
rpamma 2). Takum oO6pa3oM, YCTaHOBJIEHO, YTO ILIE-
HOYHOE TTOKPBITHE TTpeaACTaBIeHO X-(ha30il B UHTEP-
Bajle KOHLeHTpauuii 60.6—65.4 ar. % Cd u npu
dopMUpPOBaHUHU CYOCTOSIMU TOJIIIMHON MeHee 2 HM.
I1pu noBkIlIEHNN KOHIEHTPALIUM KaAMUS B IIOKPHI-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

MU 00 68.7 at. % nociaeaHUil NpOSBIISIETCS OTACb-
HOI1 a3oii.

MeXILUTOCKOCTHBIE PACCTOSIHUS d),,; BHOBb OOHapy-
XeHHoM (a3bl U UHASKCHI Muiepa 3TUX pedJieKcoB,
paccuuTtaHHbie o nporpamme RTP [9] npuBeneHsl B
Ta6a. 2. OOHapy:XeHHasl ¢a3a MOXET ObITh OIMCaHa
TETPArOHAJILHOM 3JIEMEHTAPHOU SYeMKOli ¢ rmapamer-
pamu a = 0.78231 um, ¢ = 0.77039 um, c¢/a = 0.985.

IMockombKy mpu 0O6pa3soBaHUM TIOKPBITUS BO3-
MOXHO BIIMSTHUE TeKCTypUPOBAHHOCTH, OTHOCUTETb-
Hble ”HTCHCUBHOCTH JIMHUI B Ta6J1. 2 He TIPUBEICHBI.

MccnenoBanus moBepxHocTu MokpbiTuss Mo—Cd
(69.9 ar. % Cd) MeTOIOM pPacTPOBOI DJIEKTPOHHOM
MUKpocKkomnuu (POM) nokaszanu, 4To MOKPBITHUE CO-
CTOUT M3 Pa3HOBEJIUKUX KPUCTALIUTOB OKPYIJIOH
¢GOpMBI, B HEKOTOPBIX MECTaX MEXIY KOTOPBIMU BUJI-
HBI TIOpHI (puc. 4).

Ta6aunma 2. MeXIUTOCKOCTHBIE PACCTOSIHUSA dj;; A COOT-
BETCTBYIOLIIME UM UHAEKCHl Musuiepa skl oOHapyXeHHOi
dasznr

dy, HM | 0.2742 | 0.2437 | 0.2328 | 0.1791 | 0.1514
hkl (202) | (103) | (113) | (331) | (105)
dys M | 0.1383 | 0.1344 | 0.1215 | 0.1160 -
hkl (440) | (225) | (504) | (524) -
Ne 6 2020
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Puc. 2. JludpakrorpaMMbl TOKPBITUM CUCTEMbBI MOJIMO-
NeH—KaAMWUI ¢ pa3IMdYHbIM COIepXaHWeM KamMust: | —
60.6, 2—65.4, 3—69.9 at. %. ® — TBepabIA pacTBop Cd B
Mo; ¥ — x-asza; * — Cd.

Jlas oripeneneHUsI cocTaBa OOHApPY:KEeHHOM (pa3bl
ObpuTH BBITTONTHEHBI [1DM-uccnemoBanus oopasia ¢
KOHIeHTpaluueit kanmus 68.0 ar. % (puc. 5). Obpa-
3ell IPEACTABIISIET COOOI IIEHKY, COCTOSIIYIO 13 BbI-
palleHHBIX YaCTHII PA3IMUYHBIX Pa3MEPOB U (POPMEL.
KpynHble 4acTHMIIbl IUIEHKU HMMEIOT pa3Mephbl d =
=0.2—0.5 MKM " XapakTepu3YIOTCSI OCTPOBKOBOI
¢dopMoOit ¢ HEOTHOPOTHOM TOJIIIWMHON M pBaHBIMH
HEPOBHBIMU KpasiMu. HacThUllbl CpeIHUX pa3MepOB
UMEIOT TIPENMYIISCTBEHHO TJIOOYIISIpHYIO OpMy, a
UX pa3Mepsl N3MeHSoTCS B nuara3one 40—180 am.
Yactuisl ¢ pazmepamu MmeHee 40 HM, KOTOPbIE MOX-
HO YCJIOBHO OTHECTH K MEJIKOIMCIIEPCHBIM, COCTABIISI-
IOT OCHOBY IJIeHKH. Ha n300pakeHM KpyITHBIC YacTH -
IIBI UMEIOT TEMHBIN KOHTPACT M3-3a OOJBIIIEH TOMIIIN-
HBI, Oojiee MeEJIKWEe II0 pa3Mepy dYacTWILI Oojee
MPO3pavyHbl, UTO YKA3bIBAET HA X MEHBIIIYIO TOJIIIIMHY.

Kak cirenyer n3 3JIeKTpOHOTPAMMBI ITOKPBITHS C
KOHIIeHTpaLuei kagmus 68.0 at. % (puc. 6), Bce au-
HUMU, IPUBEIEHHBIE B Ta0JI. 2, UMEIOT N300paXkKeHUS B
BUJIE KOJIEL] C COOTBETCTBYIOIIMMU pa3MepPaMu.

O61Iee KapTUpoOBaHNE, IIPOBEACHHOE T10 PE3yiIb-
tataM DI C-aHanm3a TTOKPBLITUS C KOHIIEHTpaluei
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Puc. 3. JudpakrorpaMmbl TMOKPBHITUI C Comep:KaHUEM
kagmust 60.6 (1) u 60.7 at. % (2), ® — TBepablil pacTBOp
Cd B Mo; ¥ — x-da3sa; * — Cd; O — nonukop (0-Al,O3).

Kagmust 68.0 aT. % nmokasbIBaeT, YTO MOJIMOIEH OOHO-
POIHO pacripefiesieH 10 Bceit TOBepXHOCTH oOpasiia
¥ BXOIIUT B COCTaB YaCTHII, KATMUIA JIOKAJIM3YETCS B
KPYHHBIX YacTuiiax. KolmmyecTBeHHBIN aHAIN3 3J1e-
MEHTHOTO COCTaBa ITOKPBITHS GBI ITPOBEIEH C TTIOMO-
mpo Metoga CliffLorimerthinratiosection [10]. Pe-
3yJIbTaT YUCIeHHON o0pabotku DJIC-criekTpa maet
cienytomme pe3yabratel: Mo — 33.92 ar. %, Cd —
66.08 at. %.

Ha ocHoBanum pesynsraToB D/1C-aHanms3a Mei-
KOONCIIEPCHBIX O0pa30BaHM B TNICHKE, a TAaKKe 00-
ILIETO colepXKaHUS KaIMUS B IOKPBITUM IIPU TTOSIBJIE -
HUU X-(Pa3bl, MOXXHO YTBEPXIAaTh, YTO aTOMHOE CO-
OTHOIIIEHWE KagMusg K MONUOOeHYy B HOBOM (ase
paBHo 2 : 1, a dbopmyna coorBeTcTBYeT M0Cd,.

HMcrionb3yst COBOKYMHOCTb TOJIYyYEHHBIX HaH-
HBIX, MBI TIOCTPOWJIN BJIEMEHTapHbIC STYeIKU TBEp-
JIOTO pacTBOpa KaaIMus B MOJIMOIEHE C KOHIIEHTpa-
mueit 50 at. % Cd (puc. 7a) u 57.3 at. % Cd (puc. 76)
M IpeanoJiaraeMblii BUJ1 3J1IeMEHTapHOM SYSUKU MHTEP-
metauuaa MoCd, (puc. 7). [To Mepe HakoruieHUs B
peleTKe KaaMUii CHavajla 3aMellacT aToM MOJTOIeHa
B LIEHTpe 37eMeHTapHoi sueiiku (50 at. % Cd), 3aTeM
MpY TIOBBIIIEHWN €ro KOHIIEHTPAIlMU eIle OIWH
aToM KaJIMMs BCTpanBaeTcCsl B PELIETKY MOJUOACHA,
3amMeliiasi aToM MOJIMOAeHAa B OMHOM U3 BEPIIUH Kyba
(puc. 70), 57.3 ar. % Cd). JlanpHeinii pocT KOH-
IIEHTPAllM KaaMUsI B TOKPBITUM COITPOBOXKIAETCS
TpaHcopManmeit 3JIeMeHTapHON STYeiikKu n3 KyOou-
YeCKOM B TETPArOHAIBHYIO, TIe aTOMBI KaIMUS pac-
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Puc. 4. POM-u300paxeHus IJICHOYHOIO MOKPBITUSI CU~
cTeMbl MOJTMOIeH—KanMuii ¢ conepxkanvem Cd 69.9 ar. %,
MOJIyYEeHHBIE B Pa3IMYHBIX pEXXMMax: a — B 06paTHO pac-
CeSTHHBIX 9JIEKTPOHAX B PEXKHMME CpaBHEHMUsI, 6 — BO BTO-
PUYHBIX 3JIEKTPOHAX.

IIOJIATAIOTCS B LIEHTPE Ha OOKOBBIX IPaHSIX STYEHKU:
66.6 at. % Cd (puc. 78).

st ucciiemoBaHUsSI TEPMUYECKOM CTaOMIBHOCTU
noyiydeHHoit ¢aspl mHTepMeTauinaa MoCd, 6buin
MpoBeleHbl BaKyyMHBIE OTXWUTH TIPU TeMIIepaType
200 1 300°C. Otxur npu Temiieparype 200°C He BbI-
SIBUJI KaKUX-JIMOO M3MEHEHUI B MCCIIEAyeMBIX 00-
pasuax, a npu 300°C coenuHeHue TepsieT KaaMMA
(BcleacTBUE MCHApeHusl) W IosiBsieTcs (asa Mo-
JMbaeHa, TP 3TOM MOKPBITUE PACCHITIACTCS B YIIb-
TPaaUCIEPCHBIM MOPOIIOK, YaCTULbI KOTOPOTO He
CBsI3aHbI ApyT ¢ ApyroM (puc. 8). Pazmepnl oTaesb-
HBIX YaCTUII MTOPOIIKA BApbUPYIOTCS B MpeAesax ot 2
10 0.1 MKM.

TMonoxkeHre KOHIIEHTPAITMOHHBIX THATIa30HOB CY-
IIecTBOBaHUS (ha3, 00HAPYKEHHBIX B UCXOIHBIX TLJIe-
HOYHBIX ITOKPHBITUSIX, TIOJTydeHHBIX HOHHO-TUTa3MEH-
HBIM (POPMUPOBAHUEM, IIOKA3AHO HA JUarpaMme co-
crogHus cucteMbl Mo—Cd (puc. 9).

IIpu n3MepeHUU BIEKTPUUECKOTO COMPOTUBJIE-
Husl coenuHeHusi MoCd, B TUIeHKE TPU TTOHUXKEHU
TeMrmepaTypbl oT komHaTHoit 1o 11 K (puc. 10) ycra-
HOBJIEH METAJUTMYECKUI TUM 3JEKTPOIPOBOIHOCTH,
IIpY 3TOM COMNpPOTHBIIEHNEe yMeHbIIaeTcs oT 0.2 mo
0.118 Om.

NHTEHCUBHOCTD

Puc. 5. MukpoctpykTtypa oopasiia mokpbitust (68.0 at. % Cd).
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i L L L

0 05 1.0 15 2.0 25 30 35 40 45
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Puc. 6. PacuindpoBka s1eKTpoHOrpaMMbl (C ITMHOM Ka-
Mepsbl 500 MmMm) (a), obmactk moaydenus D1 C-cnekrpa (0)
u cootBeTcTBYtoIMi eii DJIC-criekTp (B).

TMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEIOBAHUS  Ne 6 2020



PEHTTEHOTPAOMYECKOE U DJIEKTPOHHO-MHWKPOCKOITMYECKOE 59

Puc. 7. DnemeHTapHBIE IYEiiKA TBEPIAOTO pacTBOpa Kal-
MUsl B MoJiuGmeHe ¢ KoHieHTpanueit 50 at. % Cd (a),

57.3 at. % Cd (6) u unTepmeraiumaa MoCd, (B); yepHbIe
KpyXku — Mo, cepble Kpyxxku — Cd.

T, °C
300 | S
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= cd
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200 fmmmmmm o ommmm e gg ------------ -
§§NmCd,+Cd;
100 - \ :
% i
:
o N ;
Mo 20 40 60 97
cd

Puc. 9. KoHlleHTpallMOHHBIE OWAIa30HbI CYIIeCTBOBA-
HUS a3 B UICXOTHBIX TUIECHOYHBIX TIOKPBITHSIX.

SAKJIIOYEHHUE

IIpu coocaxkaeHUM YAbTPAAUCIIEPCHBIX YaCTHIL
MonubaeHa U KaaMusl Ha TepeMellamniecs: moma-
JIOXKKHU BIIEpBbIe ITIOJydeHbl TBEpIble PACTBOPbHI —
CIUJIaBbl METAJIJIOB, HECMEIIMBAIOLINXCS TIPU Tpaau-
IIMOHHBIX METOJAaX IOJYYEHUSI M0 KOHUEHTpaluu
57.3 ar. % Cd. Tem caMbIM TIOATBEpKACHA TEOPUS
TepMOGIYKTYallMOHHOTO TUIABJCHUSI U KOAJIeCLICH-
LIMM MaJIbIX YACTU1I, pe3yJIbTATOM KOTOPOIi CTajIu IO~
JIydeHHBIE CTIJIaBbl HA OCHOBE MOJIUOIeHA U KaIMUSI.

ITpu koHuenTpaunu 60—66 at. % Cd o6HapyxKeHa
HoBas da3a, uneHTuuLMpoBaHHas1 Kak MoCd,, no-
JIydeHHasI HeIIOCPEICTBEHHO BO BpeMsT (popMUpOBa-
HUSI TIJIGHOYHOTO MOKPBITHUSI, MMEIOIIasi TeTparo-
HaJIBHYIO TpaHEeUEeHTPUPOBAHHYIO pelleTKYy ¢ Iapa-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

Puc. 8. [IDM-un3o6pakeHre 4acTUIl MOJIMOACHA TTOCIIEe
UCIIapeHMsT KaaMMusl.
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Puc. 10. 3aBucuUMOCTb COMPOTUBIIEHUs] 0Opasna ¢a3bl
MoCd, ot TemnepaTypsl.

metpamu a = 0.78231 um, ¢ = 0.77039 um. OnpenencHbI
peHTreHorpaduIecKre TaHHbIC U WICHTUDUKAITIN
WHTepMeTaIaa. Tepmuyeckasi CTOMKOCTb HOBOTO
uHTepMeTaiaa orpannyeHa 200°C.

Cunre3upoBaHHas daza MoCd, obnanaet metan-
JIMYECKUM TUIIOM TIPOBOAVIMOCTH.

ITogo6HbBIE cOCOO W3rOTOBJIEHUS CIUIAaBOB U
CHHTE3a COCTMHEHUI MOXET OBITh PACTIPOCTPAHEH Ha
IPYTHe MEeTaJUIMYEeCKUE CUCTEMbI, COCTABIISTIONINE KO-
TOPBIX HE CMELLIMBAIOTCS TPAIULIMOHHBIM CITOCOOOM.

BIIATOOAPHOCTH

Pa6ota BeinmoHeHa mpu prHAHCOBOM MoaaepXKKe Mu-
HUCTepcTBa oOpa3zoBaHMs U Hayku Pecnyonuku Kazax-
ctaH (rpaHTbl No AP05130933/T®5 u AP05130967/T'®5).

2020



60

BOJIOAWH u np.

CIINCOK JIMTEPATYPbI

. Inezep A.M. // ¥Ycnexu dusmyeckux Hayk. 2012.

T. 182. Ne 5. C. 559.

HUcxaxoe P.C., Kyzosnukosa JI.A., Komoeopyes C.B.,
Jlenucosa E.A., Banraes A.Jl., Manvyes B.K., borndapen-
xo I''H. // TTucbma B KT®. 2004. T. 30. Beim. 2. C. 43.
Boaooun B.H., Tyaeywes F0.2K., Ilaii K. B., XKaxanb6a-
eé E.A. // DMM. 2014. T. 115. Ne 5. C. 532.

Tyneyuwes FO.2K., Boaooun B.H., >Kaxanbaes E.A. //
DOMM. 2015. T. 116. Ne 1. C. 59.

Boaooun B.H., Tyseywes FO.2K., Kaxanbaes E.A. //

IMToBepxHOCTb. PeHTreH., CUHXPOTpP. U HEWTPOH. MC-
ciaen. 2015. Ne 2. C. 75.

6.

10.

Boaooun B.H., Tyreywes F0.2K., Illlabanosa T.A., Cy-
xypoe B.M., XKakanbaes E.A. // TloBepxHOCTb. PeHT-
TeH., CHHXPOTp. ¥ HeiTpoH. nccien. 2016. Ne 11. C. 81.

Jakuwee H.II. JyuarpaMMbl COCTOSTHUSI IBOMHBIX M€-
Tammnyeckux cucteM. T. 3. KH. 1. MockBa: MammHo-
ctpoenue, 2001. C. 429.

Tyneywese A.2K., Boaooun B.H., Tyseywes FO.2K. //
DOMM. 2004. T. 97. Ne 4. C. 49.

Tabular Processor for X-ray Diffractometry RTP /
rtp32.cab, RTP 4.2 mna Win32, anrimiickast Bepcusi OT
1.02.2014.

Metcalfe E., Broomfield J.P. // Journal de physique.
Colloque C2. 1984. supplgment au n02. T. 45. P. C2.

X-ray and Electron Microscopic Confirmation of the Existence
of the MoCd, Phase in Film Coatings of the Molybdenum and Cadmium System
V. N. Volodin', Y. Zh. Tuleushev *, E. A. Zhakanbaev!, K. V. Tcai!

! [nstitute of Nuclear Physics, Almaty, 050032 Republic of Kazakhstan
*e-mail: yuriy.tuleushev@mail.ru

Ion-plasma spraying and co-precipitation of ultrafine particles of Mo and Cd for the first time produced solid
solutions - alloys to a concentration of 57.3 at. % Cd in the film, which confirms thermal fluctuation melting
and coalescence of small particles. During the formation of coatings by molybdenum and cadmium nanolay-
ers with a thickness of less than 2 nm in the concentration range 60—66 at. % Cd, a new phase was detected,
identified as MoCd,, obtained directly during film coating formation, having a tetragonal face-centered lat-
tice with parameters a = 0.78231 nm, ¢ = 0.77039 nm. Radiographic data for identification of the intermetal-
lic compound were determined. The unit cell MoCd, is built. As cadmium accumulates in the lattice, it first
replaces the molybdenum atom in the center of the unit cell, then another cadmium atom is embedded in the
molybdenum lattice, replacing the atom in one of the cube vertices and this is accompanied by the transfor-
mation of the cell from cubic to tetragonal, where cadmium atoms are embedded in pairs on the side faces
cells in the MoCd, connection. The thermal resistance of the intermetallic is limited to 200°C. The synthe-

sized MoCd, phase has a metallic conductivity type.

Keywords: hafnium, cadmium, magnetron sputtering, new phase.
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N3HOC TOHKUX ITOKPBITUN
PA3JIMYHOM TBEPIOCTH 30HIOBBIMU METOJIAMUA
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MeTtoaoM aTOMHO-CHJIOBO MUKPOCKOIUHU BHITIOJTHEH U3HOC Y MPENCTaBIeHbI Pe3yJIbTaThl ONpeaeaeHUs
M3HOCOCTOMKOCTH MOKPBITUI Cu 1 Si0,, kaxaoe TonmuHoi 100 HM, 1 ZrN TonunHoi 3 MKM. YCTaHOB-
JIEHBI 3aBUCUMOCTH YAEJIBHOTO 00bEMHOTI0 N3HOCA OT HOPMAJIBHOTO MEXaHUUECKOTO HATIPSDKEHUST B KOH-

TakTe 30H1a ACM C ITOBEpXHOCTBIO IIPUA U3HOCE.

Kmouesble ciioBa: nmokpbitust Cu, SiO,, ZrN, yaeabHblit 00beMHBIIf U3HOC, HOPMaJIBHOE MEXaHUYECKOE
HaIpsDKeHUEe, aTOMHO-CIIIOBast MUKpockorus (ACM), 30HI.

DOI: 10.31857/51028096020060126

BBEAEHWE

OnHUM 13 HalpaBJieHUl COBPEeMEHHOII MUKpPO-
00pabOTKM MOBEPXHOCTU SIBJISICTCS UCIIOJIb30BaHUE
30HIOBBIX TEXHOJIOTUI MeXaHW4YeCKOil JuTorpadpun
IUIST co3maHus HaHOCTPYKTyp [1]. MeTton mpnMeHsI-
eTCs IUISI CO3MaHMUS OTHO-, ABYX- 1 TaxKe TPEXMEPHBIX
cTpyKTyp [2]. KpoMe KBaHTOBBIX TOUEK, HAHOITPOBO-
JIOK, MAaCCUBOB MEePUOJNYECKUX BBICTYIIOB U BIIAAUH
BO3MOXHO M3TOTOBJIEHUE 00Jiee CIOXKHBIX CTPYKTYP
IMyTeM COYETaHMs ATAallOB HaHeCeHUs (DOTOPE3UCTA,
OoCaxkKIeHMsI MOKPHITUI 1 HAaHOMEXaHUIECKUI JINTO-
rpacduu [2]. MUcrionb3oBaHKe 30HIOBBIX METONOB IIPU
CO3IaHUM ITOJTYIIPOBOIHUKOBBIX CTPYKTYP 00eCIIer-
BaeT BO3MOKHOCTD TTOSIBJICHUSI HOBBIX 0a30BBIX BJIe-
MEHTOB HAHOZJEKTPOHMKHU C pa3MepaMu MOopsiaKa
JIECSITKOB U eTHUII HaHoMeTpoB [3]. Bo3aMoxHOCTH
HEMOCPEACTBEHHOIO BO3IEHCTBUS Ha MOBEPXHOCTh
06e3 HeOOXOMMMOCTHY MCIIOJIb30BAHUS MaCOK Y XMMU-~
YeCKMX pearcHTOB o0ecleuyrBaeT HAHOMETPOBYIO
TOYHOCTh KOHTYPOB, MCKJIIOYAeT MOCTOPOHHUE 3a-
rpsizHeHUS TToBepxHOCTH [4]. ACM Kak MHCTPYMEHT
00pabOTKM TOBEPXHOCTH IIO3BOJISICT pPeaii30BaTh
HOpMaJIbHYIO Harpy3ky B nuana3zoHe oTr HH mo mH,
YTO B COYETAHUM C MAJIBIM PagryCOM 3aKpYyIICHUS
OCTpHUS 30HIA CO3JacT BO3MOXHOCTHU JISI TOYHOTO
MOIUMDUIIMPOBAHMSI TOBEPXHOCTEM OT MSITKUX MO~
MEPOB JI0 TBEPABIX U3HOCOCTOMKMX TTOKPBLITUIT [5].
Bo3moxnaocth ACM 1mpenBapuTEIIbHO WM3YYUTH

61

MOP(}OJIOTHIO TIOBEPXHOCTHU, OIPEAECIUTH e POXO-
BaTOCTb, pa3Mep 3€peH, paclipeleeHUe pa3IMIHbIX
¢a3 mo KOHTpacTaM JaTepaaIbHbIX CHJI I CUJI aJire-
31U TIPEACTaBISIET MOJHYI0 MH(pOPMAIMIO O MUKPO-
KOHTaKTe C IOBEPXHOCTBIO, MO3BOJSIET OOBSICHUTH
HEKOTOpbIe (peHOMEHBI MUKPOTPUOOIOTUN U MUK-
poMexanuku [6—9]. Kpome cdopmupoBaHUsT HaHO-
CTPYKTYp WM3HOC TIoBepxHocTHn MeTtomoM ACM c
yCIIeXOM TTpUMEHSIETCS 71l TECTUPOBAHUS MaTepura-
0B 1 TOHKUX cioeB [10, 11]. ACM mo3BoJseT onpe-
JeUTh KO3(DUIIMEHT TPEHUST MEXIY 30HIOM U MO~
BEPXHOCTBIO ITOKPHBITHSI, YTO MO3BOJISIET YCIIEIITHES BhI-
TOJIHATh OIlepallii KOHTpoJimpyeMoro u3Hoca [11].
IToMuMoO Kj1accHMYeCKOro HCIBLITAHWS Ha M3HOC IO
cxeMe “IapuK-IucK” ¢ MCITOJIb30BaHUEM B KA4eCTBE
KOHTpTeNa wapukoB u3 Al,O; WC, SiN (1am 1pyrux
TBEpAbIX MaTepuajioB) muamerpoM 6—10 MM, Ha-
MpaBJICHUEM TTOCJIETHUX JIET IO OIpPeneJIeHUIO U3HO-
COCTOMKOCTUA TOHKHUX IOKPBITHUI Ha AETAJISIX MaJIbIX
pa3MepoB sBIIsIeTcsl ucnojib3oBaHue ACM c anmas-
HBIM 30HIOM [12—14]. Manblit pa3Mep KOHTakKTa B
B9TOM cJlydyae HUCKIo4YaeT aehopMamuio TMOMJIOXKHU
Wi oOpa3oBaHUE MEXaHMYECKUX HaIIpsSDKeHWU Ha
rpaHuile “IOKPBITUE—IIOMIOXKA” WM pa3pylleHue
MMOKPBITUS BCJIEACTBUE €T0 YaCTUYHOTO OTCIauBaHUS
WJIN pacTpecKUBaHMsI, a obecIieynBaeT YUCTO abpa-
3UBHBIIA MEXaHU3M U3HOCA UCTUPAaHUM HAHOMETPO-
BBIX clioeB [14]. OcobeHHO aKkTyajieH JaHHBIN MeTox,
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Tadmuua 1. MUKpOTBEpIOCTh U MOLYJIb YIIPYrocTu Nokpeituit Cu, SiO, u ZrN

IToxpriTue TommmHa, MKM Koadodumment [Iyaccona |[Monynb ynpyroctu, I'Tla| MukportBepnocts, ['Tla
Cu 0.1 0.35 110.0 0.5—1
SiO, 0.1 0.17 81.2 11
ZrN 3 0.33 314.2 29

MPY UCHBITAHUYM TBEPABIX TOHKUX ITOKPBLITHIA, HaHe-
CEHHbIX Ha MOMJIOXKKY 13 00Jiee MITKOro MaTepuala,
a TakxXe IpU pasMepax IeTaneil HeCKOJIbKO MUJUIU-
MeTpoB [15]. TouHOCTh BU3yaIM3allny pe3yIbTaTOB
n3HamBaHus ACM TO3BOISIET OLIEHUBATh YACTb-
HBIi1 06beMHBINA n3HOC 10 1071°—10~7 M3 /H - M [16].

HeobxonuMocTh MCTONb30BaHUS JISI CO3AaHUS
CYOMUKPO- U HAHOPA3MEPHBIX BJIEMEHTOB CTPYKTYP
pPa3IUYHOrO Ha3HAUYE€HMUsI MaTepUajioB C ILIMPOKUM
IMArna3oHOM MeXaHWYeCKUX CBOMCTB leJlaeT aKTy-
aJIbHBIM HCCJIeNOBaHUSI MO MUKpooOopaboTke ACM
TOHKMX MOKPBITUHA pa3IMYHON TBEPHOOCTU, KOTOPbIE
IIUPOKO TPUMEHSIIOTCSI B KaueCTBE ITOBEPXHOCTEH
KOHTaKTHBIX TUIOIIAA0K (HampuMep, MEIHOE), 3a-
IIUTHBIX CJIOEB PEXYIIUX WHCTPYMEHTOB (Hampu-
Mep, ZrN). 3HaueHUsI MUKPOTBEPAOCTA MOKPBHITUMI
Cu u ZrN paznuyarorcst 6onee yem B 50 pasz [11, 17].
CpenHee 1oOJIOXKEHNWE MEXITY HUMHU ITO TBEPIAOCTH 3a-
HuMaet nuokcua kpemHus (SiO,) u ucnonb3yercs B
MUKPO2JIEKTPOHUKE, Pa3IMYHbIX JaTtuyvkax. KoH-
TPOJIb MEXaHUYECKUX CBOWCTB U MU3HOCOCTOMKOCTHU
TaKUX MOKPBITUI 00si3aTeIeH Hapsiay ¢ UX (PyHKIIUO-
HaJIbHBIMU CBOMCTBaMMU.

Lens maHHON pab®OTBI — BBINOJHEHHE HM3HOCA
ToHKUX NOKpbiTUit ZrN, SiO, u Cu ¢ nomoluiblo
aTOMHO-CHJIOBOII MUKPOCKOITIM, OIIpeAeIeHrEe 3Ha-
YeHUI yIeTbHOTr0 00beMHOTI'0 M3HOCA B 3aBUCUMOCTH
OT NPWIOXKEHHOI HOPMAaJIbHOM HAarpy3KU IIPU KOH-
TpoJie UBMEHEHMSI OCTPUSI 30H1a U KOHTAaKTHOTI'O JaB-
JICHUSI.

METOIUNKA BKCITEPUMEHTA

B xauecTBe 00BEKTa MCCIEeIOBaHUS OBLIN BhIOpa-
HBl TOHKHE TOKPBITUSI C CYIIECTBEHHO pa3Indyaio-
1eiicsi MUKpOTBEPAOCTbIO — OT MSITKUX 10 U3HOCO-
CTOMKUX NOKPBITUH (Tabu. 1) — mokpeitus Cu, SiO,
u ZrN. 3HayeHUss MOIyJIst yIpyrocTu (£) 1 MUKPOTBEP-
nmoctu (H) onpenenmsuin Ha HaHouHAeHTope Hysitron
750 Ubi (CIIIA) myreM BHEIpeHUS aIMa3HOIO MHICH-
Topa bepkoBuua ¢ panuycom 3akpyriieHust 200 HM ¢ He-
MPEPBIBHOM perucrpauueil nedpopMalilMioHHbIX Kpy-
BBIX 3aBMCUMOCTHU IIyOMHBI BHEAPEHMS OT IIPUJIO-
XXKeHHO Harpy3ku. KammOpoBKy pammyca oCTpus
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BBIITOJIHAJIN BHEOPCHUEM B KaJ'[PIGpOBO‘-IHBIﬁ o6pa—
3€1 IJIaBJICHOI'O KBapiua.

MarHerpoHHoe HanbuieHue Meau (Cu) M TMOKCU-
na kpemHus (SiO,) ocylIecTBISUIOCh Ha YyCTAaHOBKE
Izolab (M3o0Baxk, benapyck) Ha TIipeaBapuUTEIHLHO OYU -
IIEHHbIE B M3OIPOIIOBOM CHUPTE, IPOMBITHIE B
IUCTWUIMPOBAHHON BOIE M IIPOCYIIEHHEIE B CTpYye
ropsiyero Bo3ayxa IoJIMpoBaHHbBIE KpeMHUEBEIE IO/~
JIOKKU AUAMETPOM 76 MM.

HamnpuieHue Meny mpoBOOMIN C TIOMOIIBIO BOIO-
OXJIAXKJAEMOTO MarHeTpoHa IIpU IOCTOSTHHOM TOKE
(DC, & 100 MM) M3 MeIHOIl MUIIEHU YUCTOTOMN
99.997%, a TMOKCHUA KPEMHUS — C ITOMOIIBIO BOJIO-
OXJIaXIaeMOT0 BeICOKOUYacTOTHOTO MarHeTpoHa (RF,
& 100 mm) u3 SiO, muineHu yuctoroit 99.99%. Ile-
pen mpoBedeHHEM IIpoliecca B KaMepe YCTaHOBKU
IIPOBOAMJIACH OTKAaYKa BaKyyMa C ITOMOIIbIO Oe3Mac-
JITHHOTO (DOPBAaKyyMHOI'O M TYpOOMOJEKYISIPHOIO
HacocoB 1o masieHus <1 x 1073 I1a, a Takxe ocy-
IIECTBJISIJICS MOJOTPEeB MOMJIOXKEK A0 TeMIepaTypbl
300°C gng menm, a Ui TMOKCHAA KPEMHUSI — IO
150°C. TlomnoxkoaepxaTesib Bpallajcs cO CKOpPO-
cteio 50 00./mMuH. Ilo mocTuzkeHuM 3agaHHOTO TaB-
JIEHUSI OCYIIECTBIISIaCh OYMCTKA MOHAMU AT IIOBEpPX-
HOCTH IIOIJIOXKEK IJISI yOAJIEHUS aacopOMpPOBaHHBIX
13 aTMOc(epbl aTOMOB IIPY YCKOPSIOIIEM HampsiKe-
Huu 1200 B. 3aTem mpoBoauicsi HEMOCPEACTBEHHO
MPOLIECC MAarHETPOHHOI'O HallbUIeHUsI. Meab Harmbl-
JISUIM IpM ycTaHoBJIeHHOM MourHocTh 400 BTt u pac-
xone pabodero rasa (Ar) 60 cM3/MuH, a mUOKCHL
KPEMHUS — IIPU YCTAaHOBJIEHHOMI MoItHocT! 600 Bt
U pacxofie cMecu pabouux razos Ar 68 cm?/MuH u
O, 2 cM?/MuH. B mpolecce HambUleHUsT TOJIIMHA
CJIOEB MeIW W TUOKCHOA KPEeMHUS KOHTPOJIMPOBa-
JIach KBapleBEIM M3MEpUTEJIEM TOIIIMHBLI U COCTa-
Buia 100 HM pu paBHOMEPHOCTU HAHECEHUSI He Xy-
xe +1%.

IMokpeiTusgs ZrN Ob1 cDOPpMUPOBAHBI MarHe-
TPOHHBIM MeToAoM Ha yctaHoBke TINA 900M B
IJIa3Me ra3oBOro paspsia aproHa-a3oTa Ha 3aKajleH-
HBIX NOWIOXKaX 13 ctayii HS6-5-2 nuamerpom 32 MM,
noiaupoBaHHBIX 10 Ra = 0.02 mxm. [TokpeiTue ZrN
ocaxIaJiu Mpu MolHocTu MarHerpoHa 700 Bt, pac-
xoJe a30Ta 4 cM>/MUH.
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Puc. 1. Pe3ynbrat n3HOoCa METHOTO MOKPBITUSI TONIIMHOM 100 HM aIMa3HBIM 30HIO0M 3a OIMH LUK (TTpoxon): a — ACM-u300-
paxeHue (4 X 7 MKM); 6 — mpoduib u3Hoca rmpu Harpyskax 0.8 u 2 MxH.

WccnenoBaHust U3HOCOCTOMKOCTHU TTOKPBITHM ITPO-
ogmwich Ha ACM Dimension FastScan (Bruker,
CIIA) B pexxume Contact Mode ¢ ucnoiab3oBaHUuEM
KaHTUJIEBEPOB C aJIMa3HBIM OCTpUEM Ha KPEeMHUEBOI
KoHconu Tuna D300 (mpousBoactBo SCDprobes,
AcToHUS) AJ1s1 HOKPBITUS Z1rN € XXKeCTKOCTBIO KOHCO-
qm 73.7 H/m u nns nokpeituit SiO, n Cu — ¢ KecTKo-
cThio KoHCcOou 48.1 H/M. JIonoMTHUTEIBHO IS U3HO-
ca Cu 3a ns1Th IIPOXOJIOB, a4 HE 32 OIUH, UCITOJIb30Ba-
JIU CTAHIAPTHBIM KPEMHUEBBLIA KaHTUJIEBEp THIIA
NSC-11 (mmpousBoacTBo Micromash, DcTtoHust) ¢ Ha-
YaJabHBIM PaglyCoOM 3aKpyIJIeHus ocTpus 34.8 HM, C
JKEeCTKOCThIO KOHconu 7.4 H/M. B mpoliecce ucrbiTa-
HUII M3MEHsUIaChb HOpMasibHasi Harpy3ka Ha 30HII,
OCTaJIbHBIE MapaMeTPhI MOAIEPKMUBATUCH TOCTOSTHHBI-
MU: ojie u3Hoca 1 X 1 MKM, TISITh LIMKJIOB ITPU KaXKIOi
Harpyske, 128 X 128 touek, ckopocTb 1.99 mxm/c. Uc-
KJTIOUEHME COCTABUIIO MMOKPhITHE ZrN, IS eT0 NU3HO-
ca roHago6unockh 40 LUKIIOB Y CKOPOCTh IBUXKEHUS
3oH1a 4.07 MxM/c. [IBMXKeHHUE 30HIA 1O TTOBEPXHO-
CTH — BO3BpaTHO-TIOCTyIareabHoe. K alTMa3HBIM 30H-
JaM OpUKIaabiBau Harpy3ky oT 0.8 mo 27 MxH, k
KpemHueBoMy — oT 0.5 mo 5.8 MxH. ITomygeHHBIH pe-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

3yJbTaT M3HOCA BU3yaJM3UpPOBaIU B pexxnme Peak-
Force Tapping QNM. O6beM N3HOILIEHHOI'O MaTepu-
aima omnpeneiisyin coriiacHo ACM-tipoduiaio depes
clieql U3Hoca. YAeabHbIi 0ObeMHBII U3HOC OIpee-
JISLIA TI0 OTHOIIIEHUIO0 00beMa M3HOIIEHHOIO0 MaTe-
puraia K Harpy3ke M JIJIMHe IMyTu uHaeHTopa [18].

