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METOAUKA ITOJIYYEHUA U CTPYKTYPA
MOHOKPUCTAJJNIMYECKUX IIVIEHOK TBEPZIOI'O PACTBOPA
BUCMYT - CYPBMA
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Beenenne

B Hacrosmiee BpeMs IpOSIBIISIETCS TIOBBIIICHHBIH HHTEPEC K AIEKTPOHHBIM
CBOWMCTBAM TOHKHX IDICHOK BHCMYTa M TBEPIOTO PacTBOpa BUCMYT-CYpbMa, B
TOM YHUCIIe U1 MPUMEHEHHS B TepMOAJIEKTpmuecTBe. Vccimemyemple IUICHKH,
KaK TpaBUJIO, UMEIOT CTPYKTYpY OJIOUHOTO TEKCTYpHPOBAHHOTO KPUCTAILIA, C
OpHEHTAIEeH TPUTOHAIBHOW OCH MEPIIEHANKYISIPHO TUIOCKOCTH MOIIOKKH, YTO
oTMeuaeTcsi BO MHOTHUX paboTax, Hampumep, B [1, 2]. OmHako, cpaBHEHHE
pe3yJIbTaToOB  pasjIMuHBIX  WCCICJOBAaHMH  INPENCTaBIAECT  3HAYUTEIbHbIC
TPYAHOCTH BCJICACTBUC TOr'0, YTO CBOMCTBA IIJIEHOK 3aBHUCST OT HCIOJIB3YEMbIX
HOJJIOKEK, CHOCOOOB M3TOTOBJICHUS] IUICHOK W KOHKPETHBIX 3HA4YeHHH
TEXHOJIOTMUECKUX IapaMeTpOB IIOJyYEHHUS] IUICHOK, OIPEACISIIONIMX X
CTPYKTYPY M CTEIeHb JIe(EKTHOCTH.

B mnpencraBieHHoit paboTe TNPHBOIATCS pE3yIbTaThl HCCICTOBAHUS
CTPYKTYPBI, COCTaBa M AIIEKTPHUECKIX CBOMCTB MOHOKPHUCTATUIECKUX TUIEHOK
TBEPABIX PaCTBOPOB CHUCTEMBI BUCMYT-CYpbMa, MOJYYCHHBIX METOIOM 30HHOU
MEePEKPUCTAIUTU3AINH IO TOKPBHITHEM OJOYHOM IUICHKH TpeOyeMoro cocrama.
B kauecTBe MOMIOKEK HCHONB30BATHCH 2 MaTepHaia: ciroaa (MyCKOBHT),
MPEICTABISAIONAs COO0H MOHOKPHCTAIJI C aTOMAapHO TIIaJKOW HMOBEPXHOCTHIO,
napajulelIbHOM TUIOCKOCTH CHAalHOCTH, W TOJMHUMHJ, UMEIOMIUH amMopdHYIO
CTpYKTYpy. Jisi IpoBeleHUs] MCCIIENOBaHUH HCIIOIb30BAIOCH 000pYyI0BaHHE
MexIMCUUIUIMHAPHOTO PECYPCHOTO LEHTpPa KOJUIEKTUBHOIO IOJIb30BaHUS
"CoBpeMeHHbIe (PU3UKO-XUMUYECKHUE METOJbI (POPMUPOBAHUS U HCCIICAOBAHUS
MaTepHaloB Ul HYXA IIPOMBIIUIEHHOCTH, HayKH U oOpazoBanus" PITIY um.
AMU. I'epueHa.

