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AnHoTtanusi: [IpoBeneH aHanM3 M3BECTHBIX METOJOB CHHTE3a UIMXThl HHOOATa JIUTHUA,
JIETUPOBAHHON OOpOM, KOTOpas WCIONB3YeTCS TPU BBIPANUBAHUN MOHOKPHUCTAIIOB
BBICOKOTO OINTUYECKOTO KadyecTBa MeTonoM YoxpalbCKOro. YCTaHOBJIEHO, YTO CIOCOO
TOMOTCHHOT'O JIETUpOBaHMs (IIMXTa noiy4aercs u3 mpekypcopa Nb,O,:B un Li,CO,) no

CpaBHEHMIO ¢ TBepAoda3HeM (mmxta nomydaerca u3 cmecu Li,CO,: Nb,O;: H,BO,)

103BOJIsIeT BhIpammBarh Kpuctawibl LiNDO, : B ¢ 0Goiee OZHOPOAHBIM pacIpelesiCHHEM B

HUX IpuMecH 00pa, a Takke B 00beMe pacijiaBa, IpU 3TOM YIPOILIAKTCS TEXHOJIOTHYECKHE
peXHUMBI, yCTaHaBIMBAaeMble IIPU poOCTe KpucTamwioB. B paboTe BHepBbIE pPACCMOTpPEH
KHUAKO(GA3HBIA ~ METOJl  CHUHTe3a  UIMXThl,  HCKIIOYAIOUIMA  CTAaAMI0  HPOKAJIKH
TOMOTEHH3UPOBAHHON CMECH MEHTAOKCHIa HUOOMS U KapOoHaTa IUTHs. Pe3ynbraTsl UMEIOT
Ba)XHOE 3HAa4YeHHWE TMpH BHIOOpE TEXHOJOTMU BBIPALIMBAHUSA JIETMPOBAHHBIX OOpOM
MOHOKPHCTAJIJIOB HUO0ATa JINTHS TSI KOHKPETHBIX 00J1aCTel TEXHHUKH.

Kniouesvie cnosa: nmuobam naumus, cunmes wuxmol, MOHOKPUCMANL, Je2uposanue, 0Oop,
onmuueckoe Kaiecmeo.

1. BBenenue U NOCTAHOBKA 3a1a4M

Kpucramner HuobGara smtuss  (HJI) oTHocATcsT K BakHEWIIMM
CETHETORJICKTPUYECKMM MarepuanaM [1-3], cmpoc Ha KOTOpbIE BeChbMa
3HAUUTEJEH Kak B TPAXJAAHCKOM CEKTOpE 3KOHOMHKH, TaK U B OOOpPOHHO-
NPOMBIIUIEHHOM KoMIulekce. llpom3Bonurenu mnpuOOpOB MU YCTPOMCTB Ha
ocHoBe HJI npeapsaBisioT BhICOKHE TPeOOBaHUS K UX ONTUYECKOMY KauecTBy. B
CBSI3U C 3TUM TEXHOJIOTHUS IPOU3BOJICTBA MOHOKPUCTAJIIOB TpeOyeT pa3paboTKu
BCECTOPOHHEIO0  IIOAXO01a, KOTOPBIA BKJIKOYAET COBEPUICHCTBOBAHUE W
ONTUMM3ALMIO BCEX CTaauM mosryuyeHus kpucramwioB HJI, HaumHas ¢ kadyectBa
VMCXOJHBIX ITPOAYKTOB, METOJIOB CUHTE3a U3 HUX KaK HOMHHAJIBHO YHACTOM, TaK U
JIETUPOBAHHOM WIHUXTHI LiNbO,, COBEPIICHCTBOBAHUE POCTOBOIO U OTKUIOBOIO

o0opyioBaHUsI U OTPAOOTKY PEXUMOB uX paboThl. CBolicTBa KpuctamioB HJI
3aBUCAT OT MpUMECed, KaKk HEKOHTPOJMPYEMBIX, TaK U CIIEIMAIBHO BBOJUMBIX B
kpuctayt [4-5]. OnHUM U3 COCOOOB TMOBBIICHHUS CTOMKOCTU KPUCTAJIOB K
MOBPEXKJCHUIO  ONTHYECKUM  M3JIYyYEHHEM  SIBIIIETCS.  BbIpAIlMBaHHE
MOHOKPUCTAJUIOB M3 IMIMXTbl KOHIPYIHTHOTO cocrtaBa (R=[Li]/[ND]=0,946) c
M00aBKOM XMMHYECKH AaKTHBHOTO HEMETAIMYECKOro JJeMeHTa 0Oopa,
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o0Jafaroero MalblM HWOHHBIM paguycoM. V3ydeHuio STHUX KpUCTaIIOB
nocBseHo psia padot [6-10]. OgHako, MO-MpeKHEMY, OCTACTCS AKTyalbHOM
3alaya OLEHKM METOJOB CHUHTE€3a IIMXThl LiNbO,:B, WCIOJIb3YEMOU IIpH

noJlyueHuu MajojedekTHbIX MOHOkpuctaioB HJI  BBICOKOro omTuyeckoro
Ka4yecTBa, 5TOMY M IOCBAIIEHA TaHHas padoTa.