MexaHu4yeckre HarpsKeHUsl B 30HE KOHTaKTa
30H1a ACM c MOBEPXHOCTHIO IMTOKPHITUI (KOHTAKTHOE
JaBJIeHWE) OIpPEIesIsUId C TIOMOIIBIO Web-KaabKyJIs-
Topa KOHTakTHbIX HampspkeHuit AMES (Advanced
Mechanical Engeneering Solutions) [19, 20], 3anaBas
3HaYeHUsl paauyca 3aKpyIJieHUsl 30HAA, MOIYJIS
YIIPYTOCTY TTOKPBITUI U 30HA.

PE3VJIBTATBI 1 X OBCYXIEHHUE

IMTokpriTne Cu, Kak caMoe MSITKOE, CITYKWJIO JJIsT
0TpaboTKu MeTonuku n3noca ACM c aiMa3HBIM 30H-
nom. I1pu n3HOCe IpuMeHsIIach Harpy3ka Ha 30H7 0.8
u 2 MxkH. Paguyc 3akpyrieHusi 30HaAa COCTaBJISLI
45.5 aMm. OgHako yxe 1pu Harpyske 0.8 MmxH 1po-
M30IILJIO TTOJIHOE “cocKadiauBaHue” MOKPBITHUS MEIU
¢ noayioxXku (puc. 1). YuenbHbIT 00beMHBII U3HOC
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Puc. 2. ACM-u3o0paxeHne NOBEPXHOCTU MEHOTO MOKPBITUS ToNIMHON 100 HM rocsie u3Hoca KpeMHUEBBIM 30HIIOM 3a IMITh
LIMKJIOB Ha TtoJie 3 X 3 MKM: a — nipu Harpyske 1.9 MxH; 6 — ipu Harpyske 4.6 MKH; B — nmpodiu cedeHus1 TOBEPXHOCTH U3~

Hoca MPU pa3InyHbIX Harpy3kax ot 1.9 no 5.8 MxH.

ripu atoM coctasui 1.10 x 10~1°m3/H - m. KoHTakTHOE
nmasieHue npu Harpyskax 0.8 1 2 MxH cocrasuiio 15.6
u 21.2 I'Tla coorBeTcTBeHHO. [1pn Harpy3ke 2 MkH 3a
OSATh IMKJIOB aJIMa3HbIA 30HI M3HOCUJI MEIHOE I10-
KpbITHEe U Ha 30 HM KpEeMHUEBYIO TTOIAJIOXKY.

C ucroJib30BaHUEM KPEMHUEBOTO 30H/1a yIIOCh
BBITIOJIHUTh U3HOC TIOCTENEHHO 32 HECKOJIbKO IMPO-
xonoB (puc. 2). [Tpu Harpyskax 0.48 u 0.97 mxH mo-
clie TISITU LIMKJIOB M3HOC BBISIBUTH HE YAAJOCh, TaK
KaK Kakue-Ju0o clieibl Ha TOBEPXHOCTU OTCYTCTBO-
Banu. [1epBrlii cien nmpu Harpyske 1.9 MkH paBHsuics
rayoune 20 HM. JlaHHas TTy0MHA IT0Ka3bIBaeT 0C000e
COCTOSIHUE MOBEPXHOCTHOTO CJIOS TOJIIWHOW OKOJIO
20 HM, 71 pa3pyllIeHUs] KOTOPOro HY>KHO 3aTpaTUTb
OoJibllle HEPTUM, YeM [JId OCTAbHOIO TOKPBITHSI.
I1pu nocnenymoleM pocte Harpy3ku ao 5.8 MkH riy-
OuHa ciena M3HOCA yBeJMYMBajlach HE3HAUUTEIbHO
¥ HaxoIuJiach MPMOJM3UTENbHO Ha ypoBHe 40 HM.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

YHeHbeIﬁ OOBEMHBIN M3HOC IIpN 3TOM COCTaBMJI
7.8 X 102 2.0 x 10~ M3/(H - m).
BaBI/ICI/IMOCTB I‘J'IY6I/IHBI N3HOCa OT HpHJ’[O)KeHHOfI

Harpy3Ku IJISI MEIHOTO TTOKPBITUS IIPeACTaBIcHa Ha
puc. 3.

st uzHoca mokpwitus SiO, (puc. 4) UCToNb30Ba -
Csl aJIMa3HbBI 30H]I C )KECTKOCThIO KoHcou 48.1 H/M u
paguycoMm 3akpyriaeHus 45.5 am. I1pu n3Hoce npu-
MeHsIach Harpy3ka Ha 30H74 oT 0.8 mo 8 MmxH. Ilpnu
Harpy3ke 0.8 MkH ynmenbHBIN 00BEMHBIN M3HOC TO-
kpbitus SiO, cocraBui 0.79 X 1072 m3/(H - m). 3aBbi-
IIIeHME IIyOMHBI JIEBOTO Kpasl Ha cJiesie u3Hoca (puc. 4)
O0BsICHSIETCS HEKOTOPBIM 3aMeIlJIEHUEM 30HIa Mpu
M3MEHEeHUH HaIpaBJieHUsI BO3BPATHO-IOCTYyMNaTeb-
Horo aBuxkeHusi. C yBeIUUYeHUEM Harpy3ku yaelb-
HBII1 00BeMHBIN U3HOC SiO, yBeIU4YMBaeTcs o 3KC-
MOHEHIIMaIbHOM 3aBUCUMOCTU (puc. 5). O4eHb Ma-
JIble 3HavyeHus: rayouHbl u3Hoca (0.8—1.1 HM) mpu
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Puc. 3. 3aBUCUMOCTHY TJIyOMHBI M3HOCA (a) U YIEIBLHOTO
00BEMHOI0 M3HOCA M HOPMAJIBHOTO MEXaHMYeCKOTro Ha-
npsikeHust (0) s nmokpeiTvsi Cu OT HOpMaJIbHOM Ha-
rpy3KH.

Harpy3kax 0.8 u 2 MKH Takke MOTryT OOBSICHSITHCS
HEOOXOIMMOCTBIO 3aTPaTUTh TOMOJIHUTEILHYIO SHEP-
TUI0 Ha pa3pylleHue MOBEPXHOCTHU, HO B OTJIUYUE OT
Cu, y SiO, TonIMHa MOBEPXHOCTHOTO CJIOSI COCTaB-
qsteT He 20, a 1.1 am. [1J1sT TI0JTHOTO M3HOCA ITOKPHITUS
SiO, TonuuHo#i 100 HM 10 MOIJIOXKKY MOHAA00UIACh
Harpy3ka Ha 30H1 8 MKH. ITpu aTOM ynenbHbIi 00b-
eMHBI u3Hoc cocTtasmwi 10.42 x 10~2 m3/(H - m).
KoHTakTHOE maBjeHue IIpy Harpy3ke Ha 3051 8 MKH
coctaBuio 16.56 I'Tla (puc. 5).

M3Hoc nmokpeiThs ZrN TIpu Harpy3ke Ha 30HI OT
0.8 mo 8 MmxH m 5 nukiiax mpoxoaa 30HAa pe3yJibTa-
TOB, BBIsIBIsIEMBbIX ACM He nan. CyniecTBeHHOE BJIM-
STHUE Ha U3HOC OKa3bIBaeT BHICOKASI MUKPOTBEPIAOCTD
MOKPBITUSL B oT/inuKe oT NokpbiTus Cu u Si0,. Ilo-
STOMY IUISI M3HOCA IMOKpPBITUS ZrN Harpysky ycra-
HaBiuBaiu ot 8.98 10 26.8 MxkH, a Konm4yecTBO LIMK-
JoB yBeauuuau a0 40. IIpu 3TOM MOCTOSTHHBIMU
OCTAaBaJIUCh CJIEAYIOIINE MTapaMeTphL: mmojie 1 MKM?,
cKopocTh aBuxkeHus 3oHaa 4.07 MxM/c. 2KecTKOCTb
KOHCOJIM YW paauyc KPUBU3HBI 30HIA COCTAaBUJIU
73.67 H/m 1 31.0 HM COOTBETCTBEHHO.

Pesynbrarhl mpoBeaeHUSI M3HOCA HA TMOKPBITUU

ZrN npuBefeHbl Ha puc. 6. YCTaHOBIIEHO, YTO C PO-
CTOM HATrpy3KM yIeJIbHBIIA 00heMHBII M3HOC YMEHBIIIA-
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Puc. 4. Pesynbrar uznoca nokpuitusa SiO, ToamuHoi 100
HM: a — ACM-u3o6paxenue (2 X 3.5 MKkm); 6 — ipouau
CeYCHUsT TIOBEPXHOCTUM WM3HOca mpu Harpyskax 0.8 u
2 MkH; B — mpoduiu ceueHust MOBEpXHOCTU U3HOCA TIPU
Harpy3kax 4 u 8 MkKH.

ercs (puc. 7). Tak, mpu Harpy3ke 8.98 MkH ynenbHbIi
00BEMHBI M3HOC cocTaBui 6.19 X 1074 M3 /(H - m), a
npu Harpyske 26.94 mxH — 4.79 x 10~ m3/(H - m).
IIpu sTOM IIyGMHA M3HOCA HE3HAYUTEIBLHO pOCia.
JaHHBII pe3yIbTaT CBI3aH C U3HOCOM HE TOJILKO MO-
KPBITHSI, HO ¥ aJIMAa3HOTO 30HI1a, T.K. ITOCJIe TPOBEIeH-
HBIX UCTIBITAHWI HAa U3HOC Ha MOKPBITUH ZrN pannyc
3aKpYIJICHUS OCTPpUS 30HIa yBeanuuiics 1o 40.2 HM.

3AK/IIOYEHHME

MeTomoM aTOMHO-CHJIOBOM MUKPOCKOIIMU C HC-
MOJIb30BaHUEM aJIMAa3HOTO 30H/1a BBITIOJIHEH U3HOC U
orpenesieHa U3HOCOCTOMKOCTh MOoKphIThil Cu, SiO, 1
ZrN. YcTaHOBIEHBI 3aBUCUMOCTH YIEIbHOTO 00BhEM-
HOT'0 M3HOCA OT Harpy3Ku Ha 30H.

MakcumasbHble 3HAUEHUS YIEIbHOTO 00EMHOTO
M3HOCA MPU KCIOJb30BaHUN aJIMa3HOIO 30HIA CO-
crapwm 1.10 x 1071 m3/(H - M) mna Cu (nmoaHblit
cpbiB TwieHKn), 10.42 x 10712 M3/(H - M) mua SiO, u
6.19 x 107" m3/(H - m) mna ZrN. Ilpu ucnosb3oBa-
HMM KPEMHUEBOTO 30HIa U a0pa3MBHOM M3HALIM-
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Puc. 6. PesynbraT nzHoca nokpbiTust ZrN Mpu pa3iMuHbIX Harpy3kax: a, 6 — ACM-u3o0paxkeHust (rmoJjie 3 X 3 MKM) Mpu Ha-
rpy3Kax 8.98 n 26.94 MkH cooTBeTCTBEHHO; B — MPOGUIIN CEUYEHMS TOBEPXHOCTH U3HOCA IIPH Harpy3kax ot 8.98 no 26.94 MmxH.
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Puc. 7. 3aBucuMocTH riayOMHBI U3HOCA (a) U yIEeJIbHOIO
00BEMHOTO U3HOCA U HOPMAJTbHOTO MEXaHUYECKOTO Ha-
npsikeHus (0) nmpu u3Hoce ISl MOKpbITUST ZrN oT HOp-
MaJIbHOM Harpy3Ku.
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The Wear of Thin Coatings of Different Hardness by Probe Methods
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The wear was made and presented the results of determining the wear resistance of Cu and SiO, coatings with
a thickness of 100 nm and ZrN with a thickness of 3 um were measured using atomic force microscopy. The
dependences of the specific volume wear on the normal mechanical stress at the contact of the AFM probe

with the surface during wear are established.
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IMpoBeneHo ucciaegoBaHue BAUSIHHUS (DOKYCUPOBKM 30HAA PACTPOBOTO 3JIEKTPOHHOIO MUKPOCKOIA Ha
(opmupoBaHUe N300pakeHNI peJibe(HBIX CTPYKTYP B peXXrMax c60pa BTOPUYHBIX MeIJIEHHBIX U 0OpAaTHO
paccessHHBIX 3JIEKTPOHOB. B aKcIepruMeHTaxX UCIIOJIb30BaINCh BBICTYITbI U KAHABKU B KPEMHMU C TpaIeLm-
€BUIHBIM MpoduiieM 1 OOJBIIMMHU yIJIaMHM HaKJIOHAa GOKOBBIX CTEHOK. B mpoliecce nehoKycHpoBKM THra-
METp 30HAa yBeaIuuuBaiics 10 8 pa3. [TokazaHo, 4To U300paxkeHUe B pexkuMe cOopa BTOPUYHBIX MEIJICH-
HBIX JICKTPOHOB 3HAYMTEIbHO MEHSIETCS, B TO BPEMSI KaK B pexXrMe cOopa 00paTHO pacCesTHHBIX 3JIEKTPO-
HOB M300pakeHue B IIpeaesiax IIyMOB He U3MEHUIOCh. YKa3aHbl 00JIACTH CUTHAJIOB, Ha KOTOPbIE BIUSIET
(okycHpoBKa pacTpOBOIO 3JEKTPOHHOr0 MUKpockora. CaellaH BBIBOJ, YTO (DOKYCUPOBKY HEOOXOIUMO
OCYILECTBIISITh TOJBKO B pexKUMe c60pa BTOPUYHBIX MEIJIEHHBIX 3JIEKTPOHOB.

KimoueBble cjioBa: paCTpOBBIM 2JIEKTPOHHBIM MUKpocKoIr, POM, ¢opmupoBaHue n3obdbpaxkeHus, oopaTHO
paccesiHHbIE BJIEKTPOHBI, BTOPUYHbBIE MEJIEHHbIE 3JIEKTPOHBI, (hOKYyCUPOBKa, 1e(POKyCUpOBKa.
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BBEAEHWE

PacTpoBrlii 371eKTpOHHBINM MHKpockon (POM)
SIBJISIETCSI OTHUM U3 CAMbIX PaCIPOCTPaHEHHBIX MTPU-
0oOpoB IS uccienoBaHUsl peibeda TOBEPXHOCTU
TBEPAOTO Tejla U U3MEPEHUS] PAa3MEPOB DJIEMEHTOB
MUKPO- U HAHOCTPYKTYp [1—7]. DTO 0OycCiIoBIEeHO
TeM, 9TO AJ1ss POM paszpaboraHbl TeCT-OOBEKTHI
[8—11] mns ero KaaMOPOBKM U caMU METOIBI KaJInO-
poBku POM [8, 12—14], noBeaeHHbIE 1O POCCUNCKUX
HauumoHanbHBIX cTaHgapToB (TOCT P) [15, 16], 1 me-
TOOBI U3MEPEHMS TMHEHHBIX pa3Mepos [8, 11, 17—23]
B MukpomeTpoBoM (1—1000 MKM) 1 HAaHOMETPOBOM
(1—-1000 HM) mmama3zoHaxX. DTO MO3BOJMJIO CO3IaTh
cUCTeMYy Mepeayn pa3Mepa OT NEPBUUYHOIO 3TajlOHa
IJUHBI (MEeTpa) B HAaHOAMAIa30H [24, 25] ¢ TOMOIIIbIO
POM.

PacTtpoBble 3JIeKTPOHHBIE MUKPOCKOIMBI MOTYT
paboTaTh B HECKOJBKMX peXrMax: HU3KOBOJIBTHOM
(pHeprus 3JeKTpoHOB 30HAa F <2 k3B) 1 n1ByX BbICO-
KOBOJIBTHBIX (£ > 2 k3B) npu perucrpaiimiv BTOpAY-
HBIX MEIJICHHBIX 3J1eKTpoHOB (BM3) 1 o6patHO pac-
cestHHBIX 2yieKTpoHOB (OP3). B Hactosiee BpeMs
TOJIbKO HU3KOBOJIBTHBIN PEXX1M 1 BBICOKOBOJIBTHBIM
peXuM Tpu peructpauuy BMD nonyuyninuy mupokoe
pacrnpocTpaHeHue. DTO CBSA3aHO C TEM, YTO UMEHHO
JIJISI 9TUX PEXKMMOB pa3paboTaHbl METObI KaTOpOB-
k1 POM u uaMmepeHus: Ha HeM JIMHEWHBIX pa3MepoB
MUKPO- M HAHOCTPYKTYp. Pexxum permcrpanmm o6-
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paTHO pacCesTHHBIX 3JICKTPOHOB HE MOJIYIWIT IITHPO-
KOTO pacTpoCTpaHEeHUS W3-3a TPYTHOCTEM, CBSI3aH-
HBIX CO CJ1a00¥ N3YYEeHHOCThIO MEXaHU3MOB (hOpMU-
pOBaHUsI U300paxkeHUsT B pexkumMe coopa OPD [26—28].

B nmocnenHee BpemMst mosiBUIMCH paboThl [29—33],
B KOTOPHBIX yIAJIOCh PEIINTH MPodaeMy (popMupoBa-
HUS U300paxkeHus1 B POM, pabdoTaroiieM B pexxume
cbopa oOpaTHO paccesiHHbIX 2JeKTPOHOB. B aToit
CBSI3U BCTajla 3a/laya CPaBHEHUS JIBYX PEXKMMOB pa-
00Tbl POM-peructpaiivii BTOPUYHBIX MEIJICHHBIX 1
00paTHO pacCesTHHbIX JIEKTPOHOB, UX OTINYUTEb-
HBIX OCOOEHHOCTEM, TIOCTOMHCTB U HEIOCTATKOB NP
MpoBeAECHUY U3MepeHUuil Ha POM.

Hacrosiast paboTa nmocBsieHa U3y4YeHUIO BIIUSI -
HUs1 HOKYycUpOBKHU 30HIAa POM Ha dopMupoBaHue
N300pakeHNN peabedHBIX CTPYKTYP B peXKMax c00-
pa BTOPUYHBIX MEMJIEHHBIX U OOpaTHO pacCesiHHBIX
3JIEKTPOHOB.

SKCIIEPUMEHTAJIbHAA AIITTAPATYPA
N NCCIIEAYEMBIE OB BEKTbI

Memoo uccaedosanus

Meton wuccnegoBaHusi (opmupoBaHusi POM-
M300paKeHU BO BTOPUIHBIX MEIJICHHBIX 1 00paTHO
paccesiHHBIX 2JIEKTPOHAX, UCITOJIb30BaHHBIN B TaH-
HOI paboTe, aHaJIOrM4YeH METOIY, OIIMCAHHOMY B pa-
6otax [26—29]. ®oKycUpOBKY, BBIOOp YBEJIMYCHUS
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Puc. 1. CxeMnl 111aroBoii CTPYKTYpHI (a), COCTOsIIeH 13
IIBYX BBICTYITOB M KAHABKM MEXIY HUMU C TpareneBUI-
HBIM MPOodUIEM U GOIBIIIUMHU YIJIAMU HAKJIOHA GOKOBBIX
cTeHOK, 1 BM3-curHama POM (6), nmosydaemMoro rmpu
CKaHMPOBAHUM TAKO# CTPYKTYDHI.

POM wu uccnenyemoro ajieMeHTa peiabeda MpOn3BO-
JISIT TIO0 U300pakKeHUIO 3TOTO BJIEMEHTA B peXXrMe pe-
ructpauun BMO. [lanee, He MeHsss NapaMeTpPOB
POM m He ngBurasg obpasell, IIPOBOAIT ITOBTOPHOE
CKaHUpoOBaHUEe oOpaslia, HO yXe IpU perucTpaiuu
curHana OPD.

Takoit MeTon naeT BO3MOXHOCTb KOHTPOJMUPO-
BaTh napameTpbl POM nmo BMB-u3o0paxkeHUsIM,
KOTOpbIE MO3BOJISIIOT ONpPeNessiTh BCe OCHOBHbBIE Xa-
paktepuctukn POM [8—11, 13, 14], B TOM unciie n
KOHTPOJIMPOBaTh (POKYCUPOBKY 30H1a POM — omnpe-
NeJISITh BeJIMYMHY auaMeTpa 3oHAa. HemsmMeHHOCTH
yBeJIMYeHUsI U (POKYCUPOBKHU B 0OOUX pexXuMax pe-
TUCTpallUU BJIEKTPOHOB TapaHTUPYET OJUHAKOBYIO
¢dopMy nyuka MepBUYHBIX JIEKTPOHOB. A OfHA U Ta
Xe 00JacTh CKaHMPOBaHUSI oOpa3la JaeT BO3MOXK-
HOCTb TMPOBOJIMUTb HEMOCPEACTBEHHOE CpaBHEHUE
CUTHAJIOB, MOJYYEHHBIX B Pa3HbIX pexxumax, Ipyr C
JIpyroM. DTO TO3BOJISIET HEMOCPEICTBEHHO CPaBHU-
BaTh curHajibl BM® u OPD u ycTpaHsITh OIIMOKU,
BO3HHUKAWOIIME B IIpolecce KaauOpoBku POM mu
OIpeeIeHUU YUCIEHHbIX 3HAaYeHU pa3MepoB dJie-
MEHTOB CTPYKTYD.

Hccaedyemvle obsexmol

B xauecTBe nccaenyeMbiXx 00bEKTOB ObLIN BBIOpa-
HbI BBICTYITbI U KAHABKU B KPEMHUU € TpaneleBUI-
HBIM TIpouieM 1 OOJBIIMMU YIJIaMU HaKJIoOHa 00-
KOBBIX CTEHOK. Takue CTpyKTypbl UCITOJIb3YIOTCS 1151
Kammoposku POM [8—11, 13, 14]. Kpome Toro, mis
TaKUX CTPYKTYP, BBITTOJJTHEHHBIX U3 MOHOKPEMHMUS C
opueHTauueit mosepxHoctu (100) mo TexHOJIOrUU
KUJIKOCTHOTO aHW30TPOMHOTO TPaBJIeHUs, pa3pado-
TaHbl METOJBI MPOBEPKU KayeCTBA UX U3TOTOBJICHUS
[34—36], xoTophle ITOKAa3ajii BBICOKOE KAadyeCTBO
CTPYKTYP, UTO MO3BOJISIET YCTPAHUTD BIUSIHME HEO-

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

CTaTKOB TEXHOJIOTUU U3TOTOBJICHUS CTPYKTYpP Ha pe-
3yJIbTaThl U3BMEPEHUIA.

CTpyKTypoii ¢ TpalelMeBUIHBIM IIpoduieM u
OONBLIMMU yIJIaMM () HAKJIOHa OOKOBBIX CTEHOK
(puc. la) gaBisieTcsl CTPYKTypa, YAOBJIETBOPSIOLIAS
ycaoBuio [8, 9, 37, 38]:

@ > arctg(d/h), (1)

rae 4 — riiyouHa (BbIcOTa) 2JIeMeHTa pejibeda CTPYK-
Typhl (puc. la), d — >(ppeKTUBHEIIN TUaMeTp 3JIeK-
TpoHHOTO 30HAa POM. OnpenencHue 3¢ppeKTUBHO-
ro 1uamMmeTpa (Jajaee quaMeTpa) 3JeKTPOHHOIro 30H1a
npuBeaeHo B pabotax [39, 40].

Boipaxenue (1) npaBUIbHO ONpeaessieT 0oablne
YIJIbl HAKJIOHA OOKOBBIX CTEHOK. OMHAKO B IIMPOKOMA
MpakTUKE OHO HEYJOOHO OJisl MCIIoJb30oBaHUsSA. ['o-
pas3no ynoOHee MoJib30BaThCsl He BbipaxkeHueM (1), a
HEepaBEeHCTBOM

SL’R:htg(p>d. (2)

31ech §; g — MPOEKUUU OOKOBBIX HAKJIOHHBIX JI€-
Boii (L) m mpaBoii (R) CTEHOK BEICTYIIOB, KOTOPBIE
oIpenesieHbl Ha puc. la.

HepaBeHcTBO (2) yKa3pIBaeT, YTO JMaMeTp 30HAA
MHOTIO MEHbIIIE BEJIMYUHBI TTPOEKIIMM OOKOBOM Ha-
KJIOHHOM CTeHKM BBICTYIIA WJIM KaHaBKM (puc. 1a) Ha
TJIOCKOCTh OCHOBaHMSI CTPYKTYyphbl. CrienuaabHble
HUCcCceI0BaHMs, IIpOBeIeHHBIE B padore [21], moka3a-
JIi, 4YTO ocobeHHocTu POM-u3o0paxxeHUil BO BTO-
PUYHBIX MEJIEHHBIX JIEKTPOHAX COXPaHSIIOTCS B 60-
Jiee IIMPOKOM Auaria3oHe, YeM AaeT BohIpaxkeHue (2).
MOXXHO CUUTaATh, UTO CTPYKTYPHI C OOJBIIMMHU YT-
JJaMyd HakJIoHa OOKOBBIX CTEHOK YIOBJIETBOPSIOT
YCJIOBUIO:

spq > 1.5d. (3)

B kauecTBe 00BbeKTa ¢ TpareLUeBUAHBIM PO U-
JIeM 1 OOJIBIIMMH YIJIaMH HAaKJIOHa OOKOBBIX CTEHOK
B JaHHOW paboTe MCHOJB30BAJICSI TeCT-O0BEKT
MILIIC-2.0K [8,9, 11, 35, 36]. TecT-00BEKT BBIITOJI-
HEH M3 MOHOKPEMHMSI C OPUEHTAIINEH ITOBEPXHOCTU
(100) Mo TEXHOJIOTUH XKMAKOCTHOIO aHM30TPOITHOTO
TpaBJeHUsI BOOJb KpucTaiorpauyeckux II0CKO-
creii [41]. Ha puc. 2 npuBeneHo BMD-u3obpaxkenue
o0I1IeTo BUAA TeCT-00BbEKTA IIPU Pa3HBIX yBeJIUYE-
HUSIX.

TecT-00bEKT COCTOUT U3 IISITU MOAYJIeH (puc. 2a)
1o 3 IIaroBble CTPYKTYPHI B KAXKI0OM MomyJie (puc. 20).
Iaroswie cTpykTypsl fimuHoi 100 MKM TIpencTaBiIsI-
0T coboitf 11 kaHaBok (10 BBICTYIIOB) B KpEeMHUU
(puc. 2B). CTpyKTypbl MOTYT OBIThH BEITIOJIHEHEI C pa3-
MepaMU BepXHEro OCHOBAHUS BBICTYIIOB, JI€XKAIIUMU
B nuarna3oHe 5—700 HM, ¥ TIpoeKLUSIMU OOKOBOM Ha-
KJIOHHOM CTEHKH, JIeKalluMU B mumanazoHe 100—
900 HM, IIPY OJHOM 1 TOM K€ HOMMHaJIbHOM 3Have-
Huu 1rara 2000 HM. ATTecTanus mara TecT-o0beKTa
OBLIa OCYIIECTBJICHA HA 3JIEKTPOHHO-ONTUYECKOM
MeTposiorndeckoin cucreMe [42] PusuKo-TeXHUYE-
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Puc. 2. PDM-u3o6pakeHus o61ero Buaa (a), LieHTpaib-
HOTO MOy’ (0) M BTOPOI1 IIAarOBOI CTPYKTYPHI (B) TeCT-
obbekra MIITIC-2.0K.

ckoro uHctutyta (Physikalisch-Technische Bunde-
sanstalt — PTB) I'epmanuun. ATrecToBaHHOE 3Haude-
HHe mara cTpyKTypsbl coctaBmio 2001 £ 1 am. Tect-
oobekT MILTIC-2.0K mnpolren MexXayHapoaHbIe
cmaeHns [43] B Poccum m I'epmannmn.
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{111} {111}

{100}

Puc. 3. Cxema pacrojioxkeHust KpucTajutorpaduyeckux
TJIOCKOCTE KPEMHMUSI B CTPYKTYpE, TOJTYYEHHOM aHU30-
TPOINHBIM TPaBJEHUEM IIACTUHBI KPEMHUSI C OpUEHTA-
nueit noBepxHoctu (100) yepe3 okHa B Macke.

I11ocKOCTM BEpXHUX OCHOBaHWIA BBICTYNIOB U
HIDKHUX OCHOBaHU KaHABOK TaKOM CTPYKTYPHBI COB-
HagalT ¢ KPUCTALIOTPAUUYSCKUMU TUIOCKOCTSIMU
{100} kpeMHUsI, a OOKOBBIE CTCHKM KAHABOK — C KpU-
crayutorpadpudeckuMu Iuiockoctssmu {111} (puc. 3).
KauecTBO M3roToBJICHUSI TaKUX CTPYKTYP MCCIIEIO-
Bajoch B paborax [35, 36], roe ObUIO ITOKa3aHO, YTO
TaKue CTPYKTYPhl 00JagaloT OYeHb BBICOKMM Kade-
CTBOM: TJIAIKOCTb CTEHOK HaXOAUTCSI Ha aTOMapHOM
YPOBHE, a IJIOCKOCTU IPaHU1] peJibeHbBIX 2JIEMEHTOB
COBITAAIOT C COOTBETCTBYIOIIMMU KpUCTaJLIorpadu-
YEeCKUMH TIJIOCKOCTSIMU KPEMHUSI.

Ha puc. 1 npuBeneHbl cxema IBYX TparelueBu/I-
HBIX BBICTYIIOB C OOJIBIIMMH yIJIaMM HAKJIOHA 0OKO-
BBIX CTeHOK (puc. 1a) u cxema BM3O-curHana (puc. 10).
BepTukajlbHBIMU IITPUXOBBIMU JUHUSIMU Ha puc. 1
MOKAa3aHbI CBSI3U IPAHUYHBIX TOYEK IIPOMUISI CTPYK-
TYpbl C KOHTPOJIbHBIMU TOUYKAMU [—6 Ha CUTHAJe.
ITpu cumMeTprYHOM Npoduiie 30H1a TOYKU /—6 ne-
JISIT COOTBETCTBYIOIINE OTPE3KM CXEMbl CUTHAJIA IO~
oJaM.

ITpu BhITTOJIHEHUY YCJIOBUS (2) U yCJIOBUIA
b, >d, u, >d 4)

napameTpbl curHaia BMO (puc. 16), CTpyKTypbl
(puc. 1a) u Mukpockomna (m u d) CBI3aHbL IPYT C APY-
TOM COOTHOIIEHUSIMU

t=mT, (%)
s, =mSy, Sgp=mSyg, (6)
u,=mU,, b,=mB, (7)
u, =mU,, b =mB, (8)
d =mD. )

3neck m — pa3Mep mukcesass Ha BM3D-n3o0paxkeHnn.
B cuny metona ucciaenoBanus opmupoBaHusi BMD
u OPD-u3obpaxkeHuit, U3J10XEHHOTO BhILIE, pa3Mep
nukcenss Ha OPD-m3obpakeHnn OyImeT TaKou Ke.
HMcnonb3ys BeipaxkeHus (5)—(9), MOXKHO onpeaeauThb
pa3Mep MUKCcells m M TUaMeTp 30HOa d, eClIV U3Be-
CTEH XOTS OBl OOMH MapameTp peabedHOI CTPYKTy-
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Puc. 4. ®opmbel BM3D-curHaios, mojydyeHHbIXx Ha POM
IpU CKAaHMPOBAaHMM BBICTyIIAa TecT-o0bekTa MIIIIC-
2.0K 30H1aMU € HEPTUSIMU NTEPBUYHBIX 371€KTPOHOB 0.3,
0.6, 1.0, 2.5, 5, 10, 15, 20 k3B (curHanbl /—& COOTBET-
CTBEHHO).

pol. KpoMme Toro, ¢ momolibio BbipaxkeHuil (5)—(8)
MOXKHO OIPEAEIUTh BCe OCTaJbHEIE ITapaMeTPhI IIPO-
duns CTPYKTYphbl, €ClIU 3HaATh pasMep IMKCels Ha
N300paxKeHUN.

Ha puc. 4 npuBenenst BMBO-curnansi [40], momy-
YeHHBIe P CKAHUPOBAHUM BBICTYIA TECT-OOBEKTA
MIITIIC-2.0K B POM npu pa3HBIX HEPIUsIX JICK-
TPOHOB 30HAAa. BUIHO, YTO He IpHU BCeX IHEPIUSIX
¢opMa curHajia coBMmajzaeT CO CXEeMOil curHaua
(puc. 10). TonxbKo mpu dHEPrusiX MeHblle 2 K3B mim
6osbie 10 k3B (popma BMD-curHana coBmamaet co
cxeMoit curHana. [ToaToMy 3KCIIEpUMEHTBI CeAyeT
OPOBOINUTL MPU 3HAYEHUSIX SHEPrUil MEepBUYHBIX
2JIEKTpOHOB 6oJbiIe 10 kaB.

Jas1 3KCcnepruMeHTOB ¢ J1e(OKYCUPOBKOM 30HIa
POM 6b111 BEIOpaHEI 5 1 6 BEICTYITBL M KAHABKA MEX-
Iy HUMU (HyMepallysl cJieBa HalpaBo) BTOPOii 11aro-
BOM CTPYKTYphl (pUC. 2B) LIEHTPaJbHOIO MOIYJS
(puc. 20) Tect-oobekTa MIIIIC-2.0K (puc. 2a) Ha
YPOBHE TOPU3OHTAJILHBIX HAaIlpPaB/ISIONINX JIMHUIA.
HMMeHHO B 3TOM MecTe Obljla aTTeCTOBaHA BeJIMYMHA
mara Tect-oobekTa. Ha puc. 5 nmpuBeaeHbl U300pa-
XKeHUs 5 U 6 BBHICTYIIOB B pexume cbopa BMD
(puc. 5a) u OP3D (puc. 50) npu coKycupoBaHHOM
30HJI€E, a Ha puc. 6 B pexxume cobopa BMD (puc. 6a) u
OP3 (puc. 66) mpu MaKCUMAaJIbHOM 1e(OKYCHPOBKE.
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Puc. 5. BMD (a) u OPD (6) nuzobpaxenust 5 u 6 BLICTYIIOB
1IaroBOil CTPYKTYpbl TECT-OOBEKTa, IMOJYYeHHbIE MpPU
Cc(hOKyCHUPOBAaHHOM 30HIIE.

DKCchepuMeHmanbHas annapamypa

DKCIepuMeHTHl ImpoBogwmch Ha POM S-4800.
DHeprus 3J1eKTpoHOB 30Haa cocTapisiia 20 kaB. Pa-
0ouee pacCTOsIHUE B Mpoliecce dKCIepuMeHTa ObLIO
9.8 mMm. Pasmep mosyuyaemoro uzobpaxkeHus 2560 x
% 1920 pix. bonee moapoOHBIE CBEAEHUSI O MUKPO-
CKOIIE 1 pexKrMax ero paboThI ITpUBEACHBI B cTaThe [29].

