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AHHoOTauunA
MpeonoxeHa TexHoMorM4yeckass CXeMa CUHTe3a NerMpoBaHHON OAHOBPEMEHHO MarHMeM U ragosfiIMHUEM LUMXTbI
HnoGata nuTna. OnpegeneHbl YCroBuSA MOMydYeEHUss MOHOMA3HOrO MpoAdykTa C 3a4aHHOW KOHLeHTpaumen
nermpyrowmx npumecert Mg n Gd. 3ydeHsl NpogykTbl TEpMONnM3a aueTaTHbIX OCTaTKoB. KayecTBO CUMHTE3MPOBaHHOM
wmxtbl LiINbO3:Mg:Gd no3sonseT ucnonb3oBaTh €€ AN BbipallMBaHWUsS ONTUYECKM OOHOPOAHBIX MOHOKPUCTANIOoB,
KOTOpblE MOTYT HAWTVN NPUMEHEHUNE B Pa3NNYHbIX 06NaCTsIX TEXHUKM.
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Abstract
A process flow chart for the synthesis of lithium niobate charge doped simultaneously with magnesium and gadolinium
has been proposed.The conditions for obtaining a single-phase product with a given concentration of Mg and Gd dopants
have been determined. The products of thermolysis of acetate residues have been studied. The quality of the synthesized
LiNbO3:Mg:Gd mixture makes it possible to use it for growing optically homogeneous single crystals, which can find
application in various fields of technology.

Keywords:
lithium niobate, charge, synthesis, doping, acetate complexes

For citation:
Masloboeva S. M., Arutyunyan L. G., Palatnikov M. N. Acetate method for synthesis of magnesium and gadolinium-doped
lithium niobate charge for growing optical-quality single crystals // Transactions of the Kola Science Centre of RAS. Series:
Engineering Sciences. 2025. Vol. 16, No. 2. P. 77-82. doi:10.37614/2949-1215.2025.16.2.013.

BBeaenue

Momnokpuctambl Huoodata sutust (LiNbO3) OTHOCSTCS K CErHETOANEKTPUUECKUM MaTepHaliaM, K KauecTBY
KOTOPBIX TIPEIBSBISIIOTCS BbICOKME TpeOoBaHus. [l pacmmpenuss oOnacteid TNMpUMEHEHHs KPUCTAILIOB
BAXXHBIM ABJISICTCA y.IIyT-I[HeHI/Ie n MO}II/I(i)I/IIJ;I/IpOBaHI/Ie nux CBOf/'ICTB 3a CUCT JICFPIpOBaHI/ISI MCTAINIMYCCKNUMU
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U HEMETAUTHISCKUMH TIpuMecsiMA. HeCOMHEHHBIN MHTepec MpeACTaBLIoT Kpuctawiel LiNbQOs, nmerumpoBaHHbIC
OJITHOBPEMEHHO HECKOJIbKUMH JJICMEHTAMH, OJTHAKO YHUCIO palboT, MOCBAIICHHBIX WCCIICIOBAHUSM KPHCTAILIOB
LiNbO; nmBoiiHOrO nerupoBaHusi A0OCTaTOYHO orpanuucHo [1—11]. Ha omTuyeckyro OXHOPOTHOCTh U JIA3EPHYIO
npoyHocTh KpuctawioB LiNbOs cymecTBeHHOE BIMSHHE OKa3bIBAaIOT CIIOCOOBI CHHTE3a IMUXTHI HHOOara
JIATHSA, JIETUPOBAHHON OIHOBPEMEHHO JBYMS MPUMECSIMU W HCTIONB3YeMOH ISl BBIPAIIMBAHNS MOHOKPHCTAILIOB.
B pabote [12] aBTOPBI OMUCHIBAIOT Pa3IMYHBIC METOJIBI BBOJIA OJHOM MpuMecH B mxTy LiNbOs.

Lenp naHHOTO WCCNENOBaHUs 3aKIIOYacTCsl B pa3padOTKe JKUIKO(pA3HOro Crocoda TOMy4eHHUsS
13 HUOOUICOICPIKAILIErO0 PACTBOpa MOHO(A3HOM MIUXTH HI00ATa JIUTHSI KOHTPYIHTHOTO COCTaBa, JICTHPOBAHHOM
OJTHOBPEMEHHO B 33JJAHHOM KOJIMYECTBE MATHUEM U TaI0JIMHUEM.