2. Pe3ysabTaThl  00CyKIeHHUE

Ha kauecTBO BhIpalieHHBIX METOAOM HYoXpanbCKOTO KpUCTAUIOB HHOOATA
JUTHSI CYIIECTBEHHOE BIMSHUE OKA3bIBAET CIIOCOO BBOJA JIETHPYIOIICH 100aBKU
B Kpuctaul. B Hacrosmiee Bpems IS TOJYYCHHUS JICTUPOBAHHBIX OOpOM
KPUCTAJUIOB LiNbO, WCIONb3YETCS IIUXTa, CUHTE3UPOBAHHAS pPa3IMYHBIMU

MeTogaMu:  TBepaoda3HbIdA  CHUHTE3  TPAaHYJIMPOBAHHOW  IIUXTHI U3
TOMOT€HM3UPOBAHHOW cMecu  Li,CO, : Nb,O, : H,BO,; CHOCO0 TOMOI€HHOI'O

JIETUPOBaHUsA, OCHOBAHHBIA Ha CHUHTE3€ WIMXTHl U3 NpPEKypcopa Nb,O,:B U
Li,CO,; )uK0(pa3HbII c11I0cO0 MOMYyUYEHUS MWUXThl LiNbO, : B .

Memoo meepoogasznoco necuposaruis

Uccnenoanus [6] mokazanu, 4TO HCIOJIb30BaHUE ISl BBIPAIIMBAHUS
JIETUPOBAHHBIX 0OpoM MoOHOKpHCTaIoB HJI MUXTH, CHHTE3UPOBAHHOMN
TBeproda3sHoM  peakumed w3 Li,CO,, B0, WU NbO,, SBIAETC]
HElleJIeCO00pa3HbIM, T.K. OKCHJ Oopa o001agacT BBICOKOM TBEPIOCTHIO H
TUTPOCKONUYHOCTBIO B H3MEJIIBYEHHOM COCTOSIHUM. OTOT (akT BEET K
HEBO3MOKHOCTH TMOJIYYEHHUS] XOpPOIIO FOMOT€HHU3UPOBAHHOW CMECH HCXOJHBIX
KOMIIOHEHTOB TE€pe/ CTaJuel ee TepMHUYECKON 0OpabOTKH, CIIEICTBUEM 3TOTO
SBJIIETCS. HEOJHOPOJHOE paclpeielieHue Jerupymwoleid mnpumecu Oopa B
Kpucrtaie. B kpucramiax HaOII0IAIOTCS MOJOCH POCTa, TPEIIMHBI B 00BEME,
BO3pACTaET YHUCIIO 1e(PEKTOB.

ABTopamu [6] OBLT HpPENIOKEH CHHTE3 IWIUXTHl LiNbO,:B W3 CMECU

Li,CO, : Nb,O; : H,BO,, KOTOPYIO NpPEABAPUTEIHHO MEPEMEIINBAIIA B CMECHUTEIE

«psiHas Ooyka» B TeueHHMe 24 4. Bce HCXOAHbIE KOMIIOHEHTBI CMECU
COOTBETCTBOBANIM Mapke «oc. 4.». Ilpm srtom Li,CO, u Nb,O, Opanu B
COOTHOUIEHWH, PAaBHOM COCTaBY KOHTPYIHTHOTO IUIABJIEHUS HHMOOATa JIUTHUSA, A
KOJIMYECTBO H,BO, PACCYUTHIBAJIOCH HAa HOMHUHAJIBHO YHUCTBIM Nb,O,. Ilo

JTaHHBIM U PEepeHIINATBHO-TEPMHUUECKOTO U TEPMOTPABUMETPUUECKOTO
aHaNMM30B OBUIO YCTAHOBJIEHO, YTO TEMIIepaTypa IUIABICHUS JaHHOW CMecu
coctaBisier 1254,8°C, mpuyeM OHa HECKOJBKO BBIIIE TEMIIEPATYpPhl IUIABICHUS

