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AHHOTauunA
MpuBeneHbl pe3ynbTaTbl UCCIEAOBaHNIA MO CUHTE3Y NEMPOBAHHOMO OOHOBPEMEHHO MarHMeM U UTTPUEM MNeHTaokcuaa
Hnobnsa (Nb20s5:Mg:Y) n nonydyeHHon Ha ero ocHose wWuxTbl HWo6aTta nutnsa (LiNbOs:Mg:Y). PaspabotaHa
TeXHoNor4yeckasi cxema v onpefieneHbl onTMMarbHbIe YCIOBUS Ha KaXkaow CTaauy NpoLiecca, B COOTBETCTBUM C KOTOPbIMM
CUHTE3MPOBaHa MOHOa3Has LUMXTa 33JaHHOMo COCTaBa, NMpeAHa3Ha4YeHHas Ans BbipalLMBaHUsi KpUCTansmoB HuobaTta
NUTKSA BBICOKOIO OMTUYECKOrO KayecTBsa.
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cTaTbsl BbIMONHEHa Npu nogaepxke dedepansbHOro GiogxeTa No Teme rocygapCTBEHHOro 3agaHus MHctuTyTa
XVMUWN U TEXHONOMMN PeaKMX SNEMEHTOB Y MUHEpanbHOro cbipbs uMeHn W. B. TaHaHaeBa Konbckoro HayyHoro
ueHTpa Poccwuiickon akagemumn Hayk Ne FMEZ-2022-0016.
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Abstract
The results of studies on the synthesis of niobium pentoxide (Nb20s:Mg:Y) simultaneously doped with magnesium
and yttrium and a charge of lithium niobate (LiNbOs:Mg:Y) obtained on its basis have been presented. A technological
scheme has been developed and optimal conditions have been determined at each stage of the process. In accordance with
them, a monophase charge of a given composition has been synthesized. The charge is intended for growing lithium niobate
crystals of high optical quality.
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Bgenenue

Huobar nutust KOHTPYSHTHOTO COCTaBa SBISIETCS YHUBEPCAIBHBIM IUAIEKTPUKOM, HHTEIPUPOBAHHBIM
B OITO3JIEKTPOHHBIE U Jla3epHbIe ycTpoicTBa. OH MEePCIeKTHUBEH /ISl HCIIONB30BaHMS B HOBBIX pa3padoTKax
ONTUYECKUX JATIMKOB M OBICTPOI onTHYecKOi CBs3U. OCHOBHBIM HEIOCTATKOM ATOTO MaTepHalia SBISETCS
HU3KUH MOPOT ONTHYECKOro MoBpekaeHus [1—4], KOoTopblii MOXKeT OBITh 3HAYMTENBHO YBEIHUYEH 33 CUET
BBezieHUs B KpucTaiul LiNbO; nerupyrommx KaTHOHOB C MOCTOSIHHOW BaJICHTHOCTBIO (HEOTOpehpakTUBHBIX
KaTHoHOB) [5]. MccmenoBanue u co3maHne TEXHOIOTHI ONTHYSCKUX MAaTEPHAIOB HA OCHOBE aKTUBHO-HETMHEHHBIX
KPUCTAUIOB, aKTUBUPOBAHHBIX pelKo3eMeNbHbIME neMenTamu (Ln), Mg, Zn u Iip. B COUETaHUH APYT C APYTOM,
SIBISIETCS 3a/a4ueil OOMBIION HayYHOM M MPAaKTUYECKON 3HAYMMOCTH. MI3BECTHO, YTO KOHLIEHTPALMS JIETHPYIOINX
KOMITOHCHTOB B KpHCTaUTHUECKHX moporkax LiNbOs;, UX oIHOPOIHOCTH, TUCIIEPCHOCTh W MOHO(A3HOCTh
OTIPE/IETISIIOT CBOWCTBA TOMYYaeMbIX Ha WX OCHOBE MaTepHajioB. Tak, JeTMpOBaHWE KPHCTAINIOB HHOOaTa
auTtus Ln ymydiaer ux SMHCCHOHHBIE CBOWCTBA, TaKM€ KPHUCTAUIBI 00J1a/atl0T BO3MOKHOCTBIO JIa3epHOM
TeHepaIi Ha MOHaX PeIKO3eMENTBHBIX AeMeHTOB. [Ipr 3ToM CBOICTBa HEpa3phIBHO CBS3aHBI C PACIIONOKEHHEM
MPUMECH B PEIIeTKEe KPUCTAIIA W OCOOSHHOCTSAMH YHOPSAOYSHHS CTPYKTYpPhI BHOJIH MOJSAPHON ocH [6].
[TosTOMY TIOMCK HOBBIX, OoJiee d3PPeKTuBHBIX criocoboB cunTe3a LiNbO;:Me:Ln, nzyuenne ocobeHHOCTEH
BIIMSHUSA nernpyromeﬁ )Z[O6aBKI/I u cnoco6a JICTUPOBAHUA HAa KOMITO3UIIMOHHYIO OJHOPOJAHOCTH U OITUYCCKUC
cBoiicTBa MOoHOKpHCcTaIoB LiNbO; BechbMa akTyalnbHBI B CIOCOOCTBYIOT CO3IaHUIO MAaTEPHATIOB C BEICOKOM
CTPYKTYPHOH ¥ ONTHYECKON OJTHOPOTHOCTHIO, TEM CAMBIM PACIIUPSA OOIACTH WX UCIIOIB30BAHUS.

