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OBTAINING LARGE-SIZED NON-PHOTOREFRACTIVE LiNbO3:Zn CRYSTALS
BY THE CHOKHRALSKY METHOD FROM A MELT
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Abstract
Technological approaches have been developed to obtain large-sized, 80 mm diameter single crystals of lithium
niobate LiNbO3:Zn. Studies of the optical quality of LiNbOs3:Zn single crystals have been carried out.
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Beenenue

[lomyueHne ONTHYECKHMX MAaTEPHAIIOB C KOHTPOJIMPYEMBIMH ONTHYECKUMH CBOMCTBAMU HAa OCHOBE
MoHokpucTamioB LiNbOs, nerupoBanHbix HedoTOpedpakTUBHBIMU NpuMecsMu (Zn, Mg) n obnagarommx
BBICOKOW KOHIIEHTPAIIMOHHON M ONTHYECKOW OJHOPOIHOCTHIO, CTOMKOCTBIO K JIA3€PHOMY IOBPEKICHUIO
ABIISIETCS] BKHEHWIITUM yCIIOBHEM HMX NMPUMEHEHHS B IMIMPOKOM MAacCOBOM IPOM3BOJCTBE KOMIUIEKTYIOIIHX
Ul TEJIEKOMMYHUKAIIMOHHOTO 00OpYyIOBaHUs, MPHU CO3JaHHM IpeoOpazoBaTeliell J1a3epHOro H3IYUYEeHUs
Ha MEePUOINYECKHU MOJIIPU30BAaHHBIX CTPYKTYpax.

HemanoBaxabIM (hakTOpOM TPH 3TOM SABJISETCS BO3MOXKHOCTH CO3JAaHUS TEXHOJOTHH BBIPALTUBAHHS
MeTo/IoM YoXpallbCKOTO M3 paciuiaBa KpyImHOTaOapUTHBIX JIETHPOBAHHBIX MOHOKPHCTAJLIOB C OJHOPOTHBIM
pacnpezeneHreM pUuMecH B 00beMe OyJIH, O3BOJISIIOIIEH MOTydaTh MaTepHall ¢ BRICOKOH BOCIPOM3BOJMMOCTHIO
OTNITHYECKUX XaPaAKTEPUCTHK.

Kpucramiel Huodara nutusi, erupoBanubie MaraueM (LiNbO;:Mg), nokazanu cBoio 3pPeKTHBHOCTh
U YK€ HCHONB3YIOTCS B MPOMBIIIJIEHHOM IIPOM3BOJCTBE, B TO € BpeMs KpPHCTaJUIBI HHOOATa JIMTHUS
nerupoBanHbie TUHKOM (LiNbO3:Zn), 10 cux mop He HAIIIM KOMMEPUYECKOT0 IPUMEHEHHS.

[IpenimecTBeHHWKaMH CO3/IaHUS TEXHOJIOTUW TONYYEHHsS] KPYMHOTaOapUTHBIX MOHOKPHCTAJIOB
MeToAoM YOXpalbCKOTO SIBISIOTCA MPOBEACHHBIE paHee IMOAPOOHBIE HCCIICHOBAHMS CHUCTEMBI pacIljiaB-
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kpuctammi-npumech LiNbOs3:Zn B MHPOKOM KOHIIEHTPAITMOHHOM JAHMAIa30HE PacIuiaBa, MPH BHIPAIIHBAHUU
Cepuil JICTUPOBAHHBIX MOHOKPUCTAIUIOB auaMeTpoM 40 MM U3 paciiiaBa pas3iHYHOW KOHICHTPAIMH IUHKA.
brnarogapss meTonuke, BIepBhIE TNPUMEHEHHOW TMIPH TIONYYeHHH cepuil MoHOKpucTtaimioB LiNbOs;
JIETUPOBAHHBIX PAAOM pPEIKO3eMENbHBIX dneMeHToB (P33) [1], ObpImM wmWcchmenoBaHbl OCOOCHHOCTH
pacnpesic/ieHus] MPUMECH M OINPEACICHBI C BBICOKOW TOYHOCTBHIO «IIOPOTOBBICY» KOHIICHTPAIIMUA CHCTEMBI
LiNbOs3:Zn, a Takxe MoydeHbl 0a30BbIC 3aBHCUMOCTH KOHIICHTPAIUH ITMHKA B KpucTamie (Cyp), OEHOYHOTO
koad¢urmenta pacnpenenenus (K,yp) OT KOHIEHTparuu npuMmecu B pacmase (Cp) [2, 3]. Ilokaszano, 4ro,
HecMOTps Ha BennuuHy Kopy < 1, mpu C, < 5,5 mon. % nMHKAa B pacijlaBe BO3MOXKHO TOJIYYCHHC
MoHOKpucTaUIoB LiNbO3:Zn, o0magaronmx BBHICOKOW KOHIIGHTPAIMOHHOMN, ONTUYECKOW OJHOPOIHOCTHIO
u HehoTopepakTHBHBIMH CBOHCTBaMH [3].