HOMHUHAJIBHO 4ucTOro HuobOara smtus (1253°C). OpHako, Tpu ITOM
TeMmrepaTrypa rpaHyIsiuid MOXKET ObITh CHUkeHa 10 1243,2°C. Ha ocHoBaHuU

9THUX JAaHHBIX ObLIN OIIPCACIICHBI YCIIOBH: ITOJTYUYCHUA IMUXThI LiNbO3 : B HarpeB
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UCXOJIHOW MEXaHMYECKOM CMeCH Li,CO,: Nb,O;: H,BO, B 1neun IIBK-1.4-25 co

CKOPOCTHIO 200 rpam-u’ mo 1243°C u BBIAEpXKKA IPH OTOM TeMmeparype 8 .
brina cuHTE3MpOBaHAa TpaHyIHpOBaHHAs MOHO(Aa3Has MIMXTAa C HACHITHBIM
BecoM ~2,8 r-cM> u comepkanueM Oopa [B]=0,18 mac.% mpu pacueTHOM
3HaueHuu [B]=0,25 mac.%. V3 MUXThI BbIpAIIEHbl MOHOKPUCTAIUIBL LiNbO, : B U

OTpabOTaHbl TEXHOJOTUYECKUE PEKHUMBI, TTO3BOIUBIINE CHU3UTH JAE(EKTHOCTD
MOJIYYeHHBIX KpucCTaioB. MccinegoBanus mokasaid, 4TO cojepKaHue Oopa B
KpUCTaJZIaX Ha YpoBHE [B]<1-10* Mac.% crIocOOCTBYET YMEHBUICHUIO
KOoJu4ecTBa ACPEKTOB M YIYUIICHUIO ONTHYCCKUX CBOWCTB HHOOATa JIMTHSL.
HanpotuB, npu KoOHUEHTpauusx [B]>1-10" w™ac.% HaOmonaercs mnoTeps
MpPO3pPAaYHOCTH, MPOUCXOJUT U3MEHEHHE I1[BE€Ta HA KEITO-3€JECHbIA U
MOSIBIIIIOTCS MakpoAedEeKThl B KPUCTAILIAX, 3HAYUTEIBHO YXYIIIAIOIMINE HX
ONTHYECKOE KauecTBO. Kpome 3Toro 3arpyAHsieTcsl 3aTpaBlIMBaHUE KpHCTallia
M3-32 TOSBJICHUS BA3KOW TIUIEHKM Ha IMOBEPXHOCTHM paciuaBa. Cruepyer
OTMETUTH, YTO I BCEX KPUCTAIUIOB LiNbO, : B, IOJIyYEHHBIX TaHHBIM METOIOM,

XapaKTEpPHO KpalHe HEOJHOPOJHOE pACIpPENEICHHEe IpPUMECH B 00beMe
KpUCTaJlJIa, KOHIIGHTpamuss Oopa B KOHYyCe H TOpIE KpHUCTaIa MOXKET
OTIMYAThCSA Ha MOpsAoK. [lo-BuammomMy, OOp OKas3bIBaeT CHUJIBHOE BIMSHUE HA
paciuiaB, U3MEHsS pa3Mep U CTPYKTYpY KJIacTepoOB B pacIijiaBe, a 3TO, B CBOIO
ouyepenb, MPUBOIUT YK€ MPHU CIEAOBBIX KOHIIGHTpAIMsaX Oopa B KpuCTaliax
LiNbO, : B K U3MEHEHUIO UX CTPYKTYpPHI U CBOMCTB.

YCTaHOBIEHO, 4YTO JUIsl BBIPAIIMBAHUSA OINTUYECKH U CTPYKTYPHO
ONHOPOIHBIX  KPUCTAUIOB  LiNbO,:B W3  IIUXTHl, CHUHTE3UPOBAHHOU

TBEpAO0(a3HbBIM METOJIOM, KOHIIEHTpalusi Oopa B pacijilaBeé He JODKHA
npeBbimath ~0,1 wmac.%. Ilpu >TOM KOHIEHTpanuss Oopa B BHIPAIIEHHOM

KpucTaie coctapiser ~107 mac.%.

Memoo comoeenno2o necuposanus
Meron ~ TrOMOrE€HHOro  JIETUpPOBAaHMS ~ HHMOOaTa  JUTUA  OOpoM
[IpeIyCMaTpUBacT Ha HA4YaJIbHOM JTalle IOJy4eHUE NpeKypcopa Nb,O;:B, B

KOTOPBI TPUMECh BBOJIUTCS B KOJWYECTBE, OOCCIEUHMBAIONIEM TIOJyUYCHHE
IIUXTHI LiNbO,: B C 3aJJaHHOIN KOHLEHTpalueil bopa. B aToM cirydae 6op B Buze

H,BO, MOXKCT BBOJUTCA ABYM:I criocodbaMu B COOTBCTCTBUH C

TEXHOJIOTHYECKIUMH CXEMaMH, TPUBEICHHBIMHU Ha puc. 1-2.