Kanmu6poBka POM (ompenencHue pazMepa NUK-
celisl m U IuamMeTpa 30HAa d) OCYIIeCTBIISIIaCh ¢ T0-
MOIIIBIO TOro € camoro TecT-oobekra MIIIIC-
2.0K, Ha KoTopoM u3yyajioch hopmupoBaHue BMD
n OPD-uzob6paxkenuii no BM3-uzobpaxkeHusm [§—10]
KakK Ha c(OKyCMPOBAaHHOM M300pakeHWUM, TaK U MIPU
nedokycupoBkax. Jedokycupoka POM ocymecTs-
JIsiIach MOBOPOTOM pyYKHU (pOKycUpOBKHU. bbln mo-
aydyeHbsl BMB u OP3-u3obpaxenus npu choKycu-
POBAaHHOM 30HE U TpeM Ie(POKYCUPOBKaM.
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Kanmn6poska POM (ompeneneHue pa3Mepa K-
ceJiss m U AuaMmeTpa 30Haa d) OCyIIeCTBIIsIIach C Uc-
MoJib30BaHWEM pa3Mepa mara 7' w mapametpa D Ha
BMO3-curnanax (puc. 10) u aTTeCTOBAaHHOIO 3Haye-
HMS 11ara ¢ cTpykrypsl (puc. 1a). Ilpu ucnosb3oBa-
HUU BbIpaxkeHus (5) 1 (9), ObLIU MOJTyYeHBI TTapaMeT-
pel POM, coorBeTcTByIOImME C(POKYCUPOBAHHOMY U
TpeM J1edOKyCUPOBAaHHBIM M300pakeHUSIM. DTH T1a-
paMeTpnl nipeacTaBieHbl B Tab. 1. CpenHee 3Haye-
HUE pa3Mepa ITUKCEJIST IO BCeM YeThIpeM M3MepeHU-
sIM, OTIpeNeJICHHOE 10 MEeTOLY HaMMEeHBIIINX KBaapa-
TOB, COCTaBJIsSIET

m=1.9648 £0.0010 HM/pix

nipu % = 3.7 1 yncIe cTeneHei cBoboabl n, = 2.

HomMmuHanbHOE 3HaYeHUE pa3mepa MUKCeNs, 3a-
JIaHHoe (hupMoit usrorosuteaeM POM, cocrasisiio
1.984375 uMm/pix. OTKJIOHEHNE CPEIHETO 3HAYEHUS
S5KCIEPUMEHTAbHBIX Pa3MEPOB MUKCENSI OT HOMU-
HaJIbHOTO 3HAYEeHUSI cOocTaBisieT ~1%, 4TO OdYeHb
MHOTO ISl TaHHOTO MUKpockona. OgHako MaKCH-
MaJIbHBIE PACXOXIEHUS SKCIIEPUMEHTAIbHBIX 3HAYe-
HUI He npeBbIaioT 0.2%, 4TO SABISIETCS XOPOIINM
pE3yJIbTaTOM U3MEPEHUIA.

ITpu cokycMpoBaHHOM 30HIE €ro IUAMETP CO-
cTaBuI 8.9 HM, YTO SIBJISIETCSI XOPOIIE BeJIUYUHOMN
IS [AHHOTO MUKpPOCKoIia. MakcumanbHast 1eoKy-
CHpPOBKA yBeJIMYWJIA AUaMETp 30HAA 10 74 HM. DTO
OYeHb 0OJIbIIIOE YBEINUEeHUE pa3Mepa 30H1a. OqHaKO
BeJIMYMHA MPOSKIIMM OOKOBOII HAKIOHHOM CTEHKU
HWCMOJIb3yeMOro TecT-00bekTa Ob11a 390 HM. TToaTo-
My Jaxe Mpu MakKCHMMaJlbHOU 1edOKYCUPOBKE Bbi-
MOJIHSIETCSI He TOJIBKO BeipaxkeHue (3), Ho u (2). Cie-
JIOBaTEJIbHO, TECT-OOBEKT MOXHO CUMTaThb HUMEIO-
IIMM OOJIbIIINE YIJIbI HAKJIOHA GOKOBOI CTEHKHU BO
BCEM MCMOJb3yeMOM B 3KCIIEpUMEHTE auaria3oHe
(GOKYyCUPOBOK.

(10)

OKCINEPUMEHTAJIbHBIE PE3VYJIBTATDBI
1 OBCYXIEHUA

Ha TecT-00BeKkTe OB BEIOpPAH Y4aCTOK C XOPOIIIO
3aMEeTHBIM JIe(DeKTOM ITOBEPXHOCTU (Ha puc. 5a u 6a
9TOT Ae(eKT yKa3aH cTrpeakamu). Ha BM3-u3o06pa-
KEHUSIX 9TOT Ae(EeKT XOPOIIIO BUAECH KaK Mpu HOKy-
CcUpOBKe (puc. 5a), TaK U MPU MaKCUMaJIbHOM nedo-
KycupoBke (puc. 6a). B To Bpemst kak Ha OPD-1u300-
paxkeHUsIX 3TOT AedeKT He BuaeH (puc. 56 u 66) HU
npHU Kakoit (poKycHMpoOBKe. DTO CBSI3aHO C TEM, YTO
MexaHU3Mbl (opMupoBanus BM3D-u3obpaxkeHmMit
OMIPENEIISIIOTCSI TIOBEPXHOCTHBIMU CBOWCTBAMU UC-
clienyemMoro oobekTa, a OPD-u3zobpaxeHuit onpene-
JITIOTCSI TJIYOMHHBIMM XapaKTepUCTUKAMM penabed-
HOI ToBepxHOCTU. B mpolecce uccienoBaHusi 06-
JIaCThb C Ie(peKTOM M3 aHaJIM3a UCKIII0YaIach.

I yMeHBIIeHUs] IIyMOB, B aHAJIM3€ MCIOJIb30-
BaJIOCh CYMMHUPOBAHUE CHUTHAJIIOB. DTO BO3MOXHO
Gs1aromapsi BEICOKOMY KadecTBy [35, 36] usrorosie-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

2 MKM

(©)

Puc. 6. BMD (a) u OPD (6) nusobpaxeHnus 5 u 6 BLICTYIIOB
IIarOBOM CTPYKTYPBI TEeCT-O0BEKTa, IMOJYYEHHBIC MPU
MaKCHUMAJIbHO 1e(OKYyCHPOBAHHOM 30HIE.

HHS TeCT-00BEKTOB C TpaIlelIMeBUIHBIM IIPOMIIIEM 1
OOJIBPIIIMMY YIJIaM1 HaKJI0HA OOKOBBIX CTEHOK. Kpo-
Me TOI'0, PaCCTOSIHHAE MEXIy CTpOKaMM (~2 HM) MHO-
ro MeHbIIIe TMaMETPOB 30HI0B Kak JJis1 c(hOKYCUPO-
BaHHOTO, TaK W s Ne(hOKYCUPOBAHHBIX 30HIOB.
TToaTOMY OIHO M TO K€ MECTO TeCT-00BhEeKTa CKaHM-

Ta6auna 1. [Mapamerpsl POM B akcriepuMeHTe ¢ neoKy-
CHPOBKOI1 3JIEKTPOHHOTO 30HIa

m, HM/pix d, HM
dokycupoBka 1.962 + 0.002 8.910.2
Hedokycuposka 1| 1.967 £ 0.002 19.5+0.5
Hedokycuposka 2| 1.966 + 0.002 32.7+£0.9
Hedoxkycuposka 3| 1.964 +0.002 74 £ 2
Ne 6 2020
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Puc. 7. BMD (a) u OPD (6) curHabl n306paxeHuii 5 u 6
BBICTYIOB IIArOBO# CTPYKTYpPbI TecT-00bekTa. CUTHAIIbI
1 mostydeHs! TIpu C(pOKYCUPOBAHHOM 30HIIE€, CUTHAIBI 2
COOTBETCTBYIOT ~MaKCHUMaJIbHO  1e(OKYCUPOBAHHOMY
3oHAy. Ctpenkamu Ha BM® curHaiax mokasaHbI 00ja-
CTH, KOTOpBbIE U3MEHSIIOTCSI WUIN TOJIKHBI MEHSITHCS TIPU
U3MEHEHUU (POKYCUPOBKHU.

pyeTCs MHOTOKPATHO. DTO TaKXKe MO3BOJISIET CYMMU-
poBaTh CUTHAJIbI 0€3 TTOTEpU NH(OPMALIVU.

Ha puc. 7 npuBeneHsl cyMmmupoBaHHBIE 110 10-TH
curHajaMm BM3 (puc. 7a) u OP3D (puc. 76) curHajbl
chokycupoBaHHOTrO (CUTHaIBI /) M MaKCUMaJbHO
nedokycupoBaHHOro (curHaiabl 2) M300pakKeHUH,
MPENCTABJIIEHHBIX HA pUC. 5 1 6 COOTBETCTBEHHO. XO-
POIII0 BUITHO, YTO 1e(hOKYCHUPOBKA JOCTATOYHO CUJIb-
Ho nckaxaeT BMBO-curnan. B To xe Bpemst Ha OPD-
curHaj (puc. 70) necoKycrupoBKa OKa3bIBaeT OYEHb
cjlaboe (mpakTuyecku HyjeBoe) BiaustHue. O0jacTh
MCKaXXeHMs ToKa3zaHa Ha puc. 7 cTpenkamu. s
OoJIbIlIei HATJISIMHOCTM Ha pHUC. 8 TIPUBEASCHBI OT-
nenbHble yactu BMO (puc. 8a) u OPD (puc. 86) cur-
HaJI0B, COOTBETCTBYIOILLME MPaBOii HAKJIOHHOM CTEH-
K€ JIEBOrO BBICTyMa, MpU C(POKYCUPOBAHHOM 30HE
(curHan I) M MakKCHUMaJbHO Ne(hOoKyCMpOBaHHOM
30HIe (curHan 2). CUrHaibl HaJIOXXEHBI IPYT Ha Ipy-
ra. XopoI1o BUJIHO, YTO BIIMSIHME 1e(POKYCUPOBKU Ha
BMD3D-curnan noctatogyHo cuibHoe, a Ha OPD-cur-
Hajl Ha (pOHE IIYMOB IIPAaKTUYECKM HE3aMETHOE.
M 510 nipu usmMeHeHuU nuameTpa 3oHAa B 8 (1) pas.
Takoe noBenenne OPD-curHana ykaspiBaeT Ha 3Ha-
YUTEJIbHbIE TPYAHOCTH, BO3HUKAIOIIHE MTPU (POKYCU-
POBaHMUM ITy4YKa 3JICKTPOHOB B MPOIIECCe U3MEPEHMIA
Ha POM B pexume perucTpaimu oo0paTHO paccesiH-
HBIX 9JIEKTPOHOB.

J1as1 cpaBHEHMS ¢ 9KCIIEPUMEHTOM OBLIN pacCUm-
TaHbI POPMBI CUTHAJIOB C UCITOJIb30BAaHUEM MOJEIei
dopmupoBanuss BMD u OP3D curHanoB, ormmcaHHBIX
B pa6ote [44]. CormacHo 3TiuM mMomenssM BMO cur-
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Puc. 8. Yactu peanbabix BMD (a) u OP3D (0) curHasnos,
MOJIYYEHHBIX 11 COKYCHUPOBAHHOTO / 1 MAaKCUMAJIbHO
nedokycrupoBaHHOTo 2 30Hma. CTpejkaMy Ha CUTHaJIax
MOKa3aHbl 00J1aCTH, KOTOPbIE U3MEHSIIOTCST MJTU TOJIKHBI
MEHSITBCS TIPH U3MEHEHUH (DOKYCUPOBKHU 30H/IA.

Han Vggg dopMupyeTcst 1ByMs CUTHAJIAMU: CUTHAJIOM
Vgsg, IOJIYYEHHBIM B pe3yJIbTaTe pPErucTpauuu o0-
paTHO pacCesiHHBIX 3JEKTPOHOB, U CUTHAIOM Vg,
MOJIy9eHHBIM B HI3KOBOJILTHOM PesKnMe padboTel POM,

Vese (1) = ApseVase (1) + ALgVis (), (11)
e Agsg Y A g BKJIAIbl COOTBETCTBYIOLIMX CUTHAJIOB.

Ha puc. 9 npuBeneHbl yacT MoaeiabHbBIX BMO
(puc. 9a) u OPD (puc. 96) curHanoB, aHAJIOTUYHbIE
YacTsIM peajibHbIX CUTHAJIOB, ITOKa3aHHBIX Ha puC. 8.
Bunno, uto peanbHbIe (puc. 8) 1 MoaeabHbIE (puUc. 9)
curHajbl oguHakoBble (Bkiaagsl OPD m HB-curna-
JIOB, JIy4llle BCETrO OMUCHIBAIOIINX SKCITIEPUMEHT, CO-
cTtaBisioT 2 U 1 cooTBeTCTBEHHO). MoelibHble U
9KCIEPUMEHTATIbHbIE CUTHAJIBI HE CTalyd HaKJiaJbl-
BaThb APYT Ha ApyTa, TaK KaK COBMAaAEHUS CTOJIb XOPO-
1111, YTO peaJibHbIe U MOJIeJIbHbIE CUTHAJIbI 3aKPbIBa-
ot apyr npyra. Ha puc. 9 ybenuTeapbHO moKazaHO,
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Puc. 9. Yactu monenbHbix BMD (a) 1 OP3 (6) curHaios,
MOJIYYEHHBIX UIs1 C(hOKYCUPOBAHHOTO I M MAaKCUMAaJIbHO
nedokycupoBaHHOro 2 3oHma. CTpejkaMu Ha CUTHaIax
nokKa3aHbl 00J1aCTH, KOTOPbIE U3MEHSIIOTCSI IIPU U3MEHE-
HUU (POKYCUPOBKU 30HA.

9TO MeOKyCMpPOBKA 3HAUYMTEILHO BIIMSIET Ha 9acTH
BMDbD-curnama. B 1o e Bpems aedoKycupoBKa
npakTuiecku He BausieT Ha OPD-curnan. Obnactu
BIUSHUS (DOKYCUPOBKM Ha CUTHAJIBI TIOKa3aHBI
CTpEIKaMM.

Ha pwmnc. 10 mpuBeneHsr BMO-curnaner I m
OPO-curHaisl 2, 13 KOTOPBIX COCTOSIT CHOKYCUPO-
BaHHbIe (puc. 10a) u nepoxycupoBannsie (puc. 100)
n300paxKkeHus, MoKa3aHHbIe Ha puc. 5 1 6. CUTHAJIBI
OTHOPMMPOBAHBI M HAJIOXKEHBI APYT Ha Apyra. Xopo-
mo BuUIHO, 4TOo BMO-curHanel I cOCTOSAT u3
OPD-curHajgoB 2 u elle OQHOIO CHUTHaJa Kak st
c(hOKYCUPOBAHHOTO, TaK 1 IS 1e(POKYCUPOBAHHOTO
N300pakeHUIA.

JJ1s1 BBISCHEHMSI TPUPOJIBI 3TOTO IPYrOro CUrHaia
Ha puc. 11 mpuBeneHbI MoneabHbIe BMBD-curHaims! /,
OPDO-curHanel 2 u curHajiel HU3kKoBoJibTHoro (HB)
POM-curnanst 3 niis chokycupoBaHHOro (puc. 11a)
u nedokycupoBaHHoro (puc. 110) 30HmOB, paccuu-
TaHHbIE MO MOJESIM, MpeaCcTaBJIeHHBIM B pabdoTe
[44]. Kak BunHO BM3D-curnansl cocrosit u3 OPD u
HB-curnanos. IIpnuem BansgHne ¢GOKyCHPOBKU Ha

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

Puc. 10. BMO-curnansl / 1 OPD-curHansl 2, U3 KOTO-
PBIX COCTOSIT C(DOKYCHUPOBaHHBIE (a) 1 MAaKCHMMAaJIbHO Je-
¢dokycupoBaHHbie (0) M300pakeHUs, MOKa3aHHbBIE Ha
pHuc. 5 1 6 COOTBETCTBEHHO.

2

Puc. 11. Monensusie BMO (curnasst /), OPD (curHasl 2)
u HB (curHansl 3) mist c(hOKYCUPOBaHHBIX (a) U MaKCH-
MaJIbHO 1e(hOKYCUPOBAHHBIX (0) N300paKeHUIA.

BMD®D-curHan ocyuiecTBiaseTCsl 4yepe3 HU3KOBOJbT-
HbI CUTHAJI.

SAKIIIOYEHHME

HedoxycupoBka POM 3HauuTelIbHO BIMSIET Ha
n3obpaxeHue, MOJy4YeHHOEe B pexXMMe cOopa BTO-
PUYHBIX MEIJIEHHBIX 3JIEKTPOHOB, U TIOYTU HE BJIMSIET
Ha u300paxeHue, MoJiydeHHOe B pexxume cobopa 00-
pPaTHO pacCessHHbIX JIEKTPOHOB. [ToaTOMY B Iipoiiec-
ce paboTsl Ha POM (dokycrupoBKy M300pakeHUsT He-
00XOIMMO OCYIIECTBJISITh TOJIBLKO B pexXuMe cOopa
BTOPUYHBIX MEIJIEHHBIX 2JIEKTPOHOB. [laxe B TOM
cliydyae, eCJIv MJIaHUPYeTCsl OCYIIECTBISITh paboTy Ha
POM TtosibKo B pexxume cbopa 00paTHO pacCesTHHBIX
3JIEKTPOHOB.

BJIIATOOJAPHOCTHU

Bripaxaio 6inaronapHocts A.B. PakoBy u B.b. MuTio-
XJISIeBy 3a y4acTUe B 9KCIIEPUMEHTaX U TOJIE3HbIe 00CYXK-
TEeHUS.
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Influence of Focusing of a SEM Probe on Formation of Relief Structures Images

Yu. A. Novikov*

Prokhorov General Physics Institute of the Russian Academy of Sciences, Moscow, 119991 Russia
*e-mail: nya@kapella.gpi.ru

The research of focusing influence of a scanning electron microscope probe on formation of relief structure
images in a collection mode of secondary slow electrons and backscattering electrons is carried out. In exper-
iments, protrusions and grooves in silicon with a trapezoid profile and large corners of an inclination of lateral
walls were used. In defocusing process the probe diameter was increased up to 8 times. It is shown, that the
image in a collection mode of secondary slow electrons strongly varies, while in a collection mode of back-
scattering electrons the image within noise has not changed. Areas of signals which focusing of SEM probe
influences are specified. The conclusion is drawn, that SEM focusing is necessary for carrying out only in a

collection mode of secondary slow electrons.

Keywords: scanning electron microscope, SEM, image formation, back scattering electrons, secondary slow

electrons, focusing, defocusing.
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B ycioBusix cBEpXBBICOKOIO BaKyymMa MEeTOIaMU YJIbTpacdUuoIeTOBOM (hOTORJIEKTPOHHON U TepMOIecopO-
LIMOHHO CMEKTPOCKOIUY MOKa3aHO, YTO MOJIEKYJIbI BOIbI HA TTOBEPXHOCTU MOHOCIOMHOM TJIEHKU OKCHIA
amoMuHus, cchopMupoBaHHO Ha Mo(110), 1 moaaepxrBaeMoii Ipu HU3KOM TeMIiepaType, IUCCOLMUPY-
0T, ¥ TPY TIOCTIEMYIONIE TEPMOCTUMYIMPOBAHHOM PEKOMOMHAIIMN 1ECOPOMPYIOTCS B BUIE MOJIEKYJT BOIOPO-
na, Boabl v Kuciopona. [osieieHre HecKoJIbKUX KaHAJIOB pEKOMOMHALIMY a[ICOPOMPOBAHHBIX YaCTHL] O0YCIOB-
JIEHO TTOJIHBIM PA3JIOXKEHUEM MOJIEKYJI BOZbI 3a CYET METaCTaOMJIBHOTO COCTOSTHUSI MOHOCJIOMHOM OKCUIHO#
TUICHKH, 0GYCIIOBICHHOI He 10 KOHIIA c(hOPMIPOBAHHBIMU MEKHUOHHBIMHE cBsi3siMu Al 9T —0C =~ 1 oco-
OeHHOCTSIMM B3aumoaeiicTBus ¢ Heit yvactuny H, O, OH.

KioueBble ciioBa: a)lcop6um{, TOHKME IIJICHKHW, OKCUI aJJIOMUHUA, PA3JIOKEHUE BOIAbI, METOAbI aHaJIn3a

TTOBEPXHOCTH.
DOI: 10.31857/51028096020060138

BBEJEHUWE

Borpockl ancopOuuu 1 mpeBpallleHusT MOJIEKYI
BOOBI HAa MOBEPXHOCTH TBEPIBIX TEJI MPHUBICKAIOT
00JIbIlIOe BHUMAHUE, B YACTHOCTHU, C TOUKU 3PEHUS
KaTajin3a: BoJa SIBJISICTCS peareHTOM BaxKHEMIINX pe-
aKIMii, TaKMX KakK, HaIlpuMep, peaKIus BOMSTHOTO
raza, npouecc @uinepa—Tponma u ap. [1-5]. [1pu
3TOM, KJTIOUEBHIM MOMEHTOM SIBJISIETCS IUCCOLIAALIS
mouiekyiabl H,O npu aacopOuuu u oOpa3oBaHue CO-
OTBETCTBYIOILIMX MHTepMearuaToB. KpomMe Toro, mmpo-
LIECCHl B3aMMOACUCTBUSI BOOBI C IIOBEPXHOCTHIO ajl-
COpPOCHTOB MMEIOT M CAaMOCTOSITEIbHOE 3HAYCHUS C
TOYKHM 3pEHMSI aKTUBALIUM/TTAaCCUBALIUU KaTaJanu3aTo-
pa IIpY TPOTOHUPOBAHUH/TUAPOKCUINPOBAHUYN VI
peanu3alyy IIPOLIECCOB YACTUYHOTO WJIM IIOJIHOIO
paclieruieHusT BOAbI IJis ITOJyYeHMsl Bomopoda U
Kuciaoponaa. Peanusaius mpoieccoB MOCaeTHero Th-
Ia BBI3BIBAET OCOOBIE 3aTpPyOHEHMS, CBSI3aHHBIC C
TeM, 4TO, 3a49aCTyl0, HECMOTPsI IaxKe Ha IMOJIHOE pa3-
JIOXKEHUE BOJbI Ha MTOBEPXHOCTHU COOTBETCTBYIOIINM
00pa3oM NOOOOpaHHOIO KaTalam3aTopa, KOHEYHas
pexoMOuHalMs npoaykToB pacuierieHus (H, O,
OH) npoucxoaut ¢ odpa3zoBaHUEM BOIbI, TOIABIISIS
KaHaJibl oopazoBanusi H, u O, [3, 4]. I'naBHoit Tipo-
OJIEMOI1 TIPU 3TOM SBJSETCS ITOAOOP aKTMBHOTO B
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9TOM IJIaHe ajcopOeHTa. B ¢BsI3M ¢ 3TMM, LIEIbIO pa-
OOTHI SIBJISNIOCH YCTAHOBUTH TUI 1 OCOOEHHOCTH all-
CcOpOEHTa, KOTOPHKIN OBLT ObI aKTUBEH C TOYKU 3PECHUS
pas3IoXeHUs1 MOJIEKYJT Boabl U o0pa3zoBaHus H, u/wiu
O,. Ilpu aTOM, KaK cienyeT U3 CYLIECTBYIOIIETO B
STOM HAaIlpaBJIECHMM aKTHUBHOIO 3ajejia, Hauboee
MEPCIIEKTUBHBIMMU SIBJISTIOTCSI METAJUIOOKCUIHEIE CH-
CTEMbI C OCOOBIMU CBOMCTBAaMU IOBEPXHOCTU, CBSI-
3aHHBIMU C KOHTPOJIMPYEMBIM BBEACHMEM TeX WU
WHBIX Oe(PEKTOB, YYKEPOIHBIX aTOMOB, CTPYKTYPHBIX
HEOTHOPOMHOCTEM, pa3MepHBIX 3PdeKToB u 1p. [2—5].
B kauecTBe TaKOBOTO B HAcToOsIIEH paboTe UCHOJIb-
30BaHa MOHOCJIOMHASI MJIEHKAa OKCHAA aJlIlOMUHMNSI,
chopmupoBaHHas Ha moBepxHoctu Mo(110) B ycio-
BUSIX CBEPXBBICOKOI'0 Bakyyma. Ee BbIOOp 00yCI0B-
JIEH TeM, YTO TaKas IUIEHKa o0jagaeT PsaoM DJIeK-
TPOHHBIX U CTPYKTYPHBIX OCOOEHHOCTEM, KOTOpbhIE
HE peayl3yloTCs B CJIydyae MAaCCUBHOI'O MaTepuaja, u
KOTOPEIE OIIPENCISIIOT €€ aKTUBHOCTD IJIs Psifa Ipe-
BpallleHUiI aTOMOB U MOJIeKyI [6, 7].

SKCINEPUMEHTAJIbHAA YACTb

HccnemoBanus npoBedeHB B MOAU(MUIIMPOBAH-
HOI CBEPXBBICOKOBAKYYMHOI CHUCTEME aHajiu3a Mo-



78 MATKOEB wu np.

BepxHoct VGS Escalab MII nmpu maBimeHnn ocra-
TOYHBIX Ira30B Ha ypoBHe (2—3) X 10~!° Topp meTona-
Mmu yiabTpaduoneroBoir (Hel) m peHTreHOBCKOM
(AlK,,) doToanexkTpoHHOI ciekTpocKonuu (YPIC,
P®HOC), sanekTpoHHOI 0xKe-criekTpockonuu (DOC),
TepMonaecopourmoHHoi criekrpockonuu (TAC), uz-
MepeHUsT paboThl BbIxoaa MeTonoM AHaepcoHa. s
(hOTO37IEKTPOHHBIX N3MEPEHUN UCIIOJIB30BaH TIOJTY-
chepnyeckuii aHaaIM3aTOp C UCHOJb30BaHUEM YdD-
ncrounuka He I ¢ sHeprueii ¢poronon 20.4 3B mis
YOOC usMmepeHUI U MOHOXPOMATU3HMPOBAHHOTO
PEHTITEHOBCKOrO u3nydyeHust AlK , ¢ sHeprueii porto-
HOB 1486.6 3B mina PODC. s DOC uzmepeHuin
MPUMEHEH 3TOT XK€ aHAJIM3aToOp C MCIOJb30BaHUEM
BJIEKTPOHHOM MYIITKY TIPY SHEPTUM TTEPBUIHBIX JTCK-
TpoHOB 3 k3B. TepMomecopOLIMOHHBIE U3MEPEHUS
MPOBEAEHBI C UCTIOJIb30BAHUEM KBaIPYITOJILHOTO Macc-
CITEKTPOMETPA, SIEKTPOHHO-OITHIECKast OCh KOTOPO-
TO OPMEHTHPOBAHA BIOJb HOPMAJIM K TTOBEPXHOCTH
o6pasia. CKopocTh pocTa TeMIeparypbl odpasiia B
npouecce TJIC n3mepenuii cocrapisiia okoo 2 K/c.
IlneHka okcuma aJIIOMUHMST HA TIOBEPXHOCTU KpH-
crayia Mo(110) monyvanach in-situ TEpMUYECKUM
HaITbIJIeHNEM cardupa BBICOKOW CTEIIEHW OYMCTKH
(99.999%) c ucrionp3oBanveM siueiiku Kayncena. Cko-
POCTb POCTa TUIEHKH, COMNIACHO CTETNEeHU OCIabIeHMSs
MHTEHCUBHOCTH OXe-CUTHaJIa, NomIoxXkK Mo MNV u
JNIAaHHBIM KBaplLEBOTO MUKPOB3BELIMBAHUS COCTaB-
Jisiet okos10 0.03 ML/MuH. 3a MOHOCJIOITHOE TOKPHI-
me (© = 1 ML) nmpuHMManach MOBEPXHOCTHAas
KOHIIEHTpalusl ycaoBHbIX yacTtull “Al,O;”, paBHas
1.40 x 10 cm~2. CtabunabHag razosas dasza IIpu UC-
MapeHUM OKCHUIA aJIOMUHUSI COCTOMT W3 4YaCTHIL
Al,O u AlO, u hopMupoBaHUe IUIEHKU Ha TOBEPXHO-
CTH afIcopOeHTa IIPOUCXOINT 3a CUET X PEKOMOMHA-
ouu. AIcopO1Ms BOIbI Ha MOBEPXHOCTh aJICOPOCHTA
OCYIIECTBJISIaCh TTOCPEICTBOM HAITyCKa BOISTHOTO
mapa Yepe3 BBICOKOTOYHBIN CBEPXBBHICOKOBAKYYMHBI
KJ1arnaH B Kamepy 10 gasiaenus 1078 Topp. 3a equHuiy
9KCIo3ullM BoasgHoro mapa 1 JIaurmiop (L) npuHu-
Majach BeJMYMHA paBHasi MPOM3BENCHUIO Mapliu-
anbHoro nasnenus H,O 10~° Topp Ha onHy ceKyHy:
1 L=10"°Topp - 1 c. 151 UCKJTIOUEHUSI CYTIEPIIO3U-
IIMM BO3MOXHBIX TEPMOIAECOPOIIMOHHBIX CUTHAIOB
BOIOPOIIA, CBI3aHHBIX C BOMOM, C OMHOI CTOPOHBI, 1
OCTaTOYHBIM Ia30M — C IPYroi, UCIOIb30BaJIaCh BO-
Jla ¢ U30TOIOM Bonopoaa — Aeirtepuem, D,O (Sigma
Aldrich).

PE3VJIBTATBI 1 X OBCYXIEHHUE

JocTaToYHO XOpOIIMM TECTOM Ha IMpeaMeT yCTa-
HOBJICHUSI, TPOUCXOIUT JIM IUCCOLMALIAS YaCTHUIL
OKCHAa ATIOMUHUS MIPU UX OCAXKICHUU Ha ITOBEPX-
HocTb Mo(110) siBsieTcss BUI peTuCTPUPYEMOTO OKe-
CIIEKTpa, IOCKOJIbKY HU3KO3HEpPreTUYeCKUe JIMHUS
Al LVV, COOTBETCTBYIOIINE METAIMUYECKOMY AJTIO-
MUWHUIO, C OTHOI CTOPOHBI, U OKCUAY aTIOMUHUS — C
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JIPYTOi, CyIIECTBEHHO pa3nuyatoTcs. B naHHoOM ciy-
yae Mpy HamnbUJIEHWM OKCHUAA aJlOMUHUS TIPU BCeX
WUCCJIEOBAHHBIX MOKPBITUSAX HE 3aperucTprMpoBaHa
JIMHUS, COOTBETCTBYIOIAsi METATMYECKOMY aJTIOMMU -
HUIO IIpy Hepruu 68 3B. Kak BumHo us puc. la, mpu
nokpbiTuu 0.05 ML 1 2 ML B ciekTpe HabJrogaeTcs
JIUIIb MEXaTOMHBIE IIePeXOAbl, COOTBETCTBYIOIINE
OKCHUJly aJIIOMUHUS TIPU SHEPTUU B objactu 55 3B.
Kak moka3aHo paHee, B UAEHTUYHBIX IKCIIEPUMEH-
TaJIbHBIX YCJIOBUSIX TIEHKA OKCUIa aJIIlOMUHUS pac-
TeT B BUJE JIBYMEPHOTO CJIOSI U TIOKPBITUU, OJIU3KOM
K MOHOCJIOTHOMY, TIOJIHOCTbIO TTOKPBIBAET MOBEPX-
HocTb Mo(110) [6]. BMecTe ¢ TeM, TeTanbHBII aHATU3
¢oTO- 1 02Ke-371eKTPOHHBIX TMHUI KMCIOpOa B CyO-
MOHOCJIOITHOM 00JIaCTH MOKPBHITUI OKCHIA aTIOMU-
HUS CBUAETEJIBCTBYET O TOM, UTO 3JEKTPOHHOE CO-
CTOSIHME MOHOB KUCJIOPO/AA U aJTIOMUHUS OTJIMYAETCS
OT TAaKOBOTO, XapaKTepHOTo JIJis 60Jiee TOJCTBIX TlIe-
HOK WJIM MaCCUBHOTO OKCHUIA aJlOMUHUsS. DTO BUI-
HO, BYaCTHOCTH, 13 pUC. 1a, WITIOCTPUPYIOIIETO CABUT
sHepruu MexatomHoro Al LVV oxe-nepexona B cTo-
POHY OOJIBIINX 3HAYCHU T KWHETUYECKOU SHEPTruu Ha
4 3B nna cyomonocnoitHoi mieHku (0.05 ML) mo
CpaBHEHUIO ¢ 0oJjiee TOJICTOM mieHKoi (2 ML). Brto
YKa3bIBaeT Ha TO, YTO B YACTUIIAX OKCHIA aJTIOMUHNS,
HaxoJsIIMXCS B HEIOCPEACTBEHHOM KOHTaKTe C T0-
BepxHOCThI0O Mo(110), mpoucxonut ociiabieHUe Me-
KMOHHOI Al—O-CBsI3M 3a CYET YMEHbIIIEHUS CTere-
HU €€ MOoJgpu3alliu OT aJlOMUHUSI K KMCIOpPOIy.
Takoe ocmabneHue oOycnoBIeHO (POPMHUPOBAHUEM
XEMOCOPOIIMOHHBIX CBSI3EH C MMOAJIOXKKOI 3a cUeT Jya-
CTUYHOM pa3ruOpuan3aluU MOJSIPHON MEXKMOHHOMN
cBsa3u Al,O;. dpyrum ¢dakTopoM SIBISIETCS TO, YTO B
cJlyyae MOHOCJIOMHOM IJIEHKH NPOUCXOAUT Hapyllie-
HUE TPEXMEPHON CUMMETPUN U KOOPAUHAIIMOHHOTO
OKPYXEHUSI MOHOB, XapaKTEPHOTO IJIsI MAaCCUBHOTO
KpUCTaJlja, YTO B CBOIO ouepeab MPUBOIUT K aehop-
MalluU YTJIOB CBSI3U 1, COOTBETCTBEHHO, U3MEHEHUIO
3JIEKTPOHHOM MJIOTHOCTH B 00J1aCTM aHUOHOB U Ka-
TMOHOB. Ha ocCHOBe aHajiu3a TOHKOH CTPYKTYpbI
oxe-crekTpoB Kuciaopoga O KLL moka3aHo, 4To OT-
HOCUTEJIBbHOE YMEHbIIEHUE BEJIWYMHBI CBSI3bIBAIO-
IIIeTO 3apsiia B OAMHOYHBIX aACOPOMPOBAHHBIX Ya-
CTUIIAX OKCHIA TIOMMHMS COCTaBisieT mopsinka 30%
u 15% nnsa dacTull B cliydae CIUIOIITHON MOHOCOM-
HOW IJIEHKU, O CPAaBHEHUIO C BEJIMYMHON 3apsaa B
TOJICTOM TIeHKe (® > 2 ML) uiau MacCUBHOM KpHU-
crayute [6]. KayecTBeHHO 3Ta TEHIEHIUS ITPOCMAT-
pMBaeTCs U U3 pa3iuuusl SHEPreTUYECKOro MmoJioxe-
HUS (pOTO3TeKTPOHHBIX TUHUU O 1s Kruciaopoaa mis
TOHKOM (KpuBasi /) u TojcToit (KpuBasi 2) TJIEHKU
(puc. 16). TakuM 00Opa3oM, MOHOCIOMHYIO IUIEHKY
okcuma amoMuHus Al ,O;_, MOXHO paccMmarpu-
BaTbh KaK METacTabUJILHOE COCTOSIHUE, PelaKCUpyIo-
1ee Mpu ee JajibHellleM pocTe U NpuoopeTaleit
CBOICTBa, OJM3KME K CBOHCTBAM MacCMBHOTO OKCU-
JIa TIpY TTOKPBITHH, TIpeBbIIafomemM 2 ML. Kak tako-
Basi OHa TPENCTaBJIsieT UHTEpPEC B KauyecTBe aJacop-
OeHTa, MOTeHIIUAJIbHO 00JIaIa0IIEero HOBBIMU CBOI-
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Puc. 1. Mexatomubie oxe-Tiepexoabl Al (L)—O(VV) (a) u pentreHoBcKue (hoToaeKTpoHHbIe TuHUM O 1s (6) IIeHOK oKcuaa
amomMuHus Ha moBepxHocTr Mo(110) mpu mokpeitum 0.05 ML (ciektpst /) u 2 ML (criekTpsi 2).

CTBaMu, 06YCJIOBJ'I€HH]>IMI/I 0COOBIM SJICKTPOHHbIM
COCTOAHUEM aHMOHOB M KAaTMOHOB, a TaKXE Hapy-
LIEeHHOM CPIMMeTpI/IGﬁ 00BEMHOTO Kpucrtasljia okCuaa
AJITIOMUWHUA.