Takum o0pa3oM, meIpI0 HACTOSIIEH paOOTHI SBISETCS WCCIEAOBAHHWE BO3MOXKHOCTH TMOyYSHUS
OJTHOPOJIHBIX KPYIMHOTra0apuTHBIX MOHOKpUCTAIIOB LiNbO3:Zn onTHYECKOro KayecTBa U3 MPeBApUTEIBHO
MOJTyYeHHOH JISTUPOBAHHOMN IIMHKOM IIMXTHI HIO0ATA JINTHSI.

Pe3yabTaThl nccaeqoBanmii
Ha ocHoBaHuu paHee MNPOBEACHHBIX HCCIAeAOBaHUM [2, 3] ObUIM ONpeAeicHBl ONTHMATIbHBIC
KOHIIEHTpALMH JIerupyromei npumect (2,4 u 2,66 mac. % Zn) B HICXOAHOM MIUXTE.

Tabnuya 1
TexHOMOTHYECKUE PEKUMBI BEIPAIIMBAHHS KPYITHOTa0apUTHHIX MOHOKpUCTAILTOB LiNbO;3:Zn
TexHOonmorn4ecKre napamMmeTphl mpouecca Kpucramn 1 I Kpucramn 2
TemmepaTypHBIii rpaleHT, Tpaj/cM 1,4
Jmamerp TUIIISL, MM 120
JluameTp Kpucrauia, MM 80
JIMHa IMITMHIPUYECKOH YacTH, MM 47 I 50
CKOpOCTb TepeMELICHHUS IPH BBIPAIIMBAHUH 0.9
OWIHHIPUIECKON YacTH, MM/4 ’
CKOpOCTh pOCTa PH BBIPAIIMBAHUH 1.79
[IHHAPUYECKON YaCTH, MM/4 ’
CKOpOCTb BpaIlleHHS TIPU BBIPALIMBAHHI 12
HWIHHIPUICCKON 4acTh, 00/MUH
CKOpOCTh IpUpAIeHHs] MaCcChl, I/MUH 0,659
CKOpOCTh IPOTrPaMMHOTO OXJIXKICHHS 50
rpajg/4ac
IIpoJ0mKHUTETBHOCTE €CTECTBEHHOTO
OXJIQKJICHUS TEIUIOBOTO y3J1a 10 KOMHATHOM 22

TEeMIIEpaTypsl, 4

C 1enbio MOBBIIIEHUS CTENEHH roMoreHu3anuu paciuiaBa LiNbOs3:Zn W monydeHHs KpHCTaILIOB,
CBOOOJIHBIX OT CTPYKTYpPHBIX jAedekToB (KOJNbIa, TOJOCH pOCTa), HAOIIOJAIOIUXCS Y KPHUCTAIUIOB,
BBIpAIllEHHBIX METOJIOM MpsMoro JernpoBanus [3], Obuta cunTe3npoBaHa TBC (TBepmodaszHblii CHHTE3)
muxTa. ['paHynupoBaHHas IIMXTa HUoOaTta JIMTHSA KOHrpysHTHOro cocraBa ([LiO]/[Nb2Os] = 0,946),
JIETUPOBaHHASl LMHKOM, OblJla TOJMydyeHa METOIOM CHHTEe3a-TPaHYJSIIMM M3 CMECH 0C000 YHUCTBIX
Li,CO3:Nb20s:Zn0. IlpensapurenbHas MOArOTOBKAa KapOOHATa JIMTHS, IIEHTAOKCHIa HHOOMS MPOBOIUIACH
cornacHo padote [1]: okcun nunka mapku OCY npeasapurensHo omxurainu npu 650 °C B Teuenue 6 4. Pacuet
HEOOXOIMMOr0 KOJMYecTBa KapOoHaTa JIMTHA, 00ECTICUHBAIOIIET0 KOHIPYIHTHOE COOTHOLICHHE OCHOBHBIX
KOMITOHEHTOB, TPOBOJMIN C y4E€TOM COJAEpKaHWS IIMHKA B MCXOAHOM cmecw. llocie mexaHOoaKTHBalWn
peareHTOB B TeueHHe 24 4 B «IbSHOH OOYKe» CMECh NMOMENIaJd B IUIATWHOBBIA THTENb M CJErKa
noJnpeccoBbIBaNIM. CHHTE3-TpaHyJISALMI0 CMeCH NpoBoawM B omxkurosoi neun [IBK 1,4-25 npu temneparype
1238 °C B teuenue 22 4. Ckopoctb HarpeBa cmecu oT 100 no 1238 °C cocrasisina 400 °C/uac.