I[To cmocoby 1 (cm. puc. 1) OopHas KucCIIOTa pacTBOpSETCS B
BBICOKOYHCTOM Nb -COJEpIKaIIeM pacTBOpe B pacdeTHOM KonmdecTse. [Ipu aTom
OHa MOKET J00aBJIATHCS KaK B Nb-pEIKCTPaKT, 0Opa3yrolIuics B IMpolecce
AKCTPAKIIMOHHOIO TIEpe/iesia MCXOJHOrO ChIpbsi [7], TaK W B HHUOOUEBBIH
bTOpUAHBIN pacTBOpP, MOTyYaeMbIid IMyTEM PAaCTBOPEHHUsS OKCHIa HUOOUS Nb,O,
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(oc. u.) B HF (oc. 4.). IIlpoBeeHHbIE HaMH HCCJICIOBAHUS TMOKa3aJIM, YTO
notepu 0opa IpH MOJyYEHUU NpEeKypcopa Nb,O,: B 3HAUMTEIbHBL. TOJIIBKO Ha

CTaIusX BBIJEICHUSA TUJPOKCHUJIA HHOOUS C (UIbTpaTaMH M MPOMBIBHBIMU
BOJaMHu TepsieTcst 74—77 % Oopa 3a cueT 00pa30BaHUs XOPOIIO PACTBOPHUMOIO B
Bojie TeTpadTopobopara aMMOHUA NH,BF,. DTU pe3yNbTaThl ObLIN MOIYYECHBI
UCXOJs U3 3a/laHHBbIX 3HAu€HUM KOHIEHTpauuil 6opa B Nb,O,: 0,1, 0,5, 1,00
mac.% B. llocnexyromme motepu Oopa MPOUCXOAWIM B MPOIECCE CYLIKUA H
NPOKANKA TUAPOKCHIAa HUOOWs. B pesynbTare OBLIM MOJIyYEHBI MPEKYpPCOPHI
COCTaBOB Nb,O,:B=1-10"+8,4-10" wmac.%. KoHnuenrpamuss Oopa B HHX
ONpeeNsiach METOAOM MAacC-CIIEKTPOMETPUM C  WHIYKTUBHO-CBS3aHHOM
mazmoit Ha npuoope ELAN 9000. OgHako yCTaHOBIIEHO, YTO C YBEJIMUYECHHEM
pacyeTHOM KOHIIEHTpauuu O0opa B Nb,O, B npeaenax 1,5+5 mac.% motepu ero

Ipu CyIIKE ¢ MNPOKAIMBAHUM YMEHbBINAIOTCS. Tak mOpu  3aJaHHBIX
KOHLEHTpauusax 1,5, 2, 3 m 5 mac.% B B Nb,O, NOIYYEHBI NPEKYPCOPHI,

COOTBETCTBEHHO, CJEAYIOIIMX COCTaBOB, B Mac.%: Nb,O,:[B]=0,004,
Nb,O; :[B]=0,005, Nb,O;:[B]=0,01, Nb,O,:[B]=0,022. Kpucramiel Huobara
JUTUSL LiNbO, : B, BBIPALLIEHHBIE U3 IIUXThI, CHHTE3UPOBAHHOMN NpHU 100aBICHUU
OOpHOM KHCJIOTHI B PEIKCTpaKT u3 pacyera 0,08-0,15 mac.% 1Mo OTHOLICHUIO K

HroOuIo (B epecueTe Ha nenTaokcun) [7] cogepxamu menee 1:10° mac.% B. B
TUX KPHUCTAUIaX OTCYTCTBOBAIM MHUKPOACHEKThI, BHU3yaIU3UPYEMbIE B
Ja3€pHOM JIy4y€, YTO CBHUIETEIbCTBOBAIO O BBICOKOM OINTHYECKOM KayeCTBE
MOJIYYCHHBIX KPUCTAILIOB.

