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IIpoBeneHbl neTabHBIE PEHTTEHOBCKHE MCCIICNOBAHUA M3MEHEHHs CTPYKTYphl oproOOopaTra MTTpHS B HpoLec-
ce IOCJICIOBATCIIbHBIX BBICOKOTEMIICPATYPHBIX H30TCPMHUYCCKUX OTIKMIOB HMCXOOHO aMOP(GHOro HPEKypCOPHOro
COCTOSIHUS.. YCTaHOBJICHO, YTO W3MEPEHHOE IpH KOMHATHOW TeMIepaType paclpeleeHUe WHTEHCUBHOCTH -
(dpaximoHHbIX peduiekcoB YBO3, mosydeHHbIX Ha HavaJIbHBIX 3Talax KPHCTAJUIM3ALMK, COOTBETCTBYET M3BECTHOM
HU3KOTEMITEpaTypHOil dase (arepura ¢ CHMMETPHEH MPOCTPAHCTBEHHOM rpymmbl (mmp. Tp.) cummerpun P63/m, a
HOCJIe MOCJIEIOBATEIIbBHOCTH BEICOKOTEMIIEPATYPHBIX OTXKUIOB OHO TPaHC(HOPMHUpPYETCsl B paclpeesicHue, U3BECTHOE
1 Mopudukau Qareputa ¢ cummerpueil mp. rp. P63/mmc ¢ Ttemu ke mapamerpamu pemieTku. IlosydeHHbIi
pe3ysibTaT OOBSCHEH Ha OCHOBE y4eTa C(EPUYHOCTU PEHTICHOBCKUX BOJIH U CBSI3aH C M3MCHECHHMEM (OPMBI Kpu-
CTJJINTOB OT IIApOOOPa3sHOil IPY HU3KOTEMIIEPaTyPHBIX OT/KUIaxX K raHTeJIco0pa3HOil IPU BBICOKOTEMIIEPATyPHBIX

OT)KUrax.

B pesysprare 9KCIEpUMEHTOB, MPOBEACHHBIX in sifu mpu 1250°C, ycTaHOBIIEHO, YTO MCXOOHAs HU3KOTEMIIEpa-
TypHasi reKcaroHayIbHas sideiika patepura Boimre 1000°C TpaHchopMupyeTcsi B MOHOK/IMHHYIO STYCHKY.

Pa6oTa BrimosHeHa B paMKkax HayuHoro IutaHa MOTT PAH.

1. BBepeHune

B Hactosimee Bpems Oosblioe BHUMAaHHE YAEIAETCA
M3YYCHUIO CTPYKTYPHOTO COCTOSIHUS M (pa3oBBIX TpaHChHOp-
Maluii HAHOCKOITMYECKUX CHUCTEM IIPH U3MECHEHHH pa3Mepa
KPHUCTAJUTMTOB. VIHTEpeCHBIMH B 3TOM OTHOIICHUM SIBJISI-
I0TCS NIPOCTBIE M CJIOXKHBIE OKCHIBI M (TOPUIBI peaKose-
MeJIbHBIX 3JIeMeHTOB. MHTepec K okcumam u ¢GTopuaam
PEIKO3eMETIbHBIX 3JIEMEHTOB OOYCJIOBJIEH HPEKIe BCEro
TEM, YTO MHOTHE W3 HUX OOJIAJal0T MPEKPACHBIMH CIIMH-
TWUISIIMOHHBIMA W JIIOMUHO(OPHBIMU XapaKTEePUCTUKAMIL
Hamu panee Obun IIpOBEEHBI AETAJIbHBIE CTPYKTYpHBIE
UCCJICIOBAHUS PAlAa CJIOXKHBIX PEIKO3EMENIbHBIX OKCHIHBIX
U (TOPUIHBIX COCOUHEHHH, CHHTE3UPOBAHHBIX M3 amopd-
HOro mpekypcoproro cocrosimsi [1-14]. TIpu sTom GbLTO
MOKa3aHo, YTO WX CTPYKTypa CHJIBHO 3aBHCHT OT pa3Mepa
KPHCTAJUTUTOB. B 4acTHOCTH, pEHTTeHOBCKHE UCCIICIOBAHNUS
MOKa3ay, YTO Ha IEepPBBIX 3Tanax KPUCTAIIM3AIMH 3TUX
COCIIMHEHUI U3 aMOPGHBEIX IIPEKYPCOPOB OTHEJIbHBIE HAaHO-
KPUCTAJUIUTHL COCTOAT M3 (a3bl Anpa U HU30MOPQHOI eil
HOBEPXHOCTHOH (a3bl ¢ GOJBIIMM MEPUOTOM PEIICTKH —
core—shell crpykrypa [4,5,7,13]. Kpome Toro, Gbumn OT-
KPBITH IIMKJINYECKUE IEPECTPONKHA CTPYKTYPH C POCTOM
pa3Mepa KpUCTaJJIUTOB, HEU3BECTHBIC I MUKPOKpPHCTAJI-
JINYECKOTO COCTOSIHHMS U OOYCJIOBJICHHBIE Ul HaHOpa3Me-
POB TOBHILICHHOM 3HEpPrueil MOBEPXHOCTHBIX aTOMOB IO
cpaBHeHHIO ¢ 3Heprueii oobemusix [1,11,14]. Beur Takke
OTKPHIT 3(P(PEKT CTPYKTYPHOTO 3aparKeHHs, KOrga MaJible
100aBKU JIETHPYIOIUX aTOMOB NPHUBOMIIIN K 0Opa30BaHUIO
CTPYKTYP, CBOMCTBEHHBIX OKCH/IaM JIETHPYIOIIETO JIEMEHTa,
HO He 00pasylomuXxcs B MAaTPUYHOM cocTaBe Oe3 JiernpoBa-
aust [1,8]. Buepseie miisi TBepmo(ha3HOro CHHTE3a CIIOMKHBIX
COCIMHEHAI OBUT 3aperucTpUPoBaH 3(PpHeKT HHIUINIPOBAHHUS