B ommmume ot cepuit MoHOkpucTtaimioB LiNbO;3:Zn wmamoro muamerpa (40 MM), MOINyYEHHBIX
13 paciiiaBa MeToAoM YoxpanbCKOro Ha MOJIEPHH3MPOBAHHOM pocToBoM ycTaHoBKe «Kpucrami-2»,
OCHAILIEHHON THPHCTOPHBIM TeHepaTopoM (pabouas yactora 8 k['II), BbIpallMBaHWE KPYIMHOTaOapUTHBIX
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MOHOKpuCTAUIOB LiNbO3:Zn mpoBOAMIIOCh Ha POCTOBOM YCTaHOBKE WHAYKIWOHHOTO THMA «l'paHaTy,

OCHAIIICHHON CHCTEMOW aBTOMAaTUYECKOI'O0 KOHTPOJIA JUaMeTpa W TUPHCTOPHBIM T'C€HEPATOpPOM C paboucit
yacTtoToi 2,5 kI'11

Juia BeIpammBaHus KpymHOraOapuTHBIX (muamerpoM 80 MM) JIETHPOBAHHBIX ITHMHKOM KPHCTaJUIOB

Ha ycTaHoBKe «['paHaT», ObUIO CHHTE3UPOBAHO MO 3,5 KT MIMXTHI KaXKJ0H KOHLeHTpauuu (2,66 u 2,4 mac. %
7Zn B UCXOJHOM IINXTE).

Janee Oputa mpom3BeneHa cOOpKa TEINIOBOTO y37a, W3MEPEH TEeMIIePATypHBIA TPaTUueHT TEIIOBOM
30HBI, OMPEACIECHBI TEXHOJIOTUUECKHUE PEKUMBI BHIPAIIMBAHUS KPUCTAIIJIOB B HOBBIX YCJIOBHSIX.

BennunHa oceBoro TeMnepaTypHOro rpaareHTa HemocpeACTBEHHO Haj paciiiaBoM coctaBuina 1,4 °C/em,
OCEBOH TeMITepaTypHBIA IPaJHEeHT B 00IaCTH TOCIEPOCTOBOTO oTxkuTa coctaBmi 0,5 °C/em.
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Puc. 1. TemnepatypHslil rpaueHT TEMJIOBOIO y3i1a

B  pesynbrate  paboTel  ObUIH

Tabnuya 2 ppipamenst nBa  kpuctamia  LiNbOs:Zn
KOHHCHTpaHI/H/I JICTUPYIOLINX HpHMeceﬁ B MOHOKpHUCTAJIJIaX C JUaMeTpOM HHHHHHqueCKOﬁ YyacTu
LiNbO;:Zn, 3¢ dexTuBHbIN KOIPPUIMEHT pacnpeaeeHus 80 wmM. CBemeHHS O KOHIIGHTPAIMH
Homep [Zn] B pactmase, | [Zn] B kpucramte, Mac. % I JICTHpYIOIeH HpHMecg B paciiase
KpHCTAITA Mac. % KoMy Toperl op U KpUCTalle H O a¢hekTuBHOM
1 2.66 2.18 2.09 0.82 ko3 (UIMeHTe  pachpeleNieHuss  JTaHbl

2 2.4 2,05 2,04 0,85 B Ta0m. 2.
C HETBI0 (hopmupoBaHus

MOHOJIOMEHHOTO  COCTOSIHUS

BBIPAILICHHBIX ~KPUCTAJUIOB OBLI  MPOBEAEH  BBICOKOTEMIIEPATYpPHBIN
anextpoaudpysuonnsrii orxur (BTOA0, mMoHOmOMeHM3arms) oOpa3IoB B ycTaHOBKe «JlaHTam» myTem
MIPIJIOKEHUS TOCTOSHHOTO 3JIEKTPUYECKOT0 TOKA TPY OXJIAKISHHH 00pa3IoB B TEMIIEPATYpPHOM HHTEpBAJe
1232,5...742 °C. KoHTponb pe3yJbTaTOB MOHOJOMEHH3ALMU IMOJYyYEHHBIX KPHUCTAIOB OCYIECTBIISIICS
METOZOM HCCIIEIOBaHUSI CTATHYECKOI0 Mbe303j1eKTpryeckoro 3¢ ekra. CTpyKTypa YCTaHOBKH W METOJHMKA
M3MEPECHHI OIMCaHBI B pabote [4].