MeToanka IKciepuMenTa

MoHOKpHCTAIDIHYECKHE IUIGHKA CIUIaBa BHCMYT-CypbMa  IIOJTyYeHBI
METOJIOM 30HHOU IEePEKPUCTAJUIN3AINK O] IOKPHITHEM. JTOT METOH OBLI
anpoOupoBaH paHee Ha IUIGHKaX BHcMyTa [3] w 3ammmieH maTeHTtoMm [4].
HcxomHble TUIGHKH JUIS  TMEPEKPUCTAIUIM3AINHA TOJIYYCHBI  IHCKPETHBIM
TePMMUYECKHM HambUleHHeM B Bakyyme (107° Torr) Ha NOMIOKKY —IpH
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KOMHaTHOW Temreparype, ©Oe3 oTkura. BemectBo mns  ucrapeHus
MIPEACTaBIsUI0 cOOOH KyCOUKHM KpHCTaula BHCMYT-CypbMa HEOOXOIMMOU
KOHLEHTpalMH. B KadecTBe 3alIMTHOTO IOKPHITHS HCIONB30BAJICS CIIOH
OpOMHUCTOTO KaJus TONIMIWHOW 2 — 4 pm, IMONyY9eHHBIH METOAOM BaKyyMHOTO
TEPMHYECKOTO HambuleHHs. sl yMEHbBIIEHHS OKWCICHHUS IUICHKH B IpoLecce
30HHOW MNEPEKPUCTAIIM3AINY, TEXHOJIOTWYECKHH IIpolecc MpOBOAMICA B
repMeTHYHOM 00beMe B 3amuTHOM atMochepe (asor). Illupuna pacriaBieHHON
30HBI KOHTPOJIUPOBAIACh BU3yalbHO. VICIIONb30BaHNE 30HHOTO HAarpeBaTels u3
npoBosioku nuaMeTpoM 0,3 mm W cTabuimM3anusi ero Toka, MO3BOJMJIO IPU
BBIPALIMBAHUY II0JIy4aTh YCTOMYMBYIO PACILIABJICHHYIO 30HY LIUPUHON MEHEE
0,5 mm. ITocne 3aBepiieHNs 30HHOW NMEPEKPUCTAIUIN3ALUY TUICHKH 3al[UTHOE
MOKPBITHE YIASUIOCh BOAOW. Pa3Mepbl IepeKpuCTanIM30BaHHBIX IUICHOK
coctapmsui 10x2 mm? u 6x2 mm>.

KoHueHTpamyst CypbMbl B UCXOJHOM BEIECTBE B IMOJYYEHHBIX IUICHKaX
KOHTPOJIUPOBATACh C TIOMOLIBIO PEHTTCHO(DIYOPECLICHTHOTO aHajdW3a Ha
aHamu3atope BPA-18 ¢upmer BypeBecTHHK 1O pa3paboTaHHOW METOIHKE C
HCIIOJIb30BAHMUEM TOHKOIJICHOYHBIX 3TAJOHOB COCTaBa, W3TOTOBJIEHHBIX 110
cnenuanbHOi Meroauke [5]. KOHTpomp KOHIEHTpamwH CypbMBI B IUIEHKaX
TBEpAOTO pacTBOpa IIOKa3al, 4YTO KOHLEHTpALUs CypbMbl B IIICHKE
COOTBETCTBYET KOHLIEHTPALMH HCXOAHOTO KPUCTAIIIA.

Jns uccnenoBaHus CTPYKTYpPhl IEPEKPUCTAININ30BAHHBIX JIEHOK BUCMYT-
CypbMa IIPUMEHSUINCH CIEAYIOLUIUE METOAbl: PEHTICHOCTPYKTYPHBIA aHaIU3 Ha
mudpaxromerpe JIPOH 7 ¢upmer BypeBecTHHK, onTHYecKass MUKPOCKONUS Ha
mukpockone Eclipse LV150 ¢upmsr Nikon, meramtorpaduyecknii MeTon c
WCIIOJIb30BaHNEM XUMHYeckoro TpasieHus B 10% pactBope cMmecu a30THOH
(7 qacTeif) M yKcycHOM (6 yacTei) KHCIOT, METOJ AJIEKTPOHHON MHKPOCKOIINH
Ha Mukpockore EVO — 40 ¢upmer Carl Zeyss. Pacnpenenenue 3ieMeHTHOTO
cocraBa BiSb B IUIGHKE HCCIEIOBAaHO HA CKaHUPYIOMEM BJICKTPOHHOM
mukpockonie  EVO-40 (Zeiss), 000pyIOBaHHOM  SHEProaUCIEPCHOHHBIM
ananmzatopom INCA Energy SEM (Oxford Instruments).

MOHOKpHUCTAIIMYECKNE ITUICHKH MOJTyYeHbl Ha 2-X THUMAX IOJUIOKEK:
CII0JIa U MIOJIMAMHU .

JKcnepuMeHTAIbHbIE Pe3yJIbTATHI H HX 00CYy:KIeHHe.