Lenbto nanHoii paboTHI ABIsETCS pa3paboTKa TEXHOJIOTHYECKON CXEMbl CHHTE3a MOHO(A3HOM IIMXTHI
HHoOaTa JIMTHS, JETMPOBAaHHON OJHOBPEMEHHO MAarHWEM WM WTTPUEM B 3aJaHHBIX KOHIICHTPAIMSIX C XUMHYECKU
OJTHOPOJIHO pacIpee]ICHHON MPUMECHIO.

MeTtonuka

3amaueil McciaeqOBaHus SIBISUIOCH MOJyYEHHUE MIMXThI HUOOATa JUTUS C COAEP)KAaHUEM JIETHPYOLINX
npumecerd [Mg] = 4,5 mon. % u [Y] = 0,4 mac. %. Cunre3 LiNbO;:Mg:Y npoBoJuIH ¢ UCIOIb30BAaHUEM
METOJa TOMOTEHHOTO JISTUpoBaHus [7].

JlerupoBaHHBIE MarHueM W HUTTPHUEM NEHTaoKcuabl HuoOus Nb2Os:Mg:'Y (mpekypcop) mHomydanu
B COOTBETCTBHH C TEXHOJIOTHUECKOW CXEMOM, IpeAcTaBIeHHON Ha puc. 1. B ncciegoBaHuAX HCIONB30BAIN
pacTBopsl cocTasa, T1': NbyOs — 145,3, F- — 141,5, KoTOpbIe TOIydaIu IpH pacTBopeHnu okcuaa NbyOs
(oc. 1.) B HF (oc. 4.). JlobaBky Maraus B Buje ero okcuga MgO (oc. 4.) OCYIIECTBISITA B BBICOKOUUCTHIN
¢ropuaHbIil HHOOKEBEIH pacTBop [8]. U3 Nb-Mg-comepskaiuero pactsopa 25 %-m pacteopom NH4OH (oc. u.)
OCaXJIAJIM THAPOKCUAHBINH ocanok a0 pH ~ 11-12, xoTopslii OTOUIBTPOBEIBAIN Ha HYTY-QUIBTPE U Jaliee
perynbnanueil TpeXKpaTHO MPOMBIBAM JEWOHW3WPOBAHHOW BOJIOH OT HOHOB aMMOHHUS W (Topa TpHu
cooTHomeHn: TBepaoi u xunkoi ¢a3 T : V=1 : 3. [loncymennsiii 1o BraxxHoctu 60—70 % mpu 90 °C
TUAPOKCUTHBIN 0cTaTOK cMermmBau TP T : V=1 : 2 ¢ a30THOKHUCIBIM pacTBOpoM Y. CMech iepeMennBaiu
B TeueHue 3 4. OOpa3oBaBIIyOCs MyJIbITY OTOHIBTPOBBIBAIIN, 0CAI0K IIPOMBIBAJIH JICHOHU3UPOBAHHON BOJIOH
mpu T : V=1 : 2, cymmmmm npu 110 °C u npokanusanu npu 1000 °C B TeueHune 3 4 B 3JIEKTPOINEUH
conporusnernss «CHOJI 6/12-By». B xone mpoBeaeHHBIX omnepanuii moiydanu npekypcop Nb,Os:Mg:Y.
Pacuernoe 3nauenne MgO B npekypcope Nb2Os:Mg:Y paBusiiocsk 1,37 mac. % MgO. C yyerom norepr Mg
¢ ¢unbTpaTaMy M MPOMBIBHBIMU BOoJaMH M30bITOK Mg coctaBis 1 %. JJonupytomiyro npumech Y BBOIWIN
B THAPOKCUIHBIA OCaZOK, MCIOJB3Ysl €ro a30THOKHUCIBI pPacTBOp, KOTOPBIH MPHUTOTaBIMBAIN ITyTEM
pactBopenust okcuaa Y203 (oc. 14.) B HNOs (oc. 4.). Pacuernsie 3nauenus Y203 B mpekypcope NboOs:Mg:Y
cocrassm 0,56 mac. % Y,0s.