MeToanka 3KCIEPUMEHTA

luxty HMOOaTa NUTHS, JeTHPOBaHHYIO MarHmeMm u ragonmmaueM LiNbO3:Mg:Gd, cunTe3mpoBaim
B COOTBETCTBHM C pa3padOTaHHOW TEXHOJOTMYECKONW CXEeMOW, NMpHBEICHHONH Ha puc. 1. B BBICOKOUMCTHIH
Nb-comepxkamii pacTBOp (PEIKCTPAKT) BBOAWIM IMPUMECh MarHus B Buae okcuma MgO(oc. d.), ucxons
W3 pacuyeTHOTO 3HAuUCHWs KOHIEeHTpauu Mg B cuntesnpyemoit mmmxte LiNbO;, mpu 3toM Opancs M30BITOK
okcua Maraus 3 %. Jlasee ocyIecTBIsUIM aMMHaYHOE OCaXKIeHHE rHApokcuaoB 1o pH = 11-12. O6pa3oBaBuyrocs
MyNnbIy OTQUIBTPOBBIBAIM Ha HYTY-QUIBTPE M 3aTeM OCAJOK pemyiblaliedl TPEeXKpaTHO MPOMBIBAIN
JIEVMOHU3NPOBAHHOW BOJIOM OT MOHOB (hTOpa MPH COOTHOIIEHHWH TBepAoil u >kuakoil a3z T:V, = 1:3. Ilocne
cymwkr npu 90 °C rugpoKCHOHBIA OCTAaTOK (BIaXXHOCTBIO ~65 %) cmemunBanu npu T:V, = 1:(1-2)
¢ pactBopamu aneratoB Gd u Li 3a7aHHON KOHIEHTPALMU U OCYLIECTBISUINA IIEpEMEIINBaHUE B TEUCHHUE
3 4u. [lony4yeHHy0 TyJNbIly yHapuUBadu IO BSI3KOTo cocTosiHus, cymunu npu 140 °C u mpokanuBaiu
npu 1100 °C B teuenue 3 4. Li(CH3COO) roroBuwiu u3 Li,COs(oc. 4.) U pacTBopa YKCYCHOM
kucinotel CH3COOH(oc. 4.). Konuentpanuss Li paccuuThiBazach HCXOJA W3 MOJBHOTO OTHOIICHHS
[Li]/[Nb] = 0,946, 4TO COOTBETCTBOBAJIO COCTaBY KOHIpy3HTHOro miasieHus LiNbO;. Gd(CH3;COO);
MoJIy4ajqd MyTeM pacTBOPEHUsS B paccuyuTaHHOM KoiudectBe okcuga (GdxOs(oc. uy) B pactBope
CH3COOH(oc. 4.). CuHTe3 mmMXThl HpoBOIWIM U3 pacuera comepxanus Mg B LiNbO;:Mg:Gd 1,0 mac. %,
a Gd — ot 0,1 7o 1 mac. %.

KonmyectBeHHOE cofiepaHie HUOOHS B ICXOIHBIX PACTBOPAX U ITUXTE HI0OATa TUTHS (TIOCTIe ee MepeBoa
B PAacTBOp) OMPEIEIISUTH TPABUMETPUUECKUM METOJIOM, TOPU/I-HOHOB — TOTEHIIMOMETPHUYESCKUM Ha HOHOMEpE
OB-74 ¢ F-cenextuBHbIM 3nexTpogoM OBJI-1M3. @Top B NerHpoBaHHON MIMXTE HHOOATa JIMTHS ONpeessid
METOJIOM MTUPOTHAPon3a. KoHIeHTpalnio HEKOHTPOIUpYeMbIX KaTHOHHBIX TipumMecei (Pb, Ni, Cr, Co, V, Ti, Fe,
Al, Ca, Si,Ta) B mmxrte LiNbOs3 ompemensim METOZOM CIEKTpalbHOrO aHaimum3a Ha npubope JPDC-13.
KoHnenTpammio nerupyromux npuMecei, a taroke Li — METOIOM aTOMHO-3MHCCHOHHOHM CIIEKTPOCKOIHNU C
UHIOYKTHBHO cBs3aHHOH 1w1a3moit (ADC-UCII) na cniexrpomerpe Optima 8300 MCII-ADC ¢ npenBapuTeIbHBIM
TIEPEBOIOM TBEP/BIX 00PA3IIOB B paCTBOP.

Cunxponnslii  Tepmudeckuii aHanmm3  (CTA), Brmowaoumid  OJHOBPEMEHHOE  IPOBEICHUE
i depennmanbHoil ckanupyromend kanopumerpun (JJCK) u tepmorpaBumerpun (TT), ocymecteisiin Ha
cuaxponHoM ananuzarope NETZSCH STA 409 PC/PG B untepBasie temmneparyp 25-1250 °C npu ckopoctu
Harpesa 00pa3ioB 10 rpas/MUH B BO3IMyIIHOHN aTMOCchepe.