MCCJ’IG[{OB&HH@ BJIMSAHUA CKOPOCTU IBUKCHUS paCHJ’IaBJ’IeHHOﬁ 30HbBI Ha
CTPYKTYpBl  NOJYyYaloIlerocs IUIGHOYHOTO KpUCTala  IOKa3aylo, YTO
MOHOOJIOYHBIH KPHUCTAJUT IIOJIy4aeTcsl MPU CKOPOCTH JBIDKEHHUS 30HBI 2 - 2.5
cm/hour. [Ipu ckopocTu ABMXeHUs paciuiaBieHHON 30HbI MeHblre 0,5 cm/hour
HaubOosiee BEpOSTHO (HOPMHUPOBAHHE OJIIOYHOTO KpHUCTama. Takoil Kpucrain
COCTOHT M3 OJIOKOB, CHJIBHO BBITSIHYTHIX B HAIpaBJICHUH pocTa (JIMHa OKouIo 1
mm npu mmpure okono 0,1 mm). Ha puc. 1(b) mpuBemena dotorpadus
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MIOBEPXHOCTU NEPEKPUCTAIIIN30BAHHON MJIEHKH HA CIIOJIE IOCNE BBISBIISIOLIETO
XUMHYECKOro TpasiieHus. Kak BUJHO U3 PUCYHKA, B MOJIE€ 3PEHUSI OTCYTCTBYIOT
IpaHMIbl  OJIOKOB, W BCE TPEYroJbHBIC SIMKH TpPaBICHHS OJMHAKOBO
OPHEHTHPOBAaHbL. AHAJOTWYHBIA BHJ HUMEET BCS IOBEPXHOCTh IUICHKH. JTO
YKa3bpIBa€T Ha TO, YTO IOJYYEHHbIC IUICHKH HMEIOT MOHOKPHCTAJUINYECKYIO
MOHOOJIOYHYO CTPYKTYpPY c OpueHTauuen TPUTOHAJIBHON ocHu
MEPHEHANKYJISIPHO K IUIOCKOCTH TOAT0XKKH. AHAJIOTHYHYIO CTPYKTYpPY HMEIOT
IUICHKH U Ha TOJUI0KKE U3 MOTUUMHUA.

PeHTreHocTpykTypHBIE HCCIIEOBAHMS IJIEHOK BUCMYT-CypbMa
MIpOBEJCHbI HAa peHTreHoBcKoM nudpakromerpe JJPOH-7. Iudpakrorpamma ot
IUIOCKOCTH MEPEeKPUCTANIN30BAHHOW IUIGHKM, HE3aBUCHUMO OT MaTepuaia
MIOJUIOKKH,  COOTBETCTBYeT  JudpakTorpamme oT  1wiockoctu  (111)
MOHOKpHCTaJlJIa BUCMYT-CypbMa COOTBETCTBYIOLIETO COCTaBa, YTO yKa3bIBAaeT
Ha OPUEHTALUIO 3TOH IMIIOCKOCTH NMapajuleNbHO MOAJI0KKe. Manas nosymuprHa
J(paKIMOHHBIX MAaKCHMYMOB Ha An(pPaKTOrpaMMax M XOpOIlee pa3pelieHHe
MaKCUMYMOB 5-ro mopsnaka Ko muamic Memu, puc. 1(a), CBUAETEIBECTBYIOT 00
OJHOPOJTHOM pAaCHpPENEIICHUH CYpPbMBI 10 O0BEMY IUIEHKH M IIOATBEP)KIAIOT
MOHOOJIOUHOCTB HCCIIEyEMOM TIIEHKU.
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Puc. 1 (a) mudpakauoHHbI MakcuMyM 5-ro mopsiaka Ko JuHEI Mean OT IUIOCKOCTH
nepekpucTaim3oBanHoi  mienkn Bi88Sb12 ma cmiome; (b) MuxpodoTtorpadus
MMOBEPXHOCTH MEPEKPUCTAILITH30BAHHOI TUIeHKH Bi95Sb5 Ha cirrofie mociie BBISBISIFOLMIETO
XMMHYECKOTO TPABJICHUSL.

C y4eroM TOro, 4TO I TBEPABIX PACTBOPOB BHCMYT-CypbMa B 00JacTu
koHueHTpauuu 10 30 at. % Sb xoporuio BwimonHsieTcs npaBwio Berapna, c
TOMOIIBI0 PEHTICHOCTPYKTYPHOTO aHAIM3a TPOU3BOAMICS TOTOIHUTEIbHBIN
KOHTpPOJb cOCTaBa IUIEHOK. Ero pe3ynpTaThl MNOATBEPAWIM COOTBETCTBHE
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COCTaBa IJICHOK M MCXOJIHOTO BEIIECTBA.