ITo cmocoby 2 (cm. puc. 2) pactBop OOpHOH KHCIOTHI BBOJMUTCS B
BBICOKOUMCTBIN THUIPOKCHA HUOOUS TPU COOTHOIIEHWU TBEPAOTO K O0OBEMY
KUAKOTO T :Vx=1:(1-15), m cMecp IepeMelmmMBaeTcs B Te4yeHue 1-2 u.
[lonyueHHasi mynbla ymapuBaeTCsl 0 BSI3KOTO COCTOSIHUSL W CYHIUTCS MpU
110-140°C, a 3areM mnpokamuBaeTca mpu 1000°C B TeueHwe 2-3 4 B
3aBUCHUMOCTH OT Macchl oOpasma. PacTBop OOpHON KHCIOTHI C 3aJaHHOU
KOHIIEHTpaIeil mo 60py roTOBUTCS pacTBOPEHUEM HABECKH KPUCTAJUTMUECKOU
H,BO, (0C. 4.) B JIEMOHU3UPOBAHHON BoJe. ABTOpPHI [8] mpemyiararoT METOA
ydyera noTepb OOpa B BHJE €ro JIETYYMX COEIWHEHUW NpH TEPMHUYECKOU
00paboTKe JErupoBaHHOTO OOpPOM THAPOKCHAA HHUOOUS, MOJYy4aeMoro U3
BBICOKOUYHCTBIX Nb -coziepKalux pacTBOpOB pazHoro reHesuca.
DKcnepruMeHTaNIbHbIE JaHHBIE CBUIETENILCTBYIOT, YTO BBEICHUE O0opa B Nb,O, : B
n0 ~1 Mac.% TNpUBOIUT K OOpa30BaHUIO OKCHJA HHOOWS, COACPIKAIIETO
clenoBble KonmdecTBa Oopa (menee 1-10° mac.% B). B 3aBucumoctu OT
MPUMEHAEMOI0 MeToJla aHaiau3a [8], HuCXoAsd M3 3aJaHHBIX 3HAYCHUM
comepkanusi 6opa B Nb,0, (L4, 2, 3, 5 mac.% B), Obuld MOJyYEHBI
MPEKYpCopsl  C KOHIIEHTPAIUIMHU B, Mmac.%, COOTBETCTBEHHO:
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Nb,O; :[B]=0,1+0,2,
Nb,O; :[B]=2,57+3,4.
Nb-cogep#awmmii pacTsop

H: B
PacTeopenne

25% NHOH
Ocaxnenne
MBI
" r'Jl‘.i'H.'.f M'HJFJ(H?T
@Il.‘]b'l'pa][llﬁ

H0 ocador

Mpomeieka

Nb,O, :[B]=0,3+0,5,

Nb,O; :[B]=1,15+1,32,

BoicokouneThlii rHApoOKCeH] HHOOHS

pacmeop H; BO; Iepevemunanne

|

Vnapusaune

OCaNIK
RPOM, pracmeopn
DuabTpamna Cymka
OCHOOR
Cymka [pokagaka
l LbCOs J{ Nb:0s:B
[Mpokanka lomorennzanus
Li>COs Nb;Os:B
Comorennzauns Teepaodaznsiii cuaTes
J( \L LiTuxma LiNDOz:B
Teepaodainpiii cunres BeipammuBanne KpHceTanios
LiNbOs: B

J, Hluxma LiNbQ s: B

BeipammBsanie KPpHCTALIOB

LiNbOs: B Tepmuueckan odbpadorka
i EH

Kpucranas LiNbOx:B
Tepmuueckan odpadoTka
Kpucranas LiNbO;:B

Puc. 2. TexHONMOTHUYECKAsT CXEMa MTOTYICHHUS
LiNbO,:B nns BbIpallUBaHUS

Puc. 1. TexHomornueckas cxema IMOJy4ECHHS
LiNbO,:B  nns  BbIpallUBaHUS
JIETUPOBaHHBIX  OOpOM JIETUPOBAaHHBIX ~OOPOM  MOHOKPHCTAIIJIOB
Huobara nutus (crocod 1) Huobara nutus (cnocod 2)

Takum 00pa3oM, MOXXHO OTMETHTh, YTO IO JBYM MpejaracMbiM
croco0aM rOMOT€HHOTO JIETUPOBAHMS CYMMapHbIE IOTepU Oopa MpH MOJIYyYEHHUH
Nb,O,:B n3 pacuera <1 mac.% B B IPEKypcope NPHUMEPHO OJNHAKOBBIE.