uxTy LiNbO3:Mg:Y koHrpy3HTHOTO coctaBa (MonbHOe oTHomienue [Li]/[Nb] = 0,946) nomxy4anu
METOAOM TBepIO(]a3HOro cMHTE3a U3 roMoreHn3upoBanHoi cmecu Nb,Os:Mg:Y u Li»COs (oc. u.). Pacuer
HeoOxomumoro konmudectBa LiCOs nmpoBoauiu ¢ yuetom coxaepxkanus Mg u Y B npekypcope NboOs:Mg:Y.
[Iponecc cuHTE3a MMXTHI OCYLIECTBISUIN B dyiekTponeun conpoTtusienus «CHOJI 6/12-By npu tremneparype
1100 °C B Teuenue 3 u.

Conepxanne HHOOUST B Nb2Os:Mg:Y u LiNbO3:Mg:Y aHanm3upoBalid rpaBUMETPHUECKHUM METOIOM
C IPEeABAPUTENbHBIM IIEPEBOJIOM TBEPIBIX 00pa3LoB B pacTBop. Onpenensin: KOHUEHTPALUO KaTHOHHBIX
mpuUMeceld B IPEKypcopax M MIMXTe — METOAOM CIIEKTpanbHOro aHanu3a Ha npudope APC-13; conepxanue
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B HHUX JIETHpYMOmuX npuMeceii Mg m Y — METoJOM pEeHTreHO(IIyOpPEeCIeHTHOTO aHalln3a Ha MIpudope
«Cnekrpockan MAKC-GV»; GTop B JErMpPOBaHHON IUXTE — METOJOM IMHPOTHAPOIIN3a; KOHICHTPAIIUIO
Li B mmxTe — METO10M aTOMHO-OMHICCHOHHOM CIIEKTPOCKOIMY ¢ HHAYKTHBHO CBsi3aHHOM 1m1a3moit (ADC-UCII).
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Puc. 1. TexHonoruueckas cxema nosydenust miuxtel LINbO3:Mg:Y MeT0Z0M rOMOr€HHOTO JIETHPOBAHUS

Pentrenodaszorsiii aHanu3 (POA) Nb,Os:Mg:Y u LINbO3:Mg:Y npoBoauiu Ha qudpakromerpe XRD
6100 (Shimadzu). ns nnenrudukanmu ¢a3 ucrnonszoBaiu 6a3y nanabix “JCPDS-ICDD 20217 (MexayHapomHbIit
LUEHTP JUPPAKIUOHHBIX JaHHBIX).

PesyabTaTsl

Ilo maHHBIM PEHTTEHO(ITYOPECIICHTHOrO aHAIN3a, KOHIICHTPAIMS JISTHPYIOIIUX MpUMecell B MpeKypcope
Y HMIMXTe cocTaBmia, Mac. %: NbxOs: 0,774 Mg : 0,447 Y, LiNbOs: 0,697 Mg : 0,388 Y. DT0 cOOTBETCTBYET
3aJaHHBIM 3HAYEHHSIM B TIpEJIeNiaxX MOTPEIIHOCTH HCIIOIb3YEMOT0 METO/Ia aHATH3a.

MeTo/10M Macc-CIIeKTPOMETPUH ¢ WHIYKTUBHO CBSI3aHHOM IIA3MOM MOATBEPIKICHO, YTO MPH BHIOPAHHBIX
YCIOBUAX CHHTE3a MIMXThl HHMOOATA JIUTHS B COOTBETCTBHM C Pa3paOOTAHHOW TEXHOJIOTMYECKOH CXeMOoi
OCTAaTOYHOC couepmaHI/Ie I/ITTpI/IH B q)HanpaTax nu HpOMI)IBHI)IX BOAaX HaAaXOIUJIOCh Ha ypOBHe CJICOOBBIX
KOJIMYECTB, YTO CBUIETEIHCTBYET O TIPAKTUUECKH TTOTHOM MIEPEBO/IE JIETHPYIOIIEH PHMeCH Y ¥3 €r0 a30THOKHCIIOTO
pacTBOpa B IEHTAOKCHT HHOOUSI (Tabmuiia). [Tpu 5ToM cyMMapHBIe TIOTEpU MarHus ¢ (pUIbTpaTaMu ¥ MPOMBIBHBIMU
BOJaMH 3HAYUTEIbHBI, HO OHH YYMTHIBAIOTCS MPH BBEACHUU HM30BITKA OKCHIA MAarHHsl.
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Conepxxanre Mg u Y B ¢puiibTpaTax ¥ MPOMBIBHBIX PaCTBOpax
B Ipoliecce moiryueHus npexypcopa Nb,Os:Mg:Y

