Mucbma B XKT®, 2013, Tom 39, Bbirt. 22 26 Hos6ps

06
CTpykTypHO-chba3oBble NpeBpaLleHus

B AUOKcuae onoBa nop aeiicTBUEM MOLLHOIO
MOHHOTIO NyYykKa HaHOCeKYHAHOM
ANMUTENIbHOCTU

© B.C. Kosus4ak, O.B. Kpuoaybos, H.H. JleoHTbeBa, E.B. KHA3eB

Owmckuii rocypapctBeHHbili yHuBepcuteT um. .M. JoctoeBckoro
WHcTnTyT npobnem nepepabotku yrnesogopogos CO PAH, Omck
E-mail: kvs@obisp.oscsbras.ru

lMoctynuno B Pepakuuio 7 uioHsa 2013 .

HWccenenoBanbl CTPyKTYpHO-(a30Bble MPEBPALICHUS B MOJMKPUCTAJUIMYCCKOM -
OKCHJIE OJIOBA IPH BO3[EHCTBMM MOIIHOIO HOHHOIO ITy4Ka HAHOCEKYHIHOH JUIn-
TENBHOCTH ¢ IUIOTHOCTHIO TOKa 50—150 A/cm?. YCTaHOBJICHO, 9YTO BO3ICHCTBHC
Iy4ka ¢ IUIOTHOCTBIO Toka 150 A/cm® ma SnO, IPHBOZMT K OOpasoBaHMIO HA
€ro IOBEPXHOCTH CyOMHKPOHHBIX YacTHIl TeTparoHasbHoro SnO co cpemHuM pas-
MepoMm 210nm. YacTuipl MMEIOT BBIPAXKEHHYIO KPHCTAJIIOrpad)M4ecKylo OIpaHKY.
OO6cy:XeHbl BO3MOXKHBIE MEXaHU3MbI HAaOJIIOIaeMBIX MTPEBPAICHHIL.

Bospeiicteie MommHoro monHoro mydka (MUII) Ha mnonmukpucraym-
YeCcKHe MaTepuajibl NMPUBOAUT K HM3MEHEHMIO MX CBOICTB, B TOM YHCIIe
BCJICICTBHE CTPYKTYpPHO-(a30BBIX NpeBpamieHnil. {1 OKCHIHBIX MaTepu-
QJI0B M3y4YeHHE TAaKOro BO3IEHCTBHUS OIPaHMYMBAJIOCH IJVIABHBIM 0Opa3oM
HCCJICOBAHMEM HMX paspylleHUs] MON JCHCTBHEM HOHHOrO mydka |[l].
CTpyKTYpHBIM TPEBpalICHUSM B IOBEPXHOCTHBIX CJIOSIX OKCHIHBIX Mare-
puasioB (QIOMOOKCHIHON KepaMHUKH (IOJMKOp)) mpu Bosfeicteun MUIT
HOCBsilicHa Jiib pabota [2]. BMecTe ¢ TeM HCCIIEIOBaHHE CTPYKTYPHO-
(as3oBBIX MpEBpaIlleHNiT B OKCHIax MeTayuioB mop aeiictBueM MUII BaxHO