Ha puc. 2 npuBeneHbl Y®D crieKTpbl MpU af-
copbumm Boabl (3Kcrno3uius 3 L) Ha ITOBEPXHOCTHU
MOHOCJIOMHOM IUICHKM OKCHIA alFOMUHUS (KpuBas 1),
TUIEHKE OKCHJa aJTlOMUHUS MIPU TOJIIIMHE, COOTBET-
CTBYyIOIIEH IMMOKpEITUIO 3 ML (KpuBast 2), moaaepKu-
BaeMbIX Npu Temrieparype 95 K, a Takxke CeKTp Mo-
HOCJIOWHOM TVIEHKM OKCHIIa aJIIOMWHUS 10 aacopO-
o Bombl (KpuBast 3). i Oojiee HATJISIAHOIO
MpPOSIBJIEHUSI OCOOEHHOCTEN, CBSI3aHHBIX C BOJOM,
MpUBEAeHbBI COOTBETCTBYIOIINE CIIEKTPHI (KpUBbIE /'
u 2') nocye BhIYUTAHUS CIIEKTPOB MOAJIOXEK, 3ape-
TUCTPUPOBAHHBIX OO ajcopoumu Boabl. BumHo, 4To
COCTOSIHUE afcOPOUPOBAHHBIX MOJIEKYJ Ha TOBEPX-
HOCTU MOHoOCOHOI (©® = 1 ML) u tpexcioiiHoi
(® = 3 ML) 1uileHOK KapAWHaJILHO pasiudyarorcs. B
MepBOM CJIydae CIIEKTP MOXHO paccMaTpuBaTh Kak
COCTOSIIIIMI W3 TpeX KOMIOHEHT MNpU BeJIUYUHE
sHepruii cBs3u 8.5, 9.8 m 14.5 3B, B To BpeMs Kak BO
BTOPOM — B OCHOBHOM U3 OAHO# OCOOEHHOCTHU MpPU
0.9 »B. HaG1tonaemble KOMITOHEHTHI B cIieKTpe 2' co-
OTBETCTBYIOT MOJIEKYJIIPHBIM OpOUTANISIM Boabl D,O —
1b6,,3a; b 1b,, anunHus B ciektpe I' — MOJIEKYIIpHOI
opouTtanu 36 TUAPOKCUIIbHOM rpynibl OD. Bro sB-
JIsIeTcsl yKazaHWeM Ha TO, YTO Ha TOBEPXHOCTU MOHO-
CJIOWHOM IUJIEHKU OKCHUAA AJIOMUHUS ITPOUCXOIUT
JIUccolMalivs MOJIEKYJT BOJIbl, B TO BpeM$ KakK Ha Mo-
BEPXHOCTH 6oJiee ToJIcTol tuieHKH (O = 3 ML) mmeer
MECTO MPEUMYIIECTBEHHO MOJIEKYJIsIpHasi, HEIUCCO-
MaTvBHas aacopOiums. JBrXKylei cuioii mpolecca
JIUCCOLIMALINY CIIEAyeT CYUTATh CTPeMJICHHE K peJiakca-
I METaCTaOMIEHOM MOHOCJIOHOM TVIEHKHM, KOTOpast
TIPOUCXOUT BCJIEACTBUE IPOTOHMPOBAHUS 1/ WJIW THI-
pokcupoBaHus ToBepxHocTU. He mo KoHua cdop-
MUPOBaHHbIE MEXUOHHBIE cBI3U AlC—9T_QC-—»-
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CTpeMSITCS K pellakcauuu (x,y — 0) 3a cueT mepeHoca
3apsiga oT D K mony kucnopoaa v ot OD K noHy ato-
MUHUS IJISI KOMIIEHCALlM HEAOCTAaTKOB 3apsIIOB X U
y. HeManoBaxHy10 pojib UTpaeT U TyYHHEJINPOBaHUE
BJIEKTPOHOB M3 METAJUTUUECKOM TIOIJIOKKH CKBO3b
CBEPXTOHKYIO IUICHKY OKCHIAa Ha He3alOoJHEHHEIC
pa3phIXJISOIIME OpouTaIn MoJekysbsl D,0. 3amer-
HYIO POJIb B 3TOM MpoOLIecce JOKHBI UTPaTh U HEU3-
0OEXKHO IPUCYTCTBYIOIIME Ne(eKThl MOBEPXHOCTU, B
YAaCTHOCTH, Ae(PEKThI IBYMEPHOM CTPYKTYPhI U aHU-
OHHbIE BAKAHCUM, HAaTIpuMep, F~-1ieHTpHI.

TepmonecopOLIMOHHBIE CHEKTPHI aJICOPOIIMOH-
HOIi cHCTEMBI Boia/MOHOCIOHas mieHka Al, O,
npuseneHbl Ha puc. 3. KBaapynonbHblil Macc-criex-
TPOMETP HACTPOEH Ha OJJHOBPEMEHHYIO PETUCTPALIUIO
B razoBoii (aze yactuil ¢ BenuunHamu m/z = 4 (D,);
20 (D,0); 32 (0,). BunHo, uto Haubosee UHTEHCUB-
HBIl CUTHaJI COOTBETCTBYET MOJEKYJSIPHOMY BOMAO-
pondy mpu TeMmepaType Aecopounu nopsiaka 164 K
(kpuBasi /). MeHee UHTEHCUBHBIN J1eCOPOIIMOHHBIMN
curHan Habmonaetcs mist D,0 ipu 7= 209 K (xpu-
Bas 2). HauMeHbIIIMM 1O MTHTEHCUBHOCTH SIBJISIETCS
CUTHAJI, COOTBETCTBYIOIIUI MOJIEKYJISIPHOMY KUCJIO-
pony nipu 7= 271 K (kpusBas 3). Hanuune HeCKOJIb-
KUX TUIOB AECOPOUPYIOIIUXCS MOJIEKYJI CBUIETEIb-
CTBYET O TOM, YTO UMEET MECTO HECKOJIbKO KaHAJIOB
peKoMOMHaLIMU aAcOPOUPOBAHHBIX YaCTHUII, TTPeod-
JlaaloluM ux Kotopsix gapisietcsas D + D — D,. Kak
YCTAHOBJICHO B JIMTEpAType, aTOMbBI BOJOPOJA, KUC-
Jopojga u rpynnsl OH MoryT mpu ormnpeneneHHbIX
YCJIOBUSIX UMETh CBOM MHAVMBUYaJIbHbIE KaHAIbI MO-
BEpPXHOCTHOM IudGy3un BOOJIb IMOBEPXHOCTU OK-
cuaHbIX noayioxek [4]. ToT dakt, uTo peodanato-
1IIUM JAeCOpPOLIMOHHBIM CUTHajaM siBisieTcsa D,, yka-
3bIBa€T Ha HAMOOJIBIITYI0 AaKTUBHOCTb TOBEPXHOCTHOM
Inddy3nr TPOTOHOB BIOJb MOBEPXHOCTU TUICHKU
oKcuaa aJloMUHUS. DTO, HapsiLy ¢ PeKOMOMHATUB-
Holi necopOuueit D,, npuBOAUT, XOTS U B MEHbILIEH
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Puc. 2. YasTpaduoseToBbie (pOTO3IEKTPOHHBIC CIIEKTPHI MPU aAcOpPOLUKU BOAbl (3KCITo3uILvs 3 L) Ha MOBEpXHOCTH MOHO-
CJIOMTHOM TUIEHKM OKCUIa aTIOMUHMS (CrieKTp /), TUIeHKe oKcuaa amoMuHus mpu © = 3 ML (criekTp 2), MoaaepXuBaeMbIX IPU
temrneparype 95 K, crieKTp MOHOCJIOHHO# MJIEHKU OKCUa aJIIOMUHUS 10 aacopOuuu Boabl (criektp 3). Crnekrpol I' u 2' B
MpaBoil YaCTU PUCYHKA COOTBETCTBYIOT CIIeKTpaM /, 2 B JIEBOW YaCTH IMOCJIe BBIYMTAHUSI CIIEKTPOB COOTBETCTBYIOLIMX MO0~

JKEK, 3aperuCTPUPOBAHHBIX 10 aJCOPOLIMM BOIBI.

CcTeneHu, U K pekomouHauuu D u OD, n necopoumnmn
Boabl. Hajuuue MoseKyJasipHOTO KUCJIOpoJaa B Jie-
COPOLIMOHHOM CHUTHajJe MOXET OBITh OOYCJIOBJICHO
paziioxXeHueM ruipokcuibHoi rpymmbl OD Ha O u D
¢ Tiocieaytoneil peKkoMOMHaleit 4acTu aToMOB KMC-
Jiopona apyr ¢ npyroM. Kax ykazaHo Bellll€e, Irpynmna
OD c HauboJblIell BEpOSITHOCThIO B3aUMOJEICTBYET
C HEJIOOKUCIEHHBIM MoHOM AlC~9" D10 npusogut
K YMEHBIIIEHUIO PACCTOSIHUSI MEXAY TMAPOKCUIBLHOM
TPYMNIIOM M MOMJIOXKON BCHEACTBUE IIPUTSIKEHUS
CBSI3BIBAIOIIE 3JeKTpOHHOU 3G-opbutasim OD K
MOJ0XHUTEJILHOMY MOHY amtoMuHus. JlaHHOe o6cTO-
SIT€JIbCTBO, B CBOIO OYEPE/lb, TOBBIIIAET BEPOSITHOCTh
3amnojHeHus paspbixisioiieit 1n*-opoutaaiu OD 3a
CUeT OOpaTHOTO TepeHoca NeJIOKAIM30BaHHOTO OT-
PULIATEILHOTO 3apsila aHUOHHOI BaKaHCUU OKCHII-
Hoit TuieHKu (F~-1ieHTpa) 1/Wimn 3JIeKTpoHa MeTal-
JINYECKOI TTOJJIOKKHU B pe3yjibTaTe TyHHEJIUPOBAHUS
CKBO3b TOHKYIO TUIEHKY. B moib3y Takoro nepeHoca
3apsiia CBUAETEIbCTBYET 3aperuCTpHUpPOBAHHOE IIO-
BBIIIIEHKE paOoTHI Bhixoma Ha 0.23 3B rpu agcopoumu
BoAbI (3Kcro3unusi — 3 L) Ha TTIOBEPXHOCTU MOHO-
CJIOMHOM TIJIEHKM OKCUIA aTIOMUHUS. DTO MPUBOAUT
K IMCCOLMALIMU TUAPOKCUIIBHOM IPYIIIIBI U TTOCIeny-
I0111ei TTOBEepXHOCTHON MM Y3un NpOayKTOB TUC-
coLlMalluU IO pa3InyHbIM KaHajlaM, MPUBOASIIE K
pPeKOMOMHAIIMKA aTOMAapHOTO KUCJIOPOAa HE TOJIbKO C

164
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271
k__,/\—j,-
0 »
100 200 300 7,K

Puc. 3. Tepmonecop6GLMOHHBIE CIIEKTPBl Bogopoaa D,
(ciextp /), Bomel D,O (cmektp 2) m kuciaopoma O,
(criexTp 3) CUCTEMBI, TTIOJy4EeHHOM NMPpY aacopOIIM BOIbI
D,0 (sxcnosunusa 3 L) Ha NOBEpXHOCTU MOHOCJIOMHOM
TUIEHKY OKCH/IA aJIIOMUHUSI, TTOAIEPXXKUBAEMOM TIPU TEM -
neparype 95 K. CkopocTb pocTta TemIiepaTypbl MOIOX-
ku B miporiecce peructpanuu T C cnektpos — 2 K/c.
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D, Ho u apyr ¢ apyrom c oopazoBanuem O,. Hepenko
00pa3yIolIuics IIpU AMCCOLMAIIUY BOIbI HA [TIOBEPX-
HOCTHU METaJJIMUECKOIrOo UJIM OKCUIHOIO aJicopOeHTa
aTOMAapHBIM KMCIOPOMd HE AeCcOopOrpyeTCss peKOMOM-
HAaTUMBHO, a OKMCJISIET/TOOKMCIISIET TIOIOXKY [3—5].
B manHOM cilyyae Takoii rpoliecc (I0OKUCIeHUE Me-
TacTaOMIILHON MOHOCJIOMHOM TIJIEHKN OKCHIA aJlfo-
MUHUSI) HE SBJISICTCS IIPEOIIOYTUTEIbHBIM BCJIEI-
CTBHE OTCYTCTBUSI LICHTPOB BCTpaUBaHUSI aTOMapHO-
ro KHUCJIOpoJda B IBYMEPHYIO pelleTKy okcuna. s
¢opMHUpOBaHMUS MOJHOLEHHON OOBEMHOI CTPYKTY-
pbl KpHCTajjla OKCHUAA aJIOMUHMS IOJKHBI OBITh
cpopMUpoOBaHbI TETPARAPUIYECKUE WM OKTa3apude-
CKHE aHMOHHBIE PELIETKN, YTO HEPEATU3yeMO B CIIy-
yae JBYMEPHOIM MOHOCJIOWMHON IJI€HKH, CBSI3aHHOM
JIOCTATOYHO MPOYHBIMU XEMOCOPOLIMOHHBIMU CBSI3SI-
MM C METAJUTMYECKOM MOOJIOXKKOIA.

SAKITIOYEHHME

OCOOEHHOCTBIO MOHOCHOMHOM TIJICHKUA OKCHUAA
aJlfoMyHUS Ha 1moBepxHoctu Mo(110) sBistercs TO,
YTO Ha €€ MOBEPXHOCTU ITPOUCXOOAUT JUCCOLIMATHNB-
Hasl agcopOLUsT MOJEKYJ BOIBI, COIMPOBOXIAaeMas
MocJIenyIolieil TepMOaKTUBMPOBAHHO peKOMOMHA-
THUBHOI AecopOlireil Bogopoaa, BOAbl U KMCJIOPOIa.
DTO CBSI3aHO C OCOOEHHOCTSIMU €€ 3JEKTPOHHOTO
CTpOEHHUSsI, OOYCIOBIEHHOTO MPOMEXYTOYHBLIM 3apsi-
JIIOBBIM COCTOSIHUEM XeMOCOPOMPOBAHHBIX HOHOB
kucnopoga OZ—»- y amoMunusa Al®~®% yu noHu-
>)KEHHOM pa3MEpPHOCTBIO, YTO MEHSIET XapaKTep B3au-

MOIEHCTBUS Ha ITOBEPXHOCTHU CBCpXTOHKOfI IICHKA
OKCHaa 1o CpaBHECHHNIO C MAaCCUBHBIM MaT€pUaJloOM.

BJIIATOOAPHOCTH

PaGota BeIMoSTHEHA pU TToaaepxkKe ['oc3amanus Mu-
HUCTEPCTBA HayKH M BBICIIEro oOpa3oBaHust Poccuiickoit
Denepanuu  (mpoekt COTY Ne 3.9281.2018) u PH®,
npoekT Ne 19-47-02010.
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Interaction of Water Molecules with Aluminum Oxide Monolayer Film — Al,_ O;_,

T. T. Magkoev! % *, G. S. Grigorkina!, V. B. Zaalishvili?,
O. G. Burdzieva?, E. N. Kozyrev?, G. E. Tuaev?, K. Fukutani?

! North Ossetian State University named after K. L. Khetagurov, Viadikavkaz, 362025 Russia

2Russian Academy of Sciences, Viadikavkaz Scientific Center, Geophysical Institute, Viadikavkaz, 362002 Russia
3The University of Tokyo, Tokyo, 153-8505 Japan

*e-mail: t_magkoev@mail.ru

By means of ultraviolet photoelectron spectroscopy and thermal desorption spectroscopy in ultra-high vac-
uum it is shown that water molecules dissociate at low temperature on the surface of aluminum oxide mono-
layer film formed on Mo(110) substrate, and after subsequent thermostimulated recombination desorb in the
form of hydrogen, water and oxygen molecules. Several recombination channels are due to total splitting of
water molecule as an effect induced by metastable aluminum oxide monolayer film featuring uncompleted
interionic Al® ~©*—02 =¥~ bonds and to specific interaction of H, O, OH particles with this type of film.

Keywords: adsorption, thin films, aluminum oxide, water splitting, surface analysis techniques.
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MCCJEJOBAHUE TEPMUYECKON CTABMJIBHOCTU
HAHOCTPYKTYPHbBIX AIIOMOMATPUYHbBIX KOMITO3UIINOHHbIX
MATEPHUAJIOB, MOJJNPUITNPOBAHHbBIX ®YJUIEPEHOM Cg,
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HccnenoBaHo BIMSIHUE TEPMUYECKON 0OpaOOTKM Ha CTPYKTYPY, (Pa30BbIii COCTaB U MEXaHUUYECKUE CBOM-
CTBa HAHOCTPYKTYPHBIX AJIIOMOMATPUYHBIX KOMITO3ULMOHHBIX MATEPUAIOB, MOAU(MULIMPOBAHHBIX (DYILIE-
peHoM Cgy. MeTonoM MHIEHTUPOBAHUSI U OJHOOCHOTO CXAaTHsl B MHTepBaJie TeMiepaTyp ot 25 no 350°C
HU3y4eHbI IIPOYHOCTh, TBEPAOCTb U MOAYJ/Ib YIIPYTOCTU UCCIIEAYEMBIX MAaTEPUAJIOB. YCTaHOBJIEHA 30HA TEM-
nepaTypHOii CTaGUJIBHOCTH CTPYKTYPHI U (ha30BOr0 COCTaBa KOMIIO3UTOB 1 BO3MOXKHBII TeMIIepaTypHbIii

MHTEPBAJI SKCILTyaTalilnumn U3AeJIMii Ha UX OCHOBE.

Kimouesbie c10Ba: alIOMUHMIA, KOMITIO3UT, YIJIEPOZ, TBEPIOCTh, MPOYHOCTD, PysutepeH Cqy, TEpMOOOPaOOTKA.

DOI: 10.31857/51028096020060059

BBEAJEHUWE

CoBpeMeHHOE MaTepuaJIoOBeIeHEe HaIIpaBICHO
Ha CO3JaHNWE HOBBIX MaTEpUANIOB C YIYYIIEHHBIMU
GU3NKO-MeXaHUYECKUMHU, TEXHOJIOTUYECKUMHU U IKC-
IUTyaTallMOHHBIMM CBOMCTBAMM I Pa3IMIHBIX 00-
JacTeili Hayku U TexHuKu. HawnbGosee oOLIMpHBIH
KJ1acC KOHCTPYKIIMOHHBIX MaTepUajaoB — 3TO MeTaJl-
JIBI, CIIJIaBBI 1 KOMITO3UTHI HA MX ocHoBe [1]. Tpamu-
AOHHBIC METOIbI IOJIYyYEeHUs M OOpabOTKM TaKMX
MaTepUaIoB 3a4acTylo He MO3BOJISIIOT TOOUTHCS Tpe-
OyeMoro ypoBHSI (PHU3MKO-MEXaHWYECKNX CBOMCTB.
OIHUM M3 MNEPCIIEKTUBHBLIX METOMOB ITOBBLIIICHUS
MPOYHOCTHBIX XapaKTePUCTUK METANTMIECKUX MaTe-
pUAaJIOB SIBJISIETCS HAHOCTPYKTYpPUPOBAaHME B COBO-
KYITHOCTHU C TOITOJIHUTEJIbHBIM MOIN(DUIIIPOBAHNEM
Pa3IUYHBIMU YIBTPAIUCIIEPCHBIMU YaCTULIAMU, BO-
JIOKHaMU WM ycaMu. B mocienHee mecsaTuiaeTue B
JTaHHOM HampaBJIeHUU IPOBEICHO MHOXECTBO padoT
U TIOJIyYeHBbl HAHOCTPYKTYPHBIE KOMITIO3UILIMOHHBIE
MaTepHraibl C DKCTPEMaJIbHO BHICOKMMU ITPOYHOCT-
HBIMHU, TPAHCIIOPTHBIMU, JIEKTPOHHLIMU U APYTUMU
CBOICTBaMM, BOCTpeOOBAaHHBIMU B COBPEMEHHOI Ha-
yKe 1 TexHuke [2]. Hambomee m3ydaeMbIii Kiacc
MOJOOHBIX HAHOCTPYKTYPHBIX METaUIOMATPUIHBIX
KOMITIO3UTOB — KJIacC KOMITO3UTOB Ha OCHOBE aJliO-
MUHMSI, YTO OOYCJIOBJICHO €ro IIMPOKUM IIPUMEHE-
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HMEM, OTHOCUTEJILHO HU3KOI TeMIepaTypoil IiaB-
JIEHUSI M TIpUBJIEKATEIbHBIMU (PU3UKO-MeXaHUIe-
CKUMU U XUMHUUYECKUMU CBOMCTBaAMU.

B xauecTBe MomnduMpyomiei pa3bl HAHOCTPYK-
TYPHBIX aTIOMOMATPUYHBIX KOMIIO3UTOB, KaK Mpa-
BWJIO, BBICTYNAIOT pa3JIMYHBIC YIbTPagUCIICPCHBIC
OKCHUbI, KapOWUIbl, HUTPUABI U APYrUe YaCTULIbI, Ha-
npuMep, yriepogHble HaHOCTpyKTypel (YHC) [2].
Kazknast 3 nepedncieHHBIX BBIIIE CUCTEM O0JIamacT
COBOKYMHOCTBIO T€X WJIM WHBIX MPUBJICKATEIbHBIX
CBOICTB, OJTHAKO AJTIOMOMATPUYHBIE KOMIIO3UITUOH-
HBIE MaTepuaabl, MOIU(PUIIPOBAHHBIC YIISPOIHbBI-
MU HAHOCTPYKTYpaMu, IIPEICTABISIOT OTIEJIbHbII
BUJI KOMIIO3UTOB, TaK KaK B JAHHOM CJIydae pedb UIET
HE TOJILKO O IUCIIEPCHOM YIIPOYHEHUN HAHOCTPYKTYP-
HOI MaTpUIIbl BELICOKOMOMYJIBHBIMU YaCTULIAMM, HO U
00 MCITOTh30BaHNM YHUKaNBHBIX cBoiicTB YHC [3].

CTOUT OTMETUTh, UTO B JAaHHOM HAIIpaBJICHUU
BBITTIOJTHEHO MHOXECTBO padOT, MOIyYeHbI ITPOPHIB-
HbIE CBOICTBA, OJHAKO 3TOT KJIACC MAaTepUaliOB BCe
ellle He HallleJl CBOEro IIIUPOKOro MpuMeHeHus [4—6].
B nepByto ouepenb 3TO CBSI3aHO CO CJIOXKHOCTBIO MO-
JIydeHUsT OOBEMHBIX OOpa3IlOB HAHOCTPYKTYPHBIX
KOMITIO3UTOB, UX O00pabOTKM M ucciaenoBaHus. s
YCTaHOBJICHUSI BO3MOXKHBIX 0O0JIacTeil MpUMEHEHUS
TaKUX MaTepralioB HEOOXOAUMO TPONTU OAWH U3
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BaXKHBIX 2TAllOB XapaKTepU3alluy — MCCJICIOBaHUE
MX TEPMUYECKOIl CTAOMIBHOCTH W BJIIMSIHUSI TeMIIC-
paTyphbl Ha KJIIOUE€BbIe MEXaHUYECKHE CBOMCTBA.

B pamkax HacTosiieil paboTbl METOJAMU MTOPOLI -
KOBOI MeTaJUIypTMM TIOJy4eH OOBEMHBIM HAHO-
CTPYKTYPHBII KOMIIO3UILIMOHHEIM MaTepuaa Ha OC-
HOBE AJIIOMUHUII-MarHUeBOro cruiaBa AMr6, Momu-
dunmpoBaHHbiit dymiepeHoM Cgy, M UcCCenOBaHa
ero TepMu4ecKasi CTabMJIbHOCTh B MHTEPBAaJIe TEMIIE-
patyp 25—350°C.

MATEPHAJIBI U METOAbI UCCIIEJOBAHHWA

B kadecTBe MCXOMHBIX MaTepHUaIOB IS TIOIyde-
HUS HAHOCTPYKTYPHOTO KOMITO3MTA WCIIOBb30BaIN
aTIOMUHUM-MarHueBbIN crutaB AMr6 (ITOCT 4784-97)
u dymwreper Cg (99.5%). MexaHmdeckoe JerupoBa-
HH1E MCXOMHBIX MaTepHaIOB TTPOBOAMIIN B TUTAHETAp-
Hoii mapoBoil menbHULle AI'O-2Y. [ns npenorBpa-
MIEHWS OKWMCJICHUS W TPOTEeKaHUS IPYTUX HexXella-
TeJIbHBIX peaklMii Bce MAaHUMYJSIIIMU C UCXOIHBIMU
MareprajlaMi M HAaHOCTPYKTYPHBIMHU TTOPOIITKAMU OCY-
MIECTBIIUTA B 3alIOJTHEHHOM aproOHOM H30JIMPYIOIIEeM
IIepYaTOYHOM OOKCe, ITOMIEePKUBAIOIIEM YUCTOTY
aTMocdepsl TT0 KUCIOPOAY U MapaM BOIBI He XyXe
0.1 maa~!. O6beMHBIE 0O6pa3Lbl HAHOCTPYKTYPHOIO
KOMITO3UILIMOHHOTO MaTepuaja ObLIU TOJyYeHbl Me-
TOJIOM TIpSIMOii Topsiueii SKCTPY3Ur MeXaHOJEeTUPO-
BaHHBIX TTOPOIIKOBBIX CMeceil uepe3 (UIbepy ¢ KpyT-
JIBIM cedeHueM (CcTerneHb nedopmanuu 6.2, 1aBjaeHue
ncredyeHust Mmatepuana 1.5—1.7 I'Tla).

OO0pasiibl IJ1sI CTPYKTYPHBIX UCCIIETOBAHUI METO-
nmamu ontrdeckoii (Olimpus BX51), pactposoit (JSM-
7600F) u npocseunsatomieit (JEM-2010) snekTpoH-
HOIf MUKPOCKOITUM TIOJBEPTrajii MeXaHUYEeCKOU TOo-
JIMPOBKE U XMMUYECKOMY TpaBjieHUI0. PeHTreHoda-
30BBIN aHamm3 (PXPA) MOpPOMIKOB BHITIONHSIIM Ha
nudpakromerpe PANalytical Empyrean (CukK,-u3-
JiyueHue). Ha ocHoBaHUM TOJy4YeHHBIX AU(MPAKTO-
rpaMMm ¢ mnomoluibio nmporpammbel MAUD metomom
(GYHKIMOHAJIBHBIX TMapaMeTpOB OMNpeAessuiu Cpell-
HU pa3Mep KpUCTAUIMTOB (00J1acTell KOrepeHTHOTO
paccesiHus). MiccaenoBaHuss METOAOM CHEKTPOCKO-
1y KoMOrHaroHHoro paccessHust cBeta (KPC) mpo-
BOJIMJIY C TIOMOIIIbIO YCTAHOBKM Ha 0a3e CIIeKTpOMeT-
pa TRAIX 552 un nerektopa CCD Spec-10, 2KBUV
2048 X% 512. B xauecTBe BO30YKIAIOLIETO M3Iyde-
Hus npuMeHsu tazep BeamLok 2065-7S (Spectra-
Physics) ¢ mmHoii BosHEL 512 HM 1 1azep Wavelrain ¢
JIJTMHOI BOMHBI 257 HM. TepMHUYecKyio cTabMIbHOCTD
MOJy4YeHHBIX MaTepUaioOB HCCJEeNOBAIM METOIOM
nudbepeHIMaTbHON CKaHUPYIOLIEH KaJIopUMeTpUU
(J1CK) Ha ycranoBke Perkin Elmer DSC8000.

MexaHn4eckue cBOiiCTBa (TBEPIOCTh M MOIYJb
VIIPYTOCTU) M3MEPSUIM C HWCIIOJIb30BAHUEM HaHO-

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

tBepoomepa “HanoCkaH-4D” ocHaIlleHHOTO BBIO-
KOTEeMIIEpaTypHBIM M3MEPUTEIIbHBIM MOIYJIEM, M-
TOIOM WHCTPYMEHTAJbHOTO MHACHTUPOBAHUS B CO-
orBeTcTBUM ¢ ISO 14577. MUcciaenoBanmne IIPOYHOCTH
00pa3loB NpU CXXAaTUM MPOBOIWIN HAa YHUBEPCAb-
HOM ucnbITatenbHOM MamuHe Instron 5982, ocHa-
IIEHHOM BBICOKOTEMIIEPATYPHBIM MCHBITATEIbHBIM
MOJIYJIEM.

PE3VIIBTATHI 1 X OBCYXIEHUE

OOpasibl HAHOCTPYKTYPHBIX aJIlOMOMATPUYHBIX
KOMITO3UIIMOHHBIX MaTepUajioB, MOAUMDUIINPOBAH-
HbeIX dymiepeHoM Cgy, ObUIM MOJYYEHBI METOIOM
COBMECTHOTO pa3MoOJjla MCXOJHBIX KOMITOHEHTOB B
naHeTapHoM 1aposoit MeapHULIe AI'O-2Y B aT™MO-
cepe aprona. ITonpo6HO 0COOEHHOCTH MOJTYYEHUS
MOPOIIKOB TAKMX MaTepHUaIOB OMUCAHKI B [7].

MeTonoM peHTTEHOCTPYKTYPHOIO aHaIM3a (puc. 1a)
U pacTpoOBOi 3JEKTPOHHOI Mukpockonuu (POM)
(puc. 10) OBLIO YCTAaHOBJICHO, YTO CPEeIHUII pa3Mep
KPUCTAJUTUTOB aJIIOMUHMUS B TIOJIy4eHHBIX MTOPOIITKAX
cocTtapiigeT 50—60 HM. HaHOCTpyKTYpUpOBaHHBIE Me-
TaAJJIMYECKUE MaTepuasbl, KakK IpaBUIO, MeTacTa-
OWJILHBI U IIPU MPUJTIOKEHUU K HUM BHEIITHETO BO3-
NIeNCTBUS, B YACTHOCTH TeMIIEPATyphl, MEPEXOISIT B
SHepreTuYecku 0oJjiee BLITOAHOE cocTosiHue. B ciy-
yae METaJIJIOB 3TO MOXET OBITh PEKPUCTALIA3ALINS,
pacriai TBEpAOTro pacTBOpa U APYrue CTPYKTYpPHO-
¢azoBble npeBpallieHus. s uccaeqoBaHus TEPMU-
YEeCKOU CTaOMIbHOCTHU IOJYYEHHBIX MOPOIIKOB Ha-
HOCTPYKTYPHOTO KOMIIO3UTa ObLI IPUMEHEH METO/
JCK. B untepaine temmnepatyp 290—310°C Ha Kpu-
BoIX JICK HabmogaroTcs 9K30- U 9HAOTEPMUYECKUE
nuKu (puc. 2).

st BBISIBIIEHMSI OOPAaTUMOCTH IIPOMCXOISIIIX
MpeBpallleHuit Kaxablii obpasel] ObLT MOABEPTHYT
WCHBITAHUIO ABaXAbl. BbLJIO yCTaHOBJIEHO, UTO Mpe-
BpallleHUsI, TIpoucxoasdinue nmpu Harpese 10 290°C u
BoIlIe, HeoopatTuMbl. MetogoM KPC u PDA 6bL10
YCTaHOBJIEHO, YTO HaOII0gaeMbIe TeTUIOBEIEC 3 deK-
TBI BBI3BaHBI IIPOLIECCAMU PEKPUCTAIUIM3ALUM (Cpe-
HUIi pa3Mep KPUCTa/UIUTOB TOC/IE UCTIBITAHUST YBEJIU-
yricst 1o 130—140 um) 1 oOpa3zoBaHeM KapOuaa aiio-
muHus Al,C; (puc. 3). Takum o6pa3oM, HAa OCHOBaHUU
MOJyYeHHBIX JaHHBIX ObLUT YCTAaHOBJIEH TeMIlepaTyp-
HBIN MHTEPBaAJ CTAOMIBHOCTH CTPYKTYPHI U (pa30BOro
COCTaBa IIOJYYEHHBIX IOPOIIKOB HAHOCTPYKTYPHOIO
kom1to3uta 270—290°C u orpeneaeHbl mapaMeTphl o~
JIy4eHUsI €ro 0ObeMHBIX 00pa3ioB (puc. 4).

Kak m3BecTHO, 0COGEHHOCTBIO 3KCTPYIUPOBaH-
HBIX MaTEPUAJIOB SIBJISIETCS AaHU30TPOMUS CTPYKTYPHI
U CBOMCTB. [IJIsT OLIEHKU €€ BIMSHUS ObUIM UCIBITa-
HBbI 00pa3lpl, BhIPE3aHHLIE BAOJbL W IOIMEPEK OCHU
BKCTPY3un. BelreacTBre pe3Koro pa3yrnpoYHEHMST aTio-
MUWHUEBBIX CIUUIABOB IIPM BBICOKMX TeMIIepaTypax
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Puc. 1. HccrenoBaHnue CTPYKTypbl MHOPOIIKOB HaHO-
CTPYKTYPHOTO KOMITO3UIIMOHHOTO MaTepHraia METOIAMM:
a — POA (I — amomunuii 99.9%, 2 — ucxonHblIil CruiaB
AMT6, 3 — nopowok AMr6 + 0.3 mac. % dymnepena Cg
Mocje MEXaHUYEeCKOTo JiIerupoBaHusi); 6 — POM-uzobpa-
JKeHMe mopolka Komno3uta AMr6 + 0.3 mac. % dye-
peHa Cg rocjie MeXaHMn4ecKoro JernpoBaHMsl.

JIMana3oH MX 3KCIUTyaTalluM CIUIaBOB, KaK MpaBuo,
coctanigeTr 120—250°C u KpaiiHe peKo IpeBbIIaeT
300°C. [ToaToMy MeXaHWYECKHE CBOMCTBA MOIYYEH-
HBIX 00pa3loB U3MEPSIJIU B AMana3oHe TeMIepaTryp
25-350°C [8]. U3mepeHue TBEPOOCTU U MOIYJIS
YIIPYTOCTY MPOBOIVIIN METOAOM MHCTPYMEHTAIBHO-
ro MHACHTUPOBAHUS C TOMOIbIO HAHOTBEpIOMEpaA
“HanoCxkan-4D” [9, 10]. HarpeB u KOHTPOJb TeM-
nepaTypbl HOATOTOBJIEHHBIX 00pa3l0B OCYIIECTBIISI-
JIU ¢ UCTOJIb30BaHMEM BCTPAMBAEMOTO BBICOKOTEM-
nepaTypHOro MOIYJIsSI, TIO3BOJISIIOIIETO OCYIIECTBIISITh
TOMOTEHHBIII HarpeB obpaslia U IMOINepKUBaTh 3a-
JaHHYI0 TemmepaTtypy ¢ TouyHocTbio +0.1°C. TBep-
JIIOCTb U3MEPSUIU B COOTBETCTBUM C PEKOMEHIALIUSIMU
I'OCT P 8.748-2011 (UCO 14577-1:2002) [11]. Ha
puc. 5 mpuBeaeHbI rpaUKy 3aBUCUMOCTU TBEPAOCTHU
00pa31oB HAHOCTPYKTYPHOIO KOMIO3ULIMOHHOTO Ma-
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30 1 1 1 1 1 1 1 1 1 |
50 100 150 200 250 300 350 400 450 500 550
Temneparypa, °C

Puc. 2. HcciemoBaHue mopoIiKa HAHOCTPYKTYPHOTO
KOMMO3UIIMOHHOTO MaTepuana, MmetogoM JICK: 7 — mep-
BO€ M3MepeHHe; 2 — MOBTOPHOE U3MEPEHHUE.