¢a3o00pa3oBanHusA B Ipoliecce HEHNPEPHIBHOIO ITOBHIICHUS
TeMIIepaTyphl CHHTE3a, IPUBOMAIIMI B OTAEJIBHBIX CIIydasax
K COKpAallCHWI0O BPEMCHH CHHTE3a B HECKOJIBKO pa3 II0
CPaBHEHUIO C UMEIOLIUM MECTO IPH CTYIEHYaTOM H30TeM-
neparypHoM omxure [2,6,7). Bbuto Takke 3apUKCHPOBAHO
o0pasoBaHHe B HAHOKPUCTAJUTMYCCKOM COCTOSTHUM HOBBIX
CTPYKTYP, HEU3BECTHBIX B MHKPOKPUCTaJJINYECKOM COCTO-
stann [12].

B OTMeueHHBIX BHINE HCCJICHOBAHHUSAX HE BO3HHKAI BO-
IIPOC O JOCTOBEPHOCTU ONpPENeICHUs CUMMETpuH (a3 uc-
CJICIOBAHHBIX COEIMHEHUH, M3BECTHBIX M3 JIUTEPaTyPHBIX
OaHHBIX. Takoil BOIPOC, OTHAKO, CYHIECTBYET IUII OPTOOO-
pata urtpusd YBO;. Jlo cux mop BO3HHUKAIOT pa3HOIVIaCUs
[0 TOBOAY €ro CTPYKTYpH HpH KOMHATHOH TeMIepaTy-
pe KaK TakOBOH M CTPYKTYPhl €ro BBICOKOTEMIICpaTyp-
Hoil ¢asel [15-25]. Tak, Ha OCHOBe 0a3bl CTPYKTYPHBIX
nanHeix PDF-2 B oOoux ciyyasx OopaT WUTTpUS HMeEET
reKCaroHaJIbHYI0 PElIeTKY (haTepuTa M MPOCTPAHCTBEHHYIO
rpynmy (mp. rp.) cummerpur P63/m (Ne 00-088-0356 B
6ase manHbIX PDF-2) s HuskoTemmeparypHOil (asbl u
np. rp. P63/mmc (Ne 00-074-1929 B 6ase nanxeix PDF-2)
IUI BBICOKOTEMIIEPaTYpHOil (a3bl. DTO ke yTBep:KmaeTcs
u B paborax [15-23]. B To ke Bpems B paborax [24,25]
CIEJIaHO 3aKJIIOYCHHE, 4YTO peanbHast CTpykTypa YBO3
UMeeT MOHOKJIMHHYIO KPUCTAJUIMYECKYIO S4eiKy W Ip. Ip.
cummetpun C2/c. Bonee Toro, B pabore [24] mpuBomsTcst
JIATEPATYPHBIC JaHHBIC O CTPYKTYPHBIX COCTOSIHUSX C IIp. TP.
cumMmetpun P6c2, R32, C2/c. OpHoli U3 NMPUYMH TaKOro
HECOOTBETCTBUS MOXET OBITb 3aBHCHUMOCTb CTPYKTYPHOI'O
COCTOSIHUSI OT pa3Mepa KPHUCTaJUTUTOB, 00YCIIOBJIMBAIONIAS,
B YaCTHOCTH, LIMKJINYECKUE IEPECTPOUKH CTPYKTYpHL C PO-
croM pasmepa kpucrayuatoB [1,11,14]. Kpome Ttoro, Ha
CTPYKTYpHBIC JIaHHBIC MPEIOIIOJIOKUTEIBHO MOXKET OKa3bl-
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BaTh BJINSTHAE HE TOJIKO pasMmep, HO U (popMa KpHCTaIIH-
ToB. Hamr MmeTon cuHTEe3a 60paToB penkux 3emesp u3 amopd-
HBIX IIPEKYPCOPOB IPH MOBHIIICHHBIX TEMIIEPAaTypax OTKHTa
MO3BOJIIET MEHATh KaK pasMep KPHUCTAUINTOB OT HaHO-
10 MHKpopa3Mmepa, Tak UM ux (opMmy, 4TO AaeT OCHOBAHHE
HaJeATbCsl Ha TOJTydCHHE OTBETA HAa ITOCTABJICHHBIN BOIPOC
0 peaJIbHOM CTPYKTYPHOM COCTOSIHUM OpTOOOpaTta WUTTPHS,
IOJIO}KEHHBIN B OCHOBY IIPOBOIMMBIX HAMH MCCJICIOBAHHIA.

2. OKcnepuMeHTanbHble MeToAbl
n o6pasubl

AmMopdHBIE TTPeKypcopsl OopaTa UTTPHUsS OB CHHTE3H-
POBaHBI IPA OOMEHHOM B3aHMOICHCTBUM HUTPATOB UTTPHS
¢ OopHoOIT KuCioTOH B BOOmHOH cpeme. s cuHTE3a wc-
MOJIb30BAJINCHh PEAKTUBHl KBajmpukanuu x4. Bomseri pac-
TBOp HHTpATa UTTPHS MOITyYaJics JIMOO €ro pacTBOPEHUEM
B MHHUMAJIBHOM KOJIMYECTBE BOMIbL, JIMOO PACTBOPCHHEM
COOTBETCTBYIOIIEro KoimdecTBa okcupa B 40% a3oTHOM
KUCJIOTEe TpH KunstdeHuu. [lasiee BOTHBIN pacTBOpP HUTparta
CMEIIMBAJICSA C BOIHBIM PACTBOPOM 3KBUMOJIBHOI'O KOJIMYE-
cTBa OOpHOIT KUCIOTHL. [lpu mepemermnmnBanum mK0OaBIISIICS
BOJIHBI PACTBOpP aMMHaKa 10 JOCTIKCHHUS IICJIOYHON peak-
mu cpensl (pH = 9.5—10). 3atem nosy4eHHbIH MOPOIIOK
OTHENSUIA MO0 Ha TUIOTHOM CTEKJISIHHOM (wibTpe, OO0
HEHTPU(YTHPOBaHHEM, TIPOMBIBAIA HECKOJIBKO Pa3 BOMOW,
cymmum Ha Bosgyxe mnpu 50—700C B Teuenue 20h u
VIJIOTHUBLIYIOCS KOMITAKTHYIO MacCy PacTUPAJIU B araToBOA
CTYIIKE.