MU XTHI IINXTHI

MOHOKPHCTAJIJIOB

OpxHako OHU 3HAYUTETFHO MEHBIIIE MO Croco0y 2 mpu BBeaeHuu >1 mac.% B.
VY CTaHOBIEHO, YTO HE3aBHUCHUMO OT I€HE3UCa UCXOJHBIX MPEKYpPCOPOB B
MMpOLECCe CHUHTE3a IIHUXThbl LiNbO,:B W3 Nb,O;:B W Li,CO, NPAKTUYCCKHU HEC

MPOUCXOJUT TOTEeph OOpa B BHUAE €ro JIETY4yux coeauHeHuiu. [lomyueHHbIe
pe3yabTaTbl CBHUACTEILCTBYIOT O TOM, YTO B TIIpeAenax H3YyYEHHBIX
KOHIICHTpaIuii 00p, MO-BUJIUMOMY, YXE€ OINpEIEIeHHbIM O00pa3oM BXOAUT B
CTPYKTYpY OKCHJa HHOOWS, a TPUCYTCTBHUE JIUTUS CTAOMIM3UPYET €ro
IIOJIOKCHUE B CTPYKTYpPE LiNDO, .
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Ha ocHoBe mpekypcopa Nb,O,:[B]=4,2-10"° wMac.% CHHTE3HpOBaHa
omHo(azHas MIMXTa KOHTPYIHTHOTO cocTaBa LiNbO,:B=3,4-10" wmac.% c
HACKIITHBIM BeCOM 2,9 T-cM™ [9], M3 KOTOPOi BBIpAIlleH MOHOKPUCTAJLI HHOoOAaTa
mutud. M3 pe3ynpTatoB Macc-CIIEKTPOMETPUYECKOTO aHaIU3a C WUHIYKTUBHO
CBSA3aHHOM IJIa3MOM cCleoBajio, 4YTO KOHIIEHTpalus Oopa B IJIaCTHUHAX,
Cpe3aHHBIX ¢ KOHYCHOM M TOPLEBOM YacTell KpUcCTalia, COOTBETCTBOBaNA 8-107
1 9-10° mac. % B.V3ydeHne ONTHIECKOTO KauecTBa KPUCTAILIA 110 KOJIUIECTBY
LEHTPOB PACCEAHMS, MbE30AKYCTUYECKUM METOAOM IIOKa3all €ro BBICOKYIO
CTEIEHb CTPYKTYPHOM W ONTHYECKOM OJHOPOJHOCTH, MOHOJOMEHHOCTH.
[110THOCTH MUKPOE(EKTOB B 00BEME KPUCTAJIA COCTaBUIa 5,41 cM >, cpeaHee
3HAYEHUE KOMITOHEHTBI MbE30MOYJIS —
d;=9,35x10"  Km'H'. B Xome wuccloenoBaHuii  yCTaHOBJIEHO,  YTO

HUCIIOJIb30BAHUEC WIMXThl LiNDO,:B, CHHTGBHpOBaHHOﬁ MCTOOAOM T'OMOI'CHHOI'O

JIETUPOBAHUS, B OTJIMYUE OT IIUXThI, TOJY4YEHHON TBEepAO(a3HbIM METOJ0M [6],
crocoOCTBOBaIO 00Jiee OJHOPOJAHOMY PACHPEACIICHUI0 MNPUMECH B 00BEME
paciiaBa, a HM3Kas KOHIIGHTpalus Oopa B IIMXTE MMO3BOJIMIIA CYIIECTBEHHBIM
00pa3oM YBEIHMYHUTh CKOPOCTh POCTAa KpHUCTaUla M, CIIEeI0BaTEIbHO, CHU3UTH
BpEMsI POCTOBOTO IIMKJIa IIPU BbIPAIIMBAHUM KpHUCTasLIa.

Kuokoghaznwiii memoo
[Ipennaraemelii croco® JierupoBaHUs OOpOM IIMXTBI LiNbO, BIEpPBbBIE

paccMaTpuBaeTcss B JaHHOM pasjene cratbM. Ha puc. 3 mnpeacraBieHa
TEXHOJIOTMYECKass CcXeMmMa CHuHTe3a LiNbO,:B. JKugkodasHelii cmnocol