2 B.C. Kosusyak, O.B. Kpusosyb6os, H.H. JleoHTbeBa, E.B. KHA3eB

Wi pa3paboOTKU TEXHOJIOTUI TOJTyYeHHsT KOMIIO3HMIMOHHBIX MaTepHasloB
Ha WX OCHOBe. MOIIHOE HOHHOC HAHOCEKYHIHOE BO3[CHCTBUE SIBJISCT-
cs1 9(p(EKTUBHBIM HMHCTPYMEHTOM [UI CO3AHHS CJIOEB HAaHOKOMIIO3UTOB
C JIMOKCHIIOM OJIOBA, HCIIOJIb3YEMBIX B KayeCTBE BBICOKOUYBCTBUTEJILHOM
cpembl B rasoBeix ceHcopax [3]. OcobeHHocThIO SnO; sBIISICTCA €r0 HU3-
KOTEMIIepaTypHOEe IpeBpalleHie B JeTydnid Husmmid okcun (SnO), mpo-
HCXOMISIIee MPH CTAIMOHAPHOM BaKYyMHOM HarpeBe [4], KOTOpBI BJHsieT
Ha CBOicTBa (OPMHPYEMOro HaHOKOMIO3MTA. B 3Toil cBA3M mpencras-
JIieTc BaKHBIM HCCJIENOBaTh MOPQOJIOTHYECKUE U CTPYKTYpHBIE H3Me-
HEHUsI, MPOMCXOMANINE B TOJIMKpUcCTauImdeckoM SnO; mpu Bo3EHCTBHN
MUMUII, KoTOpEIe BEI3BIBAIOTCS IJIaBHBIM 00pa3oM OBICTPBIM HAaHOCEKYHIHBIM
HarpeBOM.

O6pasnpl SnO, HM3roTaBIMBAIUCh MPECCOBAHMEM MCXOIHOIO IOPOIIKa
SnO, mapxku YA c mocienyonmM CIEKaHHEM Ha BO3MyXe MpHU TeM-
neparype 900°C B Teuenme 1h. OOsydyeHHe MPOBOOMIIOCH HA YCKOpPH-
Tere ,,Temn woHHBIM mydkoMm (70% C™" m 30% H') ¢ E =300keV,
7 = 60ns, B nuanasone mioTHocteil Toka 50—150 A/cm?. Mopdosoruio
MOBEPXHOCTH M COCTaB OOpaslOB HCCJICNOBaM C IOMOIIBIO PACTPOBOIL
antexTponHoit Mukpockormmn (JSM-6610LV, JEOL ¢ sHeproauciiepcHoOHHbIM
anaymsaropoM Inca-350). Mareprperanuio JaHHBX SHEProOAUCIEPCHOHHOTO
aHaymsa (OIIA), yCpemHEHHbIX IO 00Jy4aeMoil MOBEPXHOCTH, IPOBOMMIIM
C Y4eTOM OCOOCHHOCTEH TaKOro aHaJM3a I IOPOIIKOBBIX M MOPUCTBIX
MatepuaioB [5]. CTpyKTypHO-(a30BbIil COCTAB HUCCJICMOBATNA HA PEHTTCHOB-
ckoM mu¢ppaktomerpe D8 Advance (Bruker AXS) B MOHOXpOMAaTH3HpO-
BaHHOM CuK, wu3nydenuu. PacnmdpoBka mudpaxrorpamMM BBIIIOJIHEHa B
nporpammioM Komiutekce EVA (Bruker) ¢ ucmosib3oBanreM 6as3bl JTaHHBIX
ICDD PDF-2. PacueT MHUKpPOCTPYKTYpPHBIX XapakTEPUCTHK IMPOBONIIICA C
ucnonb3oBanreM mporpammel TOPAS 3.0 (Bruker).

MuxkpodoTorpapusi ucxomHolt MoBepXHOCTH obpasma SnO, mnoka3aHa
Ha puc. 1. BupmHo, 4To 00pasupl NpencTaBiAlOT co0O0il CMech YacTHIL
ABYX (pakuuii: MesKod (cpemHuid pasmep dwactuin 310nm) u KpymHO¥
(cpemnmit pasmep 4.5um). KpymHele 9acTHIBI MMEIOT BBIPaXKEHHYIO KpHU-
crajuiorpaguyeckyio orpaky. A obOpa3noB 1o o0JydeHUsl MoKasaj, YTo
cpentee orHomeHne (B atoMHbx %) Sn u O (Rsy.0) cocrasmser 0.529.
[To maHHBIM PEHTIEHOCTPYKTYPHOI'O aHajM3a CTPYKTYPHO-(a30BbIii cOCTaB
HCXOIHBIX 00pasLoB COOTBETCTBYeT TeTparoHaieHoMy SnO, (puc. 2,1).
Pasmep obmactu korepentHoro paccestnust (OKP), paccumraHHBIA B 1IpO-
rpamme TOPAS 3.0 ¢ ucnons3oBannem ypaBHenus CensikoBa—Illeppepa, ¢
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Puc. 1. MuxkpogoTtorpadus ucxomHoit moepxHocta SnO;.

