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Pabora HampaBieHa Ha OmpejeieHHe MeXaHH3Ma HAXOXICHHUS ONTHMAJIBHOI'O TeMIIEpaTypHO-
BPEMEHHOT'O PeXMMa KPUCTALTH3AINY Ha MMPOTsHKEHUH BCETo Tporiecca BeIpamuBanus 3-BaB204
MOIU(UIIMPOBAaHHBIM MeToI0M HoXpanbcKoro. 3a 0CHOBY Oepercst (azoBas [uarpaMma CHCTEMBI
BaB,0Os—Na,O B TemmepaTypHOM Juama3oHe BbIpamiuMBaHusi KpucrtawwioB [B-BaB204.
Y cTaHOBIEHBI 3aKOHOMEPHOCTH MOJIy4eHHs KPUCTAJUIOB IOCTOSHHOIO T'€OMETPHUUECKOT0 pa3Mepa
B 3aBHCHUMOCTH OT KOHIEHTPALMU KPUCTAILIOOPA3YIOLIMX OKHMCJIOB, HAKJIOHA KPHBOM JIMKBUIYCA,
CKOPOCTEH BBITSATUBAHUS U OXJIaxJeHus. [IpUBEJCHHBIN aJITOPUTM pacyera MO3BOJISIET BHIOUPATh
ONTHMAJIBHBIN TEeMIIEpaTypHO-BPEMEHHON pPEXHUM KpPUCTALIM3AlMM Ha TPOTSHDKEHHH BCEro
nporecca BhIpalHBaHusL.

Kniouegwie crnosa: meron Yoxpansckoro, $-BaB,04, TeMneparypHo-BpeMEHHOM apaMeTp.

BBenenune

BeIpamyBaHue HEIMHEHHO-ONTHYECKUMX MOHOKPHCTALIOB [-BaB;0s BBICOKOro KadecTBa
MOJTUGPHUIMPOBAHHBIM MeTOJ0M Y0oXpalbCKOTO BO3MOXHO IPH YCIOBHH PEIISHHS JBYX IMPOOIEM:
HaxOX/JEHUS ONTHMAIBHOIO TEMIIEPATYpPHOIO pEeXUMa KPUCTAINIM3allMM U peaau3alus €ro Ha
MPOTSHKEHUH BCEX CTaguil TEXHOJOIMYECKOro mnpouecca. Takas 3amada pemaercss ¢ IMOMOIIBIO
CUCTEMBI aBTOMATU3aIIMHA UCIIOJHUTENBHBIX OPTaHOB YCTAHOBKH U PETYIMPOBAHUS TEXHOJIOIMYECKUX
mapaMeTpoB Impouecca Kpuctaumsanud. OnTuUManbHble 3HAYEHHS JTHX I[apaMETpoOB W
KOHCTPYKTHBHBIE OCOOCHHOCTH YCTaHOBKH HAaxOJSATCS, B CBOIO O4Yepedb, [0 pe3yibTaTam
MOJEIUPOBaHMs IPOLIECCOB TEILUIO- U MACCONIEPEHOCA, TIPOUCXOIAIMX IIPU POCTE KPUCTAILIA.

MCTOJII/IKa IKCIIEPUMEHTA

Hambonee pacnpocTpaHeHHBIM pPACTBOPHUTENIEM sl  BBIPAIIMBAaHUS MOHOKPHCTAJLUIOB
B-BaB,0s u3 pactBopa B pacruiae sBisiercsi Na;O [1, 2]. B coorBercTBuu ¢ (a30BOH auarpaMmoit
BaB,O,—Na,O (puc. 1) TemmnepaTypHblii wuHTepBa Kpuctaumm3anuu (-BaB.Os cocrasnser
~ 140-150 °C [3]. CocTaBbl, MOIXOAALINE AJIS BBIPALIMBAHUS HU3KOTEMIIEPATYPHOU (ha3bl, HAXOIATCS
B muamna3zoHe 20-24 mon. % NaO. B kavectBe HawyambHOTO OOBIYHO HCIOJB3YIOT COCTaB C
conepxkanuem 20-20,5 moi. % NayO.
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Puc. 1. Yuactok ¢azoBoii nuarpammel cuctemsl BaB,Os—Na,O
B JIMaria3oHe TeMIepaTyp BeIpamuBanus kpuctamia $-BaB,0y