Teepnodasublit cunTes YBO3 ocymecTBsuics ITyTeM
MIOCJICTIOBATEIIbHEIX HU30TCPMIYCCKIX OTKUTOB aMOpP(HHO-
ro mpekypcopa B TedeHne 1—4h B jabGoparopHoil medn
SNOL-6.7/1300 ma Bo3myxe mpm Temmeparypax 600, 700,
800, 900°C m T.;m. Ilocie odepemHoro omxkura obpasen
M3BJICKAJICS U3 MIEYH JIJIs1 OBICTPOro OXJIAXKICHUS Ha BO3IYyXE
U ONpEJICJICHHsI €ro CTPYKTYpHOro coctosiHusi. Ecim mocie
OYCPEIHOT0 OTXKMI'a HaOJIONAIoCh 3aMETHOE H3MEHCHHE
IA(PPaKINOHHBIX CIIEKTPOB, TEMIICPAaTYPHBIA IIar MOCJIe-
AYIOIEro OTXKHIa YMEHbIIAJICS O HECKOJBKUX [ECATKOB
IPagycoB WJIM IPOBOIWJICS ITOBTOPHBIA OTXKHT MPU TOH Ke
Temneparype. Kpome Toro, peHTreHOBCKHE HMCCIICOBAHHS
NPOBOAWIINCH i1 SitU B BBICOKOTEMIICPATYpPHOU PEHTIre-
Hosckoil kamepe HTK-2000 (ANTON PAAR), mosBouisito-
el MOICPMBATh 3aJaHHYI0 TeMIIepaTypy B WHTEpBaJie
100—1300°C (£1.0°C).

CTpyKTypHOE COCTOSIHIE 00pa3lioB PErICTPHPOBAIIOCH Ha
pentreHoBckoM mudpakromerpe D500 (Siemens) ¢ ucmons-
3oBaHHeM cxeMbl bparra—bpenTano. Vcmomnb3oBanock Mo-
HOXPOMATHU3UPOBAHHOE BBIXOIHBIM I'PaUTOBBIM MOHOXPO-
matopoMm Cu K,-m3myuenne. M3meHnenne (opmbel KpucTasl-
JIUTOB PETHCTPHPOBAJIOCH HA CKAHHPYIOIIEM 3JICKTPOHHOM
mukpockone (SEM) SUPRA 1.

3. Pe3ynbrathl n o6cyxaeHune

Ha puc. 1 mokasaHel mudpakroHHBIE CHEKTpPH Oopara
utTpuss YBO3 171 MCXOMHOTO NMPEKyPCOPHOTO COCTOSTHHS
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Puc. 1. Tuppaximonnsie cektpsl YBOs3. a — ucxoqHoe amopd-
HOE TPEKYpCOpHOE COCTOsIHME, b — obpasel] HOCJIe0BaTEeIbHO
oroxoket ipu T = 600 1 700°C mo 2h, ¢ — obpasen mocienoBa-
TeJIbHO OTOMOKeH Yepe3 Kaxapie 100°C ot 600 no 1200°C o 2h B
Ka)XI0H TeMIlepaTypHO#l Touke, d — o0pasel], OTOXOKEHHHBIN MPH
1200°C, momnosmmuTensHo otoxoker npu 700°C B Tedenne 12h u
npu 535°C B Teuenue 25 h.