Tepuajia OT TeMIlepaTyphl UclibiTaHus. KpuBble ne-
MOHCTPUPYIOT HEMOHOTOHHOE YOBIBAHUE TBEPIOCTH.
B o6mactu temnepatyp 25—200°C HabmogaeTcs I1aB-
HOE CHMXXEHHE TTPOYHOCTHBIX XapaKTepUCTUK Ha 8—
12%. CTOUT OTMETUTD, YTO MHOTOKPATHOE MCIThITA-
HME TOTO Xe o0pa3la B JaHHOM TeMITepaTypHOI 00-
JIACTU MOKA3aJI0 CTAOMIIBHOCTh 3HAYCHUIA TBEPAOCTU
npu Kaxaoit utepauuu. Takast cTaGUIBHOCTb CBOMCTB
MOATBEPKIAET OTCYTCTBME B HAHOCTPYKTYPHEIX KOM-
MO3ULIMOHHBIX MaTepuallaX KaKUX-JIMOO CTPYKTYp-
HO-(}a30BBIX MpeBpalIeHN, CITOCOOHBIX HETaTUBHO
MOBJIMATH Ha pe3yJibTaThl UCIIBITAHKS. B nuarazone
temmepatyp 200—300°C HabGmromaeTcsl pe3Koe, HO
o0paTUMOe MafeHNe CBOMCTB KOMITO3UTA A0 XapaKTe-
PUCTUK MCXOAHOTO MATPUYHOIO CILIaBa. 3HAYCHUS
TBEPIOCTU U MOJIYJISI YIIPYTOCTU U3MEHSIIOTCSI KBa3H-
JIMHEITHO, YTO MO3BOJISIET IPOTHO3UPOBATh IMTPOYHOCTh
Marepuana IpPU WUCHBITAHUM WM SKCIUIyaTalluH.
I[lpy ucOBITAHUM HAHOCTPYKTYPHOTO KOMIIO3UTA
Boeie 300°C HaOmomaeTcs najabHeillee yxXyaleHue
CBOICTB, OJHAKO B JAHHOM CJIydyae OHO HeoOpaTHUMO.
IToBTOpHOE McHBITaHME MNeperpeThix Bbile 300°C
00pa3loB mokKazajo CyllecTBeHHoe (0ojiee yeM Ha
50%) ocna6nenue cBoiictB naxe mpu 25°C. Takoe mo-
BelleH1e MaTepHalia IIOJTHOCTBIO COINIACYETCS C Pe3yib-
tatamu ucciaenosanuii Merogamu JJCK, POA u KPC.

B momosiHeHUEe K MCIIBITAHUSIM METOIOM WHICH-
TUPOBAHUSI TTOJlydeHHBIe 00pa3Lbl ObLIN WCITBITAHBI
METOAOM OIHOOCHOTO CXKATUS TIPU Pa3IUUYHBIX TEM-
nepatrypax. Ha puc. 6 mpencTaBlieHbl pe3ylabTaThl
NpPOBEICHHBIX McCcaenoBanuii. I3 mpeacTaBiaeHHBIX
JaHHBIX BUIHO, YTO Mpeae]l IPOYHOCTHU IIPU CXKATUU
CHMKAETCS C YBEJIMYCHUEM TeMIepaTyphbl U JOCTUTA-
er MmuHumyMma 1npu 300—350°C. Xapakrep M3MeHe-
HHS CBOKCTB 00OpasloB MpU CXKATHUU MIOCHTUYCH

Ne 6 2020
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Puc. 3. UccaenoBaHue CTpyKTypbl U (ha30BOro cocTaBa
HAHOCTPYKTYPHOTO KOMITO3UIIMOHHOTO Marepuaja I0o-
cJie TepMUYECKOoi 00paboTku MetomoM: a — PDA (1 —
MOPOLIOK KOMIIO3MTa IOCJIe MEXaHUUECKOro JIerupoBa-
HUS, 2 — KOMIIO3UT mocie 3KcTpy3uu mipu 270°C, 3 —
SKCTPYAMPOBAHHBIM KOMIIO3UT IIOCE OTXUra Ipu
400°C); 6 — KPC (/ — KOMIO3UT MOCJIEe 3KCTPY3UU MPU
270°C, 2 — 3KCTpyaAMPOBAaHHBIN KOMITO3UT MOCJIE OTXKUTa
npu 400°C).

pe3yabTaTaM MHACHTUPOBAHMS, ONMMCAHHBIM BBIIIIE.
PasHuily B tMmHaMUKe U3MEHEHUS IIPOYHOCTH,/TBEp-
IOCTH/MOIYJISI YIIPYTOCTH MOXKHO OOBSICHUTH 00beM-
HBIM (DaKTOPOM.

CormmacHo pgaHHBIM POM mnosyyeHHBIE HaHO-
CTPYKTYPHBIE KOMITIO3UTHI 00JIaJaloT CJIOKHOM hepap-
XUYECKOU CTPYKTYpOil — HaHOpa3MEpPHbIE KpUCTalI-
muThl (50—60 HM) 0OBeIMHEHBI B IPOYHbBIE BHICOKO-
TUIOTHBIC aryioMepaThl (5—10 MKM), KOTOpBIE B CBOIO
oyepenb COCTABIISIIOT arperaThl pa3MepoM MOpsiaKa
50—150 mx™m (puc. 7). I[Ipu usMepeHUM TBEPAOCTU U
MOZYJISI YIIPYTOCTA MCHBITAHME IIPOBOMUTCS B Mac-
mTabax OJHOIO arjiomMepara — BbICOKOILUIOTHOTO U
MPOYHOro o0pa3oBaHUs, B TO BpeMs KaK IIPU UCIIbI-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6
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Puc. 4. BHelHuii BUA 3KCTPyAaTOB HAHOCTPYKTYPHOTO
KOMITO3UIIMOHHOTO MaTepuajia M MPUTOTOBJIEHHBIX 00-
pPa3LOB JJIsI UCTIBITAHUWIA.
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Puc. 5. 3aBUCUMOCTb TBEPAOCTU OOpPa3LOB HAHOCTPYK-
TYPHOTO KOMITO3UIIMOHHOTO MaTeprajia OT TEMITepaTyphl
WUCIIBITAaHMS: | — BIOJIb OCH 9KCTPY3UHU; 2 — MOTNepeK ocru
9KCTPY3UHU.

TaHUM Ha CcXXaTue, CBOMcTBa obpasia nuddepeHIIn-
aJIbHbI: OHU OXBAThIBAIOT KaK CBOMCTBA CAMUX KpU-
CTaJUTUTOB, arperatoB M arjioMeparoB, TaK U Ipa-
HUL, MO, BKJIIOYEHUIH U APYTUX AePEKTOB MEXIY
HuMHU. TeM He MEHEEC, ITO CPaBHEHUIO C MAaTPUYHbBIM
ciiaBoM AMTI6 mnojiydeHHble HaHOCTPYKTYpPHbIE
KOMMO3UILIMOHHBIE MaTepuaibl 00JIafaloT OOJIbIIE
TEPMOCTOMKOCTBIO, T.€. JEMOHCTPUPYIOT MEHBIIIEE
CHIXEHHUE TIpefiesia TMTPOYHOCTU,/TBEPIOCTH,/MOMYIS
YIIPYTOCTU IIPY YBEJIWYEHUU TeMilepaTypbl Ha 1°C,
YTO XapaKTepu3yeT UX KaK MaTepUaIbl, TOTEHIINAITb-
HO TIPUTOIHBIE JJIs DKCIUTyaTalluy IIPU TeMIlepaTy-
pax 25—200°C. Cam 1o ce6e crutaB AMr6 He IBISETCS
KapoITPOYHBIM, OJJHAKO €r0 HAHOCTPYKTYPUPOBaHUE
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Puc. 6. Pe3syiabTaThl MCOBITAHUS METOAOM OIHOOCHOTO
cXKaTus 00pa3IloB HAHOCTPYKTYPHOTO KOMITO3UITMOHHO-
ro Marepuasa Mnpy pasJIMYHbIX TeMIlepaTypax.

Puc. 7. HaHOCTpYKTYpHBIiI1 KOMIO3UIIMOHHBIIT MaTepu-
ar: a — POM-u3obpaxkeHne 4acTUIIBI KOMITO3UTa TTOC]Ie
MEXaHUYECKOro JIETUPOBaHUsI; 6 — MOIeNb YaCTHULIbI
KOMIIO3HMTAa MTOCJIe MEXaHUYECKOTO JIerTupoBaHus: I — ar-
perat; 2 — arnoMepar; 3 — Kpuctamur; 4 — YHC.

EBJOKWMOB u np.

n MomudunupoBanre YHC mo3Boawim yayqiimnTh
ero (hu3MKo-MexaHU4YeCKue CBOCTBA U TIOBBICUTH
TEPMHUYECKYIO CTAOMJILHOCTD. B manmbHeiieM mogo0-
HBI TTOIXO0JI MOXKET OBITh IPUMEHEH K CUCTEMAaM Ka-
ponpouHsix cruraBoB Tuna /119, AK6, AK8, AK4-1,
J120, 1201 u Tak manee.

SAKJTIOYEHUE

ITo cpaBHEHMIO ¢ UCXOOHBIM CIUIaBOM AMr6 Ha-
HOCTPYKTYpPHBIE KOMITO3UIIMOHHbIE MaTepualibl Ha
ero OCHOBe O0JIaJaloT JIYYIIUMH MEXaHUYCCKUMU
CBOICTBaMM TIPU MOBBIIICHHBIX TeMIlepaTypax. OT-
CYTCTBYET CHUJIbHASI aHU30TPOITUS TBEPAOCTU Y MOIY-
JIS1 yIPYTOCTHU (BIOJIb 1 ITOTIEPEK OCU DKCTPY3UM), Xa-
pakTepHasl ISl TPaOULIMOHHBIX MaTepHUaoB IIOCIE
aHaJJOTMYHOI 00paboTku. I1pn HarpeBaHUM KOMITO-
3uTa Bhoille 300°C npoucxoasaT HeoOpaTUMBbIe CTPYK-
TypHO-(a30BbIe MPEeBpallleHUsI, B Pe3yabTaTe KOTO-
PBIX €r0 MeXaHN4YeCKNEe CBOMCTBA PE3KO CHUKAIOTCS.
HanocTtpykTypupoBaHue B COBOKYITHOCTU C MOOV-
dunmpoBanneM Y HC moxeT OBITH paCCMOTPEHO KaK
OIVH U3 CIOCOOOB YBEJIMYEHUS TEPMUUYECKOI cTa-
OMJIbHOCTM KOMIIO3UTOB HAa OCHOBE AJIIOMUHUSI U
JIPYTUX METAJUIOB. YBEIWYEHHE TePMHYECKON CTa-
OMJIBHOCTU MOXET OBITh 00BbsICHEHO TeM, 9yTo YHC,
pacriojiarasicb o rpaHUIaM KPUCTAJIUTOB, 3aMel-
JISTIOT WM TIOJTHOCTBIO MCKIIOYAIOT TN Py3nOHHBIS
MPOLIECCHI, CBSI3aHHBIC C MACCONEPEHOCOM IIPU pe-
KpUCTAJNIN3allMM MaTPUYHOIO CIUIaBa IIPU TOBBI-
IIEHHBIX TeMIIepaTypax.
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Study of Thermal Stability of Nanostructured Aluminum Matrix Composite Materials
Modified with Fullerene C,,

I. A. Evdokimov" *, R. R. Khayrullin’-> **_ S, V. Prokudin', R. H. Bagramov',
V. V. Aksenenkov!, S. A. Perfilov!, A. A. Pozdnyakov', A. S. Useinov!
! Technological Institute of Superhard and New Carbon Material, Moscow, Troitsk, 108840 Russia
2 Moscow Institute of Physics and Technology (National Research University), Dolgoprudny, Moscow Region, 141701 Russia
*e-mail: ivan_911@mail.ru
**e-mail: radionovi4@bk.ru

The effect of heat treatment on the structure, phase composition and mechanical properties of nanostruc-
tured aluminum-matrix composite materials modified with fullerene Cg, was studied. The strength, hardness
and elastic modulus of the composites were measured using the methods of indentation and uniaxial com-
pression in the temperature range from 25 to 350°C. A zone of thermal stability of the structure and phase
composition and a possible operation temperature range for the obtained materials were found.

Keywords: aluminum, composite, carbon, hardness, strength, fullerene Cg,, heat treatment.
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[IpoBeneHo uccaemoBaHNe CTPYKTYPEI CTalIM Y 8 OcjIe BBICOKOCKOPOCTHOI 00paboTKM 1edOpMUPYIOIITNM
pe3aHueM. YCTaHOBJIEHBI (ha30Bblii COCTaB U OCOOEHHOCTU CTPYKTYPhl YIIPOUHEHHOT'O MOBEPXHOCTHOTO
CJI0$T, COCTOSIIIIETO 13 OTIETbHBIX 00JIacTell (TaK Ha3bIBaeMbIX pedep), TUIOTHO MTPUJIETAIONINX APYT K APYTY.
MeTtogamMu ONTUYECKOM U JIEKTPOHHOM MUKPOCKOIIMU B IIPUPE31I0BOIi 30HE pedpa 0OHapYyKEeHbBI: (heppUT
HepaBHOBECHOI (hOPMBbI M KPYITHOUTOJILYATHIN MAPTEHCUT C pa3MepaMu KprcTauioB okosio 100 HM, mmap-
KETHbIE MAPTEHCUTOITOAO0OHBIE CTPYKTYPHI C IIIMPUHO TJIACTUH AEeCSITKY HAHOMETPOB, a TAKXKe KPUCTal-
JIBI LIEMEHTUTA pa3InaHoi nucriepcHocTy — oT 10 1o 100 HM. Takoe HEOMHOPOAHOE CTPYKTYPHOE COCTOSI-
HUE BO3HMKAET B 30He pedpa, MpuJieralolieit K pe3iry Bo BpeMsi 00padboTKU 1e(OopMUPYIOIIUM pe3aHUEM.
CTpyKTypa pOTUBOIIOJIOXHOM 30HBI pedpa MPUHUMITMATIBHO OTIMYAETCSI U COCTOUT M3 PABHOOCHBIX 3epeH
deppura BenrnunHOi ~500 HM ¢ MOrpaHUYHBIMU MEJIKHMMMU BbIACJICHUSIMU (IIPEANOI0KUTEIbHO, KapOu-

1oB) pa3mepom 10—20 HM.

KimoueBble ciioBa: nedopmupymolliee pe3aHue, 3JeKTPOHHAasT MUKPOCKOIHS, (ha3oBbIii cocTaB, (heppurT,
MapTEeHCUTOIOA00HAs CTPYKTYpa, HAHOLIEMEHTUT, MUKPOTBEPAOCTbD.
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BBEAEHUWE

PacripocTpaHeHrie HOBBIX TEXHOJIOT Ui, OCHOBAaH-
HEIX Ha TeMIIepaTypHO-CHJIOBOM BO3ACHCTBMU Ha
KOHCTPYKILIMOHHBIE MaTepraibl, O0yCIOBIMBAET HE-
00XOIMMOCTh Hay4YHBIX MCCJIEIOBAaHMWI, CBSI3aHHBIX
co crien(uKoOil CTPYKTYpPHBIX U (Da30BbIX MpeBpa-
IIEHUI TP BBICOKOCKOPOCTHBIX METOHAX ITOBEPX-
HOCTHOTO yIpOo4YHEeHMs. Takue MeToabl, KaK IIpaBy-
JIO, TIPUBOOAT K YIIPOYHEHUIO HE BCErO M3IEIUs, a
TOJILKO €T0 IoBepXHocTu. TeM He MeHee, MMEHHO
CBOMCTBA MTOBEPXHOCTU SIBJISIIOTCS OCHOBOIIOJIararo-
LIMMU J1JI1 UBHOCOCTOMKOCTU, KOPPO3UOHHOM CTOM -
KOCTH, KOHTAaKTHOI BBIHOCIIMBOCTH, YCTaJOCTHON
MPOYHOCTU U JPYTUX SKCIUTYaTAllMOHHBIX KAa4eCTB
MaTepuana.

ITonygaemMbie Tpu BBICOKOCKOPOCTHBIX 00padboT-
Kax ITOBEPXHOCTU, KaK MPaBUIO0, 00J1aJa0T YHUKATb-
HBIMU CBOMCTBaMU, XapaKTEPU3YIOTCSI BEICOKOM TBEp-
JIOCTBIO, MX CTPYKTYpa PE3KO OTIINYAETCS OT CTPYKTY-
pPBl OCHOBHOTI'O MeTallla, OHU TIJIOXO WJIM COBCEM He
TpaBsaTcs. Takue CTpYKTYphl O0Opa3yIOTCs 3a CUET Ha-
rpeBa MOBEPXHOCTHOTO CJIOSI BBIIIE TeMIIepaTyphl
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¢azoBoOTrO MpeBpaIleHUs IePIUT—ayCTeHUT, a ObICT-
poe OXJIaXJEHUsS CO CKOPOCTbIO, MpEBbIIIAIONIEH
Vpur (OBICTPBII OTBOJI TEIIA B CEPALEBUHY 3arOTOB-
KM), obecreunBaeT MpoTeKaHUe MPOLIECCOB 3aKaJl-
ku [1]. CTpyKTypbl UMEIOT crieliMpUrIecKre Ha3Ba-
HUsS: OEJIBIA CJIoM, rapAeHUT, Oejlas IoJjioca, 30Ha
BTOPUYHOM 3aKaJIKU U Tak ganee [2—6]. g ymob-
CTBa M3 BCEro MHOTooOpa3usi TEPpMUHOB BblOEepeM
OIVH M OyneM Has3blBaTb TaKylO CTPYKTYpYy OesibiM
cioeMm. Ilo cpaBHEHMIO C MapTEHCUTOM, TOJy4yeH-
HBIM B pe3yJibTaTe CTaHIapPTHOM 3aKaJIK1, TIOBBILLIEH-
Hasl TBEpPAOCTb O€JIOr0 €101 0ObsICHIETCS BOBHUKHO-
BeHHEM OeCCTPYKTYpHOTO MapTeHCUTa, KOTepEeHT-
HOCTbIO MeX(a3HbIX IPpaHUIl, KOHLIEHTPALIMOHHOM’
HEOJTHOPOJIHOCTBIO CTPYKTYPbI, BHICOKOM AUCTIEPCHO-
CTBIO I HAJIMYMEeM HepacTBOPEHHBIX Kapouaos [7—10].

O060011as1 TaHHBIC JIMTEPATYPHBIX UICTOUYHUKOB O
npupozae 0ea0ro cjios, MOXHO CKa3aTbh, UYTO OIS €TO
MOIy4YeHUS TPeOyeTCSI MHTEHCUBHBII HAarpPeB C OTHO-
BpEeMEHHOI Iu1acTU4eckoit gedopmaiieii u OBICT-
PBIN OTBOJ TEIJIa BIJIyOb 3arOoTOBKU. Takue ycaoBuUs
BBITIOJTHSIIOTCS TIpU 00padoTKe 1e(pOPMUPYIOIINM pe-
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Puc. 1. TunuyHast opeGpeHHas IOBEPXHOCTh CTaIn (Ha-
KJIOHHBIE pebpa 0e3 3a30pa, cTaib 35).

3aHueM [11], B pe3yabpTaTe KOTOPOI MOKET ITPOMCXO-
IWTh 3aKaiogHOe yrpouHeHue [ 12]. Ha moBepxHoCcTH
3aroToBKM (Bayma) oOpasyercs peiibed B BUIOE Ha-
KJIOHHBIX pebdep (puc. 1), riotHo (6e3 3a30pa) mpu-
Jierarolux apyr K apyry [13]. Dtu pedpa, odpas3yroiim-
ecsl TIpU pe3aHuU, MPEACTABISIOT COOO0I HE OTISTNB-
IIYIOCS OT 3aTOTOBKM CTPYXKY.

Panee nipoBenenHble nccnemoBanus [14] mokasa-
JIM, 9TO B pe3yjibTaTe Ae(POpMUPYIOIIETro pe3aHus Ha
OpeOpPEeHHOM IMOBEPXHOCTH B CTaJISIX MOXHO Ha-
O0r01aTh Kak 1e(OpMUPOBAHHYIO CTPYKTYPY, TakK U
CTPYKTYpPbl MOJHOM W HEIOJHON 3aKaJiku. bbLIo
YCTaHOBJIEHO, UTO IMOJIyYEHHOE CTPYKTYPHOE COCTOSI -
HHUe oOecrieynBaeT yBEJIWIECHUE TBEPIOCTH 00pabo-
TaHHOI ITOBEPXHOCTU MaTepuaiia BTpoe. Heooxomm-
MO OTMETUTb, UTO CTPYKTypa B JaHHOM CJIy4ac MOXKET
OIpeneNsiTbCsl MHOTMMU (akTopamMu, B TOM UMCIIE
COCTaBOM CTaJjid, BHIOpaHHBIMU TTapaMeTpaMU PexXu-
MOB AedopMUpYIOLIero pe3anus. B 3Tom oTHoIIe-
HHMU CTPYKTYPHOE COCTOSIHME TTOBEPXHOCTHU Pas3iny-
HBIX MaTEpUAJIOB U €ro POJIb B YIIPOYHEHUHU ITPAKTH -
YeCKM He M3Yy4YeHBI. B CBSI3M C 3TMM B HACTOSIICH
paboTte mpoBeneHo ucclienoBaHre (ha30BOro cocTaBa
U CTPYKTYpbl pebdep, (OpMUPYIOIIUXCS B CTaId Y8
npu AeopMUpPYIOIIEM PE3aHUM, C LIETbIO BBISIBICHUS
POJIM CTPYKTYPHOTO (hakTOpa B YIIPOUHEHUM MOBEPX-
HOCTH TaHHOTO MaTepuaja (DJaHHOI MapKU CTaJIN).

MATEPHAJIBI U METOAbI NCCIIEJOBAHHWA

B kauecTBe 3aroTOBKM MCHOJIB30BAIM CTAJIbHOM
BaJ Y8 nmumamMeTrpoM 56 MM B COCTOSSHMU ITOCTaBKU
(OTXUT Ha 3epHUCTHIN I1epauT). O0paboTKy medop-
MUPYIOIIUM pe3aHUeM ITPOBOIMIIM Ha Kadenpe “UH-
CTpYMEHTaJIbHasl TeXHuUKa M TexHomorun” MITY
M. H.O. baymaHa B pexuMme: CKOPOCTh pe3aHUs
Voes = 3.26 M/c, nopaya S = 0.05 MM/06., mpunyck
t=1wmmMm.
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CrpyKkTypy U (pa30BBIii COCTaB 00pPa3IIOB U3yYaIn
CIeaylIIMMI  MeTogaMu. MeTanorpadudeckuii
aHaJiu3 MOBEPXHOCTU NLIU(MOB MPOBOAUIU C MTOMO-
mpio Mmukpockomna Olympus GX51 ¢ yBenmueHuem o
1000 kpat. [dns BBISIBACHUSI CTPYKTYPHI MOBEpPX-
HOCTb ILTU(MOB MOABEPTaIv TpaBieHUIO 4% pacTBO-
pom HNO; B C,H;OH. MukpoTtBepnoctb o6pa3iioB
U3MEPSIIA  aBTOMATUYECKUM MHKPOTBEPIOMEPOM
EMCO-TEST DuraScan-70 ipu Harpy3ke 100 T.

M300pakeHust TOBEPXHOCTU 0OPa3II0B MOJYyYEHBI
C TIOMOIIBIO PACTPOBOTO JIEKTPOHHOTO MUKPOCKOTa
(POM) FEI Scios 1pu ycKopsiiolieM HamnpssKeHUU
20—30 kB B pexxmMe perucTpaiuy BTOPUIHBIX 3JI1eK-
TPOHOB C MCIIOJIb30BAaHUEM JIETEKTOpa DBepxapTa—
Topnnu. IlpocBeunBaras 3JeKTPOHHAsT MUKPO-
ckornust (ITOM), npocBeuunBaloliasi pacTpoBasi MUK-
pockornust (ITPOM), sHepronucnepCuOHHbBIN aHaINU3
U 1M PpaKIIMOHHbIN aHAJIU3 BHITTOJHEHBI C TOMOUIbIO
MmuKpockomna Tecnai Osiris mpy yCKoOpsSomneM Hanpsi-
xennu 200 kB. [TonyyeHHbIe TaHHBIC aHAJIM3UPOBA-
JI1 C MCIIONIb30BaHMEM IiporpamMm Digital Micro-
graph, JEMS. Oo6pa3usl mrsg [1DM-ucciaenoBaHmuii
BbIpE3aJIi MOHHBIM MMyYKOM B KOJOHHE PacTpPOBOTO
mukpockona FEI Scios.

PE3YJIBTATBI 1 MX OBCYXIEHHUE

Ha puc. 2 mokazaHa cTpyKTypa yIIpOYHEHHOM MO-
BEPXHOCTHU cTaju Y8, chopMUpOBaHHAS B IIPOIIecce
neopMUPYIOIIEro pe3aHusi. XOpolllo BUAHO, 4YTO
00paboTKa B BbILIEYKa3aHHOM peXuMe IpuBesa K
KpaiiHe HeOTHOPOITHOM CTPYKType pedpa, UTo He Ha-
omomanock padee. Hammpnmep, B [15] mokazaHo, 9To
B ctanu 35 ymeHbmieHue rmogayu ot 0.1 mo 0.05 mmM/06.
MIPUBOIUT K TOMOT€HHOIT CTpyKType pebpa. M3 mpu-
pe3110BOi1 30HBI (3TO YaCTh MOAPE3aHHOTO CJIOSI, UC-
MBITHIBAIOIIASI UHTCHCUBHOE TPEeHUE B KOHTAaKTe C
MHCTPYMEHTOM ) HaOJIIogaeTcs TaK Ha3bIBaeMbIii Oec-
CTPYKTYPHBII CJIOM, IJIOXO MOANAIOIINICS TpaBJlie-
HHIO Y COCTOSIIINIA B OCHOBHOM M3 CBETJIBIX ITIaIKUX
obmacreit. [IporuBonoaoxKHas 4acTh pedpa (cBoOOI-
Hasl 30Ha) XOpOIIIO TPaBUTCS, a CBETJIbIe 00JIaCTU B
Heii moutu oTcyTcTBYIOT. OmHAKO, HECMOTpsl Ha
MPUHLMIWAIBHYIO Pa3HUILY MEXIY CTPYKTYPOM TIpur-
pPE31I0BOI 1 CBOOOIHOI 30H, X MUKPOTBEPIOCTD OT-
nyaeTcs HecymecTBeHHO (630 HV, | mpupesnoBas
30Ha 1 550 HV,; cBobonHas 30Ha). MicxoqHass MUK-
POTBEPIOCTH 10 00padOTKM Ae(POPMUPYIOLINM pe3a-
HueM coctasisiia ~200 HV .

Ha POM-u3ob6paxenusix (puc. 20, 3a) BUIHa pe-
JIbe(DHAsI, XOPOIIIO MTPOTPaBIeHHAs ITOBEPXHOCTh CBO-
GOMHOI 30HBI U TNIagKasi, ITOYTHU 6e3 SIMOK, IIPUpE3-
noBas 30Ha. JIs CpaBHUTEJIBHOTO aHAJIM3a 0COOEH-
HOCTEM TOHKOI1 CTPYKTYpPbI, BEISIBJISIEMbIX METOAAMU
I15M, HeoOxoauMO OBIJIO BHIpE3aTh JIAMEJIM TOYHO
U3 Kaxaoii 30HbI. JIJIsT 3TOro B peXXuMe BTOPUYHBIX

2020



90 KUTAJITUHA u np.

Puc. 2. HeonHoponHasi CTpyKTypa YIIpOYHEHHOM MOBEPXHOCTHU: a — 001Mit BUJ (/ — pedpa MoBepXHOCTHOTO CJIOSI MOCIe Jie-
(hopMUpYIOIIEro pe3aHusi, 2 — 00beM, He 3aTPOHYTHI 06paboTKOI1); 6, B — yBeJImueHHOe POM -u300pakeHne CTPyKTyphl OT-

IIeJIbHBIX pedep.

2JIEKTPOHOB OBLIM BBEIOpAaHBI XapaKTEepHbIE y4aCTKU
U3 IIPUPE3L0BOI, TaK Ha3bIBa€MOIi OECCTPYKTYPHOIA,
¥ TIPOTPaBJICHHOM CBOOOIHOI 30HKEI. MecTa, U3 Ko-
TOPBIX MOHHBIM ITYYKOM MEPHEeHINKYISIPHO ITOBEPX-
HOCTHU oOpa3lia ObUIN BBEIpEe3aHEbI JIaMeJIH C TI0JIE3HOM
IJIOIIAAKOM pa3MepoM 7 X 7 MKM, OTMEYCHEI YePHBI-
MU TOPU30HTAILHBIMUY JIMHUSIMU Ha puc. 3a.

Jns TI9M-uccnenoBaHuii JamMesIv YTOHSIIA MOHA-
MU rajuius 10 ToamuHbl 5S0—70 uM. OTanenbHbIE HE-
OOJIbIIME YYACTKM JIaMeNleil YTOHSIJIM IO TOJIIWHBI
10—20 HM 111 M3yYeHUSI TOHKOI CTPYKTYPEI C BBICO-
KuM paspelieHueM. Ha puc. 36, B ipeacTaBiieHbI T1a-
HOpaMHbIe U300paKeHUsI CTPYKTYPbl 00pa310B, BbI-
pe3aHHBIX U3 3TUX IBYX 30H, IogydeHHBIe B [IDM.
HNccnemosannsa meromamu I1DM mokaszanm, 94To CBO-
OomHas 30Ha pedpa COCTOUT M3 PaBHOOCHEBIX 3€peH
pa3zmepom 500 HM, a mpupe3LoBast 30HA UMEET CI0XK-
HYIO CTPYKTYpy. MHTepeCHO OTMETUTb, UYTO MUKPO-
TBEPAOCTb 00JIacTeil MPUpPEe3LI0BO 30HBI COCTABJISIET
900 HV,,, 4TO B moJTOpA pa3a BhILlIE€ CPEAHETO 3HAYEC-
Hus 1o pebpy (~600 HV;,). [IDM-uccnenoBanus
BBISIBWIM, YTO HA y4acTKe C TJIAAKUMU OOJIACTSIMU
MPUCYTCTBYIOT 3epHa (pepprTa HEPAaBHOBECHOI, MPO-
M3BOJIbHOM (hOPMBI pa3MepoM B COTHU HAHOMETPOB
(puc. 4). KpoMe Toro, ooHapy>keHbl MAPTEHCUTOIO-
JIOOHBIE YIACTKM C IMCHEPCHOM MapKETHOM CTPYKTY-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

poit ¢ pasMepoM KPUCTaJIOB HECKOJbKO NECSITKOB
HaHOMETpPOB (puc. 4B), a TAKXKe IMJIaCTUHYATHIC BbIJIE-
JICHUSI LIEMEHTHUTA Pa3HbBIX pa3MepoB (puUcC. 5): KpyI-
HbIE€ OMHOYHBIE TIJIACTUHBI IIUPUHOM 0KoJio 100 HM
(puc. 5a) U MeJKMe TIACTUHBI IMUPUHON 5—15 HM,
pacrtyiiue B Buae “0axpombl” Ha rpaHHULIaX depput-
HBIX 3epeH (puc. 50). Menkue BblIeISHUS IEMEHTU -
Ta OBLUIM BU3YAJIM3UPOBAHBI C TIOMOIIBIO 3JIEKTPOH-
HOI MUKPOCKOIIUM BBICOKOTO pa3peliueHus (puc. 5).
AnHanu3 @®ypbe audpakTorpaMm, IOJYYEHHBIX OT
YYaCTKOB M300pakeHUI BBICOKOTO pas3pellieHUs], U
COMOCTaBJIEHNE C TEOPETUUESCKUMU 3JIEKTPOHOTpaM-
MaMU TTOATBEPIWIN, YTO HAHOIUIACTUHBI SIBJISTIOTCS
LEMEHTUTOM U UX pa3Mep COCTaBISIET HECKOJIBKO Ha-
HOMETPOB.

CrpykTypa 00pa3sia, BBIpe3aHHOTO U3 CBOOOMHOI
30HBI TOTO XK€ pedpa, UMeeT MPUHUIMITUATBHO IPYTroi
Bua. HaGmrogaioTcst ToibKoO 3epHa epprTa paBHO-
OCHOI1 (hopMBbI pa3MepoM B COTHU HAHOMETPOB, Oe3
MPU3HAKOB MapPTEHCUTHOU CTPYKTYPHhI U LIEMEHTUTA
(puc. 6a). TeMHONONBHBINA aHANU3 OpPU OOJIbIIEM
YBEJIMUCHUU OTAEIbHBIX 36PeH CBUIETEIbCTBYET O Ha-
JIMYuU cyocTpyKTyphl. ITo rpaHuiiaM 3epeH pacIiojio-
2KEHBI MEJIKME BhIAEIeHUS (IIPEAITOI0KUTEIbHO, Kap-
OUIbl) pa3MEPOM B IECATKA HAaHOMETPOB (puc. 60).
Takum ob6pa3om, 0OHaApPYKEHO 0CO00E CTPYKTYpHOE
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Puc. 3. PDM-u306paxeHue MpUrpaHUYHOM 001aCTH IIPUPE3L0BOI Y CBOOOIHOI 30H, YepHbIE JIMHMU ITOKA3bIBalOT MECTA, OT-
KyJa ObLu Beipe3aHbl lamenu (a); [I19M-u3zobpakeHue CTpyKTyphl B TONEPEYHOM CEYEHU U NpUpe310Boit (0) M CBOOOIHOI (B)
30HBI; yBeJIM4yeHHOoe POM-n300pakeHne 6eCCTpYKTYPHOTO y4acTKa U UTOJIbYaThIX KPUCTAJIOB B IPUPE3L0BOIi 30He (T1aHap-

HBII BUJ IOBEPXHOCTU 0Opasua) (T).

Puc. 4. CtpykTypa npupe31oBoii 061acTh: a — TEMHOITOJIbHOE U300pakeHue 3epeH dheppuTa; 6 — COOTBETCTBYIOIIAsI MUKPO-
3JIEKTPOHOTPpaMMa; B — MapKeTHasi MapTEHCUTOMOA00HAsI CTPYKTYpa y4acTKa BbICOKOM TBEPIOCTH.

COCTOSIHUE CTajIn Y8 1ociie 1echopMUPYIOIIETO pe3a-
HUSI, KOTOPOE XapaKTepU3yeTCsl HaTMIMeM MapTeHCH -
TONOAOOHOI CTPYKTYpPhI, BOBHMKAIOIIEH, KaK N3BECT-
HO, B ITporiecce 3akayiku ctanu. I1pu aTom coxpansier-
Cs1 ICXOIHbBII HEPACTBOPUBILIMIACS LIEMEHTUT.

st BBISICHEHUSI BO3MOXHOCTU peau3aliu 3a-
KaJIKi CTajieili M COOTBETCTBYIOIINX CTPYKTYPHBIX
npeBpanieHuii pu 1eOpMUPYIOIIEM pe3aHUN OBI-
JIN TIPOBENEHBI SKCIIEPUMEHTATbHBIC W pacyeTHBIC
UcclieloBaHus TeMnepartyp B 30He 00padoTku. C mo-

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA Ne 6 2020
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Puc. 5. ITnacTuHbl LIeMeHTUTa pa3HbIX pa3MepoB: a — [IOM-u3zobpaxeHne KpynHoii rminactuHsl; 6 — [TPOM-u3obpaxkeHue
MEJIKMX IJIACTUH, PACTYILMX Ha TpaHuLie 3epHa; B — POM-u3006paxeHue BBICOKOTO pa3pellieHHs] IUIACTUH HAHOLIEMEHTHUTA.

Puc. 6. CyGeTpykTypa heppUTHBIX 3epeH U MOrPaHUYHbIC BBIIETCHUSI.

MOIIbIO TEPMOTIAphl ObLIa OTIpeaeeHa CPEIHSISI TEM-
repaTtypa B 30He pe3aHusi, Kotopas coctaBuia 1100°C.
ITo TepMOAMHAMUYECKUM pacyeTaM CPEIHsIS TeMIIe-
paTypa Morjla JOCTUTHYTh daxe 3HadyeHus 1500°C.
JlaHHBIE YCIOBUS TOCTAaTOYHBI IJIsI IIpOoTeKaHus a-
30BBIX IIpeBpallleHUii P Harpese B Ipoliecce Je-
dopmupylomero pe3anus. OlLieHKa CKOPOCTU Harpe-
Ba coctaBuia 2.7 X 10° rpazm/c, a CKOpocTH oxJIaxie-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

Husg — 10 rpan/c. AHaIU3 OJYYEHHBIX PE3YJILTATOB
ToKaszaJl, YTo B IIporecce nehOopMHUPYIOIIETO pe3a-
HUSI CTaJlb UCTIBITHIBAET UMITYJILCHBIN HarpeB U oxJia-
XneHue 3a Bpems nopsiaka 1 c. Takum odpazoM, mpo-
BEIACHHbIC HCCJIEAOBAaHMUS TIO3BOJIMIIU OIPEICIUTD
OCOOEHHOCTU CTPYKTYPHO-(}a30BbIX MpeBpalleHUt
TIPY CBEPXKPUTUIECKMX YCIOBUSIX UX peaTu3aivu, 1
YCTAaHOBJICHO, YTO MOBEPXHOCTHAS 3aKaJleHHAasI 30Ha
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noce o6paboTKy 1eGOPMUPYIOIINM pe3aHnueM NMe-
€T BUJ HAKJIOHHBIX pebep 6e3 3a30pa, MOXET TOCTU-
raTh BBICOTHI ITOpsIAKa 1 MM.