PaccMoTpum Bompoc 0 TOM, Kak MOXKHO HCIIOJIb30BaTh (ha3oByro nuarpammy BaB,0,—Na,O
JUTSL OTIPENIeNIeHHs] ONTHUMAJFHOTO TIOHMKEHHUsT pocTa KpucTtamwioB -BaB,0s; mocTosHHOTO Amiamerpa
METOAOM BBITSTHBAHUS U3 OXJIAXKAaEMOT0 pacTBOpa-paciijiasa.

3arpaBieHre KpHCTalla TMPOUCXOAWUT B JAuanazone temmeparyp 910-925°C  mpm
koHueHTpanuu pactBoputenst Na,O 20,0-20,5 mon. %. B obnactu, ykazanHoi Ha puc. | OykBamu
CME, cymectByet nBe dassr: kpuctamisl [-BaB.Os n pacrumaB. Uncno cremeneil cBoOOIBI B 3TOU
00JIaCTH pPaBHO EOUHHMIIE, T.C. CUCTEMa SIBISETCS OJHOBAPUAHTHOW. DTO 3HAYUT, 4YTO ABYX(azHas,
JIBYXKOMIIOHEHTHasl cuctemMa o0jagaeT OIHOH CTENeHbI0 CBOOOABI M, CIEIOBATENLHO, MOXKHO
MIPOM3BOJIBHO MU3MEHATH MO0 TeMIepaTypy, Jnbo coctas. Eciu u3aMeHsTh TemIiepaTypy, TO COCTaB
paciuiaBa nmpHu Kaxnaod temmneparype omnpenensiercss kpuBod CE, ykazanHoi Ha puc. 1. CHuxeHue
TEeMIIEpaTyphl pacTBOpa-paciijiaBa 3a CyTKH MOXHO OTIPeNEINTh U3 BbIpaxeHud [4]:
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rae AT — cHmwKeHHe TeMiepaTypbl pacTBopa-paciuiaBa 3a cyTku (°C); Rs — paguyc kpucramia (cm);
p — WI0THOCTh (r/cM®); 1 — MONEKYISApHBIH Bec (I/MOJIb), Xo — KoHueHTpamus Na;O B ucxomHoM
pactBope-paciuiaBe (Moi. %); X — xonuentpauus Na;O B pacTBope-paciuiaBe Npu Temmeparype Tg
(Mo11. %), COOTBETCTBYIOIIIEH TOUKE J; M — YroJl HaKJIOHa KpUBOH JIMKBHAYyca; G — HaYaIbHOE TIOJTHOE
KOJIMYECTBO PAacTBOpaA B paciuiaBe (MOJIb).

Takum o00pa3oMm, paauyc pacTymiero KpHCTaula 3aBHCUT OT KOHIIEHTPALUH pacTBOpa-
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: 1)

pacIaBa, HAKIOHA KPUBOM JMKBHAyCA M IapaMETPOB BEHIPAIIMBAHMS KPHCTAIIA — CKOPOCTH
BBITATMBAHUS M CKOPOCTH OXJIAXKICHHS
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Pe3yabTarhl 1 uX 00cy:KIeHUE