(cmekTp a), ToCKe MOCJENOBATEIBHOCTH OTKHIOB IIPH
T = 600 u 700°C no 2 h (crextp b) u mocsie yepespl moce-
OyIoImuX OTKUroB yepe3 Kaxabie 100°C 1o KoHe4HOH TeM-
neparypsl, pasHoit 1200°C (coektp c¢). Bee crektpsl Gputi
MOJTy4eHbl NP KOMHATHOM TeMIileparype Iocjie COOTBET-
CTBYIOLIETO OT)KUra obpasia B srabopaToproit neun SNOL-
6.7/1300 Ha BO3myxe. M3 cpaBHeHus CHEKTpoB b U ¢ Xo-
POIIO BHIHO, YTO OTHOCHTEJIbHBIC MHTEHCUBHOCTH MHOTMX
pediekcoB 3HAUMTENBPHO H3MEHWJIMCh. Ecim ucxoguTbh U3
mrpuxauarpamm 6assl nanaeix PDF-2 (puc. 2), To cnektp b
Ha pHuc. | COOTBETCTBYeT HM3KOTEMIIEpaTypHOil (ase dare-
pura (mp. rp. P63/m (176)), a crekrp ¢ — BBICOKOTEMITE-
parypHoii dase parepura (mp. rp. P63/mmc (194)), B xoto-
PYIO, COTJIACHO JINTEPATYPHBIM JaHHBIM, HU3KOTEMIIEpaTyp-
Hbi ¢areput nepexomut BOsm3u 1000°C [15-23). Onnaxo,
COIJIACHO KAJIOPHMETPUYECKIM U3MEPEHUSAM, IPOBEICHHBIM
B pabore [21], BbicOKOTemieparypHasi (as3a He MOMKET
COXpaHATbCA IPH KOMHATHOH Temmeparype. OHa HCHBITHI-
BaeT oOpaTHBI (pa3oBEIl Mepexon B HU3KOTEMIICPATypHYIO
(baTepuTHYI0 MOTU(UKALIIIO, XOTS U CO 3HAYUTEIIBHBIM TEM-
MepaTypHbIM rucTepesucoM, Ho He Hmke 600°C maxe npu
ObICTpOM OXJIaxkaeHHu obOpasua. Tem He MeHee, mpenroa-
ras, 4To KMHETHKa 00paTHOro (a30BOro Iepexofa U3 BHICO-
KOTeMIIepaTypHOii (a3bl paTeputa B HU3KOTEMIICPATypPHYIO
MOXXET B HAaIllIUX SKCIIEPUMEHTAX OBITh [0 KAKOW-TO MPUYNHE
3aMeJICHHOH, U1 00pasma, otoxkerHoro mpu 1200°C, Mbt
npoBey AgonosjHuTeIbHble oTxuru npu 700°C B TedyeHue
12h u 3arem eme mpu 535°C B Tedenme 25h. Huxaxmx
3aMETHbIX M3MEHEHHH B paclpeneeHUd HHTEHCUBHOCTEH
pedIiekcoB Mociie KaXIoro cpefHeTeMIIepaTypHOro OTHKNTa
He Habutogasoch (cekTp d Ha puc. 1). DTo 06CTOATEILCTBO
CTaBUT BOIPOC O (Ha30BbIX COCTOSTHUSAX, OTOOPAKEHHBIX
Ha puc. 1.
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Puc. 2. IIrpuxmuarpamMMbl Uil HU3KOTeMIepaTypHoil (a) u
BbICOKOTeMIIepatypHoil (b) ¢a3 darepura YBO3 (cormacHo Gase
CTPYKTYpHBIX faHHbIX PDF-2)

MokHO GBUTO GBI MPEIIOIOKUTh, YTO TEPBOM KPUCTAI-
JIMYeCKoi (a3oil, CHHTe3NPOBaHHON M3 aMOP(HOIro MPeKyp-
COPHOIO COCTOSIHHUSI, SIBJISICTCS HE HH3KOTEMIICPaTYPHBIM,
a BBICOKOTeMIIepaTypHBIi (aTepuT. Takoe cocTosHHE BO3-
moxkao. Hampmmep, mast LuBO;, LaBO3; u Euy(MoOy)s
HEePBEIMU (ha3aMH, CHHTE3UPOBAHHBIMY Ha HaYaJIbHBIX 3Ta-
Hax KPUCTAJUIM3ALMU U3 aMOP(QHBEIX MPEKYpCOpOB, SIBJIS-
10TCsl BhICOKOTeMIepaTypubie ¢aset [1,11,14]. Ecim ato
BeimoyHsieTcss 1 st YBOj3, BeicokoTemmepatypHasi dasa
(arepura, 06pa3oBaHHasi Ha MEPBBIX JTalaX KPUCTAIUIA3a-
MK 13 aMOpP(HOTO COCTOSIHUSI M OTOOpa)KCHHAs! HA CIICK-
tpe b (puc. 1), mocie paspacTaHusi KPHCTA/UTUTOB IIPU
HOBBILICHHBIX TEMIIEPaTypax OTXKUra HOJDKHA IMEPEXOOHTh
B HU3KOTEMIIEpaTypHYyIo a3y ¢arepura, paBHOBECHYIO MPH
KOMHATHOM TeMIepaType, OTOOpaXKEHHYI0 Ha CIIEKTpe ¢
(puc. 1). B aToM citydac HEM3MEHHOCTh MU(PPAKIMOHHBIX
criektpoB YBO3 npu KOMHaTHO# TeMmrepatype Jaxe mociie
IOTIOJTHATE IbHBIX CPETHETEMITCPATYPHBIX OTIKUIOB ObL1a OBl
CBsI3aHa C HAXOXKICHHEM 00pasia yxe B PaBHOBECHON
HU3KOTeMITepaTypHoii ¢ase. [l IpoBepKu Takoro mpemro-
JIOKCHHsI OBUTH NPOBEICHBI BBHICOKOTEMIICPATYPHBIC HCCIIE-
noBanust YBOs3 in situ.

®dusunka TBepaoro tena, 2016, tom 58, Boin. 12

Ha puc. 3 mokazanbl HOPMHUPOBAaHHBIC HA TUKOBYIO WH-
teHcuBHOCTD pedrexca (100) crektpst YBO3, HostydeHHsie
IUIE OHOTO M TOrO K& oOpasia NpH pasHbIX YCIOBHSX
omkura. CHeKTp @ M3MepeH NpH KOMHATHOHM TeMIeparype
ITOCJIe OTXKUTA TIOPOIIKOOOPA3HOTO 00pasia Ipy TemIiepa-
Type 1200°C. [lanee momy4eHHbI oOpaser ObuT crpecco-
BaH B TalJIeTKy NpH Harpyske, pasHoit 6.4 - 103 kg/cmz,
MIOMENIEH B BEICOKOTEMIICPaTypHYIO PEHTICHOBCKYIO KaMepy
HTK-2000 (ANTON PAAR) u wuccienoBaH B BaKyyMme
in situ npu temmeparype 1250°C (cmektp b). Cmektp c
3aperucTPUPOBaH B TOIl K& Kamepe B BaKyyMe IOCJIE IIO-
HIDKCHHS TeMIlepaTypsl obpasia 10 komHaTHOU. CpaBHEHHE
CIICKTPOB IMMOKAa3bIBAET, YTO COOTHOLICHHE MHTCHCUBHOCTCH
BceX 0a3MCHBIX pedIeKCOB MPAaKTHYSCKH HE H3MEHUIIOCH.
Ilocnenaee 0OCTOATEILCTBO W MOIJIO OBl OBITH MHTEpIIPE-
TUPOBAHO KaK OTCYTCTBHE 0OpaTHOro (a3oBoro mepexona
U3 BBICOKOTEMIICpaTypHOil (a3bl (aTepuTa B HU3KOTEMIIC-
parypHyto. OTHaKo 3TO He Tak.