B [14] Op1ma n3ydeHa CTpyKTypa cTtajiu 35 mocie
00paboTKM neOPMUPYIOIIMM pe3aHNeM, KoTopas
npu ToaumHe peopa ~0.07 MM IIPOSIBIISIET OOJIBIITYIO
YyBCTBUTEILHOCTD K TPaBJICHUIO, OoJiee AUCIIEpCHAs
M0 CPaBHEHUIO C MCXOIHOW CTpyKTypoii. OmHako
CTPYKTypa MapTeHCUTa 3aKaJdKWd He BbISIBiIsIETCA. B
CBOOOIHOI 30HE pebpa, T.e. 00JaCTM C MEHBIICH
TeMIlepaTypoii Harpesa, HaOII0MAIOTCS TaKe MO C
MOHWXeHHO# TBepaocTbio 550 HV,, |, ipu TBepaoCcTU
670 HV,, B cepenune pebpa. B cranu Y8, B orinuune
oT cTtanu 35, moBepXHOCTHAs 3aKaJieHHasI 30Ha pedpa
HEOJHOPOIHA MO TOJIIMHE U OOHAPYXKMBAET LEJIbIA
CIIEKTp HaHOpa3MepHBIX a3. BeaeacTBue aToro mmpu
toymuHe pedpa ~0.04 MM TpaBUMOCTD IPUPE3OBOIM
¥ CBOOOMTHOI1 30HEI pa3Hasi, a MUKPOTBEPAOCTh B IIPU-
pe3lLoBoil yacTu pebpa, IiIe OOHApY:KEHBI CBETJIbIC
OeccTpyKTypHbIe yyacTku, coctasisier 900 HV, |, no
CpaBHEHUIO C cepennHoi pedbpa 670 HVj ;.

SAKJTIOYEHHUE

MeTogamMu 3JeKTPOHHON MMKPOCKOMNUU YCTa-
HOBJIEHBI CJIEAYIOIINE OCOOEHHOCTH CTPYKTYPbI yIIPOY-
HEHHOI MOBEPXHOCTU cTaiv Y8, cchopMUPOBAHHOM B
npouecce aecdopmupylollero pezaHus. IlokasaHo,
YTO CTPYKTypa OpeOpeHHOIl MOBEpPXHOCTU KpaliHe
HeogHopoaHa. [Tpu TonmuHe pedpa ~0.04 MM npu-
pes110Basl 30Ha IUIOXO MOAJaeTCs TpaBJISHUIO, B Hel
OOHapyXeHbl CBETJble TJagKue O0JIacTh, KOTOpbIe
UMEIOT CJIOKHYIO CTPYKTYPY, COCTOSIIIIYIO U3 Pa3HBIX
¢a3z: dheppuTa HepaBHOBECHOI (OPMBI C pasMepaMu
KPUCTAJIJIOB B COTHU HAHOMETPOB, YUYaCTKOB C Map-
KETHOI MapTEeHCUTONOAOOHOU CTPYKTYypOi pa3zme-
pPOM B AECSITKM HaHOMETPOB, HEPACTBOPHUBILIETOCS
LIEMEHTUTA TOJIIUHOI oKoyio 100 HM 1 BHOBb 00Opa-
30BaBIIEroCs HAHOLIEMEHTUTA C IIUPUHOM TUIACTU-
HOK 5—15 HM. Takoif cnekTp CTPYKTYp CIIOCOOCTBYET
TOMY, UTO MUKPOTBEPIOCTb CBETJIBIX yYaCTKOB CO-
crasisier 900 AV, yTo B 1.5 pa3a BbILIE TTO CpaBHE-
HUIO CO CpPeOHEW MMKPOTBEPAOCTHIO MPUPE3L0BOI
30HBI.

CBoOomHasi 30Ha, HAOOOPOT, XOPOIIO TPaBUTCH,
CBETJIbIe 00JIACTU B HEll TTIOUYTH OTCYTCTBYIOT, a 3HaYe-
Hue MukpotBepaoctu 550 HV,, cousmepumo co
CpedHE MUKPOTBEPAOCTHIO IIPUPE3LIOBOM 30HBI
(600 HV,,). CtpyKTypa 3TOii 30HbI peGpa MPUHII-
MUAJIbHO OTJIMYAETCSI M COCTOUT M3 PaBHOOCHBIX
deppuTHBIX 3epeH pa3mepoMm ~500 HM, MMEIOIIMX
CYOCTPYKTYpPY C IOTpaHMYHBIMU MEJKHMMU BhIAEIIC-
HUSMHA (TIPEIITONOXKUTEIBHO, KapOMIIOB) pa3MepoM
~10—20 BHM.
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KHUTAJIIMHA u ap.

Surface Structure of Steel U8 after Processing by Deforming Cutting

O. M. Zhigalina’ % *, A. G. Degtyareva> **, D. N. Khmelenin!, V. N. Simonov?

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

2Bauman Moscow State Technical University, Moscow, 105005 Russia
*e-mail: zhigal@ns.crys.ras.ru
**e-mail:dega_70@mail.ru

The structure of steel U8 after high-speed deformation cutting has been investigated. The phase composition
and structural features of the hardened surface layer consisting of areas (so-called ribs) tightly adjacent to
each other are established. Optical and electron microscopy methods have revealed the following structural
features in the near-edge zone of the rib: nonequilibrium ferrite and coarse-grained martensite with crystal
sizes of about 100 nm, parquet martensite-like structures with plate widths of tens of nanometers and cemen-
tite crystals of various sizes from 10 to 100 nm. Such an inhomogeneous structural state arises in the area of
the rib adjacent to the cutter during the deformation cutting. The structure of the opposite zone of the rib is
different and consists of equiaxed ferrite grains of ~500 nm in size with fine precipitates (presumably carbides)
in the grain boundaries of 10—20 nm in size.

Keywords: deformation cutting, electron microscopy, phase composition, ferrite, martensite-like structure,
nanocementite, microhardness.
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MeTomamu MeTajuiorpauIecKoro, JIeKTPOHHO-MUKPOCKOIIMYECKOTO Y PEHTTEHOBCKOTO aHAIN3a UCCIIe-
JIOBAaHO BJIMSIHUE IMPEIBApUTEILHON IJIACTUYECKON nedopMalvu B 30HEe (PPUKIMOHHOIO KOHTAaKTa Ha
CTPYKTYpHbIE IIPE€BpAllleHUs] U COMIPOTUBIIEHUE W3HAIIMBAHUIO ayCTEHUTHOM HepXKaBelollell cTaau
12X18HI9T, noaBeprHyToii najiee OKCUAMPOBAHUIO B BO3MYIIHOI cpene npu Temnepatypax 300—800°C B
TeueHue 1 4. IHTeHcHBHAas AedopMalyst, IPOMUCXOISILIAS B YCIOBUSIX CyXOIrO TPEHUSI CKOJIbXKEHMUSI, CO3a-
€T B MOBEPXHOCTHOM CJIO€ TOJIIMHON ~10 MKM HaHOKPUCTAJUIMYECKYIO ABYX(a3HYyIO CTPYKTYypy Y + O,
mukpotrBepaocth 5.2 I'Tla. ITocnenyroiee okcunupoBanue npu 300—500°C BbI3bIBAET TOMOJTHUTEILHBIM
POCT MUKPOTBEPAOCTU Ne(POPMUPOBAHHOTO MOBEPXHOCTHOTO cjiosl cTaau a0 ypoBHs 7.0 I'Tla. DTo o0y-
CJIOBJICHO aKTMBHBIM HACBHIIIEHNEM ayCTeHUTA U O/’ -MapTeHCHUTa 1eopMalliy aToOMaMM KHUCI0poaa, yCKO-
peHHO nudOYHAUPYIOIIMMHA Briayobh MeTaljia 1o IpaHuLaM 3epeH. KoHlieHTpalysl Kuciaopona B MOBEPX-
HOCTHOM CJIO€ U IIPOAYKTaX U3HAILIMBAHUS CTaIu JOCTUTAET 8.5 Mac. %. ATOMBI paCTBOPEHHOTO KUCIOPOIa
3¢ HeKTUBHO 3aKPETUISIIOT AUCI0KALIMKY B Y- U O'-(ha3ax, yBeJMYrBasi TPOYHOCTh U U3HOCOCTOHKOCTD IO-
BepxHocT cTayim 12X18HI9T. OxcunupoBanue rmpu 550—800°C mpuBOIUT K 00pa30BaHUIO B CTAIN 3HAYM -
TEJIbHOT'O KOJIMyecTBa HaHovyacTull okeuna Fe;O4 (MarHeTyra), NOBBILLIAIOLIMX COMTPOTUBIIEHUE TEPMUYE-
CKOMY Pa3ylpOYHEHUIO Y U3HOCOCTOMKOCTh CTAJIN.

KiroueBble ciioBa: MTOBEPXHOCTHBIN CJIOM, HepXaBelolllasi ayCTeHUTHasl CTajlb, HAHOCTPYKTYPHUPOBaHUE

TpeHUEeM, OKCUAMPOBaHUE, TPUOOJIOTUYECKHE CBOMCTBA.

DOI: 10.31857/S1028096020060102

BBEAEHWE

BaxxHbIM pe3ysJbTaTOM MEXaHUYECKOTO B3auMO-
JIEHCTBUSI METaJUIMYECKUX MOBEPXHOCTEIl SIBIISIETCS
¢opMupoBaHHE HAHOKPUCTAUIMYECKUX CTPYKTYP.
ITon Bo3deiicTBEM TPEHUSI CKOJIbXEHUSI B IIOBEPX-
HOCTHOM CJIO€ METAJUIMYECKMX MaTepHuaJiOB IIPONC-
XOISIT 9KCTpeMajbHbIE MJIacTUIECKUe AehopMalinm,
MIPUYMHOI KOTOPBIX SIBJISIETCS HAIIPSIKEHHOE COCTO-
sSTHUE, BO3HMKAIOIIee B JIOKAJIbHBIX Y4acTKaX (ppuK-
IIMOHHOTO KOHTakTa. MeTajul 30ecCh ITOABEepracTcs
OJHOBPEMEHHOMY BO3JICHCTBUIO BBICOKMX CIBMIO-
BBIX ¥ CKMMAIOIIMX HAIIPSDKEHUI, KOTOPBIE TIPEIISIT-
CTBYIOT 00pa30BaHUIO U Pa3BUTUIO MUKPOTPEIIVH B
nedopmupoBaHHoM Mmarepuadie [1, 2]. KonnuectBeH-
Hasl OLICHKA KOHTAKTHBIX HAIIPSDKEHWI, BBIITOJIHEH-
Hasl C UICTIOJIb30BaHMEM HaKOBaJieH bpumkmeHa (ciBuUr
MoJ BBICOKMM JaBJIECHMEM) IIOKa3aja, 4YTO YPOBEHb
CKMMAIOIINX HANpsDKeHU (IaBJIeHWI) B 30HE Tpe-
HUSI COOTBETCTBYET BEJIUYMHE MUKPOTBEPIOCTH I10-
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BEPXHOCTEI TPEHMSI METAJIOB. DTO CO3[aeT YCIOBUSI
IUISL pa3BUTUS B MOTPAHUYHOM CJIO€ TPYILIUXCS TeJl
TouHOM M0 10 MKM pOTAallMOHHOrO MeXaHU3Ma
IUIACTUYHOCTU (Ppa3BOpPOTHI (parMeHTOB Ha OOJIb-
IIIM€e YIJbl, JBOMHUKOBAaHME), KOTOPHIIA MO3BOJISIIOT
0e3 pa3pyllIeHUsI JOCTUTATh B OBEPXHOCTHBIX CIOSIX
METAJUIMYECKMX MaTEPUAJIOB UPE3BbIYAHO OOJIBIIUX
BEJIMYMH TMJacTU4Yeckol medopmanuu. B medop-
MMUPOBAHHBIX TPEHUEM CJIOSIX CO3HAETCS HAHOKPU -
cTaJuin4yecKasi CTpyKTypa, KoTopas obiamaeT He-
OOBIYHBIM KOMIIJIEKCOM (PU3UKO-MeXaHNYECKUX,
CTIELIMAJIbHBIX W JIPpyTUX cBOMCTB. Takasi HAaHOKpU-
CcTaJUIMYecKasi CTpyKTypa TPEeHMsI TO0J00HAa HAHOKPHU -
CTAJIIMYECKON CTPYKType, BO3ZHUKAIOLIEH B MeTal-
JIMYECKMX MaTepualiax B YCJIOBMSX nedopmanuu B
HakoBanbHsIX bpumkmMena [3]. OmHako paccMmarpu-
BaeMasl CTPyKTypa 4acTO XapaKTepu3yeTcs OOJIbIIei
HEOTHOPOIHOCTBIO — pa3Mep ee JIEMEHTOB (HaHO3¢e-
pPeH) MEHSETCSI OT HECKOJIbKMX 10 COTEH HAaHOMET-
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poB. PazaMepHass HEOMTHOPOIHOCTh HAHOKPUCTAJIJIOB,
€¢ COXpaHeHHMe B Ipoliecce TPEHUS YKa3bIBaeT Ha aK-
TUBHOE Pa3BUTHE B CTPYKType aKKOMOIALIMOHHBIX
IIPOLIECCOB, MPEMATCTBYIOMINX HAPYLIEHUIO CIUIOLI-
HOCTU MaTepuajga U (oOpMUPOBAHUIO YAaCTUIL U3HA-
muBaHusg. HaHoKpucTammmdyeckash CTPyKTypa Tpe-
HUS XapaKTepU3yeTcsl Ype3BbIYaiiHO BEICOKM YPOB-
HeM Je(pEeKTHOCTH — OOJBIION IPOTSKEHHOCTHIO
rpaHULl, SKCTPEMAaJILHON IJIOTHOCTHIO TUCIOKAIIMIA,
IVCKIMHALIMM, TOUYEYHBIX Ne(heKTOB — BaKaHCU U
BHEJIPEHHBIX aTOMOB [ 3, 4]. IT10THOCTB AUCIIOKALIMIA,
onpejelieHHass peHTT€HOBCKUM METOIOM IT0 (hu3u-
YeCKOMY YIIMPEHUIO AU(PPAKIIMOHHBIX JUHUMI, CO-
craBister 1—5 X 102 cm~2. Bricokas medeKTHOCTb
ABASIETCS MPUIYMHON TU(PPY3MOHHON aKTUBHOCTH,
KOTOpasl peain3yercsi IpeuMyIllIeCTBEHHO T10 TpaHu-
aM, cyorpaHuIaMm, TUCIOKAIIMOHHEIM TpyOoKam [4].
B pesyneraTte yckopeHHOUN IU(GPY3UH DIEMESHTOB
BIJIyOb Ae(hOPMUPOBAHHOTO METaJJIa B MUKPOOOBE-
Max HAaHOKPUCTAJUIMYECKOI CTPYKTYPHI TPEHMS MO-
TYT BO3HUKATh HEPAaBHOBECHBIE, TIEPECHIILIEHHBIE T10
COCTaBY CTPYKTYPbI, 00J1a1a1011111¢ HEOOBIYHBIMU CBOM-
CTBaMM U IIPeACTaBJISIONINE CYIIeCTBEHHbBII MaTepyra-
JoBemueckuit mHTepec [5—12]. BaxkHoe HayuHOe M
MpakTUYeCKOoe 3HaueHUe TpelCcTaBlisieT KOMILIEKC-
HOE HCCJIeIOBaHNE OKCUIVPOBAHMUS HAHOKPUCTAI-
JINYECKOU CTpyKTyphl TpeHus ctanu 12X18HIT, mm-
POKO MpUMEHSIEMOl B TEXHUKE U MEIULIMHE, aHAJIU3
CTPYKTYPBI, MUKPOTBEPIOCTA M TPUOOIOTUUECKUX
CBOMCTB (KoadduiimeHTa TpeHUs, N3HOCOCTONKO-
cti). OKCUANPOBaHUE KaK METOJl XMMUKO-TEpMUYE-
CKOIi 00pabOTKM MMeeT BaxKHbIE IPEUMYIIEeCTBa: OH
He TpeOyeT IMPUMEHEHMs dKOJOTMIYECKU BPEIHBIX U
OIMacCHBIX PabOYMX Cpell U MOXKET OCYIIIECTBISATHCS Ha
BO3IyXe; He HYXXIAeTCSI B TOPOTOCTOSIIIEM 000pYyI0-
BaHUU; HE CBSI3H C JOMOJHUTEIBHBIMHU 3aTpaTaMu
SHEPIruu, BpeMeHU; YMEHbIIIaeT HexXelaTeJIbHble 00b-
eMHEBIe 3P deKThI (KOpoOJIeHNE); MOXET IIPUMEHSITh-
Csl KaK JIOIIOJIHUTEIbHASI YacTh UCIOJIb3YEMBbIX TEX-
HOJIOTUl TEPMUUYECKON UM XUMHMKO-TEPMUUYECKUX
00paboOTOK CaMBIX Pa3HOOOPA3HBIX METAJLUIMYECKUX
MaTepranoB. OgHAKO, HECMOTpPsI Ha CTOJb BaXKHBIE
MpeuMyIIecTBa, OKCUINPOBAaHNE HAHOKpUCTAJUINYe-
CKOM CTPYKTYphl TPEHHUSI HE MOJYYMIIO 3aMETHOTO
MPUMEHEHHS B TEXHUKE, YTO BO MHOTOM OOBSICHSICT-
¢Sl OTCYTCTBUEM Heobxoarumoil nHgopmanuu. B ripen-
JlaraeMoil paboTe HameeMcCs OTYACTH BOCIIOJIHUTH
9TOT HETOCTATOK.

METOINKA

MarepuaaoM HMCCISIOBAaHUS CIIYXUJIa TIPOMBIIII-
nenHas cranb 12X18HIT (0.10 mac. % C; 0.93 Mn;
18.66 Cr; 9.10 Ni; 0.52 Si; 0.62 Ti; 0.17 Mo; 0.05 P;
0.02 S) B Buze JMcTa TOJIIMHON 3 MM, 3aKaJIeHHasI
B Boze oT 1120°C. Pa3smepbl 00pa31ioB COCTaBILIN
7 x 7 X 3 MM, MUKpOTBepaocTb moBepxHocTH 1.8 T'Tla.
Paboune moBepxHocTr 06pa3uoB (7 X 7 Mm) muingo-
BJIM MEXaHMYECKW Ha aOpa3sWMBHBIX KOPYHIOBBIX

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

LIKYypKax 0 TIOJy4yeHMs IIEPOXOBATOCTU BOCBMOTO
kinacca (R, = 0.5 mxm). O0pa3siipl noasepraiu Gpuk-
LIMOHHOMY Ae(OpMUPOBAHUIO B peXHUME OJTHOKpAT-
HOIo CKAaHWPOBaHUSI UX paboueii MOBEPXHOCTU CKOJIb-
3A10UM HWIMHAPUYECKUM WHIEHTOPOM U3 KyOuue-
cKoro HUTpuaa 6opa ¢ mukporBepaoctbio 90 I'Tla,
IraMeTpoM 7 MM U ITUHOM 5 MM. DPpUKITMOHHOE Je-
dopMUpoBaHNe OOPA3IOB BBHIMOJHSUIA 0€3 cMa3Ku
Ha BO31yXe IMpU KOMHaTHOI TemIiepaType. JIyinHa pa-
0oyero xoja MHAEHTOpPA COCTaBJsia 8 MM, HOpMaJlb-
Hast Harpy3ka 98 H, cpenHsiss CKOpoCTb CKOJIbXKEHUS
0.014 M/c, monepeyHoe cMmellleHUe odpaslia 3a OAH
JIBOITHOI Xon nHAeHTopa (IUKJI HarpyxkeHwust) 0.12 M,
obuiee yrciao uMKiIoB HarpyxeHus: 100. BeaencTue
MaJjioil CKOPOCTU CKOJbXEHUST (PpUKIIMOHHBIN Ha-
IpeB 00pa3IoB MPaKTUUECKN OTCYTCTBOBaN. PpUK-
LHIOHHYIO 00pabOTKy, KaK M UX MOCISAYIOLINEe TPU-
0oJI0orMYecKue UCIbITaHUS, BHIMOJIHSIJIM Ha Jabopa-
TOPHOI YCTaHOBKE II0 CXeMe “IUIOCKHMiII oOpaselr
(MHIEHTOp)—IJIaCTUHA” TIpU KOMHATHOM TeMIlepa-
Type Ha Bo3ayxe 0e3 cmasku. [TonpobHO MeTomuka
HWCHOBITAaHUI TIpuBedeHa B [7]. OKcuaupoBaHue 00-
paslioB OCYIIECTBIISUIM B BO3AYIIHOI Cpesie B yCIOBU-
six HarpeBa 10 Temrieparyp 300—800°C B TeueHue 14 ¢
MOCJEAYIOIIUM OXJIAKISHUEM Ha BO3IYyXeE.

CTpyKTypy cIljlaBa UCCIeI0BaJIU METOJaMU Me-
TajuiorpauyecKoro U 3JIeKTPOHHO-MUKPOCKOIHU-
YeCcKOro (MmpocBeuyuBarollas U pacTpoBasi MUKPO-
cKormusl) aHanusa. PeHTreHoBcKoe wucciiegoBaHUE
nposomwin Ha mudpakromerpe JPOH-0.5 ¢ wmc-
noJjib3oBaHueM FeK -usnydyeHusi no meronuke [13].
MuUKpOTBEPAOCTh 00PA31IOB UBMEPSIIIU Ha MpUubdope
IIMT-3 nipu Harpy3ke 0.2 H v onpenensuin Kak cpel-
Hee apu(MeTUYECKOe JECITU NapajlieibHbIX U3MEpe-
HUI. DJIEKTPOHHO-MUKPOCKOITMYECKOE UCCIIeIOBaHUE
BBIITOTHSIIN € TIOMOIIBI0 MUKpockorioB JEM-200CX u
Quanta 200. ®oJibI'¥ TOTOBMWIM IMOCPEICTBOM OJHO-
CTOPOHHETO U ABYXCTOPOHHETO 3JIEKTPOJIUTUYECKO-
r'o TIOJIMPOBAHMSI 3arOTOBOK TOJIILIMHOM 7 MKM, TIOJTy-
YEHHBIX MYTEM BJIEKTPOUCKPOBOUN PE3KNW U TOHKOTO
MeXaHUYeCKOro IIIndOBaHUs, B CTPYe XJIOPHO-YK-
cycHoro (1 : 10) anekTpoauTa.

OBCYXIEHMUWE PE3VJIbTATOB

M3BecTHO, YTO XpPOMOHUKEJEeBble ayCTEHUTHbIE
CTaJlu TIPOSBISIIOT (Pa30BYI0 HECTAOMJIBLHOCTH MPU
nedopmanuu u Harpese [14, 15]. B 3aBucumMocTu ot
ycioBUil necopMUpOBaHUSI B JAHHBIX MaTepuajax
BO3MOXHO O0OpasoBaHMEe O'- U €-MapreHcuTa. Ilpu
temrmepatypax 500—850°C B paccMaTpuBaeMBbIX CTa-
JISIX TPOMCXOAST MPOLIECCHI CTapeHUs OL-MapTeHCUTA
U ayCTEHUTA, CBSI3aHHBIE C BbIIEJIEHUEM JTUCIIEPCHBIX
yacTull KapounHoi dasel Tuna Me,;Cq (Me — Mme-
taju1) [15]. 3a cueT BHICOKOTO YPOBHS JIETUPOBAaHHO-
¢t 1 $Ha30BOil MEeTaCTAOMIIBHOCTH MOKET OBITH Cy-
IIECTBEHHO YJIYYIIIeH KOMITJIEKC (PU3UKO-MeXaHUuYe-
CKUX U TpUOOJIOrnuecKux cBoMcTB ctam 12X18HIT,
B YaCTHOCTH, MIPU UCIOJIb30BaHUM KOMOMHUPOBAH-
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HOI1 00pabOTKM, BKIIOYAIOIIEH HAHOCTPYKTYPUPYIO-
Iy aedopMaluio moBEpXHOCTHOTO CJI0SI MaTepura-
Jla U Toclieyollee HU3KOTEMIEepaTypHOEe OKCUIIU-
poOBaHME.

M3 puc. 1a BUIHO, YTO B HOJIHOCTHIO ayCTEHUTHOM
CTpYKType 3akajeHHou craiu 12X18HIT mnpucyt-
CTBYIOT IBOMHUKHM OTXKUTA IOCE 3aKajaku oT 1120°C
U auciaokanuuu. OTCYyTCTBUE pacllleTUIEHHBIX TUCIIO-
Kanuii 1 1epeKToB YITaKOBKY YKa3bIBaeT Ha TO, YTO
sHeprus medeKTa yIaKOBKHU UCCIIeTyeMOIl CTallk 3a-
MeTHO npesbimaet 10 MJIx/m? [16]. @pukunoHHoe
BO3/ICHCTBIE TPUBOIUT K (POPMUPOBAHUIO B TTIOBEPX-
HOCTHOM cJjioe oOpasia TOJIIMHON oKojao 10 MKM
IByX(a3sHOM HAHOKPUCTAUTMIECKON CTPYKTYpPHI M3
KPUCTAJIJIOB ayCTEHUTA U O -MapTeHcuTa (puc. 10, B).
PasMep KpuctajlsloB ayCTeHUTHOI MaTpUIbl U Map-
teHcuTa 10—60 HM. CorjaacHO PeHTTEeHOBCKUM TaH-
HBIM (pHC. 2a) TpeHMEe MHULIMMPYET 0Opa3oBaHUE B
MOBEPXHOCTHOM CJIO€ CTaIW TOJIIWHON A0 5 MKM
o'-MapTeHcuTa nedopMalliy, KOJIMYECTBO KOTOPOTO
npesbiaet 40 06. %. PaccMarprBaeMoOMy BBICOKO-
MPOYHOMY CTPYKTYPHOMY COCTOSIHUIO CTaJIU COOT-
BETCTBYeT MUKpOTBepmaocTh 5.2 I'Tla m IUIOTHOCTH
nuciokanmii B aycrenute p = 8 X 102 cm—2 (puc. 2).

OxcunupoBaHue 1pu temneparypax 300—800°C B
TeyeHue 1 4 cylecTBEHHO U3MEHSIET MUKPOTBEPIOCTD
nedopmupoBaHHoO TpeHUeM ctanu 12X18HIT. C no-
BBIIIICHMEM TeMIepaTyphbl okcuarupoBaHus ot 300 no
500°C npoucxoauT poCT MUKPOTBEPAOCTU CTAIU OT
~6.0 go 6.5—7.0 I'T1a (puc. 26). B nntepBaie Temmne-
paryp 600—800°C mMeeT MECTO IBYKPATHOE CHITKE-
HYE€ MUKPOTBEPIOCTU. DTO yKa3blBaeT Ha aKTUBU3a-
U0 TEPMUYECKOTO Pa3yIIpOYHEHUS CTaIN II0 Mepe
TIOBBLIIIICHUST TEMIIEPATyphl OKCUAUPOBaHUsI. Makcu-
MaJIbHasi MUKpOTBeprocTh (6.0—6.5 I'Tla) moBepxHO-
CTU CTaJld coxpaHsieTcsl no TemmepaTtyp 600—650°C,
YTO YyKa3plBaeT HA TIOBBIIIEHHYIO TETUIOCTOMKOCTh
CTPYKTYPBI, COOPMUPOBAHHOM B TIOBEPXHOCTHOM CJIO€.
Poct Temnieparypsl okcuguposBanust ot 550 o 700°C
CYIIECTBEHHO CHMKAET KOJUYECTBO O'-MapTeHCHUTA
U TUIOTHOCTB OAUCJIOKAIUi B aycTeHUTe (pucC. 2a, B).
DTO OOBSICHSCTCA TEPMUIECKOM cTaOMIM3alMeii cTa-
JIA TIepent IpeBpalieHueM Y — O, TIPOTeKaHUEeM Tpe-
BpallleHus1 O — Y B Mpouecce GPUKIIMOHHOTO Je-
dopMHupoBaHUA M aKTUBU3AIMEH TPOIIECCOB Tep-
MMYECKOT0 pa3ylpoyHeHs (BO3BpaTa) B ayCTCHUTE.
MUKpOTBEpAOCTh CTajld B MHTEpBaJie TeMIlepaTyp
450—700°C coxpaHsieTcss Ha ypoBHe Beilre 5 ['Tla

(puc. 2).

DJEKTPOHHO-MUKPOCKOMMYECKOe UCCed0BaHNe
nokasbIBaeT, 4To npu Temmeparypax 300—500°C mo-
BepXHOCTHBIM cioit ctanu 12X18HIT coxpaHseT Ha-
HOKpHCTaJuInueckoe AByxga3Hoe cTtpoeHue. Harpes
10 550—700°C cyliecTBEHHO U3MeHsIeT (pa3oBbIii CO-
CTaB MOBEPXHOCTHOro cijos. KpoMme aycteHuTa u
o'-MapTeHCUTA B CTPYKTYpe cTalu (PUKCUPYETCs TUC-
nepcHast okcunHas dasza — Fe;O, (puc. 3). Pasmepsl
YaCTUIL OKCUAOB, KPUCTAJIJIOB AyCTEHUTa M MapTeH-

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6
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Puc. 1. CpemiononbHble (a, 6) U TeMHOIIOJIbHOE (pe-
daekchl 111Y + 1104) (B) n3006paxkeHNUsI MUKPOCTPYKTYBI

craym 12X18HIT: a — mocine 3akanku ot 1120°C; 6, B —
mocJie 3aKaJKy U (pUKIIMOHHOM 00padoTku. Ha BcTaB-
Kax — KapTUHBI, MOJydeHHbIE B PEXXUME 3JIEKTPOHHOMU

MUKpOIUMpaKIIim.

cuTta Haxonsarcs Ha ypoBHe 50 HM. [1pucyrcTBue B cTa-
JI1 HAHOKPUCTAJUIMYECKMX YACTUIL YIIPOUYHSIONIEH
da3bl — okcuna Fe;0, (MarHeTuTa) — obecrieurBaeT
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Puc. 2. 3aBUCUMOCTb KOJIMYECTBA O/ -MapTeHCcHUTa nedop-
Manmu (a), MukpotBepaoctu H (6) ¥ TUIOTHOCTU JUCIIO-
Kauuii p (B) B ayCTEHUTE IMOBEPXHOCTHOIO CJIOSI CTaJlU
12X18HIT ot Temnepatypbl okcuauposaHud 1.

MOBBIIIEHHYIO MUKpOTBepAoCTh cTanu 12X18HIT mo-
clie okcuaupoBaHus mpu 550—700°C, HecMOTps Ha
TO, YTO B CTAJIM aKTUBHO MTPOTEKAIOT MPOLIECChI TEP-
MUYECKOTO pa3ylpouyHEeHUsI ayCTeHUTA, U BEJINKa eTo
CTaOUJIbHOCTh MO OTHOLICHHUIO K MapTEeHCUTHOMY
TpeBpalleHunto Y — o' (puc. 2a, B).

C nosbiieHHeM Temnepatypbl 10 800°C B 1o-
BEPXHOCTHOM CJIO€ CTajlkd 00pas3yloTCsl CTPYKTYPHI,
coepxalive HaHOKpucTaibel okcuaa Fe;O, pazme-
poM ~30 HM U OTHOCUTEIbHO KpyItHbIe (10 200 HM)
PEeKPUCTANIM30BAaHHBIC ayCTEeHUTHBIC 3€pHa, IpaK-
TUYECKMU CBOOOIHBIE OT AucioKauuii (puc. 4a, 0).
Oxkcun Fe;04 xapakTepusyeTcsl NOBBILLIEHHOI TBEp-
IOCTBIO 5.5—6.5 1o mKkane Mooca [17], TBepaOCTbIO
HV = 700—900 xkr/mm? o Bukxepcy [18]. Marnetur
o0JlagaeT MOBBIIIEHHON TEPMUWYECKON YCTOMYMBO-

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

CTBIO U COXpaHSIET HAHOKPUCTAJUTNUECKOE CTPOCHUE
1o Temnepartyp okcugupoBaHust 700—800°C (puc. 4).

Pesynbrarel uccienoBaHusl BAUSIHUSL CTPYKTYp-
Horo coctostHust ctanu 12X18H9T, moaBeprHyroit
ne(OpMUPOBAHUIO LWIMHAPUYECKUM WHIASHTOPOM
U OKCUIAWMPOBAHUIO, HA UHTEHCMBHOCTb M3HAIIMBa-
HUSI pacCMaTpUBaeMOro Marepualjia B YCIOBUSIX CY-
XOI'0 TPEHMSI CKONBXEHUS B mape co craibio 40X13
IpUBEIeHBI Ha puc. 5. BugHo, 94TO TpeHUe Majlo 13-
MEHSIET MHTEHCUBHOCTb M3HAIIIMBAHUS 3aKaJICHHOM
CTaJIu, XOTSI MUKPOTBEPAOCTb MOBEPXHOCTHU CTAJIU B
pe3yJibTaTe HaHOCTPYKTYPUPOBAHUS BO3PacCTaeT OT
1.8 nmo 5.2 I'Tla. Ilocnenylolee OKCUAMPOBAHUE TIPU
400—800°C nmpuBOIUT K 3HAYUTEIHHOMY CHIKESHUIO
(B 2.3—13.0 pa3) ”HTEHCUBHOCTY U3HAILIIMBAHMSI CTa-
JIU, MUHUMAJIbHbIC 3HAYEHUSI KOTOPOI TOCTUTAIOTCS
nocie okcuaupoBaHus mpu 600 u 800°C, xorma
CTPYKTypa CTaJli HaHOKpUCTaJlInyeckasi, Tpexdas-
Has (Y + o' + okcun Fe304).

Koadduiment tpenus (f) mapsi ctaneit 12X18HIT—
40X13 umeeT noBeilieHHOE 3HaYeHue (f = 0.50—0.75)
M ¢J1a00 3aBUCUT OT CTPYKTYPHOTO COCTOSIHUS CTaJIn
12X18H9T. Puc. 6, 7 nyu1IoCTPUPYIOT pe3yJIbTaThI HC-
cJieoBaHUs TIOBEPXHOCTU U MPOIYKTOB M3HAIIIMBA-
Hug ctanu 12X18HI9T MeTonom pacTpoBoii 3J1eKTPOH-
HOM MUKpOcKomuu. Mukpopeiabed ITOBEpXHOCTH
W3HAIIUBaHUS CTAJIU, TIpeABAPUTEIBLHO Ae(hOpMUPO-
BaHHOI MHIEHTOPOM, TOBOJIbHO I'PyObIii, CBUAETEb-
CTBYIOIIMI OO0 aKTUBHOM pPa3BUTUU aJAr€3MOHHOTO
B3aMMOCHCTBUS 1 AedOPMALIMOHHBIX MPOILIECCOB B
30He (PpUKIIMOHHOIO KOHTaKTa craneili 12X18H9T—
40X13. TommmHa 00pa3yIoIMXCcSd 9acTUll AeopMu-
POBaHHBIX UIACTUHOK (YelllyeK) HeCKOJIbKO MUKPO-
MeTpoB, ux auametp 10—30 mxMm (puc. 66). Mukpo-
PEHTreHOCIIeKTpaIbHbIN aHanu3 (puc. 6B) BLISIBUII B
npoaykrax u3HamumBaHus ctaau 12X18HO9T moBbI-
meHHoe (4.07 Mac. %) comepkaHue KHCIOPOIa, 9TO
CBUIETEIILCTBYET O IM(PPYy3MOHHOM HACHIIIIEHUHU 110~
BEPXHOCTHOTO CJIOS CTaJld KMCJIOPOAOM U3 BO31yXa B
npolecce aehopMUPOBaHUSI UHAEHTOPOM (SIBJIEHUE
(PUKIIMOHHOTO OKUCIEHNS] METALTUYECKOM MOBEPX-
HocTi). [IpuBeneHHbIe Ha pUC. 6 Pe3yJIbTaThl yKa3biBa-
IOT Ha CMEULIaHHbIN aare3uOHHO-OKUCIUTEIbHbBIN Xa-
pakTep (MexaHW3M) M3HammBaHus ctamu 12X18HIT,
MOIBEPTHYTOM TpenBapUTEIbHONM (PPUKIIMOHHON 00-
padotke. IMocimenyromee okcunupoBanue npu 400°C
He TIPUBOJUT K U3MEHEHUIO MEXaHM3Ma U3HAallWBa-
HUS CTajlkd, HO HaOJI0gaeTcsl CylIeCTBEHHOE YMEHb-
IIeHKE pa3Mepa YacTHUL U3HAIIBaHUs (puc. 70), 4To
CBUNIETEJBCTBYET O CHUKEHUU UHTEHCUBHOCTH al-
re3MOHHOI0 B3aMMOJEHCTBUS Mapbl TPEHUS cTalieit
12X18H9T—40X13. B yci1oBUsX OKCUIUPOBAHUS TIPU
400°C npoliecc HachbllleHUs 1eOPMUPOBAHHOM CTa-
JIM KUCJIOPOAOM MPOUCXOAUT BeChbMa WHTEHCHUBHO.
CopepkaHue KUCIOpOaa B IMPOIyKTaX U3HAIIMBAHUS
OKCHUJIUPDOBAHHOM CTajJii B [Ba pa3a IPEBBILIAET
3HA4YeHUsI, MOJIyYeHHbIC B MPOAYKTAX M3HAIIIMBAHUS
cranu, gedopMupoBaHHOIT TpeHueM (8.49 mpoTuB
4.07 mac. %) (puc. 6B 1 7B). AHAJIOTUYHBIIA pe3yIbTaT
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(8)

Puc. 3. Mukpoctpykrypa cranu 12X18HIT nocne aecdopmaiinu TpeHueM ¥ okcuarpoBaHus npu 550°C: a — cBEeTJI0NOJIbHOE
uzobpaxeHue; 6 — TEMHOMNOJIbHOE n3obpaxkeHue (pedekco 111Y + 1104, 1 1111:6304 COOTBETCTBEHHO); B — CXeMa pacimdpoB-
K1 A pakIIMOHHOM KapTUHBI Ha BCTaBKe puC. 3a.