Ha puc. 2 npusenens! 3aBucumoctu Qp(F) s kpuctamioB LiNbOsz:Zn. Kaxaas u3 npecTaBieHHBIX

3aBHCHUMOCTEH NOJTydeHa B cepyu U3 Tpex n3MepeHuid. [lonoOpaHHbie pexxrMbl MOHOZOMEHH3ALIMH BBIPALLIEHHBIX
KpUCTAJUIOB TO3BOJIMIIM TOJNyYUTh OTYETIMBBIA Ibe303JeKTpuueckuil 3ddexr (3aBucumoctu [, 2), 4TO
00yCIIOBIIEHO TMOSIBIEHNEM YCTOWYMBON YHUTIOISPHOCTH JIETHPOBAHHBIX KPUCTAIJIOB HUOOATA TUTHSL.
Onrtudeckoe kauecTBO MOHOKpHCTAIIOB LiNbO3:Zn oneHUBaIU 1O KOJIMYECTBY LIEHTPOB PACCEsHNU,
00yCIIOBIEHHBIX Ae(heKTaMU CTPYKTYPBl M BHYTPEHHUMH HAMPSKCHUSMH, BOSHUKAIOLIMMH B IIPOIiecce pocTa
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U TIOCJEYIONIeH TEXHOJIOTHYeCKO 00paboTKH, a TakKe MPUCYTCTBUEM NMPUMECHBIX KaTHOHOB. OmucaHue
YCTaHOBKM U METOJIMKA U3MEPECHUN mpuBeeHbI B [5]. [lomyueHHbIe pacUeTHBIM IyTEM 3HAYCHUS IJIOTHOCTH
mukpoaedexToB kpuctamia I (2,66 mac. % Zn) m xpucramwia 2 (2,4 mac. % Zn) papusrorcs 5,1-cm?
1 4,5:cM ™ COOTBETCTBEHHO, YTO COTNIACYETCSA C ONTHIECKUM Ka4eCTBOM JaHHBIX 0OPa3IoB.

0,6 -
1. C, = 2,66 macc. % Zn.

2. C, =24 macc. % Zn. Ne2
0,5 1 Nel
10—12

§ d333(Ne2) = 8,12 - Kn/H

=
4
=)
S 0,34 d333ner) = 7.86 - 10~ 12 K
=
o

0,0 — T T - T T T T T T T T T T 1
0 10 20 30 40 50 60 70 80

F,H
Puc. 2. 3aBucumoctu Q,(F) nist LiINbO3:Zn

B skcnepumenTax no gpotouHaynupoBaHHOMY paccesHuio cBeta (PYPC) B mosyyeHHBIX KpHCTaIIax
BEKTOpP HAINPSDKEHHOCTH £ 3JIEKTPUYECKOIO IIOJISI JIA3EPHOIO M3JIY4YEHUs IapajulelieH IOJIIpHOM ocu Z
KpHCTalia, JJa3epHbIN JIyd HarpasieH BAOJIb ocu Y (puc. 3).

B nccienoBannbix kpuctamiax / u 2 GoropedpakTUBHBIN OTKIMK OTCYTCTBYeT. KapTunsl paccesnus
HE M3MEHSIOTCS. BO BPEMEHH M COXPaHSIOT GOpMy Ha MPOTSHKEHUH BCEro KCIiepuMeHTa. Jlaxe Mmpy MOIIHOCTH
BO30Yyxaaromiero usiaydenus B 160 mMBt unmukarpuca ®UPC He packphiBaeTcsi, a HaOJIOJACTCS TOJIBKO
KpPYI'OBOE€ PACCEsIHUE HAa CTAaTUYECKUX CTPYKTYPHBIX AedeKTax.