Hcxonast u3 M310KEHHOTO BBIIIE U ONKPasiCh Ha COOTHOILIEHHE (2) MOXKHO ClIeNaTh BBIBOJIBI 110
BBIOOPY YCIIOBUI BBIpAIIMBaHKs KPUCTAIIA METOZOM OXJIaKICHUS W BHITATHBaHUs. [10CKONBKY mpu
CHIDKEHHH TEMIIepaTyphl pPacTBOpa-paciiaBa yBEIUUMBACTCS KOHLEHTpALUs OKCHIAa HaTpusl H
YBEJIMUUBACTCS YIOJI HAKJIOHA KPUBOM JIMKBHULyCa, TO AJISl TOTO, YTOOBI paJinyC PacTyIIero Kpucraiia
OCTaBAJICSl TIOCTOSIHHBIM TIPH TIOCTOSIHHOW CKOPOCTH BBITSTHBaHUS, HEOOXOJUMO yBEIMYUBATH
CKOPOCTb OXJIaXK/IEHUSL.

Paccmotpum crnepytomuii npumep. [lycts BeipamuBaercs: kpuctami B-BaB.0O; u3 pactBopa-
pacmaBa  BaB;0s,—Na;O. Kpucramn HauWHAIOT pacTUTh MPH HAYAIBHOW  KOHIIEHTpAIMU
Xo(Na20) = 24 mo01.% u HavyaspHOM pamuyce 2,5 cM. CKOpOCTh BBITATHBAHUS MOCTOSHHA M paBHA
0,1 cm/cytkn. KonmuectBo ucxomHoro pactBopa-pacmasa M =900 r. Ecnm mepecuuTatrs 3TO
KOJINYECTBO B MOJIH:
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Haag,0, 100 = X5) + Hya 0%,
TO OHO COOTBETCTBYET 4,88 Mos pacTBopa-paciiiasa (3,71 moast BBO u 1,17 momst Na,O).
Yo HaKJIOHa KPUBO TMKBHULyCa, COOTBETCTBYONMI KoHIeHTpanyu NaO 24 mon.%, paBexn
mo = 16,6 °C/mon.%. Torma u3 (1) caemyetr, uto AT =2,756 °C. IIpeamonoxum, YTO KPUCTALT
BeIpaiuBaetcs 15 cyrok. Eciu TeMI cHIDKEHHS TeMIlepaTyphl paciiiaBa BBIICPKUBATH MOCTOSHHBIM,
To 3a 15 cyrok Temmneparypa monusutcs Ha 41,3 °C. M3 (da3zoBoil auarpamMmbl ompeneinsieM, 4To
koHueHTpanust Na,O B pacTBope-paciuiaBe K KOHILY BBIpalMBaHUS cocTaBUT X = 26,38 moin. %, a
yrojl HakKIOHa KPHUBOH JHMKBHAyca, COOTBETCTBYrOmMi KoHueHTpaunu Na,O 26,38 mon.%, paBeH
m = 19,32 °C/mo01.%. Torna u3 (2) nonydum

R _mX ©)

RsO \/ﬁ
Y paguyc KpUCTajla K KOHILy BeIpallluBaHus cocTaBuT 2,11 cM.

OnpenenuM Teneps NMEPEMEHHYIO CKOPOCTh CHIDKEHHSA TEMIIEpaTypbl pacTBOpa-paciliaBa
9ToOBl KpUCTAI POC C IOCTOSHHBIM  JUAMETPOM, PpaBHBIM HauyadpHOMY. lcmone3sys
IKCIIEPUMEHTAJIbHBIC JaHHbIC I (a3oBOW auarpamMmbl (puc. 1), anmpoKCUMHPYyeM JIHHHUIO
JIUKBUYCA IOTMHOMOM TPEThEN CTETIeHU