Ha puc. 4 Gosee neTaapHO NMOKAa3aHBl YIaCTKH qU(PAKIII-
OHHBIX CIIEKTPOB IJIsi 00pasiia, HCCICTOBAHHOIO B BBICOKO-
TeMIIepaTypHOil BakyyMHOH Kamepe in situ nipu 1250°C, n
o0pasiia, UCCIICMOBAaHHOTO MTPU KOMHATHOM TeMIeparype, HO
TIPEIBAPUTEISIPHO OTOXOKEHHOro Ha Bosmyxe npu 1200°C B
neart SNOL-6.7/1300. HITpuxoBeIME BepTUKAIbHBIMU JINHA-
SIMH TIOKa3aHbI TIOJIOKEHHS INTPUXAAArpaMMel (assl arepu-
Ta 111 YBO;3; u3 6asel manaeix PDF-2. Cmemenne pedurek-
COB OTHOCHTEJIbHO 0a3MCHOM MITpUXIHarpaMmbl 00yCJIOB-
JICHO KaK M3MCHCHHEM TEMIICPaTyphl, TaK U WU3MCHEHHEM
TIOJIOXKEHHsT 00pasiia MO0 BBICOTE OTHOCHUTEIBHO IMaalomero
MyYka TPH BBICOKOIl TeMIIepaType HarpeBaTrelisi KaMephl,
KOTOPBI OTHOBPEMEHHO CIYXKHJI ¥ JepikareneM oOpasia.
K coxanenmo, mpousBomuTh ik Sifu TIpH TeMIeparype
1ocTHpOBKy obpasta B kamepe HTK-2000 we mpencrasiis-
JIOCh BO3MOJKHBIM M3-32 €€ KOHCTPYKTHBHBIX OCOOCHHOCTEIA.
OpHako 3TO OOCTOSTETIBCTBO HE NPEMATCTBYET W JaXKe

After 1250°C at room temperature
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Puc. 3. PenrrenoBckue muppakioHHsie criekTpsl YBO3; oqHOro u
TOro k¢ 00pa3lia, N3MEPEHHbIC NPU PA3IMYHBIX YCIIOBUAX OTHKHIa
(cM. Tekcr).



2442

.M. LLimbitbko, .P. laHeeBa

6000
T=1250°C in situ

T, yom after annealing

at 1200°C for 12 h

~

O

(e

(e
T

ooo-(100)

Intensity, arb. units
(8}
S
el
(e
T

1500

0
26 27 28 30
26, deg
1250 [ b
g
» 1000 | S
k= \
5 I | . 7=1250°C
S 750 | i Toom after annealing in situ
< at 1200°C for 12 h
2
Z 500
]
=
250
0
55 56 57 58 59 60 61 62
26, deg
2500 T=1250°C in situ ¢
., 2000 [
= T oom 'after
s annealing
£ 1500 at 1200°C
= for 12 h
Z 1000
]
=
500
0 L 1 L 1 i L 1 L 1 L 1 L 1
190 195 200 205 21.0 215 220

Puc. 4. [letaibHOe oTOOpakeHHe OasUCHBIX pedIeKcOB peHTre-
HOBCKHX IH(PaKIMOHHBIX CIeKTpoB YBO;, Moka3aHHBIX Ha puc. 3
(cM. Texcer).

HIOMOTaeT IPOCIICAUTh 32 OTHOCUTEIBHBIM M3MECHEHHUEM I10-
soxkenmit 6asucHbIX pedurekcos (h00) u (00l) mpu komHaT-
HOW TemrepaTtype U Ipu cbeMmke in situ npu 1T = 1250°C.
U3 cpasuenusi nosioxennit pedurekcos (100) u (200) na
puc. 4,a u b xopomo BumHO, uro Tpu T = 1250°C oHHm
CHBUHYTH OTHOCHTEJIBHO Oa3WCHBIX IOJIOXKCHHII B PasHEIC

cropoHsl. B To e Bpemsi pedurexcol (002) u (004) Ha
puc. 4,c cnBUHYTH B OfHY cTOpoHY. COBHT ,,BHICOKOTEM-
neparypHeIX” peyIeKCOB B pasHble CTOPOHBI OTHOCUTEIBHO
HOPSIAKOB OTpaykeHust 6asucHbIX peduiekcos (100) u (200)
03HAYAeT, YTO 3TU PeIeKCH Y)Ke He SBJISIOTCS ITOPsSIKaMU
OTpa)XCHUSI W, CJICIOBATEJIbHO, OTOOpaXKAlOT (Hha3oBbBIA Iie-
pexorn Boie 1000°C B HOBYI0O HU3KOCHUMMETPUYHYIO (ha3y.
B TO e BpeMsi M3 IOJIOKEHUS ,,BHICOKOTEMIIEPATYPHBIX
pedutexcoB, mapayutesibHbIX GasucHbM oTpakenmsM (002)
u (004), ciemyer, 4TO OHM MPOIO/DKAIOT OCTABATbCH MO-
psankamu otrpaxeHmil. [locienHee o3Hadaet, 4To OasmMcHOE
HanpasieHne [00l] coxpaHWIO CBOIO OpPHEHTAMIO U B
BBICOKOTEMITEPAaTYpHOH (hase, a OCHOBHBIC WU3MCHEHUS MPO-
W30LUH B 0a3HCHOI IUIOCKOCTH ab MUCXOIHOM I'eKCaroHab-
HOM Momudukaruy. OTClooa MBI JIeJlaeM 3aKJII0YeHUe, YTO
Hamnbosiee BEpOSATHOH BBICOKOTeMIlepaTypHoil (asoit YBO;
ABJIseTcs (asa ¢ MOHOKJIMHHON STYCHKOM.