Y4eTOM HHCTPYMEHTAJIbHOTO YIIMPEHHsl (ONpEeieieHO ¢ MCMoyib30BaHueM Si
cranapta SRM 640b) cocrasun 1250 + 20 A.

OG6HapyeHo, 4TO OIHOKpaTHoe Bozueiicteue MMUII ¢ | = 50 A/cm?
TIPUBOANT K W3MEHEHUIO OKPAacKM IMOBEPXHOCTH 0Opa3moB B objacté 00-
sgydyenus.. McxomHo Oemast moBepxHOCTh SnO, CTaHOBUTCSA B 3TOH oOsacTh
JKEJITO-KOPIMYHEBOH. DJIEKTPOHHO-MUKPOCKOIIMYECKOE HCCIICIOBAHHE IIOKa-
3bIBACT, YTO NPH HTOM HAOJIIONACTCS OIUIABJICHME YaCTHI[ KaK MEJIKOM,
Tak W kpynHoil ¢pakmum. Ilo mamaeM OJIA cpemHee mo oOJydeHHON
MOBEPXHOCTHU 3Ha4YeHue Rg,.o = 0.609, 4To CBUIETEIBCTBYET O 3HAYHUTEIIb-
HOM OOEIHEHWH IOBEPXHOCTHOTO CJIOSl KUCJIOPOIOM U COOTBETCTBEHHO
YacTUYHOM TIpeBpameHnu ero u3 ¢assl SnO, B apyryio ¢azy — SnO.
¥YBenuueHue uucIa UMIYJIbCOB N OOJyYeHUs YCUIMBAeT MHTEHCUBHOCTb
OKpacku 3Toii obsactu. OpmHOKpaTHOe Bo3zzeiicTBue Ha obpazenr MUII ¢
j = 100 A/cm? NpUBOIMT K YAaCTHUYHOH MOTEpe OrPaHKM YaCTHI[ BCJIE-
CTBHE OIUIaBJIeHHs. [Ipy 3TOM MueT majbHeWInee YMEHBbLICHHE COIepiKa-
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Puc. 2. udpaxrorpammel SnO,: ucxomsoro (/) u mocie oOmydenuss MUII
cj=150A/km*un=1(2).

HHSI KHCJIOpOfia B IIPHUIIOBEPXHOCTHOM cjioe. Kpome Toro, HaGmomaercst
pacTpecKuBaHUE MPUITOBEPXHOCTHOTO CJIOs, BBI3BAHHOE KBA3UCTATHYCCKUMMU
HaINpPsHKCHUSMIL. YBEJIMYCHAE YUCIIa UMITYJIbCOB OOJIydeHHsI 10 MISCTH IpH
j = 100 A/cm? npuBOTMT K OOGBLEIMHEHHIO pACIIaBa MPEUMyYIIECTBEHHO
MEJIKUX YacTHIl B KpYITHbIC KHAKAE OOpa3oBaHMsl, €ro IMOCJeAyoNast
KPUCTAJUTM3alMsl [PUBOIUT K IMOSIBJICHUIO XapaKTEPHOU ,KOPKH“ Ha IMO-
BepXHOCTH. [Ipy 3TOM Ha NMOBEPXHOCTH OIUIABJICHHBIX YYaCTKOB (y4acTKOB
HKOPKH“) (pOPMHPYIOTCSI MaCCHBBI BTOPHYHBIX CyOMHKPOHHBIX YacTHI[ CO
cpemHuM pazMepoB 190 nm 1 MOBEPXHOCTHO# MIOTHOCTBIO 70 3 - 107 cm 2.
CpenHee mo obsyacté obuydeHnsi 3HadeHHEe Rg,.o = 0.685 (a sokambHOE
3HaueHHe B dacTune Rgy.0 = 0.828), 4TO ONHO3HAYHO CBUIETEIBCTBYET
00 obpasoBanmm dactur, HOBOH (aser — SnO. DA moxkasbBaeT, 4YTO
Ha TOBEPXHOCTH WMEIOTCS M JIOKaJbHBIC YY4aCTKM MHKPOHHOT'O pa3mepa,
comeprkaie B OCHOBHOM 0J10BO (Rsp.0 = 2.222). Tlpy IUIOTHOCTH TOKa
myuka | = 150A/cm? u n= 1 nHabmonaercs NanbHeiillee yMeHbIICHHE
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Puc. 3. Mukpodororpaguss mnoepxHoct SnO; mocie obiydenuss MUIT
¢ j = 150A/cm? u n= 1. Ha BcTaBKe yBesiMueHHOE M300pakeHne yactui SnO Ha
TIOBEPXHOCTH MUKpovacTh] SnO,.