3aKJIIOYAeTCsl B TOM, YTO B BBICOKOUMCTBIA NOACYIIEHHBbIA Tpu 90°C 1o
BJIQXXHOCTU 60-70% THUAPOKCUJ HUOOUS TIPU COOTHOWIEHUH T:V ,=1:2
BBOJISITCSL  PAcTBOPbl OOPHOM  KHCJIOTBI M a30THOKUCIOIO JIUTUS B
KOHIEHTPAILUAX, COOTBETCTBYIOIIUX UX 3aJaHHOMY COAECPKAHUID B IIUXTE
HuoOaTa auTus. [locie nepeMeninBaHusi CMeCH B TeUeHHE 3 4 00pa30BaBIIYIOCS
MyJIbITY YIIapUBAIOT hi (o BSI3KOTO COCTOSIHMS, cymar npu
140°C ¥ mnOpoKalMBalOT B TedyeHUe 4-5 Y B TeMIepaTypHOU oO0JacTu
npeamiaBiaeHus  1240-1250°C.  Jlna  cuHTE3a IMUMXTHl KOHUEHTpauus  Li
PACCUUTHIBAECTCS, WCXOIsl W3 MOJIBHOrO OTHOoweHusa [Li]/[Nb]=0,946, uro
COOTBETCTBYET COCTaBY KOHIPYIHTHOTO IUIaBIEHUS LiNbO,. JlaHHBIM criocoOoM
IOJIy4CHa MOHO(ba3HaH IUXTa cocTaBa, B Mac.%: LiNbO, :[B]=0,002,
LiNbO, :[B]=0,1 U LiNbO, :[B]=0,49 TpU pacUeTHbIX KOHIIEHTparusx Oopa 0,1,
1,0 1 1,5 mac.%, COOTBETCTBEHHO.

[TonyueHHble pe3yJabTaThl CBUACTEIBCTBYIOT, YTO C YBEIUYECHUEM
BBOJIMMOTO KOJIMYECTBA OOpa B THIPOKCHU] HHOOUS MPOUCXOIUT YMEHBIIICHHUE
€ro MoTepb HA CTAAUSIX YIApUBaHUSA, CYIIKA M MpOKaiku (cMm. puc. 3).
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VYcTaHoOBIEHO, 4YTO TMOCJHE TEpPMHUYECKOW oOpabOTKM JUTHH, OOp, HUOOMI
COJEprKalle IMyJbllbl CHUHTE3UpYyeTCd MOHO(asHass IIUXTa LiNbO,:B. ITO
MOATBEPIKIACTCS Pe3yJIbTaTaMH PEHTIeHO(A30BOTO aHAIN3a, MIPOBEJACHHOTO Ha
nudpakromerpe JIPOH-2 cOo CKOPOCTBIO JBMIKEHMs CUETYHMKA 2 Tpaa MUH ' (
CuK ,-u3ny4yeHue, rpauToBbiii MOHOXpoMaTop). J(aHHbIE TPaBUMETPUUYECKOTO
(ompenenenue Nb) WM aTOMHO-3MHCCHOHHOTO (OmpenaesieHHe Li) aHaIu30B
MOKa3aJld, YTO COJEpKAaHWE HHUOOUS B Pa3NUYHBIX 00pa3lax JEerHpoBaHHOU
IIUXTBI LiNbO,: B COCTaBIAeT 61,3-61,8 Mac.%, mutug — 4,38—4,4 mac.%, 4To
COOTBETCTBYET 3a/IJaHHOMY MOJIBHOMY OTHOIIEHUIO [Li]/[Nb].
Nb-codeprcanyi pacmeop
25% NH,OH 1’
_ 5 Ocamacnne
L HTR TR [LELLEE é‘ ikl

,L acdor
0
—— > llpovbiBKa

NPOML Pacmeo

OparTpauns —mM>

J/ ocacoy

Cymka

H;BO;:+ LINO; ‘L
——3  Cumemmsanne

\L nyaLn

Ynapusanue
\L QORI
Cymka
Ipokaaka
InxTa LiNbOzB

Bripamuganiue KpUCTLLI0R
LiNbOs: B

|

Tepmimeckan obpadorka

Kpueraaas LiNbOs: B
Puc. 3. TexHnonormueckass cxema monydeHus mwuXTel LiNbO,:B s BIpaliuBaHUsS
JICTUPOBAHHBIX 60pOM MOHOKPHUCTAJIJIOB HHoOara IUTHS.
Hamu mipoBenieHbI ucciaeoBaHusl pacipeaesieHUs JErupyoieil mpuMecu
Ooopa B mMXTe LiNbO,:B METOAOM MAaCC-CIIEKTPOMETPUU C HHAYKTHUBHO
CBSI3aHHOW IIIa3MOM W JiazepHoi abmsmmeit Ha mpubdope ELAN-9000 DRC-e
Perkin Elmer, CIIIA. ®uxkcupoBaiu BEIMYUHY OTHOCUTEIHHOIO CTaHIAPTHOTO
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OTKJIOHCHUS HHTCHCHUBHOCTH AHAJIUTHYCCKOI'O CHUTHaIa S, INIPHU PErucTpanuu

WOHHOTO TOKAa B PEXHME «CKAa4KOB IO MUKaM» MacC-CIIEKTpa: TPU CKadka Ha
nuKe, TPU CKaHUpOBaHUs, Tpu pemtukd. Cratuctuyeckas o0padoTka
pe3yIbTaTOB M3MEPEHUN aHAIUTUYCCKUX CHUTHAJIOB B CBUACTENBCTBYET, YTO
CPEIHEKBAIPATUIHOE OTKJIOHEHHE S, JUIS MIUXTHI LiNbO,: B COCTaBIsIeT 6—7 %o.