Takum 06pa3oM, PUBEACHHBIC PE3YJIbTATH HATJISITHO T10-
Ka3bIBaIOT, YTO B KPHCTAJUIAX OpTOOOpaTa UTTPHS ACHCTBU-
TEJIHO peajn3yeTcss MOHOKJIMHHAs MOIM(HKAINSA, HO OHA
oOpasyercsi pu BBICOKO# Temmeparype. [Ipu stoMm maioe
MW3MCHEHNE NTAPaMEeTPOB PEIIETKU B Oa3UCHOM IUIOCKOCTH ab
WCXOTHOH SIYCUKH YKa3blBaeT Ha MaJIble CMELICHHs aTOMOB
B HEHl TP BBICOKOTEMITEPAaTYpHOM (ha30BOM Iepexone. ITo
B CBOIO OYepe/b MPUBOIUT K MAJIOMY U3MEHEHHUIO B pacipe-
IeJICHNA WHTCHCHBHOCTEH pedIeKCOB BEICOKOTEMIIEpaTYp-
HOH (hasbl MO CPaBHEHWIO C WHTCHCHBHOCTSMH Pe(IICKCOB
6asncHOi MomuduKanuy, 9To ¥ 0TOOpaKeHo Ha puc. 3.

OcraeTcsi BOIPOC, YeM JKe Torma OOYCJIOBJIEHO TaKoe
CHJIBHOE TIepepacIpe/ie/iecHne HHTCHCUBHOCTH Pe(IIeKCOB
NP KOMHATHOM TeMIeparype MOcCJie BBICOKOTEMIIepaTyp-
HBIX OTKHATOB oOpasma, oToOpakeHHoe Ha puc. 1. Enumn-
CTBEHHBIMHU TIapaMeTpaMy, U3MEHSIIOIIMMUCS TPH TI0CTICIO-
BaTEJIBHBIX OTXKUrax oOpasia, sBJIIOTCS pasmep U (dopma
KPHUCTAJUTUTOB. {151 yCTaHOBIJICHUS] BJIMSIHASA pasMepa Kpu-
CTaJUTUTOB Ha PACIpPEeSICHUe COOTHOLICHUS MHTCHCHBHO-
CTeil PEHTTCHOBCKHX Pe(JICKCOB OBLIH MPOBEICHBI ICTaTb-
HbIC M3MEPEHHUS TMKOBOW W MHTETrPaJIbHON MHTEHCUBHOCTEH
pediekcoB mocie MOCIEeIOBATENIbHBIX OTXKHIOB OIHOTO U
Toro e obpasia. Takne n3MeHeHUs TOKa3aHbl Ha pUC. 5 1ist
orpakennsi (102). Y3 puc. 5,a BUIOHO, 9TO MHTErpasbHAs
WHTEHCHBHOCTD CHaYajla pacTeT ¢ TEMIIEPaTypod OTXKHra
10 900°C, 3aTeM HECKOJIBKO CHIKAeTCSI B 00JIACTH BO3MOMK-
Horo ¢azoBoro nepexona npu 1000°C, a moTom cHOBa BO3-
pacrtaeT c MOBBINICHHEM TeMmeparypsl oTxkura 1o 1100°C.
Hanee mpu Temmepatype ormxura 1200°C mpowncxomur ma-
ICHAE WHTErPAJIbHONM HMHTEHCUBHOCTH, KOTOPOC SIBJISCTCS
TeM Oosiee CHIIBHBIM, YeM OOJIbIle BpeMsl OTXKHra obpasia.
AHaJIOTMYHOEe W3MEHEHHE HaOmomaeTcss W Ui [THKOBOM
MHTCHCUBHOCTH (puc. 5,b). Pasnuume jumb B TOM, 9TO
TeMIlepaTypHasi TOUKa (pa3oBOro mepexona It MAKOBOW MH-
TEHCHBHOCTH BBIIEJICHA MEHEe CHJIBHO, YeM IJIsS MHTEerpalb-
HOM WMHTEHCUBHOCTH. [1OTydeHHBI! pe3ysibTaT OTHO3HAYHO
yKa3plBaeT HAa BJIMSHHC pa3Mepa KPUCTAUIATOB Ha pac-
IpenesicHie WHTEHCHBHOCTEH pedaiekcoB. JleficTBUTEIBHO,
ecym OBl ,,liepeKavka’ MHTCHCUBHOCTH 0a3MCHBIX PedIeKCOB
Boie Temneparypsl 1000°C Obuta 66l 00YCIIOBIEHA TOJIBKO
(a30BBIM NEPEXOIOM B BBICOKOTEMIIEpATypHYIO (a3y, TO B
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Puc. 5. 3aBucuMoCTb HHTErpalbHONM HHTEHCHBHOCTH pedJicK-
ca (102) or TeMriepaTypbl 1 BpeMEHH OTIKHTa (@) W 3aBHCUMOCTH
[IMKOBOW MHTEHCHBHOCTH TOTO e pediiekca (b).