COIepIKaHMsl KUCIIOpOJa B MOBEPXHOCTHOM ciioe (Rgy.0 = 0.855) u cy-
IECTBEHHOE M3MeHeHne Mmopdosornu mosepxHoctu (puc. 3). Ha orutas-
JICHHON TOBEpXHOCTH Oombmmmx dactur] SnO), WMEBIMINX 0 BO3MCHCTBUS
KpHCTaIUIOrpaduIecKylo OrpaHKy, UIeT HHTCHCUBHOE 00pa30BaHKe TUIOTHBIX
MacCHMBOB CyOMHKPOHHBIX YaCTHIl, TAK)X€ HMMEIONIMX IMPHU3HAKU KPUCTAJI-
sorpaduyeckoit orpaHku (BcraBka Ha puc. 3). CpemHuil pasmep 5THX
gacturl coctaisgeT 210nm. JInsg Hux cooTtHormeHue Rgp.o = 0.935, dto
TaKKe CBUIETEJIbCTBYET O TOM, 4YTO OHU cocTosAT M3 SnO. YBenuueHue
YHCIa UMITYJIbCOB JIO JIECSITH TPUBOIUT, BCJICACTBHUE ICHCTBHUS TEpPMOMe-
XaHUYECKHX HAINpPSHKEHWH, K JIOKAIbHBIM OTKOJIaM ()parMeHTOB IOBEpX-
HOCTHOTO cJos, nmeomux auamerp 1o 100 um. Ha mHe obpasyromerocs
OTKOJIbHOTO KpaTtepa Rgp.o = 0.556, 4ro OnM3KO K 3HAYCHHUSM Ui HC-
xogHOro HeobiydeHHoro SnO,. Ilpm 3Tom pexumme oOsydeHuss HaOuTO-
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JaeTcsl WHTCHCHBHOE CIUIABJICHWE 3HAYNTESIPHOM YacTH ITOBEPXHOCTHOTO
CJI051.

PeHTreHOCTpYKTYpHEI ~aHa/m3  OOJydeHHBIX 0OpasloB  IOKasall
(puc. 2, 2), uro mpu BosmeiictBur MMIT ¢ j = 150A/cm®> u n=1
B IPUIIOBEPXHOCTHOM cjoe HabOmomaercs (asa TerparoHaspHOro SnO
(a=3.804+0.004A u c=4.886+0.007A). Pasmep OKP B
nanpasnenuu [101] g SnO cocrapnser 112 =8 A. Tlpu sTom pasmep
OKP pns ¢asel SnO,, cocraBisBIIMI B UCXOmHOM obOpasue 1250 + 20 A,
yBermmumiicss g0 1484 £27 A, O6nysenne MUIT ¢ j = 150 A/cm? u
N = 6 mpuBOOUT K HanbHeimemy yBenumdeHuto pasmepa OKP B SnO; nmo
1779 £ 67A. B sToM ciydae KoppekTHO ompeneuth pasmep OKP asa
obpasyromerocss SnO B HampaeieHun [101] He ymaeTcsi W3-3a BBICOKOTO
YPOBHSl IIyma, CBSI3aHHOTO C CUJIbHBIM YBEJIMYEHHEM MIEPOXOBATOCTH
MOBEPXHOCTU IpPU HEOTHOKPATHOM OOJIyYeHHS M Majloil MHTEHCUBHOCTH
muka SnO. IlocnenHas oOyciioBieHa MaylbiM cofep:kanueM SnO B oobeMe
SnO,, nockonbky SnO obOpasyeTcd B IOBEPXHOCTHOM CJIOE TOJIIUHOU HE
Oosee BeMYMHBI TPOEKTUBHOrO IMpobera MoHOB yriepopa mydka B SnO;
(~ 0.5um), a rIyOuHa aHATM3UPYEMOro CJIOS IPH PEHTTEHOCTPYKTYPHBIX
HCCJICHOBaHUSAX 00pasoB HoCTUTraeT 6 um.