T(x) = fy(x) = 1108 — 8,071x + 0,175x 2~ 0,009817x3. (7)
YTkl HaKJIOHA B PA3HBIX TOYKAX KPUBOH JIMKBUyCa OIY4YuM, quddepeniupys (7):
m(x) = f,(x) =((jj—T =-8,071+0,35x —0,029x°. (8)
X
OrmpenenuM Taroke GYHKIUIO, 00paTHYIO K QyHKIu# T(X):
X(T) = f,(T) =257,795-0,793x +9,652-10 * x* —4,157-10 7" x°. 9)
Onpenenum u3 (1) BeIMUMHY CHIKEHUS TEMIIEpaTyphl 3a 1 CyTKH:
2 2
XHG
Y KOHIIEHTPAIIMIO OKCHIa HATPHS B PACTBOPE-PACILIaBe K KOHILY ITEPBBIX CYTOK:
X =X(T, —AT)). (11)
CHIDKEHHE TeMIIepaTyphl 3a BTOPbIe CYTKH Haii/IeM U3 COOTHOIICHUS:
2 2
XoHG
Y KOHIIEHTPAIIMIO OKCHJIa HATPHS B PACTBOpPE-pacIljiaBe K KOHILY BTOPBIX CYTOK:
X, =X(T, —AT, —AT,). (13)
CHMKEeHHE TeMITepaTypbl pacTBOpa-paciuiaBa B i-¢ CyTKH Oy/IeT ONpeieNsThes U3 COOTHOLICHHUS
R 9p i [ 2
AT, = s0 {f[ff ~3 AT, }}-ff ~S At )l 14
T K (100) = 2T ) | ) - 24T | (14)
2
ATO _ TCRSOSpXO f2 (XO) (15)

HBaBzo4G(M , XOalleazo)

IoBTOpsiss 5Ty HpOLEAYPY pacdeTa 3a BeCh IIEPHOA B 15 CYTOK, MOXHO pacCUMTaTh
HOCYTOYHOE IOHMKEHHE TEMIIEPATYPhl PAacTBOpA B pacIUIaBe, OOECIIEUMBAIOIIEE POCT KPUCTAILIA
HOCTOSHHOrO auamerpa. Ha puc. 2 mokasan rpauK 3aBHCHMOCTH IOHKKEHHS TEMIIEPATYPhI
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pactBopa-pacmiaBa BaB,0s~Na,O ot BpemeHu npu BblpaliiBaHUM KpHcTawia B-BaB,0, auamerpom
50 MM mpu pasHBIX HavajbHBIX KOMIIO3UIUAX pacTBopa-paciuiaBa: 1 — Na;O 24 mon. % — BaB;0.
76 mon. %; 2 — Na2O 22 moi. % — BaB;04 78 Mo %; 3 — Na,O 20 mou. % — BaB,Os 80 moir. %.
Hauanbnas macca pactBopa-pacmnasa 900 r, ckopocts BeiTsiruBanus 0,1 cM/cyTKu.
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Puc. 2. [TocyTouHoe MOHMXEHUE TeMIepaTypsl pacTBopa-paciuiaBa BaB>Os—Na>O mpu BeipammBanmm
kpucramia $-BaB,04 (pu pasHbIX HAYaIbHBIX KOMITO3UIUAX PACTBOPA-PACILIABA)

BuaHo, 4uTo pa3HHIly TeMIepaTyp pacTBOpa-paciuiaBa HEOOXOJMMO YBEIHMYMBATH KaKIble
CYTKH, IPpHUYEM OTO IMOHMKCHUEC TEM 6OJ'II)HIC, yeM OOoJIbIlIe HavaJIbHas KOHLCHTpALUA OKCHUIa HATPUA
B paciuiaBe. T0 00BSICHAETCA TEM, YTO HEOOXOAMMOE MOHIKEHHE TeMIIEpaTypbl IPONOPLHUOHATBHO
YTy HAaKJIOHA KPUBOW JIMKBUAYCa, KOTOPHIA B cucteme BaB,04—Na,O yBenmnuuBaercs ¢ yBenmndaeHueEM
KOHULCHTpaluu OKCHUJa HATpuA.