9TOM Cily4ae OTHOCHUTEJIbHOE paclperiesieHue UHTEHCHBHO-
CTH PEHTI'CHOBCKHX pe(IeKCOB HE JOJDKHO ObUIO OBl 3aBU-
CeTb OT MOCJIeOBATEIbHOCTU OT)KUIOB, & OIPEASIASIOCh OBl
TOJIKO CHMMETpHel BBICOKOTeMIIepaTypHoil (asel. BreBon
O BJIMSIHAM Pa3MEPOB KPUCTAJUINTOB HA WHTEHCHBHOCTH
pediexcoB moaTBepKmACTCA M U3MEHEHHUEM COOTHOLICHHS
MHTEHCUBHOCTEl 0a3UCHBIX pedJieKcoB I ABYX Pa3HBIX
00pa3noB, HCIBITABIINX PAa3JIMYHBIC MOCIICIOBATEILHOCTH
omxkuros (puc. 1 u 3).

flcHO, 4YTO eciaM KPHCTAUIUTH HMEIOT cheprdecKyio
¢$opMy, TO HE3aBHCHMO OT HX JUaMeTpa OTHOCHTEJILHOI'O
nepepacupesiesieHls HTHTEHCUBHOCTeH 0a3sUuCHBIX pedIekcoB
HE MIPOM30HICT B cIuTy cuMMmeTpud (opmel. Takoe mepepac-
TIpEZieICHAE BO3MOXKHO, €CIIH IJIS Pa3sHbIX KpucTayutorpadu-
YEeCKUX HANpaBJIeHUH pa3Mep KPUCTAJUIUTOB OymeT CHJIBHO
pasmuuatecd. Ilocennee U oroOpaykaeT BiMSHHE pa3Mepa
7 (GopMBI KPUCTAJIIINTOB, 3aBUCALIAX OT PEKUMOB OT)KHUTA,
Ha COOTHOIICHWE WHTCHCHBHOCTEH Oa3WCHBIX pedIIeKCOB.
HeiictBurensHo, Ha SEM-n300paskeHnsIX, MOIyYCHHBIX Me-
TOIOM 3JICKTPOHHOM CKaHHpYIOIIEH MUKpocKonuu (puc. 6),
XOPOIIO BUAHO, YTO MPU HU3KUX TeMIIepaTypax OT/KUra Ha-
Hovactull YBO3 umeror gopmy, 6/mu3KyIo k cheprudecKoil,
a Ipu TeMueparype oTkura, pasHoil 1200°C, kpucTaumTs
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nprodpeTaoT (opMy TaHTeNIeH C pasMepoM B HECKOJIBKO
MHKPOMETPOB BIIOJIb IJIMHHOH OCH.

Wsmenenne (GoOpMBI KPHUCTAJUTMTOB B 3aBHCHMOCTH OT

TEMIIepaTyphl OTXKHIa TakkKe XOpOLIO OToOpakaeTcss Ha
3HAUCHMAX HOIYIIHMPHH pasimdyHbiX pediekcos. Ha puc. 7
MOKa3aHO M3MECHCHHE MOMymHUpHH peduiekcoB (a cremoBa-

Puc. 6. SEM-m3o6paxerust YBOj; mociie oT:KHra npeKypcopa mnpu
800°C B Teuenne 2h (a) n mocnenyromero omkura mpu 1200°C B
tedenne 16 h(b).

0.6 |-
L —— 800°C
0.5 —®900°C
| —A— 1200°C
04k =V 1250°C in situ

A(20), deg
= =
o (O8]

<
—_
T

20 30 40 50 60 70
20, deg

Puc. 7. YmoBast 3aBucumocts mosyumpunsl pediexcos (hkl)
YBO; npu pas/iuHbIX TeMIepaTypax OTKHra o0paslia, BeIpayeH-
HOI1 B €IMHULAX YIJIOB JU(MPAKLIHIL
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Puc. 8. Cxema xoma pPEHTICHOBCKUX JIydell I BBIYHCIICHUS
reomeTpuu 30H PpeHes.

04

17204

Puc. 9. 3aBucumocTb BEJIMYMHBI PE3YJIbTHPYIOLICH AMIUTHTYIbI
paccestaust OA ot umcia OTKpHTHIX 30H Ppenens N.

TEJIbHO, W Pa3sMEpOB KPHCTAJUINTOB), BHIPKCHHBIX B €Id-
HUIaX YIJIOB audpaxuuu 260, 1 pasHbIX KpHCTalIorpa-
(UYecKNX HalpaBJICHWA B 3aBUCHMOCTH OT TEMIICPaTyphl
OTXHra. XOpomo BHIHO, YTO €CJIM IpH TeMIeparypax
orxkwura, Meapmux 1000°C, 3aBHCHMOCTH TONYIIMPHH OT
yriia qupakiuy OTpaskeHUs NPeACTaBIIsAI0T cO00i OTHOCH-
TEJIbHO MOHOTOHHBIE (yHKIMHU, TO Bhime 1200°C 3HavyeHus
MOJYIIMPUH PE3KO U3MEHSIIOTCS U Pa3HbIX KPHCTAJLIOrpa-
¢muecknx HampasiieHuil. IlocienHee ykaseiBaeT Ha Kapaw-
HaJIbHBIC H3MEHEHHsT POPMBI KPHCTAJUIUTOB C YBEJIMICHHEM
TeMIIEPaTyphl U BPEMEHH OT/KHUTa.