Pentrenoda3oBblii ananu3 oOpasnos npoBoawn Ha audpaxkromerpe JJPOH-2 co ckopocThio IBIKEHHS
cuerunka 2 rpaj-muH " (CuK -usiyuenue, rpadutoBbiii MoHOXpoMatop). st uaeHTuukaimu (a3 ueross30Baim
6a3y ganbx “JCPDS-ICDD 2002” (MeayHapOIHbIi HEeHTp TUPPAKIIMOHHBIX JaHHBIX ).

PesyabTaTsl

Pesynbratet ADC-HUCII cBUIETENBCTBYIOT, YTO TPH BBIOPAHHBIX ONTHMAIBHBIX YCIOBUSX B Ipeenax
MOTPEIIHOCTH HMCIOJIb3yeMOT0 METOJd AHANM3a BO BCEX HCCIIENOBAHHBIX 00pa3liax CHHTE3MPOBAHHOM IIMXTHI
LiNbO3;:Mg:Gd xonmentparmu Mg u Gd cOOTBETCTBYIOT 3aJlaHHBIM 3HauyeHwsM (Tabmuiia). [lotepu maraus
¢ uibTpaTaMu ¥ IPOMBIBHBIME BOJIAMH HE MPEBBILIAIOT 3 %, 4yT0o KOMIEeHCHpyeTces: H30bITKoM MgO, BBOIUMBIM
B COOTBETCTBHUH C pa3pabOTaHHON METOUKON MOTYyYESHHS IINXTHL
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Nb — conepxammii pacTeop
(peorcIpaxrs)

ﬂb Pﬂ.m(l)pcnnc

25%-mi NH,OH , pacT=op
—————— OcaxncHEAE

Maxra LiNbO; : Mg - Gd
HA EHpanHEAHAC
MOHOEPHCTULOE

Puc. 1. Texaonmoruueckas cxema moxydeHnsl MOHO(A3HOH JerupoBaHHON
OTHOBPEMEHHO MarHHEM U TaJ0JIIHIEM MUXTH HHobaTa mutis LiNbO3:Mg:Gd

KonnenTpanus nerupyromux npumeceid B muxre LiNbO3;:Mg:Gd

Obpaserr Konnenrparmms Mg, mac. % Konuentparms Gd, mac. %
3a/laHHas 10 aHAJIM3Y 3aJaHHas 10 aHAJIM3Y
1 0,95 0,1 0,11
2 1,0 0,98 0,5 0,49
3 0,93 1,0 0,96

Konuentpanus ¢propa B LiNbO3:Mg:Gd HaxoauTcst HUKe npejiesia 4yBCTBUTEIbHOCTH HCII0Ib3YEMOTo
metona ananmsa ([F] <1-107 mac. %).

Bce 00pasiipl mIMXTHL OTBEYAIOT COCTaBY KOHI'PYIHTHOIO IUIABJICHUS, T. K. [10 JTaHHBIM XMMHUYECKOT'O
n ADC-UCII ananuzoB koHneHnTpamun [Nb] = 61,5 — 61,8 mac. %, [Li] = 4,7 — 4,9 mac. % cOOTBETCTBEHHO.

o conepsxanuro katnoHHbIX MUKponpumecerd B LiNbO3:Mg:Gd muxta 0THOCUTCS K BBICOKOUUCTOH,
YTO TMOJATBEPXKAACTCS Pe3yJIbTaTaMH CIEKTpalbHOrO aHamu3a, mac. %: Pb, Ni, Cr, Co, V, Ti, Fe,
Al <2-10% Ca, Si<1-10%; Ta< 1102,