BunapHbIii pacTBOp BHCMYT-CypbMa IpPH KPHCTAJUIM3ALMK CKJIOHEH K
Cerperanyy, 4ro Mpu OOJBLIMX CKOPOCTAX KPHCTAUIM3aLUK HPUBOIAUT K
JCHIAPUTHOMY POCTY KPHCTaUIOB. B cBS3M ¢ TeM, 4YTO NepeKpHCTaUIN3alus
IUICHOK BHCMYT-CypbMa TPOW3BOAMIACE TPH cKopocTH 2 — 2,5 cm/hour, B TO
BpeMsi Kak TOMOTEHHbIE OOBEMHBIE MOHOKDHCTAJUIBI MOJydYarT IpU
CYIIECTBEHHO MeHbllei ckopoctd pocra 0,5 mm/hour, ObUIO TPOBenEHO
HCCIIEIOBAaHNE OJTHOPOJIHOCTH pacrpeneneHus CYPbMBI B
MePEKPUCTAITIM30BAaHHON IIJICHKE BJIOJIb HAIPABJICHUS POCTa.

AHanu3 pacrpeneieHus CypbMbl BJOJb HAlpaBJCHUs poOCTa ObUI
MPOBEJEH C TIOMOIIBI0 METOJa 3JIEKTPOHHO-30HIOBOIO PEHTI€HOBCKOTO
MHKpOaHaJIi3a Ha CKaHHPYIOIIEM dJIeKTpOHHOM MuKpockorne EVO-40 (Zeiss),
000py/I0oBaHHOM 3HeproaucrepcoHHbM aHaimuzaropoM INCA Energy SEM
(Oxford Instruments). Ha puc. 2(a) npuBeneHsl pe3ynbTaThl UCCIEIOBaHUS Ha
mpuMepe TIeHKH BiggSby, Tommmuoir 1 pm. dns cpaBHeHus Ha puc. 2(b)
MIPUBEICHBI PE3YJbTaThl AHAJNOTUYHOTO HWCCIIENOBAaHUS IUIGHKH BigsSbys,
MTOTyYeHHON TepMUYECKUM HambuieHHeM. CTaTHCTHUYECKU pa30poc 3HaYeHUit
KOHLIEHTPALUH CYPbMBI IJIs1 TEPMUUIECKH HAMbIICHHBIX MJIEHOK cocTaBui 1%, a
JUISL TIEPEKPUCTAIITN30BaHHbIX 2%. CrnexyeT OTMETUTh OTCYTCTBHE TEHICHIMN
K POCTY HJIM YMEHBILICHUIO 3HAUCHUS KOHIIEHTPAIUX BAOJIb HAIIPABIEHHUS POCTa
KpucTajyia. YMeHbIICHHE 1ara 30HaupoBanus ot 120 pm 10 5 um He mpuBeso
K Ka4eCTBEHHOMY M3MEHEHHUIO KAPTHUHBI pacIipeieIeHusl CypPbMBI.
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Puc. 2. 3aBucumocts comepikaHWs CypbMBI OT KOODAHHATHI BJONb HAIPaBICHUS
MepEeKPHUCTAIUIN3AINN TUIeHKH BiggSby, Tommmuoi 1 um Ha cirone (a) U BAOIb IJICHKH
BigsSbys TommmuoO# 1,3 um Ha ciome, MOMYYEHHOH IHCKPETHBIM TEPMHYECKHM
HanbuieHueM (b).

141



B mponecce uccnenoBaHus CTPYKTYphl INIEHOK TBEPAOIO pacTBopa Ha
CIIIOJIE C MWCHOJIB30BAaHMEM ONTHYECKOr0 MHKPOCKONa OBUIO OTMEYEHO
N3MEHEHHE TOBEPXHOCTH COINPSDKECHUS IUICHKH M TOJUIOKKH W3 CIIOIBI MOCIe
30HHOM NEepEeKpUCTAIIM3ALUH TUIEHKU. ECiM MOBEpXHOCTh HCXOHOM IJIEHKU CO
CTOPOHBI TIOJUIOKKM HMMEET 3EpKaJbHbIH BHA, TO Ha IOBEPXHOCTH
MEPEKPUCTAIIIN30BAaHHON [UIEHKH BHJHO OOJIBIIOE KOJIMYECTBO HEPOBHOCTEH.
OTO MOXKET 3HAYNTEIBHO CHI)KATh BEIMUYMHY aJre3ul IUICHKH K IOAJIOXKKE.
IlosiBIeHHME HEPOBHOCTEH, BEPOATHEE BCEro, CBSI3aHO C H3MEHEHHEM
TIOBEPXHOCTH CJIIOJIBI, TAK KaK Ha MOJJIOKKE U3 MOJMUMH/IA TAKOTO U3MEHEHHUS
HE IPOUCXOAUIIO.