Puc. 4. Mukpoctpykrypa ctainu 12X18HIT nocine nedopmannu TpeHueM u okcuaupoBanust pu 800°C; a — cBETJIONOJIbHOE

u3zobpaxeHue; 6 — TEMHOMOJIbHOE U300paxeHue, pedaekc 111Fe30 »

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA Ne 6 2020
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Puc. 5. Jluarpamma, otoOpaxarolasi 3HadeHUe WHTCH-
CUBHOCTU M3HaImMBaHus ctaiu 12X18H9T npu BoIOpaH-
HBIX pexXuMax oopaboTku: 3akanka ot 1120°C B Bone (1);
dpuxkimonHoe aedopmupoBanme (2); GPUKIIMOHHOE J1e-
dopmupoBanue + okcuauposanue pu 400 (3), 500 (4),
600 (5), 800°C (6).

OBbUT TTOJTYYEH TTPU XUMUYECKOM aHaJIM3e TTOBEPXHO-
CTeil U3HAIIMBAaHUS paCCMATPUBAaEMbIX MaTEpUAIOB.

AHaiu3 pe3yabTatoB (puc. 2—7) mokKasblBaeT, 4To
MOBBIIIIEHHAsT M3HOCOCTOMKOCTh cTainu 12X18H9,
MOJBEPTHYTON AecopMallii U OKCUAMPOBAHUIO TIPU
400°C u umeroleit AByx¢a3Hyo HaHOKpUCTaLInUe-
CKYyI0 ayCTEHUTHO-MapTeHCUTHYIO CTPYKTYpy, 00y-
CJIOBJIEHA MPUCYTCTBUMEM B Heil OOJIBIIIOTO KoJuye-
CTBa PACTBOPEHHOrO KHCJIOpoJa. DTO YCUIMBAET
TIPOYHOCTHh M M3HOCOCTOMKOCTDL Oe(POPMHUPOBAHHOMN
TpeHueM 1 okcuaupoBaHHoii mpu 400°C cranu. Ok-
cuaupoBaHue Tipu Temriepatypax 550—800°C, npu-
BOISIIIEE K TTOSTBJICHUIO B CTPYKTYPE CTaIN OOJIBIIIOTO
KOJIMYEeCTBa TBEepIbIX HaHoyacTull okcuga Fe;O,,
MO3BOJISIET pa3IBUHYTh MHTEPBaJ MOBBIILIEHHBIX 3HA-
YeHUIT MUKKPOTBEPIOCTH B 00J1aCTh 060Jiee BHICOKIX
TeMITepaTyp.

3AK/IIOYEHHME

DKcTpeMaTbHas TutacTudeckast aeopMarusi, BO3-
HUKAIOIIAS B YCIOBUSIX TPEHUSI CKOJIbXEHUS, CO3/1a-
€T B MOBEPXHOCTHOM CJIO€ TOJIIMHONM 1o 10 MKM
aycrenuTHo# ctanmm 12X18HIT nByxdasznyio (y + o,
~50 06. %) HaAHOKPUCTALIMYECKYIO CTPYKTYpY.
Pasmep kpucramwios 10—60 um, tBepmocts 5.2 I'Tla.
IMocnenyromiee okcunuposanue npu 300—500°C B
TedeHHe 1 4 MPUBOAUT K POCTY MUKPOTBEPIOCTH JIie-
¢GOpMUPOBAHHOTO TPEHUEM MOBEPXHOCTHOIO CJIOS
uccienyeMoii crainm go yposHs 7.0 I'Tla. D10 00Bsic-
HSIETCSI YCKOPEHHBIM HACBIIIICHUEM ayCTeHUTa U Map-
TEHCHUTA aTOMaMM KHCJIOpoIa, aKTUBHO INGPYHIN-
pPYIOIIMMU TI0 TPAaHULIAM Y- U O'-HAHOKPHUCTAJLIOB.
DKCcIepuMEHTaJIbHO OOHApPYXKEHO, YTO KOHIICHTpa-
LUST KUCJIOPOAa B TTOBEPXHOCTHOM CJIOE U B TIPOIYK-
TaX U3HAIIMBAHMS CTaIM gocTuraer 8.5 Mac. %. Ato-
MBI KUCJIOPOJA YCUIVBAIOT IPUMECHOE 3aKperuieHIe
MHOTOYMCJICHHBIX 1e(EKTOB B CTaju, ITOBHIIIAS €€
MPOYHOCTh U U3HOCOCTOMKOCTh. OKCUIUPOBAHVE MTPU

776 Fek,

8 10
E, x3B

Puc. 6. Cranb 12X18HI9T, noaseprHyTasi nechopMariivivi Tpe-
HUEM: BUJI TOBEPXHOCTH () M IMPOIYKTOB M3HAIIIMBaHUS (),
PEHTTeHOBCKUIA CIIEKTP MPOIYyKTOB U3HAILLIMBAHUS (B).

8 10

E, xaB

Puc. 7. Cranp 12X18HI9T, nonsepruyras nedopmManuu
TpeHueM u okcuavpoBaHuio npu 400°C: BUI MOBEPXHO-
ctH (a) ¥ TIPOAYKTOB U3HAIIMBaHUS (0), pEHTTEeHOBCKUIA
CMEeKTP MPOAYKTOB U3HAIIIMBAaHUS (B).

TMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEIOBAHUS  Ne 6 2020
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temrmepatypax 550—700°C co3gaeT B CTPYKType cTa-
JIN BBICOKYIO KOHILIEHTPAIIMIO TBEPIbIX HAHOYACTUIL
okcuaa Fe;O, (marHeturta). DTa nucriepcHas dasa
YBEJIMYUBAET COIPOTUBIIEHUE TEPMUUECKOMY pasy-
MIPOYHEHUIO Te(POPMUPOBAHHOM CTAJIU, a TAKKE 3HA-
yuTelibHO (10 13 pa3) yBeIMYMBaeT COIPOTHUBIIEHUE
CTallv aAre3MNOHHO-OKUCIUTEIbHOMY U3HAIIIMBAHUIO
MPU CYXOM TPEHUU CKOJbXeHUs. CTPYKTYpHOE CO-
cTogHMe, co3maBaeMoe B ctanm 12XI18HI9T cumpHOM
IUTACTUYECKOM aedopmanyeili 1 OKCUIUPOBAHUEM,
He OKa3bIBaeT 3aMETHOTO BIUSIHUS HA KOG GULIMEHT
TpeHust ctanu 12X18HI9T, KoTopblii OTHOCUTEIHLHO
Beauk: 0.50—0.75.

BJIIATOOJAPHOCTHU

DJIeKTPOHHO-MUKPOCKOIMMYECKOE MCCIIeTOBaHUE TIPO-
BEIEHO B OTAeJIe 3JIeKTpOoHHOU Mukpockonuu LIKIT “Mc-
MBITATEIbHBIN LIEHTP HAHOTEXHOJIOTUI U MEPCIIEKTUBHBIX
matepuanioB” MDOM ¥YpO PAH. PaGora BbImojiHeHa B
paMKax rocyaapCTBEHHOTIo 3agaHus 1mo treme “Crpykrypa”
Ne AAAA-A18-118020190116-6 n KomIuiekcHOM Mpo-
rpammbl YpO PAH Ne 18-10-2-39.
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The Structural Transformations and Tribological Effects in a Surface Layer
of Austenitic Chrome-Nickel Steel Initiated by Nanostructuring and Oxidation
L. G. Korshunov" *, N. L. Chernenko! **

!Institute of Metal Physics, Ural Branch, Russian Academy of Sciences, Yekaterinburg, 620990 Russia

*e-mail: korshunov@imp.uran.ru,
**e-mail: chernenko@imp.uran.ru

Metallography, electron microscopy, and X-ray diffraction have been used to study the effect of preliminary
plastic deformation in the friction contact zone on the structural transformations and wear resistance of
12Kh19N9T austenitic stainless steel subjected to subsequent oxidation in air at temperatures of 300—800°C for
1 h. The severe deformation under dry sliding friction produces the two-phase (y + o) nanocrystalline structure in
the ~10 um thick surface layer of the steel. The microhardness is 5.2 GPa. Subsequent oxidation at 300—500°C
causes an additional increase in the microhardness of the deformed surface layer of steel to the value of 7.0 GPa.
This is due to the active saturation of the austenite and deformation-induced o'-martensite with the oxygen atoms,
which rapidly diffuse deep into the metal along the grain boundaries. The oxygen concentration in the surface layer
and steel wear products reaches 8.5 wt %. The atoms of the dissolved oxygen efficiently pin dislocations in the yand
o' phases, increasing the strength and wear resistance of the surface of the 12Kh19NO9T steel. The oxidation at 550—
800°C results in the formation of a large number of Fe;O, (magnetite) nanoparticles, which increase the resistance

of the steel to thermal softening and its wear resistance.

Keywords: surface layer, austenitic stainless steel, friction-induced nanostructuring, oxidation, tribological

characteristics.
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IMpennaraercst TEXHOJOTUS CO3MAHUSI HOBBIX aTMa3HO-METAJUIMYECKUX KOMITO3UIIWM UIST KAMHEPE3HOTO
aJIMa3HOrO MHCTPYMEHTA, OCHOBaHHAs HA ITOA0O0OPE HOBBIX METAJINTMYECKUX CBSI30K C MCITOJIb30BAaHUEM IO~
POIIIKOB “XBOCTOB” (M3MEIbUEHHOI MPOOKI Kapouma Bojib(hpama 1 KodanabTa) ThIpHBIAY3CKOTO BOJIb(Mpa-
MOMOJIMOIEHOBOTrO KOMOMHATA M “4epHEBIX OTBAJIOB” 3aBoAa “IlobenuT”, MMEIOMIMX IIPUMEPHO TaKOM XKe
cocraB. Mcnionb3oBaHue MpejiaraeMoit TeXHOJIOTUM CYIIIECTBEHHO MOBBIIIAeT 3(PHEKTUBHOCTD AJIMa3HO-
METaJUTMYeCKUX KOMMO3ULIMiA. JIo6aBKa B IIIMXTY MOPOIIKOB ThIPHBIAY3CKOTO BOJIb(PAMOMOJIMOIEHOBOTO
KOMOMHATa WM UX CMECH C MOPOIIKaMU “depHBIX OTBajoB” 3aBoma “Ilobenut” obecrneynBaeT BHICOKYIO
TBEPAOCTD aAJIMa3HO-METAJUTMYECKUX KOMITO3ULIMIA 1 60J1e€ BBICOKYIO MEJIKOTIOPUCTOCTh, MTOBbIIIAs J10JITO-

BCYHOCTDH aJIMAa3HOTO MHCTPYMECHTA.

KioueBbie ciioBa: muMxTa, HAaHOIIOPOIIOK, aJMa3HO-METANIMYCCKUE KOMIIO3UMIIMMU, YIJIbl CMadyuBaHUA,

MOBEPXHOCTHOE HATSIKEHHUE.
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BBEAEHME

Hamnbomee pacripocTpaHeHHBIMU METOTAMHM M3T0O-
TOBJICHUST aJIMa3HO-METAIMYECKUX KOMITO3UIIUit
(AMK) saBnsieTcst criekanne BOJIb(PaMOKOOAIbTO-
BbIX IOPOILIKOB C YUaCTUEM XUIKON METAIINIECKOM
¢das3pl ¥ ganabHelas npornuTka. B aTux mporieccax
BaxXKHOE€ MECTO 3aHMMAIOT KaIllWUISpHBIC SIBICHUS,
Takie KaK CMaYMBaHUE M pacTeKaHUE MeTauIdde-
CKMX pACIUIaBOB IO MOBEPXHOCTU TBEPIBIX YACTMUII,
MIPOIUTKA, aAre3us pacIjlaBoOB K ajiMa3y, KapoumaM,
oKkcugaM m T.1. [1].

VYnpasineHne KaoWUISIPHBIMU SIBJCHUSIMUA TOCTH -
raeTcsi MyTeM KOHTPOJIMPYEMOTO BBEICHUS B pacIljia-
Bbl aAre3MOHHO-aKTUBHBLIX HO0ABOK, METAJLIOB C
2JIEKTPOHHBIMMU JIe(peKTaMU B d- WJIH f-Cl10e, a TAaKXKe
3JIEMEHTOB, 00pa3yIOIIUX C YIIEPOAOM KOBaJICHTHbIE
coequHeHus (Al, Si, B u np.). C moMouibo HeMeTall-
JIMYEeCKMX J00AaBOK K CBSI3KaM U K I1XTe (KapOUIoB,
0OpUIOB, HUTPUAOB, CUJIMLUAOB, OKCUIOB U AP.)
MOXHO TaKXe perympoBaTh (PU3UKO-XUMUYECKUE
cBoiictBa AMK, B TOM unciie 1 pexkuM “caMo3aTadm-
BaHUsI” MHCTPYMEHTa, KOTOPbIi CYIIIECTBEHHO 3aBU-
CUT OT COOTBETCTBUSI IIPOYHOCTHBIX CBOICTB 00paba-
TeIBaeMoro maaeausd u AMK. B psnme cirygaeB mis
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aTux Lejei B muxty AMK B KadyecTBe JOTIOJTHUTEIb-
HOTr0 KOMIIOHEHTa BBOISTCSI TAKXKe IIOPOIIKM MaTe-
puanoB, KOTOpHIE IIpearojiaraeTcsl o0padaThIBaTh
aJIMa3HbIM UHCTPYMEHTOM.

B Hacrosiuei pabote myremM mogdoopa HOBBIX Me-
TAJUIMYECKUX CBSI30K IIpedjiaraeTcsl TeXHOIOIUS CO-
3gaHns HOBBIX AMK 11 kKaMHepe3HOro aJMa3HOTro
nHcTpyMeHTa. IloBbilieHre 3(h(hEeKTUBHOCTU Mpe-
IoJjaraeTcsi OCyILIeCTBUTh AByMs crocobamu. Ilep-
BBI CBSI3aH ¢ JoOaBIeHMEM MaTepuajioB, OJIM3KUX
110 CBOUM IIPOYHOCTHBIM CBOMCTBAM K KaMHEPE3HO-
My UHCTpyMeHTY. BTopoii ocHOBaH Ha MCHOJIb30Ba-
HUU MaJIbIX 100aBOK BOJb(ppaM — KOOAJIHLTOBBIX Ha-
HOITOPOILIKOB.

OKCINEPUMEHTAJIbHAA YACTb

B nriepBom cnygae mmmxta AMK cocrtostia u3 mo-
pPOIIKOB KapOuaa BojibhpaMa M KoOasbTa, a B Kaye-
CTBe MOOABOK MCIIOJB30BAINCHh U3MEJIbUCHHBIC B
MOPOIIOK TpOoOBI M3 “XBOocTOB” THIpHBIAY3CKOTO
Bosib(pamomonrbaeHoBoro komorHata (TBMK) —
U3MeJTbYeHHON MpoOBl KapOuma BoidbdpaMa U KO-
b6abTa — W MMEIOIINX IPUMEPHO TaKoit K& COCTaB
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Puc. 1. PacrnipenesieHue mo pasmepaM 4acTHIL BOJbdhpa-
MOKOOAJIbTOBOTO TIOPOILIKA, TOJYYeHHOTO B pPEXUME
neHTpudyrupoBanus Ha mpuoope Brookhaven XDC: 1 —
MHTerpajabHOe pacripeneneHue, 2 — nuddepeHaibHoe
pacrpezesieHue.

(a)

Puc. 2. ®ororpacdust cnpeccoBaHHOM IITUXTBL: a — 10
MPOITUTKYU MEIbIO, 6 — ITOCJIe TIPOITUTKU MEIBIO.

“gepHBIX OTBAJIOB” 3aBoja 3aBoga “Ilobenut”, cMme-
IIaHHBIE B pa3JIMYHbIX COOTHOIIIeHUsAX. Pacipenene-
HHME YacTHII TT0 pa3MepaM M3y4yajoch B peKrUMe 1IeH-
TpudyrupoBaHusi Ha yctaHoBke Brookhaven XDC

(puc. 1).

PE3VJIBTATBI 1 X OBCYXIEHHUE

M3 puc. 1 BUIHO, 4TO HAaMOOJIbIIIEE YHUCIIO YACTHIL
umeeT pasmep 4.38 MkM. [IpuMmepHO Takoro xe Io-
psiaka pasMmep nopoinkoB Tipeanpusatus TBMK n
“ITobemut”. yIs1 MCIIBITAHUNM U3 IIMXTHI IIPECCOBa-
JINCH TabJIETKM AMaMeTpoM 15 MM M TOJIIMWHOM 5—
7 MM, n#aBjieHHE TIIpeccoBaHuUsI cocTaBmsuio 200—
300 MIla. TabimeTku TpONUTHIBAJINCh B aTMOcdepe
BOIOpOIA MeNbIO U cIiaBoM cocTaBa: Cu — 80 Mac. %,
Sn — 20 mac. %. YTabl cMauyMBaHUs pacijlaBaMy Ma-
Teprana muxTel AMK nsygamichk MeTomoM OOJTBIION
Kanim [2—4], mapaieTbHO U3ydaaach MUKPOCTPYK-
Typa 1 TBEPAOCTb METAUIMYECKUX CBSI30K U Oe3ai-
MasHblii ciioit AMK.
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JIobaBKM B MINXTY IIOPOIIKOB M3 “XBOCTOB”
TBMK wiu cMecu ¢ mopoliKaMu “4epHbIX OTBaJIOB”
3aBoma “Ilobenut” B coYeTaHUU C STUMU CBSI3KaAaMU
oOecrneunBaloT BeICOKYIO TBepaocTh AMK (40 HPC)
U OOJIBIIYIO MEJIKOIIOPUCTOCTD, ITOBBIIIIASI TOJITOBEY-
HOCTb aJIMa3HOro MHCTpyMeHTa. Ha 1poiiecchl Xui-
Ko(a3HOro cnekaHus W IIPOIUTKU CYIIECTBEHHOE
BJIMSIHME OKa3bIBAIOT SIBJICHUSI CMauMBaHMs U pacTe-
KaHUS, KanWUISPHOE BIIMThIBAaHUE, KOTOPEIC MOTYT
peryIupoBaThbCcsl O00aBKaMM HAHOIIOPOIIKOB, Ha-
npumep, WC—Co.

OO0pa3zupl A1 UCCAeIOBaHUS U3TOTaBIMBAIN U3
MOPOIIKOBBLIX METAJUIOB METOIOM ITPEeCCOBAHMSI.
IIpu >TOM HCIOJIB30BAJIACH IIMXTA Ha KeJIe30KO-
0anbTOBOM OCHOBe. B IIMXTy m00aBisIIM Kejie30,
Menb, HUKeab U HaHomopourok WC—Co. OkoHYa-
TEIBHBIN COCTaB IMMXTHI onpenesicsa Kak WC—Co —
31 mac. %, Fe — 30 mac. %, Cu — 30 mac. %, Ni —
8 mac. %, Hanonopoimok WC—Co — 31 mac. % (pa3-
mep yactuil = 500 HM).

IMToponiky Y4MCThIX METAJUIOB M CMECH, BXOMSIIINE
B COCTaB IIMXThI, B3BEIIMBAJIM Ha JIaOOPATOPHBIX
aJIeKTpOHHBIX Becax JIB 210-A ¢ momyckaemoii 1mo-
rpemrHocThio 0.6 Mr. [lajiee MOPOINKKY CMEIIMBAIU B
crelralbHOM KOHTeiHepe C MOCTeNeHHbIM 100aB-
JIEHHEM ITOpOIIKOB MeTa/utoB. CHavama cMeIIBaIu
MeTaJUIbl ¢ OOJIbIlIeii IIIOTHOCTHIO, a 3aTeM T00aBJIsI-
JIM C MEHbIIeH TUIOTHOCThIO. Jlajiee cMech MeTaJlJIu-
YeCKMX IIOPOIIKOB IIOMEIIAJ B OO0E3KMPEHHYIO
npecc-¢opMy BeicoToi 30 MM M BHYTPEHHUM OHa-
METPOM OTBEPCTUS IJisl IpeccoBaHust 10 MMm. 3aTem
npecc-¢opMa ¢ IMOPOIIKOM ITOMeNIajach B THUAPaB-
mraecknii ipecc Sirio P400 mist opmMupoBanmns 00-
pa3LoB B BUAE TaOJIETOK.

CnpeccoBaHHBII MOPOILIOK BBIAEPKUBAJICS IO/,
nasiaeHueM 107 [1a B TeueHUE MIATH MUHYT, TIOCJIE Ye-
ro rOTOBBIE TaOJIETKM IOMEIIAINCh B BaKyyMHYIO
neYb U MPOIMUTHIBAIMCH YUCTOM Meabto. M3ydyeHue
VIJIOB cMauyuBaHUsI O B MHTepBaJie TeMIlepaTyp OT
1083 mo 1200°C moxkasajo, 4To ¢ YBEeJIMYEHUEM TeM-
nepatypbl yroil 0 ymeHblnaercd. IlpommTka ocy-
HIeCTBIIsIach Takxke cruraBoM Cu — 80 mac. % + Sn —
20 Mac. %. B aToM citydae yriobl cMadMBaHUS ObLTA
MEHBIIIE.

Crenyet OTMETUTh, UYTO B MOCJIEAHEE BpeMsI TaH-
HbIE€ TI0 ToBepXxHOocTHOMY HaTskeHuto (ITH) menu
YTOYHEHBI KaK B TBEPAOM, TaK U B 3KUIKOM COCTOSI-
Huax [5—8]. U3MepeHHbIe METOOOM HYJIEBOM ITOJI3Y-
yectu [9—12] 3Hauenus1 [TH Menu G cocTaBisiioT
1520 + 14 m/Ix/M? ipu Temnepatype 1253 K, B xxu-
koM coctossauu ITH meam — 1290 mJIx/m2. DT naH-
HBIC ITO3BOJIAIOT OUCHUTDb aAr€3UMOHHBIC XapaKTCpU-
CTUKA B KoMmmo3unusx. Pororpaduu o6pasLoB
CIIPECCOBAHHOM IIMXThI IPEACTABICHBI HA pUC. 2.

Js usygeHust MOp@OJIOTHH ITOBEPXHOCTH 00pa3-
LIOB U TJAYOUHBI MPOIMUTKMU M3TOTaBIUBAJICS IIPO-
JIOJILHBIM NUIMQ, 4acTh KOTOPOro oOpabaThiBaiach
YKCYCHOI KHCJIOTOI, KOTOPbII IMOMEIIalu B BBICO-
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KOBaKyyMHYIO KaMepy pacTpOBOTO 3JEKTPOHHOTIO
mukpockona Phenom G2 Pure. IIpu 3ToM BBISIBIISI-
Jlach 3epHHUCTasi cTpyKTypa. Kak Obu10 mokasaHo, ¢
TBUIBHOM CTOPOHBI O0pa3la OOHapyXWBAaIOTCS MH-
TepMeTaInueckue coenuHeHus (puc. 3). Manbie
J00aBKM HAHOIIOPOIIIKOB TMO3BOJISIIOT PErYJIUPOBaTh
KaIlWJUISIPHOE BIIUTBIBaHUE. TeopeTnueCcKuii aHAINU3
9TOil MpOoO6IEMbl TTO3BOJIUI YTOYHUTh 3aBUCUMOCTD
CKOPOCTH KaIlUJUISIPHOTO BIIMTHIBAaHUSI OT pa3Mepa
Kamwursipa [13].

PentrenodaszoBelii aHamu3, BBINTOJHEHHBINA Ha
ycranoBke D2-PHASER ¢ mmHoit BoHsl 1.54060 A,
noka3zai (puc. 4) Hanuuue da3 Co, W, u Fe, Wy ¢ pom-
003IPUIECKOMN CTPYKTYpOil R-3m.

Ilepuonsl peuretrox mis ¢dassl Co; Wy COCTaBIISIOT:
a=4.723 A, ¢ =25.480 A u 1na dasel Fe,W, — a =
=4.757 A, ¢=25.840 A. OcrajbHbIE JaHHBIE peHTre-
HOo(}a30BOro aHaIM3a MPUBEICHEI B Ta0. 1.

It M3roToBJEeHUSI alMa3HOrO WMHCTPYMEHTa B
MXTy H00aBIstmu 25% TPUPOTHBIX METALUTH3UPO-
BaHHBIX aJIMa30B, MOJABEPIHYTHIX UMITYJIbCHO-TLIA3-

Puc. 3. POM-u3ob6paxeHue MHTEPMETAUINYECKUX CO- MEHHOI MeTa/u3aluy. TBEPIOCTD € aIMa30CcoIepXKa-
ennHeHnit Co;Wg 1 Fe;W. VBenuenue X6300. et croponsl 1o mkane HRB cocraBwra 46 enuHMII.
CO7W6
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Puc. 4. Iudpakrorpamma aaMasHO-META/UIMYECKOM KOMIIO3ULIMH.

Ta6auua 1. Pe3yabraTel peHTTeHO(ha30BOro aHaIM3a IIUXThI

®dopmyna 1/Ic* Cucrema I'pynna a, A ¢, A z
Co;Wg 9.92 Pombosapuyeckast | R-3m (166) 4.7230 25.4800 3
Co 3.46 I'ekcaroHasibHast P63mc (186) 8.2880 10.5420 46
Fe 2.54 TerparoHanbHas PA2/mnm (136) 8.4283 4.3911 28
Fe, W 6.83 PoM6osnpuueckas | R-3m (166) 4.7570 25.8400 3
Co 2.29 TerparoHajabHast P42 /mnm (136) 8.4244 4.4557 28

* HpI/IMC‘-IaHI/ICZ I/IC — HOpPMHpPOBaHHasA UHTEHCUBHOCTb PEHTIE€HOBCKOI'O U3JTYYEHUS, I — KOOPAUMHALIMOHHOE YUCJIO.
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SAKJTIOYEHHUE

INpencrasiaeHa HOBask TEXHOJIOTHS, CYILIECTBEHHO
MoBbIIIaOMAas 3POEeKTUBHOCTh aIMa3HO-MeTaJlIn-
YECKUX KOM]'[O3I/ILII/1171. TGXHO.HOFI/IH OCHOBaHa Ha BBE-
JeHUU MaJlbIX J00aBOK HAHOIOPOIIKOB KapOumaa
BoJib(bpaMa U KoOaIbTa B aJIMa3HO-MeETaJIMUECKUE
KOMIIO3UIIMM, YTO OOECIIEYMBAET BHICOKYIO TBEp-
JIOCTh aJIMa3HO-METAJTTMIECKUX KOMITO3ULINIA, Gojiee
BBICOKYIO MEJIKOTIOPUCTOCTh, YTO B CBOIO OYepelb,
MO3BOJISIIOT PEryIMpOBaTh KANWLISIPHOE BIIUTHIBA-
HUe. JIoJIroBeYHOCTh aJIMAa3HOTO MHCTPYMEHTA IIpU
5TOM MOBHIIIAETCS.

Kak moxkazan peHTreHo(ha30Bblii aHAIU3, BBEe-
HHEe T00aBOK HAHOITOPOIITKOB IIPUBOIUT K 00pa3oBa-
Hu1o a3 Co, W, u Fe, W, c poMOo3npruyeckoii CTpyk-
Typoii R-3m (1). [lepuoasl petetox 1js1 hazst Co, Wy
coctaBistioT: a = 4.723 A, ¢ = 25.480 A u st dass
Fe,Wy: a=4.757 A, c = 25.840 A.
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The Development of Diamond-Metal Compositions with the Purpose
of Efficiency Improvement of the Diamond Tool

E. N. Kozyrev!, V. K. Kumykov?, A. S. Kushhabiev?, A. R. Manukyants!, Y. N. Kasumov!, V. A. Sozaev! *

INorth Caucasus Mining and Metallurgical Institute (State Technological University), Viadikavkaz, 362021 Russia
2Kabardino-Balkar State University, Nalchik KBR, 360004 Russia

*e-mail: sozaeff@mail.ru

The creation technology of new diamond-metal compositions for stone-cutting diamond tool, based on se-
lection of new metallic sheaves with use of powders of “tails” of “Tyrnyauz Tungsten-molibdenum Concern”
— crushed the trials of tungsten carbide and Co and “black mouldboards” of plant “Pobedit”, having much
the same the composition is offered. Use proposed technology essentially increases the efficiency of dia-
mond-metal compositions. Additive the charge TTMC powders or their mixtures with powders of black
mouldboards of plant “Pobedit” provides higher fine porosity, increasing the durability of diamond tool.

Keywords: blend, nanopowder, diamond-metall compositions, angles of wetting, surface tension.
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ITokazaHbl pe3yabTaThl U3YUYEHHUSI TEPPUTEHHBIX MTOPOJI-KOJJIEKTOPOB B PACTPOBOM 3JIEKTPOHHOM MUKPO-
ckorre (POM). UccaenoBaHus mpoBeneHEI Ha 00pa3iiax KepHa 13 IMePCIIEKTUBHBIX IJIACTOB I pa3paboT-
K1 HeTU U raza Ha TeppUTOPUHM pecityonrku KalMbIKuu. Beuid n3ydeHsl ITopoabl CPeIHEIOPCKUX OTI0-
XeHuil omHOM 13 cKBaxXnH BoctouHo-bupioszakckoii minomanu. MccnenoBanust npoBoaminck B POM
NVision 40 (¢pupma Carl Zeiss). [IpumeHsiMch Kak cTaHOApTHbIE METOAbI MCCJIeNOBaHMsI, TaK U UHTe-
rpajibHasi KaTOMOJIOMUHECIEHIINSI, U KOMITBIOTEpHBIN aHamn3 POM-uzobpaxkeHnuii. boumn moydeHbl
MUKPOCTPYKTYPHbBIE ITapaMeTphl Wi “IudpoBoii Moaean KepHa” U MOAEIMPOBaHUS DUIbTPALlMOHHBIX

IIpOIECCOB.

KmogeBble cJ10Ba: pacTpOBBIi 3JIEKTPOHHBIM MUKPOCKOIT, KATOTOJIOMUHECIICHIIVSI, TTOPOIBI, MUKPOCTPOEHHE,
IOPOBOE MPOCTPAHCTBO, HedTeoTnaua, He(TIHbIE U Ta30BbIe MECTOPOXKICHMS, LIM(pOBast MOIEIb KEpHa.

DOI: 10.31857/S1028096020060114

BBEAJEHUWE

OnHOI1 U3 MPUYMH aKTYaJIbHOCTU U3YYECHUST MUK-
pPOCTPOEHMSI ¥ TIOPOBOrO MPOCTPAHCTBA ITOPOI-KOJI-
JIEKTOPOB He(TU U Tasza cBSI3aHa C TeM, UTO IIpU
OlLIEHKE 3aIlacoB U BBIOOpPE METOIOB pa3pabOTKU
MMPUMEHSIOT MaTeMaTUIECKOe MoJIeIupoBaHue. Dd-
(EeKTUBHOCTb MaTeMaTUUECKUX MOJIeJIeil 3aBUCUT OT
KOMIIJIEKCA JIMTOJIOTMYECKUX, MeTPO(PUINIECKUX, U
TUOPOAMHAMUYECKUX HWCCICHOBAHUIA, a TaKXkKe Je-
TaJIbHBIX UCCECAOBAHUI KEpHA, MOAHSITOIO U3 CKBa-
XuHbl. HemocTaTku, CBSI3aHHBIC ¢ MOACIUPOBAaHUEM
IUTACTOBBLIX MOJEJIEH, B IIOC/IEIHIE TOIBI KOMITIEHCU-
pYIOTCSI MaTeMaTU4eCKMM MOJIEJIMPOBAaHMEM Ha OC-
HoBe “uudponoro kepHa” [1—3]. B ocHoBe noaxona
K BUPTYyaJlbHOMY KEpHY, HE3aBHUCUMO OT UCCIeAye-
MBIX IIPOILIECCOB, JEXUT AeTaIbHasl XapaKTepUCTUKA
MUKPOCTPOCHUSI EeMKOCTHOTO ITPOCTPAHCTBA OPOIbI
1 MoJeIrupoBaHue (GU3MKHU ITpolecca.

Llemo HacTosIIel pabOTHI SIBISIOTCS UCCIEA0Ba-
HUSI B POM MUKpPOCTPYKTYPHBIX IApaMETPOB TePPU-
TeHHBIX TTOPOJ IJIsI MOAEIUPOBaAHUS (UIbTpPaALI-
OHHBIX ITpolieccoB. sl 3TOro ObLIM UCCIeI0BaHbI
00pa3lbl KepHA CPeIHEIOPCKMX OTJIOXEHUIT aajleH-
ckoro—oaitocckoro sapycoB (J,a-b) omnoxenuii Kan-
MBIKMM — pPEeTMOHA KOTOPBI B HACTOsIIEe BpeMs
paccMaTpuUBaeTCsl KakK IepCIeKTUBHBIIT HedTeraso-
BbIA pETHOH.
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HMccnenoBanusi mpoBOAMIM C TOMOIIBIO PACTpO-
BOT0 3JIeKTpOHHOro Mukpockorma NVision 40 (1ipo-
n3BoacTBo pupmbl Carl Zeiss), KOTOPBIA SIBIsSIETCS
YHUBEPCATbHBIM aBTO3MUCCUOHHBIM PACTPOBBIM MUK -
POCKOTIOM BBICOKOTO pa3pelleHus, UCIOJIb3YIOIIUM
3JIEKTPOHHO-oNTUYecKyto KojloHHy GEMINI Tpe-
ThEro TMoKoJieHUs1. BO3MOXHOCTU MUKPOCKOIIa M03-
BOJISIIOT BECTH MCCIEIOBAHNUS ¢ pa3pemeHueM 1.1 HM.
POM o060pynoBaH peHTTEHOBCKUM 3HEProgUCIep-
cuoHHbIM criekTpomeTpoM INCA Enerdgy (dpupma
Oxford Instruments) a1 aHajau3a JIEMEHTHOTO CO-
cTaBa.