W3BecTHO, 4TO OOJIyYEHHE OKCHIOB METAUIOB [6] HMOHAMHM MAaJIoii
sueprun (E = 3keV) mpu nosax ~ 10'7 cm™2 npusonut, 3a cyeT pac-
MBUICHHUSI KHCJIOPOAA, K OOpa3s0BaHMIO B IOBEPXHOCTHOM CJIO€ HU3IINX
OKCHJIOB U BOCCTAaHOBJICHHIO MeTaita. B cirywae MUII Bkian pachbuieHus
Kuciopona B obpazoBanue SnO HE3HAUUTEJICH B CHUIy Mayioro (uroeHca
nyuka (~ 10" cm~2) u wmcna ummyibeo obmydenust (n < 10), mosromy
Hanbosiee BEpoSITHO, 4To oOpazoBanue SnO 00yCIIOBIEHO OBICTPHIMH TEPMU-
YECKHMH MPOLECCAMU, BbI3BaHHBIMU BosfeiictBueM MMUIL. [lnda nonnManus
MexaHn3MoB obOpasoBanust SnO npu BosaeiicteBun MUII Ha SnO; cremyer
YUUTBIBaTb OCOOEHHOCTH MoBefieHHs SnO; NpH TEPMUYECKOM Harpese B
Bakyyme. Tak, uccienoBanus abmsauuu SnO; 1on [eHCTBUEM JIa3€pPHOrO
U3JTy4EHHUs] HaHOCEKYHIHOH [UINTEJIbHOCTHU, BBINOJIHEHHBIE METONOM Macc-
criektpoMeTpun [7], mokasany, 4ro npu A = 532nm (sHeprusi ¢poroHa hv
MeHbIIIe MIMPHHBI 3alpelieHHoi 308 Ey SnO,) map cocrout B OCHOBHOM
u3 conocraBuMbix KomdectB SnO u (SnO); u HeGompLIOro KoMM4yecTBa Sn,
ampu A =355nm (hv ~ Ey) map B OCHOBHOM COCTOHMT M3 SN M MEHBIIETO
kommdectBa SnO. Ilpm mcmapenmn SnO; IMyTeM TEPMHUYECKOTO HarpeBa
B Bakyyme (975—1250°C) map cocroutr u3 SnO u O, [§]. B ciyuae
TEPMHUYECKOrO HarpeBa B IOTOKE Iapa MPHUCYTCTBYIOT IJIaBHBIM 00pa3soM
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mapel SnO. AHaJOrMYHBIA COCTaB Mapa AODKEH (OPMHUPOBATHCS W TIPU
BosneiictBu MUII Ha SnO,. Bricokoe naBieHue HachleHHoro napa SnO u
Oostpliias IUIOWAAbL HOBEPXHOCTH YaCTHI] MeJIKomUcIepcHoi ¢pakiuu SnO;
HarpeBaeMblX Ipu Bo3neiictsuu MUII, obecrieunBaloT HHTEHCUBHBINA ITOTOK
nmapoB SnO. B atom citydae ¢gopMupoBaHie YacTHIl TETPAroHAJIBHOH (ha3el
SnO Ha oruiasneHHo# moBepxHoctH SnO, (BcTaBka Ha pHC. 3) MOXKeET
OBbITb OOBSACHEHO MX POCTOM BCJIEACTBHE OOPAaTHOIO OcCaxAecHUs mapos SnO
[0 MEXaHU3My ,Iap—KPUCTA/UI® Ha STalle OXJIAXICHHS IOBEPXHOCTHOTO
ciost. OGpatHOe oOcaIeHHe MapoB Zn (MMEIOLIEr0 BBICOKOE [aBJICHUE
HACHIIIICHHOTO T1apa) Ha MIOBEPXHOCTh paHee HabJIonaioch Py BO3NEHCTBIE
MMII Ha naryus [9].