DJIeKTPOHHAs MHUKPOCKOIHS 30HHO-IIEPEKPUCTAIUIN30BAHHBIX —IUICHOK
CIUlaBa BUCMYT-CypbMa Ha CIIIOJIe B HEKOTOPHIX 00paslax BbISBMIA IOPHI
pasMepoM B COTHM HaHOMETpoB (puc. 3). VYBenuMueHHe WHTEHCHBHOCTH
W3JTy4eHHs] KOMIIOHEHTOB CIfosiHOM noaoxku (Al, Si, K) B TeMHBIX 00nacTsix
YKa3bpIBa€T HA yMEHbBIICHHE IJIOTHOCTH AAHHOTO YYacTKa, COICP)KaHWU B HEM
mycToT. [Ipuposa BO3HHKHOBEHHS OOHApYXEHHOH IMOPUCTOCTH K HACTOAIIEMY
BPEMEHH HE YCTAaHOBJIEHA, OJHAKO CIEIyeT OTMETUTh, YTO TIOPHI
00HapyKMBAIOTCSI TOIBKO B HEKOTOPHIX 00pa3uax IJIEHOK BHCMYT —CypbMa Ha
CIIOE W OTCYTCTBYIOT B IUIeHKax Ha mnommumune (puc. 4). Konrpons
9JIEKTPOHHON MHKPOCKONHUEH MO3BOJISIET OTOPAKOBBIBATh IUICHKHU, COZEPIKaILHe
TIOPBI, U T0JIy4aTh MOHOKPUCTAILIMYECKUE TJICHKU CIUIaBa BUCMYT-CypbMa 0e3
MIOPUCTOCTH, B TOM YHCJI€, Ha MOJUI0KKAX U3 CIIOJBI.

Megs 1234KX  EWT e 25M0 KV Bignsi A BES  Duterid Has T4 ﬁ
WO = 148 mm I Probs s 400 pA Collacter Bins = 108 ¥ Time :28:37:39

Puc. 3 DnekTpoHHas MHKPOCKONHUS 30HHO-IIEPEKPHCTAIUIM30BAHHOMN IUICHKH
Bi,,Sb, Ha cmoge. CTpenkamu yKa3aHbl MECTa JIOKAJbHOTO aHAJHM3a 3JIEMEHTHOTO
cocTaBa Ha  JIEKTPOHHOM  MuKpockome EVO-40  (Zeiss), o00opymoBaHHOM
sHeproauctepcronusM ananu3atopoM INCA Energy SEM (Oxford Instruments).
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Mage 1334KX  ENT=35.80KV  Signal = SE1 Date 8 Mar 1844

WO s 138 mm  EFrobes 488 A Collecter Bins s 300 ¥ Time 1777

Puc 4. DnekTpoHHAs MHKPOCKOMHUS 30HHO-TIEPEKPUCTAIUIN30BAHHON TIICHKH
Bi;,Sb, Ha monuumuze.

BroiBoabI
Pazpabotan u peanu3oBaH METOJ, [103BOJISIFOIIHUNA MoJIy4aTh
MOHOKPHCTAJUINYECKHE IUICHKH TBEPAOTO pacTBOpa BHCMYT — CypbMa cC

OIHOPOJIHBIM pAacIpeAeiICHHEM CYpbMBl 10 00BEMYy IUIEHKH Ha pa3JIMdHBIX
MOJUIOKKAX HE3aBHCUMO OT HMX CTPYKTypbl. lIpuMeHeHHe 3IeKTPOHHOU
MHKPOCKOIIMM OISl KOHTPOJIS COCTaBa M CTPYKTYPBl II03BOJSIET MONydaTh
MOHOKpPHUCTaJUINYECKUE TUICHKH CIIaBa BUCMYT-CypbMa 0e€3 HOp, B TOM YHCIIe, Ha

TOJUTIOYKKAX U3 CIIOJIBL.
Pabora BeImonHeHa npu GuHAHCOBOI mojiepxkke MunoOpHayku Poccun
B pamMkax 0a30BOM uacTu rocygapcTBeHHOro 3aganust Ne2014/376 Ha
BBINOJIHEHUE FOCYIapPCTBEHHBIX paboT B chepe HAyUHOH AESTEIBHOCTH, IPOEKT
Ne 59.
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