IToarotoBka 00pa31OB MOPO/I 3aKI0YaIacCh B TOM,
YTO U3 KepHa ObUIM MPUTOTOBJIEHBI CBEXHE CKOJBI,
MOBEPXHOCTHh KOTOPHIX M3ydasii B POM 1mipm pa3HBIX
yBeJM4YeHusIX. 151 ycTpaHeHUs 3apsiAKy 0Opasiibl Ha-
MBUISUIM METAJIJIOM I10 CTaHOApTHOM MeTomuke [4, 5].
Kpowme aToro npumeHsiv METOAUYECKU TpreM, Oc-
HOBAaHHBIM Ha COIIOCTaBJIEHUU PACTPOBBIX M300pa-
JKEHUW, MOJYYEHHBIX C MOMOIIBIO TPAAUIIMOHHOTO
JIeTeKTOpa BTOPUYHBIX BJIEKTPOHOB U JAeTeKTopa In
Lenss, KOTOpBIli pacloOXeH HEIOCPEICTBEHHO B
2JIEKTPOMAaTHUTHOM OOBEKTUBHOM JTMH3€ MUKPOCKO-
a 1 3a CYET CBOEI KOHCTPYKIIMU, KaK MOKa3aau Uc-
cJIeIOBaHUSI, UMEET BO3MOXHOCTb BBISIBJISITh Opra-
HUYEeCKOoe BelllecTBO [6, 7]. Takke MpUMEHSUTH MOTY-
MPOBOJHUKOBBIN AETEKTOP OOpaTHO OTpa’KE€HHBIX
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Puc. 1. Moneib MOPOBOTO IMPOCTPAHCTBA B ITOPOJIE Ha OC-
HOBE KaTOIOJIOMUHECIICHIINH.

3JIEKTPOHOB BhICOKUX Hepruit QBSD, KoTopwIii ne-
TEKTUPYET 0OpaTHO pacCessHHbIE 3JEKTPOHBI C IHEP-
rueit 5—20 xk3B. C noMoIpio 3Toro aeTeKTopa orpe-
IesId XUMUYeCcKuii (MUHepajbHBIA) KOHTpAcT
(Z-KOHTpacT) Ha cKoJjiax M3ydyaeMbIx nmopoj. OmbIT
paboThl B 3TOM pEXMME MOoKa3al BhICOKYIO 3 dek-
TUBHOCTb TMPU U3YYEHUU JUTOJOTMYECKOTO THUIIA
y4acTKoB opo [8]. O6pa3ibl TaKKe UCCIIeI0BAIUCH
B peXHMe WHTEeTpaJibHON KaTOJOIIOMUHELCHIIUN
JUJISI TIOTyYeHUsT U300pakeHU i TTOpOBOTro MPOCTpaH-
cTBa. MeTtonuka noapodHO omnucaHa B pabdote [9].
Bkpatie cyTb METOIMKU UCCIIeIOBaHUSI MOPOBOTO
MPOCTpPaHCTBA 3aKJiroUyaeTcsl B cieayolieM. M3 kep-
Ha TIPUTOTaBIUBAIOTCS TPULLIU(POBAaHHBIE OOpa3bl
IOpPOJ, IIOPOBOE MPOCTPAHCTBO KOTOPHIX IIpeaBapu-
TeJIbHO MOJTHOCTbHIO HACHIIIIEHO JIIOMUHECLIUPYIOIIUM
MOJ1 3JIEKTPOHHBIM MyYKOM OpPraHUYECKUM JIIOMUHO-
¢dopoM. O6pas3bl UCCIEAYIOTCS B PeXUMe KaToIlO-
moMmuHecueHuuu. IloaydaeMmble IIpyu 3TOM OMHAap-
HbIE N300paXXeHUsI CEYCHUM ITyCTOT Ha IIOBEPXHOCTU
o0paslia Mopoibl BHICBEUUBAIOTCSI OEJILIMU ydacTKa-
MU Ha 4YepHOM (pOHE U JIETKO PaCIIO3HAIOTCSI aHAJIM -
3aTOPOM M300paxXeHUs1 IJisi oOcueTa C ITOMOIIBIO
crieumnaabHbIX mporpamum [10, 11]. Ha puc. 1 mokasa-
Ha MOJIeJIb IIOPOBOTO IMIPOCTPAHCTBA HA OCHOBE KaTO-
noJiroMuHeclieHIIUU B POM. Mero mo3BoJieT aHa-
JIM3UPOBATh CTPYKTYPY MOPOBOIrO IIPOCTPAHCTBA Ha
OCHOBE CETOYHOIO MOIECIILHOIO MpEeACTaBICHUS, U
ONpeNeIsiTh YCPEeIHEHHBIE pa3MepHbIE IapaMeTphl
SIYEeKY TTopa—KaHaJjl. B KauecTBe OCHOBHBIX pa3Mep-
HBIX XapaKTEePUCTUK PACCUYUTHIBAIOTCS CPETHUM Tra-
METP IOPHI, YCPEIHEHHOE KOJIMYECTBO KaHAJIOB, BbI-
XOISIIIMX U3 TIOPbI, UX CPEOIHUI TUaMETp U IPyrue
MUKPOCTPYKTYPHBIE TapaMeTpPHhI.

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIIENOBAHUSA  Ne 6

PE3VJIBTATBI 1 X OBCYXIEHHUE

J11s1 u3ydeHus ITopoJI OBII 0TOOpAaH KEPH M3 Cpell-
HEIOPCKUX OTJII0XKEHU I aaIeHCKOro—0aiioCccKoro sipy-
coB (J,a-b) omHOI M3 CKBaXXKMH, B BEpXHEH YacTH KO-
TOpOM TipeobiiafatoT necyaHuku. Huke necuaHuku
CMEHSIIOTCSI TJIMHUCTO-KPEMHUCTBIMU U KapOOHaT-
HO-TJIMHUCTO-KPEMHUCTBIMU  aJIEBPUTUCTBIMU  T10-
polaMu, B KOTOPBIX CONEPXKUTCSI OpTaHNYEeCKOe Be-
ILIECTBO B BUJIE PACCESTHHBIX BKJIIOUYEHUI WU Opra-
HUYECKOE  BElIEeCTBO  HAachIllaeT KPEMHUCTO-
KapboHaTHy10 Matpully. M3 KepHa ObUIM HPUTOTOB-
JieHbl 00pa3lbl U MPOBEIEHBbI JIMTOJIOTO-MeTPOrpa-
duyeckue MccaeIoBaHus C UCIIOJIb3oBaHUEM POM,
Ha OCHOBaHUM KOTOPbIX B Taby. 1 mpuBemeHa ux
Kparkasi JIUToJorMyecKasi xapakrepuctuka. Takxke
ObLT MPOBENEH KOJWYECTBEHHBIN aHaJIU3 MOPOBOTO
npoctpaHcTBa B POM meTonoM KaTomotoMUHecC-
LIEHIIWY TSI U3YYEHUS TEOMETPUM U Pa3MEPOB ITOPO-
BbIX KaHajioB. [lo KaTOmOMIOMUHECLIEHTHBIM U300-
paXeHUsIM ObLIM pacCuuMTaHbl MUKPOCTPYKTYpPHBIE
napaMeTphl, BIUSIONINE Ha KO3(pUIIMEHT U3BJIeue-
HUS YTJIEBOIOPOJIOB MPU pa3paboTKe MeCTOPOXKIe-
Husi. K HUM OTHOCSTCSI pa3MepHble BETUMYMHBI TIOp U
MOPOBBIX KAHAJIOB: TJIOLIAb CEYEHUI, NIEPUMETD, K-
BUBAJICHTHBI TUaMeTp, a TAKXKE OTHOLIIEHUE CpeIHe-
ro 1MaMeTpa Mop K CpeIHeEMY IMaMeTpy KaHajloB O =
(dyop/@yay) M KOODIMHALIMOHHOE YMUCIO CETOYHOM
MOJIeSI eMKOCTHOTO TPOCTPaHCTBa By, = Nyaw/ Niops
(T.e. yCpelIHEHHOE KOJIMYECTBO KaHAJIOB, MPUXO.S-
meecst Ha omHy nopy) [12].

Hwxe npuBeneHbl MpUMeEpPhbl MTOPOMETPUYECKOTO
POM — aHanm3a mopo 3TUX JTUTOJIOTMYECKHX TUTIOB.
IMpuMepbl maHbl WIS TIeCYaHWKA Pa3sHO3EPHUCTOTO
IpaBeJIMTOBOTO C KapOOHATHBIM LIEMEHTOM — 00pa3ell
Ne 22, aprusiuTa ajieBpUTUCTOTO CJIOMCTOro — obpa-
ey Ne 39 m g1 KapOOHATHO-TJIMHUCTO-KPEMHMU -
cToli mopoabl — obpaselr Ne 49, KoTopbie ObLIU U3Y-
YeHBl 0oJiee NeTabHO, TaK KaK B ITOCJICIHHE TOIBI
OHM TIPUBJIEKAIOT BCe OOIbIIIee BHUMAaHUE M3-3a PO~
071eM pa3paboTKM KOJJIEKTOPOB C UX YYaCTHUEM.

1. Ilecuanux paznozepHucmolii 2pageaumosulii
¢ KapOOHAMHbBIM UeMeHMOM

Oopasen, Ne 22. HMurepBan otbopa 2962.68—
29627.75 m, Tutomank Boctouno-buprosakckast (J,a-b).
Ha punc. 2 mokasaHa cTpyKTypa OpoOBOIO ITPOCTpaH-
CTBa B KaTOAOJIOMUHECILIEHTHOM pexume POM, u B
TabJ1. 2 MpUBeIeHbl MapaMeTPbl CTPYKTYPhl TOPOBOTO
MPOCTPAHCTBA, PACCUYMTAHHbIE METOIOM aHajIu3a
POM-uzobpakeHuii.

2. Apeunum aneepumucmelil CAOUCMbLIL
Oopazen Ne 39. MurepBan ortbopa 2970.12—
2970.22 M, mowanb BoctouHo-buprozakckas (J,a-b).

ITopoBoe pocTpaHcTBO 06pasiia Ne 39 B pexkrMe Ka-
TOIOJIOMHWHECHESHIINHY TIpeACcTaBIeHO Ha puc. 3. Pac-

2020
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Tadbmuua 1. Kparkast 1urosornyeckast XapakTepucTuka oopa3LoB Nopo CpeIHeIopCcKUX oTIoxeHuil (J,a-b) BocrouHo-
Bupio3akckoii miiomaam, 0ToOpaHHbIX 1J1sI MUKPOCTPYKTYPHBIX UCCIIeNOBaHU I

No 1t

Ne 06p.

HHtepBas otbopa KepHa

KpaTKaH JIMTOJIOTUYECKAA XapaKTEpHUCTUKA

1

10

Ne 22

Ne 28

Ne 31

Ne 33

Ne 36

Ne 39

Ne 43

Ne 46

Ne 49

Ne 54

2962.68 —2627.75

2965.76—2965.87

2966.62—2966.8

2967.4—2967.62

2968.57—2968.76

2970.12—2970.22
2971.66—2971.88

2973.01—-2973.15

2976.14—2976.27

2977.59—2971.72

INecuaHWK pa3HO3EPHUCTHIN ITPABEIMTOBBIN C KAPOOHATHBIM LIEMEHTOM,
MOPUCTHI

IMecuaHuWK pa3HO3EPHUCTHIN, CTPYKTYpa ICAMMUTOBAsI, 00JIOMOYHAsI YacCTh
50—55% maTpuibl TOPOIBI

IMecyaHWK pa3HO3EPHUCTHIN C TMH3AMU KapOOHATHO-TJIMHUCTOM TTOPOIbI,
¢ ajieBpo-TiecyaHoi mpuMechbio. CTpyKTypa: IcCaMMHUTOBAsT, 06JIOMOYHAsT
yactb 40—50% MaTpuIIbl TOPOIBI

IMecyaHUK METKO3EpHUCTBIN aleBpUTUCTHIN. CTPYKTypa: IcaMMUTOBAs,
o6ioMouHast 9acThb 45—50% MaTpUILILI TTOPOIBI

ITecyaHUK MENIKO3EPHUCTBIH ¢ KAPOOHATHO-KPEMHUCTO-TIMHUCTHIM
LIEMEHTOM, O0JIOMOYHAs YaCTh COCTABISAET ~55—60% 06beMa MOPOIHI,
CTPYKTYpa 00JIOMOYHOM Y4acTH ajeBpO-IICAMMUTOBAs
IMHUCTO-KPEMHUCTAS aJIeBPUTUCTAS CJIOUCTas IOpOIa

IMopona Kap6OHATHO-KPEMHUCTO-INIMHUCTAS AJIEBPUTUCTAs!, MUKPOTEK -
CTypa CJIOMCTas U HEpaBHOMEDPHOTO (IIOCIOMHOr0) pacipeneaeHus IIIMHU -
CTOTO MaTepualia, CTPYKTypa MeJINTOBas, MUKPO3EPHUCTAs, aJIeBPUTOBAs

I'muHucTO-KpeMHUCTas ajieBpUTUCTas, OMOTYpOMpoBaHHAsI OUTYMMHO3HAs,
MMKPOTEKCTypa OMOTYpOaIiu, TISTHUCTAsI, CJIOXKEHA MPEeUMYIIECTBEHHO MUK-
PO3EPHUCTHIM KPEMHUCTBIM Y MUKpO-ToHKouelryiyaTbM (<0.01—0.02 mm)
IJIMHUCTBIM BEILIECTBOM, IIPUMECH MMMPOKJIACTUYECKOIO MaTepuaia

Kap6oHaTtHO-rmHMCTO-KpeMHUCTas ajdeBpuTtucTas ¢ OB, Mukporekcrypa
HEOIHOPOIHAs TTOMYEePKHYTa HEpaBHOMEPHBIM pacIipeieiecHueM Kap6o-
HATHO-KPEMHUCTOM YacTH ITOPOALI M KPEMHUCTOM, HachilieHHoI OB,
MISITHUCTAs!, BOJTHUCTO-CJIOMCTAsl, IMH30BUIHO-CITOMCTAst

l'lopo,na TJIMHUCTO-KPEMHUCTAasA cJ1ab0 U3BECTKOBUCTAS aJICBpUTUCTAasd.
l'[opo;La, CJIOKEHA MPENMMYLICCTBECHHO MUKPO-TOHKO3CPHUCTBIM KPEMHU -
CTBIM BC€IICCTBOM C INIPUMECHIO INTMHUCTOI'O MaT€purajia U TCPppUTrCHHbIX
O6J'[OMKOB, npeacTaBJICHHBIX KBapLEM, ITOJIEBbIMMU IIIaTaMH. IToBcemecTHO
B ITOpOA€ MPUCYTCTBYIOT paCCCAHHbIC FeJ'Ie(bI/IL[I/IpOBaHHBIe 4 yFJ'[e(l)I/IL[I/Ipo—
BaHHBIC BKIIIOYCHU A, ITPEUMYILIECTBEHHO B MeJTKOpa3[[pO6IIeHHOM BUIC

Taomuua 2. CTpyKTypHBIE TTapaMeTphl ITOPOBOTO MPOCTPAHCTBA B 00pa3iiax pa3HbIX JUTOJIOTUYECKHX TUIIOB, MTOTYIeH-
Hble KOMITBIOTEPHBIM aHATM30M JIEKTPOHHO-MUKPOCKOITUYECKUX U300pakeHU

IMecuanuk pazHo3epHUCTHIN | TMHUCTO-KpeMmHucTast | [Topoma KapboHATHO-
Twr mopoab IrPaBETUTOBBII aJIeBPUTUCTASI CIIONCTAST TJIMHUCTO-
¢ KapOOHATHBIM LIEMEHTOM rmopoa. KpeMHUCTast
CTpyKTypHBIE TTapaMeTPEI IIOPOBOTO O06p. Ne 22 O6p. Ne 39 O06p. Ne 49
MPOCTPaHCTBa
CpenHss IUIoIIAIb IO U KAHAJTIOB, MKM> 121.48 17.34 6.08
CpenHuii 5KBUBAJICHTHBINA UaMETP II0p 12.44 4.7 2.79
1 KaHAJIOB, MKM
CpeaHuii mepUMETp IOP U KaHAJIOB, MKM 43.54 16.83 9.46
Koopnunaunonnoe 9ncio, Nyyy/Nyop 26.44 3.88 2.01
CpengHuii imaMeTp KaHaJIoB, MKM 2.85 1.76 1.32
CpenHuii fuameTp 1op, MKM 50.62 7.92 3.38
Cpentee OTHOLIEHUE dyop/ iy 17.76 4.5 2.56

TMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHbBIE UCCJIEIOBAHUS  Ne 6 2020
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Puc. 2. CTpykTypa mOpoBOIo IIPOCTPAHCTBA B KATOIOIIO-
MUHECLEHTHBIX N300paxeHussx B POM B obpasiie No 22.
WHurepsan ot6opa 2962.68—2962.75 M, rutonianb Boctou-
Ho-buprosakckasd, K;.

Puc. 3. CTpykTypa MOopoBOTO MPOCTPAHCTBA B KATOIOJIO-
MUHECLEHTHbIX U300paxeHusix B POM B o6pasiie Ne 39,
(MutepBan otbopa 2970.12—2970.22 M, miomans Bo-
cTouHO-buprosakckas, J,a-b).
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Puc. 4. MukpoctpoeHue obpasiia Ne 49. Mukpoydactku
CIEKTPaJIbHOTO aHaAIU3A.

CUMTAaHHBIE MeTOIOM aHamu3a POM-u3o0paxeHmit
CTPYKTYpPHBIE IapaMeTphbl ITOPOBOr0 IPOCTPAaHCTBA
OpUBEACHEI B Ta0I. 2.

3. Ilopoda kapboHamuo-eAuHUCINO-KPEMHUCMASL

Oopazen Ne 49. Mntepsai otoopa 2976.14—2976.27 M,
mwiowank BoctouHo-buprosakckas (J,a-b). Iletpo-
rpadmyeckoe M3ydeHWe M HUCCIIeTOBaHNE B peKUMe
BTOPUYHBIX 3JIEKTPOHOB B POM (Mopdonsornyeckoe
U3y4yeHue) ToKa3ajio, YTo Mopoaa CI0oXKeHa MUKPO-
3€PHUCTBIM TIUHUCTO-KPEMHHCTHIM BEIIECTBOM, B
KOTOPOM TIPUCYTCTBYIOT HEPAaBHOMEPHO pacrpene-
JIeHHBIE, MHOTOYMCJICHHBIE BKITIOYEHUST OPTaHOTCH-
HBIX OCTAaTKOB WM TeIM(UIIMPOBAHHBIC PACTUTEIb-
Hble ¢pparmeHThl (10—200 MKkM), B KoaudyecTBe 5—7%
IMPY 3TOM BCTPEYAIOTCSI TAKXKE BKIIOUEHUS CYIbhU-
IIOB 3keJie3a. B mmopome mpucyTcTByeT HepaBHOMEp-
HO paclripefieIeHHOe OpPTraHWYeCKOoe BEeIIeCTBO M
teppureHHast npumech (0.5—1%): 0610MKHM KBapiia
W TIOJIEBBIX IIIMATOB aJIeBPUTOBOW pa3MepHOCTH
(20—100 MxM) mostyyriaoBatoil hopMbl. B rimHUCTO-
KPEMHUCTBIX TIPOCJIOSIX CONEPXKUTCSI TeppUTeHHAast
npuMech (3—5%). K 6ojee TIMHHUCTBIM IIPOCTOSIM
MMPUYPOYECHO OOJIBIIIOE KOJIMYECTBO OPraHOTCHHBIX
ocTatkoB (5—7%), nHorna MUPUTU3UPOBAHHBIX, U
eIMHUYHBIE BKJIIOUYEHUS CyJIbumoB xene3a (10—
50 MKM).

Ha puc. 4 moka3aHo yenryityaTroe MUKPOCIOUCTOE
CTPOEHHNE MOBEPXHOCTH CKoJa obpasiia B POM. Ha-
JINYME MNIMHUCTO-KapOOHATHOTO BEIIECTBEHHOTO CO-
cTaBa MOATBEPKIAAIOTCS MUKPO3OHIOBBIMU PEHTTE-
HOCIIEKTpaJIbHBIMU McCaenoBaHusaMu (tadn. 3). U3
TabJ1. 3 BUAHO, YTO OoJiee KPYITHBIC OBaJIbHBIE 3epHa
MMEIOT 2JIEMEHTHBIM COCTaB KBaplla 1 MOJIEBBIX 1A~
TOB, a MeJIKasl yelllyituaTas IeMeHTUPYIoIIasi KOMITO-
HeHTa (1—5 MKM) UMeeT IMIMHUCTBIN U KapOOHATHBIN
coctaB. Ilo coctaBy mpeo0GianaeT TUAPOCTIOAVCTHII
neMeHT (puc. 5). Ilopsl IByX BUIOB IIEpBUYHEIE Oojiee
KpyTiHBIe B cpenHeM 10—15 MKM U TTOpbI TJIMHUCTOTO
1IeMeHTa pa3MepoM 1—5 mxMm. Ha puc. 6 mokasaH y4a-
CTOK 00pasiia ¢ XapaKTepHbIM pacrpeeieHueM ceve-
HUI TOPOBBIX KAaHAJOB Ha KaTOJIOJIOMWUHECLIEHT-
HBIX U300paxeHUsIX. MMKpPOCTPYKTYpHBIE Ilapa-
METpHI JaHbI B Ta0JI. 2.

W3 nmpuBeneHHBIX IPUMEPOB XOPOIIIO BUIHA TEH-
JIeHIIMSI U3MEHEHUS TIOPOBOIO MPOCTPAHCTBA B pas-
JIMIHBIX TUTTaX ITOpo U3ydyaeMoro nHrepBaia. Cpemn-
HUI IUaMeTp TTOp B MOPOJAX Pe3KO CHMXKAETCS TP
repexone OT Tecyanuka (50.62 MKM) K apruUIUTy
(7.92 MKM) U 3aTeM K KapOOHATHO-TJIMHUCTO-KPEeM-
HUCTOM 1opoze (3.38 MKM), a OTHOLIEHUE dyqp/ iy
U3MEHSIETCSI, COOTBETCTBEHHO, OT 17.76 (s Tecya-
HUKa) o 4.5 (s apruyuinTa) U gajuaee a0 2.56 (s
KapOOHATHO-KPEMHICTOM IIOPOIBI).

ITo pe3ynabraTaM KaTOIOJIOMHHECIEHTHBIX HC-
clIeJOBaHUI 06Pa3LoB CPETHEIOPCKUX FOPCKUX OTIIO-
KEHUM ObLIM TTOJYyYEeHBI TIOPOMETPUIECKHUE TaHHBIC

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA Ne 6 2020



110

KY3bMHWH

Tadomuma 3. Pe3ynbTaThl crieKTpalbHOTO aHaMM3a B oopasie Ne 49, uaTtepsan 2976.14—2976.27 M., J,a-b. ITnomans

BocTouHo-bupio3zakckas

O6p. Ne 49 Becosbie %

DeMeHTBI C O Na Mg Al Si Cl K Ca Ti Mn Fe Ag
Crrektp 1 11.98 | 63.93 0.25 1.47 6.29 | 11.30 0.11 2.75 1.93
CrexTp 2 11.47 | 47.72 0.80 8.83 | 10.03 1.04 1.77 0.48 | 17.85
CrrexTp 3 11.25 | 50.49 | 0.52 1.32 | 10.95 | 15.02 4.42 0.80 4.32 | 091
Crektp 4 30.44 1 49.96 | 0.70 | 0.72 3.71 9.94 | 0.16 0.78 0.13 0.11 3.35

AtoMmHbIE %

DJIeMEHTBI C O Na Mg Al Si Cl K Ca Ti Mn Fe Ag
Crrextp 1 17.18 | 68.80 | 0.18 1.04 | 4.01 6.93 | 0.05 1.21 0.60
CrrekTp 2 18.89 | 59.02 0.65 | 6.48 7.07 0.53 | 0.88 0.17 6.32
CrnekTp 3 17.58 | 59.27 0.42 1.02 7.62 | 10.04 2.12 0.31 1.45 0.16
Crrextp 4 40.24 | 49.58 | 0.48 0.47 2.18 5.62 | 0.07 | 032 | 0.05| 0.04 0.95

(Tabi. 4), U3 KOTOPBIX BUAHO, YTO HAJIMYUE TIIUHMU-
CTOro IeMEHTa B IOPOJAx, a TaKXe KPEMHUCTO-
KapOOHATHBIN COCTaB, YKA3bIBAIOIIUI Ha pa3BUTHE
Mpoliecca KaJblMTU3ALUM, 3HAYUTETLHO U3MEHMU-
JIV CTPYKTYPY ITOPOBOTO IIPOCTPAHCTBA B HYKHEN Ya-
CTH KCCJIENYEMOIO MHTEPBAIA.

HeTtanbHOe U3ydyeHUE B DJICKTPOHHOM MUKPOCKO-
e MUKPOCTPOEHUsI KapOOHATHO-KPEMHUCTBIX IMO-
poJ ToKa3ajao, YTO B IJIOTHBIX MOpoAax MOPOBOE
MPOCTPAHCTBO B HUX MEET O4aroBoe pa3BUTHE B BU-
Iie cKoruteHuit (ouyaroB) menkux mop [11]. I1pu aTtom
oyarv UMerT PpakTalbHOE CTPOEHUE, TO ECTh Oosiee
KPYITHbIE [IOPUCTBIC OYary MPeACTaBISIOT COOO0I CKOTI-
JieHue 6osee Meakux. CTerneHb pa3BUTUSI O4aroBOii
MOPUCTOCTU Ppas3jiMyHa, YeM OObBSICHSIETCS pa3Has
IJIOTHOCTh MOpP B mopoxaax. Hannuue odarosoii nmo-
PUCTOCTHU SIBJISIETCSI KOCBEHHBIM MTPU3HAKOM T'eHepa-
1IM YIJIEBOJOPOAOB HEKOTOPBIX TUTIOB HE(DTHU.

ITopoBas cucteMa B 00pasLax CpeaHEIOPCKUX MO
poa, 111 UBYYEHHOU KOJUIEKIIMU, UMEeeT pas3indHOe
KOOPAMHALUMOHHOE YUCIO N,y /Ny, KOTOPOE U3ME-
HSIeTCS B ITUPOKMX Mpeaeiax oT 2 no 50 mpu cpenHeMm

Puc. 5. TunpocmoaucThlii IIIMHUCTHIA LIEeMEHT B 00p. No 49.

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEOBAHUS

3HayeHuu 12.25. CpeaHee 3HaUueHUE pa3MEepPOB MOP B
ob6pasiax uaMeHsercs ot 3.12 MkM 10 50.62 MxM. OT-
HOIIIEHWE AMaMETPOB IMOP M KaHAJIOB (CpenH1e Ber-
YUHBI) U3MEHsIeTCsT OT 2.6 mo 17.8.

Ilo pesynbratam 3J€KTPOHHO-MHKPOCKOIIMYE-
CKUX HCCJIENOBAaHUI MOPOBOTO MPOCTPAHCTBA U Jia-
OOpaTOpHBIX OIlpelesicHnid Ko3(P(dUIIMeHTa CTPYK-

Puc. 6. (a, 6) — CTpyKTypa MOpOBOTO IIPOCTPAHCTBA B Ka-
TONOJIOMMHECLICHTHBIX U300pakeHusIX B 00pasie No 49
(MuTtepBan or6opa 2976.14—2976.27 M, muiomans Bo-
cTouHO-buprosakckas, J,a-b).
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Taomma 4. CTpyKTypHas XapaKTepUCTHUKA IIOPOBOI CUCTEMEI B 00pa311ax IIOPo CpeIHEeIOPCKUX OTIIOXKeHUT BocTouHO-
Buplo3akckoii mromany B MHTepBaie r1youH 2961.75—2985.75 m

Cpennuii Cpennuii sxkBuBuBa-| KoopnnHamnu- CpenHuii CpenHuii
Ne o6pasua| TMUIOLIAAL [IOP | JIEHTHBIA AMaMeTp | OHHOE YUCIIO, Anamerp JMAMETp TIOp, OtHouenue
Y KaHaJIOB, MKM? |TIOD 1 KaHaTOB, MKM|  Nyay/Nyop KaHaJIOB, MKM MKM nop/dran
Ne 22 121.48 12.44 26 2.85 50.62 17.8
Ne 28 77.94 9.97 16 2.53 30.31 12.0
Ne 31 134.66 13.1 2 3.65 13.82 3.8
Ne 33 13.17 4.1 15 1.77 2.07 1.2
Ne 36 10.96 3.74 4 1.32 4.63 3.5
Ne 39 17.34 4.7 4 1.76 7.92 4.5
Ne 40 6.77 2.94 2 0.53 3.6 6.8
Ne 43 4.72 2.46 6 1.32 4.05 7.0
Ne 46 14.45 4.29 16 1.76 11.91 6.8
Ne 49 6.08 2.79 2 1.32 3.38 2.6
Ne 51 5.73 2.71 50 1.63 12.25 7.5
No 54 3.89 2.23 4 0.3 3.12 10.1

Tabauma 5. MuUKpocTpyKTypHbIe TapamMeTpbl LMGbpPOBOit
MOJIENIN KepHa

MUKpPOCTPYKTYpPHBIE TApaMETPhI
B CPEeIHEIOPCKUX OTJIOXeHUsIX (J2a-b)

CpeHsisl TUIOIIAIb TIOP M KAHAJIOB, MKM> 34.8
CpenHuii 5KBUBAJICHTHBINA UaMETp 0P 5.5
1 KaHAJIOB, MKM
CpenHuii nepuMeTp Mop U KaHaJI0B, MKM 19.1
KoopanuHanmoHHoe 4ucio (cpenHee 3Ha- 12.3
yeHue), N,y /Nnop
CpengHuii maMeTp KaHaJIoB, MKM 1.7
CpenHuii tuaMeTp Iop, MKM 12.3
OrHouteHue cpenHee dpgp/dyay 7
16
14 | y=0.7639x — 0.4648 =
12 R?=0.7079
. 10
< 8
6
4
2
)
0 5 10 15 20

rop/ dxan

Puc. 7. KoppensiiimoHHast cBs3b KO3(hGUIIMEHTa CTPYK-
TYpPHO 3allleMJIEHHO! ra30HachIllieHHOCTU (HedhTeHachl-
meHHocTH) K, (Kj;o)* ¢ OTHOIlIEHMEM TUaMeTpoB Top U
KaHANOB (dy1op/dyay) B TTOPOIAX CPEIHEIOPCKIX OTIOXKE-
Huit BocrouHo-bupro3akckoii mioiaid B UHTEPBaI OT-
60pa 2961.75—2985.75 m. (*1anuble Mapytsina O.0.)

TMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEJOBAHUA  Ne 6

TYpHO-3allleMJICHHOM ra30HACHIIIIEHHOCTH, LISl CPE/I-
HEIOPCKUX OTI0XKEHUI MTOCTPOEHA KOPPEISILIMOHHAS
cBa3b K, ¢ mapaMeTpom O, = d,,/d,,, (puc. 7). U3
rpaduka BUIHO, YTO MexXny KoadduimeHtom K, 1
rapaMeTpoM 0L UMeeTCsl JIMHeliHas cBsI3b Buaa K., =
=0.76390, — 0.4648 ¢ BeIUUYUHOI AIIIPOKCUMALIMU
0.7079.

Mg mopon Takke OBIIM PaCCUUTAHBI YCPETHEH-
HBIe MUKPOCTPYKTYPHBIE ITapaMeTpbl €MKOCTHOIO
(mopoBOIo) MpPoCTpaHCTBA, T€ €CTh “IIMGPPOBOM MO-
nenu kepHa” (TaOi. 5).

SAKJTIOYEHHUE

AHanu3 pe3yJbTaTOB KaTOAOJIIOMUHECLIEHTHOTO
ncciaenosanus B POM moka3zaj, 4To mopoBoe IIpo-
CTPAHCTBO MOPOJI CPEAHEIOPCKUX OTIOXKEHU B MC-
cJIelyeMOM CKBaXKMHE TECHO CBSI3aHO C MUKPOCTPOES-
HUEM U XapaKTePHO IJIs1 3ePHUCTBIX MOPOJ, C TJIMHU-
CTBIM LIeMeHTOM. lleMeHT, 3ammoHssT MexX3epeHHbIe
00BEMBI, HE3HAYUTEILHO YMEHBIIIAET EMKOCTh ITOPO-
IIbl U IPY 3TOM PE3KO CHIUXAET ee (PUIbTPpAllMOHHbIC
xXapakTepucTuku. I[TopoBoe MPOCTPAHCTBO B 3THUX
MopojaXx MMeEET 3HAYUTEIbHYI0 U3MEHUYMBOCTbH IO
pa3MepaM Mmop 1 1o MOp@dOJTOTMYEeCKMM OCOOEHHO-
CTSIM CTPOEHUS MMOpPoBoi cucteMbl. [Topoabl UCTbI-
THIBAIOT 3HAYMTEJIbHBIE KOJIeOaHUST B BEJIMYMHAX KO-
OPIMHALMOHHOTO YMCJIA U OTHOILEHUS O = ;o) dynyy-
B BepxHeit yacTn mHTEpBaJIa ITeCYaHUKHA UMEIOT 00-
Jiee KPYMHO-TIOPOBOE €MKOCTHOE MPOCTPAHCTBO C
MEXX3epeHHBIMU KaHalaMM W KaHaJbHO-TIOPOBOE
ctpoenue [13, 14]. B cpenHeit yacTu pa3pe3a CKBaXKM -
HBI €eMKOCTHOE MPOCTPAHCTBO MEPEXOIUT B MUKPO-
KaNWUISIPHYIO KaHAIBHYIO CUCTEMY CO 3HAYUTEJIbHO
MEHBIIIMM CeYeHWEM KaHaloB. B HIXHel 4acTu B
KapOOHATHO-TJIMHUCTO-KPEMHUCTBIX TTOPOJAX CO 3HA-
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YUTEILHOM TOoJIeit KapOoHaTa MaTpHUIIA YIIJIOTHSIETCS,
KOJIMYECTBO KaHAJIOB M MX CeUYCHUE elle OOoJIbIle
yMeHbIIaeTcst. B Toxe BpeMsI B 3TUX OPOaaxX pa3BU-
BaeTCd 04aroBasl IIOPUCTOCTb, CBSI3aHHAsI C BO3Ieii-
CTBUEM OPraHUYECKOTO BEIIECTBA, YTO HECKOILKO
HUBEJIUPYET IPOLIECChl YIUIOTHEHUS. B 11eJToM B OT-
JIOKEHUSIX Mpeobi1agaloT IMTOpOBO-KaHAJIBHBIN U Ka-
HaJIBHBIN TUITBI IOPOBOTO IIPOCTPAHCTBA.

C moMolbl0 KaTOAOJIOMUHECLIEHTHOTO MeToJa
ObLIIM paccUMTaHbl TTapaMeTphl W11 “LudpoBoiil Mo-
JIeIM KepHa” W MOCTpoeHa CBsI3b KO3(hUIIMEeHTa
CTPYKTYPHO 3allleMJIEeHHOI ra30HaChIIIIEeHHOCTU (Heh-
TeHaChILeHHOCTU) K, (K,,,) C OTHOIIIEHUEM TUaAMET-
POB IOP U KAHAJIOB (d0/dyay), € TIOMOIIBIO KOTOPOIA
MOXHO MPOBOAWUTH CPABHUTEJbHYIO OLIEHKY HedTe-
OTAAa4yu B MOpoAax.

BJIIATOOJAPHOCTHA

Cratbsa moaroroniieHa corpynHukom MITHIT PAH B
paMKax BBITIOJTHEHUSI TOCYIapCTBEHHOTO 3aJaHUs MO Te-
MaM “IIporHO3 COCTOSTHUS pecypCHOM 6a3bl He(Tera3oBo-
ro KoMIutekca Poccrm Ha OCHOBE CUCTEMHBIX HCCIieqoBa-
HUI TTepCeKTUB HehTera30HOCHOCTH TTPUPOIHBIX Pe3ep-
ByapoB B KapOOHATHBIX, TEPPUTEHHBIX U CJIAHIIEBBIX
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Results of Study of Microstructure of Terrigenic Rocks-Collectors
of Oil and Gas by Scanning Electron Microscopy Methods
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Results of study of terrigenic rocks-collectors in scanning electron microscope (SEM) are shown. Studies
were carried out on core samples from promising formations for oil and gas development in the territory of
the Republic of Kalmykia. Rocks of Middle Jurassic deposits of one of the wells of East Biryuzak areca were
studied. Research was conducted at SEM NVision 40 (Carl Zeiss). Both standard research methods and in-
tegral cathodoluminescence and computer analysis of SEM images were used. Microstructural parameters
were obtained for the “digital core model” and simulation of filtration processes.

Keywords: scanning electron microscope, cathodoluminescence, rocks, micro-structure, pore space, oil

recovery, oil and gas fields, digital core model.
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