PentreHocTpykTypHELi aHa/IU3 00JTy4eHHBIX 00pa3loB SnO; Moka3pBaeT
OTCYTCTBHME B HHUX (pa3bl 0JIOBa, JIOKAJIbHbIC BKJIIOUEHUS KOTOPOIO, OIHAKO,
peructpupyiorcd ¢ nomombio DJ[A. BeposiTHO, 3TO CBfA3aHO C BBICOKOMU
OWMCIEPCHOCTBIO YACTHIl OJI0BA W/WJIM €ro JIOKAJIM3anueid B TOHKOM ITOBEpX-
HocTHOM cioe. Kpome Toro, na Harperoit MUII mosepxuoctu SnO; (mpu
poctwkennn Temmeparypsl 1000—1100°C) moxer mporekats peaxiwst [10]

SnO; + Sn = 2Sn0O.

ITpu sTom SnO, B cuily CBOEH BBICOKOH JIETy4eCTH, UCHapseTcs ¢ MOBepX-
HocTH. [1oCKOJIbKY MHTEHCHBHOE MCTIapEHHE 0JI0BA HAYMHAETCS MPH TEMIIe-
parypax e Hmke 1200°C [6], To ucnapeHne YacTHI[ 0JI0Ba MEHEE BEPOSITHO
n3-3a OoJyiee HU3KOHM TeMIlepaTypbl NPOTEKAaHWsI YKa3aHHOH BBIEC PEAKIIIH.
OJI0BO TaKKe MOMKET YaCTHYHO OKUCJATbCS HA BO3IyXE B IPOMEXYTKE
MeXIy OOJTydeHHEM U HCCIICIOBaHUEM.

TakuM o00pa3oM, OOHAapyKEHO, YTO BO3[IEUCTBUE MOIIHOTO HOHHOTO
Mydyka ¢ IJIOTHOCTbIO Toka 150 A/cm? mHa SnO; mpuBOEMT K 0OpasoBa-
HHIO B TIOBEPXHOCTHOM CJIOC€ XOPOIIO MACHTH(OHUIMPYEMOIl TeTparoHa bHOM
¢aser SnO. Ilpn omHOKpaTHOM OOsydeHmn pasmep OKP SnO cocraBmser
112 +£ 8 A. Cy6MuKpoHHbIE YacTHIIBI 3TOH (a3bl 0OpasyloTcsi Ha MOBEPX-
HocTtu SnO; B BUE IUIOTHBIX MacCHBOB CO CpelHHM pasMepoM 210nm u
MMEIOT BBIPAXKECHHYIO KpHCTautorpadmyeckyo orpaHky. Poct sTux wactw,
BEPOSITHO, TPOUCXOOHUT BCJICACTBHE OOpaTHOro ocaxnaeHusi mapos SnO
10 MEXaHHU3MY ,,lIap—KPHUCTAJUT, Ha ITale OXJIAKICHUS HMOBEPXHOCTHOTO
cioa SnQO,. YBenuueHne 4ucia UMITYJIbCOB OOJIy4eHHS MPUBOTUT K POCTY
pasmepa OKP SnO;, 4To BEI3BaHO Kak IpoleccaMi PeKpUCTaUIM3aLUH, TaK
U CIUIaBJICHHEM MeJIKogucIepcHoi ¢pakimu vactun SnO; B IPHUIIOBEpPX-
HOCTHOM CJIOE.
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