Ha puc. 3 nokasan rpaduk 3aBHCHMOCTH NOHMXEHHUSI TEMIEpaTypbl pacTBOpa B PacIUIaBE
BaB»0s—Na;O ot Bpemenu npu BeipamyBannu kpuctamia 3-BaB,0, qnamerpom 50 MM U3 pacTBopa B
paciiaBe AaHHOW HayaJIbHOM MacChl M KOHLIEHTPAalUW JUIsl Pa3HbIX CKOPOCTEH BBITSATHBAHUS
BeIpaiuBaemoro kpucramia: 1 — 0,125 cm/cytku; 2 — 0,1 em/cytky; 3 — 0,075 cm/cytku. Hauanbhas
Macca pactBopa-pacmiasa 900 1, ckopocts BeITsruBanus 0,1 cM/CyTKH.
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Puc. 3. [locyTouHOE MOHMKEHHE TeMIIepaTyphl pacTBopa-paciuiasa BaB,Os—Na,O mpu BeipainBaHum
kpucraia -BaB2O4 mist pa3HbIx cKOPOCTEH BBHITATHBAHKS BRIPAIIUBACMOT0 KpUCTAUIA (HaYaabHast
Kommo3uIst pacTBopa-pacmiaBa Na,O 24 mon. % — BaB,04 76 moin. %)

BunHo, 9To CHIKEHHE TeMIIepaTyphl pacTBOpa-paciuiaBa HEOOXOIMMO yBEITUYHUBATH KaXKIbIe
CYTKH, IPHYEM STO MOHW)KEHUE TEM MEHBIIIE, YeM MEHBIIIE CKOPOCTh BBITSTUBAHUA. DTO OOBSICHAETCS
TEM, YTO JJIsl BEIpAIIMBAaHHS KPHCTAJIa MOCTOSHHOTO IMaMeTpa He0OX0JUMO TIOHMKATh TEMIIEPaTypy
HPONOPLUUOHAIBHO CKOPOCTH BBITSATUBAHHUS.

3akiIouyenue

IIpuBeneH MexaHU3M ONpeAeNeHUs] TEMIEPAaTypHO-BPEMEHHBIX MapaMETPOB BbIPAIMBAHHSA
HEJIMHEWHO-ONITHUECKUX MOHOKpucTawioB $-BaB,0s momudunmpoBanasiM MeTogomM YoxpaibCKoro.
[TokazaH anropuT™m pacuera 3HaUY€HHUI MOCYTOYHOTO CHMKEHHS TEMIepaTyphl B pacTBOpe-paciiiase,
KOTOPBII MMO3BOJISIET BEIOMPATh ONTUMAIBHBIA PEXXUM OXJIAXKICHHS, 00eCIIEUNBAIOIINN TOCTOSHCTBO
JraMeTpa BhipamuBaeMoro kpuctauia $-BaB;Os Ha BceMm mpotskennn cunrtesa. [IpoBeneH pacuer
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TEeMIepaTypHO-BPEMECHHBIX TapaMeTpoB Kpuctamusanun [-BaB,Os mis pa3muuHbIX HaYadbHBIX
TEMIIepaTypHO-KOHIICHTPAIIMOHHBIX MapaMeTPOB PACTBOpa-pacIliaBa.

DETERMINATION OF TEMPERATURE-TIME PARAMETERS OF GROWING
SINGLE CRYSTALS g-BaB204 BY MODIFIED CZOCHRALSKI METHOD

S.A. GURETSKII, .M. KOLESOVA, AV. KRAVTSOV, A A. LINKEVISH, K.L.
TRUKHANAVA, V.B. MALYUTIN, V.L. KOLPASHIKOV, S.YU. YANOVSKY

Abstract

The aim of this work is to find of the mechanism the determination of optimal temperature-time
mode of crystallization during the whole process of B-BaB;Os crystal growth by modified
Czochralski method. The phase diagram of the BaB,04-NaO system in the temperature range of
B-BaB204 crystal growing is taken as a basis. The regularities of the constant geometric size
crystals growth depending on the crystal-forming oxides concentration, the drawing and cooling
rates and the slope of liquidus were established. The described algorithm of calculation allows to
choose an optimum time-temperature crystallization mode during the whole growth process.

Keywords: Czochralsky method, -BaB,O., temperature and time parameter.
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