Ha pucynke 2 nmnst oOpasua ¢ pacueTHsIM cofepxanueM B muxte [Mg] = 1,0 mac. % u [Gd] = 0,5 mac. %
npuBeneHsl kpusble TepMmorpaBumerpun (TI), nuddepenunansnoit Ttepmorpasumerpun (UATI)
u auddepennuansHol ckanupyomei kanopumerpun (JCK) aneratHoro HHoOuicoiepKaIlero ocrarka,
moaydeHHoro mociie ero cymku mpu 90 °C. JlaHHBIE TEPMHUYECKOTO aHAIM3a CBHUJACTEIBCTBYIOT, UYTO
10 ~105 °C naOmomaercst [Ba SHAOTEpMUUYECKUX 3(eKTa, KOTOPhIE CBSI3aHbI ¢ yIaICHHEM KPUCTA/LUTU3aI[MOHHOM
Boabl. [lpu mocrnenyromem HarpeBaHWM NPOUCXOAMT OOPa30BaHUE ALETATHBIX KOMILJIEKCOB METAJUIOB.
B oaroii obnactu Temmeparyp NpPOMCXOOUT OCHOBHAas NOTEPss Macchl. OK30TepMHUYECKHil 3¢¢ekT
npu ~332,5 °C xapakTepusyeT ropeHue yKCycHoro anruapuaa. B obmactu temneparyp ~400-500 °C npaktuiecku
HE MPOUCXOAUT yOBUTM Macchl, U HabOIromaeMble 3k303(D(EKThI, MO-BHIUMOMY, CBSI3aHBI C TPOILIECCAMHU
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OKHCJICHHs1 0oO0pasyromuxcsi npoaykroB. [lpu mganmpHeWIeM TMOBBILICHHHA TEMIEPAaTypbl MPOUCXOIUT
o0pa3oBaHMe COCTMHEHHH JINTHS C HIOOHWEM, ITOTePs] MACChl HE3HAUUTENNbHA U MIOJTHOCTBIO OTCYTCTBYET IIPH
temmeparype Boime 1 100 °C.

Pesynbrater POA nokaspiBatoT, 4to npu Temneparypax Boie 850 °C B pearupyromeil CMecH IPUCYTCTBYIOT
B ocHOBHOM (a3bl LiNbO3;, LiNbiOs 1 Bo3MOkHO HekoTopoe komuuecTBo NbOs. Ilponecc oOpaszoBanust
LiNbOs; mpoTekaeT oueHb MEIJICHHO M TONBKO HPW MPOKATMBAHWK alleTATHOTO OCTaTKa B TEYEHHE 3 U
mpu 1 100 °C momyuaetcst MmoHo(da3zHast mmxrta LiNbOs (puc. 3).
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Puc. 2. Pe3ynpTaThl TEpMHYIECKOTO aHAIH3A alleTaTHOTO cuHTe3a mMuXThl LiINbO3:Mg:Gd
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Puc. 3. Tudpakrorpamma mmxtel LiNbO3:Mg:Gd, cuaTe3npoBaHHOM
*kuarogasaem Metogom Tipu 1 100 °C. 20 — yrox bparra (tpan)

Hcxons w3 mosyueHHBIX pe3ynbraroB, mmxTta LiNbO3:Mg:Gd, cuHTe3upoBaHHAass B COOTBETCTBHUHU
C pa3pabdOTaHHOW TEXHOJIOTUYECKOW CXEMOH, YJOBIETBOPSET BCEM TpeOOBaHUSM, HEOOXOAUMBIM IS
€€ WCIIOJIb30BaHUSl TPHU BHIPANIMBAHMM MOHOKPHCTAUIOB HMOOATa JUTHA JBOWHOTO JIETUPOBAHUS
MeToJ1oM YoXpanbCKOro.

BruiBoabI
B cooTBeTcTBHM C IPOBEACHHBIME HCCIIEIOBAaHUAMU Pa3padOTaHa TEXHOIOTHYECKas cXeMa KUIKO(a3HOro
CHHTE3a JICTHPOBAHHOW B 33/IaHHOM KOJIMYECTBE JBYMsI IMPUMECSIMH MarHWEM U TaJOJIMHAEM IIUXThl HHOOaTa
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JIUTUS C OMPEICICHUEM ONTHUMAJBbHBIX YCIOBHI Ha KaXKIOW CTaJluM OCYIIECTBISEMBIX mporeccos. [lomydyeHa
MoHo(azHas BeicokouncTas mmxta LiNbO3:Mg:Gd, xoTtopas MokeT OBITh WCIIONB30BaHA IS BHIPAIMBAHUS
MOHOKPHUCTAJJIOB ONTHYECKOIO Ka4yecTBa. Pe3yibTaThl BaKHBI TPH BHIOOPE MPOMBIIDICHHONW TEXHOJIOTHU
MOJTyYeHHsT KPUCTAJUIOB HUOOATa JINTHS C YIYYIICHHBIMU 3JICKTPOPU3MYCCKUMH H ONTUYECKHMHU CBOHCTBAMH
JUTSL Pa3NIMYHBIX 001acTel TEXHUKU ¢ 00JICe BBICOKUM SKOHOMHUUYECKUM (D HEKTOM.
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