N Nb20s:Mg:Y
OnpenenseMslil 21eMeHT Envnuna usmepeHus v
dubTpar [IpombIBHOI pacTBOp
Mg M/ 0,79 0,56
Y MKI/T 0,150 0,066

VYcTaHOBIEHO, YTO KOHIEHTpalMsl KaTHOHHBIX MpUMeced B mac. % cocTaBwia B MpEKypcope
Nb,Os:Mg:Y — Mo, Zr, Al, Ti, Co<5-10% Fe <310 Mn, Ni, Cu, V<2-10* Cr, Pb, Sn < 3-10* Ca, Si< 1-10;
B mmxte LiNbO3;:Mg:Y — Pb, Ni,Cr, Co, V, Ti, Fe, A1 <2-10%; Ca, Si < 1-107%; Ta < 1-10"2. Conepsxanne
(dTOpa B CHHTE3UPOBAHHBIX MMPOJYKTAX HAXOAWIOCH HIKE UyBCTBUTEILHOCTH HCIIOIB3YEMOT0 B ONPE/ICTICHUH
Metoxa nuporuaponusa (< 0,001 mac. %). Jauneie xumuueckoro 1 ADC-UCII ananu3oB moaTBEpANIH,
YTO 110 KOHIIEHTpaIi HHoowst (62,26 Mac. %) v mtus (4,39 mac. %) coctaBsl mmxThl LINDO3:Mg:Y cOOTBETCTBYIOT
COCTaBy KOHI'PYSHTHOI'O ILJIABJICHUS.

Pesynbratel POA nokazanu (puc. 2), uto npekypcop NbOs:Mg:Y He sisiercst MoHo(ha3HbBIM. B 06pasmax
Nb2Os:Mg:Y npucyrctBytoT ¢aser: NboOs (kaprouka 00-030-0872), MgNb,Os (xaprouka 04-001-7552)
u (aza YNDbO, (kaprouka 04-01-084-8167). OnHako nanHbie POA cBupeTenscTByrOT, uto muxta LiNbO;:Mg:Y,
CUHTE3MpPOBaHHAas Ha OCHOBe mpekypcopa Nb,Os:Mg:Y, mpexacraBiaser co00ii MOHO(A3HBIA NPOIYKT,
cooTBeTcTBYIOIMA coenuHernto LiNbOs (puc. 3, kapTouka 04-009-5526).

TakuMm 00pa3om, MOTydeHHBIC PE3yIBTaThl CBUACTENHCTBYIOT, 4TO mmxTa LiNbO3;:Mg:Y MoxeT ObITh
WCTIOJIB30BaHa B MPOIIECCE BHIPAIIUBAHNS MOHOKPUCTAIIIOB METOIOM Y0XPanbCKoro.
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BriBoabI

Ha ocHoBe mpoBeneHHBIX HCCIEAOBaHUN pa3pabOTaHbl TEXHOJIOTHYECKUE MOAXOIBl K MOTYYEHUIO
MEHTAOKCHa HUOOMS W INMUXTHl HUOOATa JUTHS Ha €ro OCHOBE, JISTUPOBAHHBIX OJHOBPEMEHHO ABYMS
IIPUMECSIMA — MarHueM M UTTPUEM C 33JaHHBIMU KOHLIEHTPALMAMHU AONUPYOIMX npumeceil. OnpeneneHbl
ycioBusl cuHTe3a MOHO(Ma3HOW mmxThl HHoOata jutusi LiNbO3:Mg:Y. IlomydeHHple pe3yabpTaTsl MOTYT OBITh
UCIIONIb30BaHbl Ul CPABHUTEIBHON OLEHKH KauecTBa JIETUPOBAHHBIX MAarHUEM M HUTITPHUEM KPHUCTAUIOB
HUOOATa JIMTHA, BBIPALICHHBIX W3 IIMXTHI Pa3HOTO TeHe3uca. DTO SBISETCS BAXHBIM B XOJ€ pa3padOTKH
MPOMBIIIJICHHOW TEXHOJIOTHUH MOTY4YeHHUSI HOBBIX ()YHKIMOHANBHBIX MaTepPHaJOB Ha OCHOBE HHOOATa JIUTHUS
MIPUMEHHUTEJIBHO K KOHKPETHBIM OOJIACTSIM TEXHHUKH.
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