TMosydIeHHBIA pe3y/IbTaT MOXKET OBITh OOBSCHEH Ha OC-
HOBE KJIACCHYECKOH TEOPHM W3MCHEHHs HMHTCHCHBHOCTH
paccestHUs CBETa B 3aBUCHMOCTH OT KOJIMYECTBA MEPEKPbI-
ThIX 0OBeKTOM 30H PpeHess Uis chepruecKoil Magaomei
BouiHBL COIJIACHO TEOPHH PACCEsHUS, U3JIOKEHHON B KHUTeE
WBepoHoBoit n PeBkeBuu [26], pasHocTs xoma AR mexmy
IICHTPAIBHBIM JIy9OM, MPOIICAUINM IIyTh (OKYC pPEHTre-
HOBCKOH TPYOKH—KpPHCTaI—TOYKA HAOJIONCHNUSI, U JIy4OM,
paccestHHbIM TOUKOi1 B aToMHo#t tutockocTH (puc. 8), paBHa

_ X2sin® 9 +y? +Xzsin219+y2

AR , 1

2R, 2R, (n)

rie R; — paccrosHue (oOKyc PEHTIeHOBCKOH TpyOKH—
Kpuctawl, Ry — paccrosHue KpucTa/usI—ToYka Habsmopne-

HuA. ['pannna mepBoit 308 PpeHessi onpenessieTcs ycio-
BueM AR = 1/2. Torga u3 NpuBEIEHHOTO BBIIIC BBIPAKCHHAS

MIOJTyYMM ypaBHEHHE TS TIepBOil 30HH PpeHerst

1 1 1 1
oy qin o _ 2( = —
A =X“sin ﬁ(Rl +R2>+y (Rl +R2)' (2)

OTo ypaBHEHHWE NOKa3bIBaeT, 4TO IepBasg 30Ha PpeHesns
MIPEZICTABJIAET COOON IJUIUIIC, BBITAHYTHI BIOJb OCH X.
Bemiunsl nostyoceil a u b paBHBI COOTBETCTBEHHO

1

[ RiR; | Rk
a= sin ¥ Rl + Rz /L b= Rl + RZ * (3)

YunThIBasi, 4TO B TPAAUIMOHHO HCIIOJIB3YEeMOU CXeMe
ceeMkn bparra—bpenTtano paccrosare R; paBHO R; w B
OOJIBIIMHCTBE PEHTICHOBCKUX TU(PAKTOMETPOB COCTABIISICT
18—20 cm, mbl mosydaem auameTp nepBoil 3oHbl PpeHerns,
paBHblii ~ 1—-3 um. Ilpu nepexone Bo BTOpyO 30HY Ppe-
HeJIsl paccesiHue PEHTI'CHOBCKON BOJIHBI IIPOMCXOIUT B IIPO-
THBO(da3e paccesHUs Ha MepBoil 3oHe PpeHens u, cienoBa-
TEJIbHO, CyMMapHasi MHTEHCUBHOCTDb JOJDKHA YMEHBLIATHCS.
MN3menenne amrmumtyael paccessHuss OA pesysbTHpYIOIIEH
BOJIHBl B 3aBHCHMOCTH OT TOIO, CKOJIbKO 30H PpeHesns
HEPEeKphITO, omuchBacTest cnupaibio Kopaio [26] (puc. 9).
B cooTBeTCTBHH C OLEHKOM, MOIy4eHHOI 1o popmye (3),
IV 9acTHIl, MEHbIIMX OHaMeTpa NepBoil 30HBI PpeHers,
WHTEHCHBHOCTD PACCEsTHHUS, COTJIACHO TaHHBIM pHC. 9, OymeT
pacTd ¢ yBeJIMYEHHEM pa3Mepa, a IpH MPEBBILIEHUH 3TOr0
pa3Mepa MHTEHCUBHOCTb OTPaXXGHHUIl HAUYHET YMEHbIIATHCH.
MMeHHO Takoil MHTEpBajl pa3MepoB OTOOpaXkeH Ha pHuc. 6,
W WMEHHO W3MCHEHHE pasMepa B 3TOM HHTEpBAJC IpU
MOCJICNOBATENIbHEIX OTXUTax mopomka YBO; mpuBeno k
3aBHCHMOCTSIM IIMKOBOI U HMHTErpajibHOH MHTEHCHUBHOCTEN
pedIiekcoB, NOKa3aHHBIM Ha pUC. 5.

4. 3aknoueHue

IIpuBeneHHBIE PE3YJIBTATHl MO3BOJIAIOT CHAEJIATh [1Ba OC-
HOBHBIX BbBofa. 1. Ha oTHocuTesbHOE pacrpenesieHue HH-
TEHCUBHOCTEH PEHTIEHOBCKUX PE(ICKCOB B IPOMEKYTOU-
HOM 00JIacT! MEXTy HaHO- U MHUKpOpa3sMepamy 3HaYUTeIb-
HOE BJIUSTHHAE OKa3bIBAIOT pasMep U (popMa KPHUCTAJIIIUTOB.

2. C nomMompi0 MpSAMBIX PEHTTCHOBCKUX HCCJICHOBAHMI
MIOKa3aHo, YTO B OpTOOOpaTe WTTPUSl ACHCTBUTEIBHO 00pa-
3yeTcsl MOHOKJIMHHasA Mofudukanus, HO OHa peamu3yercs
npu TemrnepaTypax Bbiae 1000°C.

Kpome Toro, ncxons u3 ¢opmel crmpanu KopHio MoxHO
3aKJIIOYUTD, YTO UIA Pa3Mepa KPUCTAJUIUTOB, IEpPEKpbIBa-
fonmx ~ 10—12 30H PpeHesnss, THTEHCUBHOCTb pe(IeKCOB
BBHIIIET Ha aCHMITOTHKY M OY[ET COOTBETCTBOBATh OOBITHON
KMHEMaTHYEeCKO TEOPUH PACCESIHUSI PEHTTCHOBCKUX JIydei.
Jnsa ucnonb3yemoil Hamm reoMerpun bparra—bpenrtano
3TOT pa3Mep oleHuBaeTcs B ~ 15—20 um.

ABTOpBl  BBIP@KAIOT  WCKPEHHIO  OJlarogapHOCTb
I'K. CrpykoBoii 3a momolip B TOJIY4YeHHH aMOpPQHBIX
npekypcopoB YBO3; m E.IO. IloctHOBoi1 3a mposeneHHe
SEM-ananmusa.
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