[TomyueHHbIe 3HAUYCHUS HE TIPEBBIIIAIOT TOTPEITHOCTH JAHHOTO METO/1a aHAIHM3a
(o 10%) ¥ TOATBEPKIAET XUMHUYECKYIO OJHOPOAHOCTh HCCIEIYEMBIX
00pa3oB MWHUXTHl LiNbO, IO MAKpOIpUMecH (00pY), UTO SABJISAETCS BaXKHBIM IIPU

BbIpalllUBaAHWH U3 HCC MOHOKPHUCTAJIJIOB.
B HaCTOAICC BPCMA )KI/II[KO(I)EBHBIM MCTOJZIOM HaMH IIOJY4HYCHA INIHXTA

LiNbO, :[B]=0,002 Mac.% C HACBIIHBIM BECOM 2,8 r-cM>, us3 KOTOpoi Oyjer

OCYILIECTBIIEH POCT KPUCTAIIIOB METOJIOM HOXPaabCKOTO U MPOBEJACHO U3YUEHUE
WX CBOWCTB.

3. 3ak/I04YeHue

AHallM3 U3BECTHBIX CIOCOOOB CHHTE3a MOHO(DA3HON JOMUPOBAHHOM
OOpOM IIMXTHl HUOOATA JIUTHUS CBUACTEIBCTBYET, UTO CTPYKTYPHO M ONTHYECKHU
OJTHOPOJIHbIE KPUCTAILIBI LiNhO, : B MOTYT OBITh BBIPAILEHBI C UCIOIb30BAaHUEM

BCEX PACCMOTPEHHBIX METON0B. OJHAKO 'OMOTE€HHOE JIETUPOBAaHUE HamOoJee
NPEANOYTUTENBHO,  OCOOEHHO  €ClIM  yY4acTOK 10  BBIPAUIMBAHUIO
MOHOKPHCTAJIJIOB OPraHU30BbIBATh Ha IMPOM3BOJICTBAX, MNEpepadaThIBAIOIINX
PEAKOMETAIUIBHOE ChIPbE (JIOMAPUT, KOTYMOUT, TUTFOMOOMUKPOJUT U Ap.). [lpu
TOM BBICOKOUHUCTBIE Nb -COAEpM AIIUE PACTBOPHI MOTYT OBITh HCIOJIb30BAHBI
IVl TIOJIy4EHUs INUXThl LiNbO,:B KaK TOMOTEHHBIM, TaK U KUAKO(DA3HBIM

MCTOIOM. TemM caMbIM MOXHO JOCTHUYb Oojice BBICOKMX TEXHHUKO-
SKOHOMHUYECKHUX MMOKa3aTeJIeH 110 CpaBHCHHIO C TBep)IO(l)aSHBIM CHHTC30M.
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Original paper
ANALYSIS OF METHODS FOR SYNTHESIS OF A BORON-DOPED LITHIUM NIOBATE
CHARGE USED FOR GROWING SINGLE CRYSTALS
S.M. Masloboeva
Tananaev Institute of Chemistry - Subdivision of the Federal Research Centre «Kola Science Centre of
the Russian Academy of Sciencesy», Apatity, Russia

DOI: 10.26456/pcascnn/2021.13.750

Abstract: Known methods of a boron doped lithium niobate charge synthesis were analyzed. Such a
charge is applied for the growth by Czochralski of single crystals with high optical quality.

Homogeneous doping (the charge is obtained from precursor Nb,O, : B and Li,CO,) was compared

758



Du3uko-xumuueckue acneKmul U3yueHus Kiacmepos,
Hanocmpykmyp u Hanomamepuanos. — 2021. — Boin. 13

with solid phase doping (the charge is obtained from the mixture Li,CO,:Nb,O;:H,BO,).

Homogeneous doping was determined to help produce LiNbO,: B crystals with a more uniform

distribution of a boron dopant, boron distributes more uniform in the melt volume; technological
regimes established during crystal growth become easier. For the first time the paper considers liquid-
phase charge synthesis method; the method excludes the stage of annealing of homogenized mixture
of niobium pentoxide and lithium carbonate. Results are crucial for the choice of technology at
growing of boron doped lithium niobate crystals for exact areas of technics.

Keywords: lithium niobate, charge synthesis, single crystal, doping, boron, optical quality.
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