Bbutn mpoBenieHBI McciIeJOBaHMsST KOHOCKOIMMYECKMX KapTHH TONyYeHHbIX KpuctamioB LiNbO;:Zn.
Jiist mceneIoBaHHBIX 00pa3IoB MPU CKAHUPOBAHUU IO TUIOCKOCTH BXOJ/IHOW TPaHM MOJTyYeHbI HE3HAUYUTEITHHO
pasnuyaroniecs KOHOCKONMYECKHE KapTHHBI (puc. 4), COOTBETCTBYIOLIME KOHOCKONUYECKUM KapTHHAM
OJIHOOCHOT'O KpHCTaJlla XOPOLIEro ONTHYECKOro KayecTBa. B TO ke BpeMs MMEILIMECs HEe3HAYUTEIbHbIE
MIPU3HAKM AHOMAJIBHOM ONTHYECKOW JBYOCHOCTH MOIYT YKa3blBaTh HAa HE3HAYUTENIBHYIO OINTHYECKYIO
HEOJJHOPOIHOCTh MCCIIEOBAaHHBIX KPUCTAIUIOB 1O 00beMy. [Ipu3HaKy aHOManbHOM ONTHYECKON JTBYOCHOCTH
s 000MX KpPUCTAJUIOB HE3HAUMTENbHBIC, MPOSBIAIOTCS B BBITATMBAHUHM «MaJbTHHCKOTO» KpecTa
B BEPTHKAIHLHOM HANpAaBICHHUH OT IIEHTPA, YTO COOTBETCTBYET HAMNPABJICHHUIO JePOpPMAaIUH ONTHYECKON
WHJIMKAaTPUCHl KpHUCTaa. Pa3ppiBa «MalbTHHCKOTO» KpecTa B IIeHTpe He HaOiromaercs. M30xpombl
COXPaHSAIOT KPYTOBYI0 CUMMETPUIO.

[Ipu yBenmMYeHWM MOIIHOCTH Ja3epHOTO u3NydeHHs A0 90 MBT AONOTHUTENBHBIX HCKAXKEHUN
KOHOCKOIINYECKOW KapTUHBI He HAOIIOIaeTCsl, UYTO YKa3bIBACT HA OTCYTCTBUE (HOTOPEPPAKTUBHOTO OTKITUKA
HCCIIEIOBAHHOTO KpHUCTayla M IOJATBEpXKIaeTcs pesyibTaramu uccienoBanus kaptun OUPC (puc. 3).
KoHnockonnyeckue KapTHHBI UCCIIEOBAHHBIX KPUCTAJJIOB B LIEJIOM YKa3bIBAalOT HAa UX JOCTATOYHO XOpOIIee
ONTUYECKOE KaYeCTBO.
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1 MuH 6 MHH X

1c 1 MuH 6 MHH

Puc. 3. Kaptunst ®UPC kpucramio LiNbO3:Zn:
a — xpucrait 1 (2,66 mac. % Zn); 6 — kpuctami 2 (2,4 mac. % Zn); X-Y-Z = 10-6-8; L — 532 um; P — 160 mBt

1 uBt 90 mBT

1 MBT 20 MBT

Puc. 4. KoHockonnyeckue KapTUHbI KPUCTAJUIOB:
a — xpucrain /; 6 — xpuctamt 2; A — 532 am; P— 1 u 90 MBt

BriBoabI

Paspaborana ¥ H3roToBjicHA KOHCTPYKIMS TEIJIOBOTO Yy37a, OOeCleuMBaromias Majiblii 0CEBOM
TEMIIEPATypPHBINA TPAUSHT Ha TpaHulle pasfena (a3 u B 30He nmociepocToBoro omkura — 1,4 u 0,5 rpag/cm.
COOTBETCTBEHHO. [10/100paHbI TEXHOIOTUYECKHIE PEKUMBI BhIpamuBaHus KpuctauioB LiNbO;:Zn auamerpom
80 mMm. U3 rpaHynmMpoBaHHOW MMXThI HHOOATa JIUTHS KOHTPYIHTHOTO COCTaBa, JISTUPOBAHHON ITMHKOM,
BbIpamieHsl jBa kpuctamwia LiNbO;:Zn ¢ muamerpom mmnmuHzapudeckod dactu 80 mm. OmpepencHb
ONTUMAJIbHBIE PEKUMBI OTKUTAa U MOHOJIOMEHU3ALMU ISl JaHHBIX KPUCTAJUIOB. Pe3ynpTaThl MPOBEACHHBIX
WCCIICTIOBAHMI TOKa3alld BBICOKYIO CTETIEHh MOHOJOMEHHOCTH H XOpOIee ONTHYECKOE KadecTBO
MTOJTy9eHHBIX 00Pas3I[oB.
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