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AnHoranmusa

JlccnenoBaH mporecc IOJyYeHMA METATAHTAJATa JIUTUA, METAaHMODATOB JIMTUA M HATPUA M UMX TBEPJIBIX
PacTBOPOB, JIUTUAIIPOBOAAIIMX (POCHATHBIX TBEPIBIX 3JEKTPOJNTOB, SIMTAKCUAJIBHBIX IIJIEHOK MeTaTaHTaJa-

Ta n MeTaHrobaTa JMTUA, TBEPJOTO dJeKTposmTa Li;
BaHMEM IIePOKCUIHBIX PACTBOPOB MX MPEKYPCOPOB.

BBEAEHME

Hamnbosee pacmpocTpaHeHHBIM CIIOCOOOM ITO-
JydeHus HuobaTa M TAaHTAJaTa JUTUA ABJIAETCA
TBepAoda3Hoe B3aMMOLENCTBIME IIEHTAOKCHUIA
HMOOMA MM TaHTaja ¢ KapOoOHATOM JIUTKUA IIPU
HarpeBaHmu Jo TemuepaTypsl >1200°C [1].
IlosHOTA mpOTEKAHNA peaKlMy M CTENleHb OJHO-
dasHOCT KOHEYHOTO MPOAYKTA 3aBUCAT OT pas-
Mepa 3€epeH, OJHOPOJHOCTYM CMeCH, IIaCCUBaIIy
YaCTHUI] IPOAyKTaMy peakiym. TakiKe uMeeT Mec-
TO HEKOHTPOJMPYEMOe M3MeHEeHMe COCTaBa KO-
HEYHOTO IIPOJIYKTa, YTO ODYCJIOBJIEHO KaK MeT-
poJiornueckuMy pobgemMamMy (CJI0MKHOCTBIO OII-
penesieHus COLepPsKaHusa OCHOBHOTO BeIlleCTBA B
MCIIOJIb3YEMBbIX NJIA CMHTE3a MCXOJHbIX MaTepu-
ajax), TaKk M IOTepeil KOMIIOHEHTOB PeaKIMOH-
HOJI CMecM B IIpoliecce BBICOKOTEMIIEPATYPHOIO
cuuTeda. Kpome Toro, mpm BBICOKOTEMIEPATYP-
HOM CIIeKaHUM MPOMCXOAUT arjoMepauusd IIpo-
OYKTOB, He [I03BOJIAIONIIAA [TOJIYyYaTh TOHKOIVIC-
IIepCHbIE IIOPOLIKM, MHTePeC K KOTOPHIM B IIOC-
JlefHee BpeMs pacTerT.

Bricoknue TpeboBaHUA, NpeabABIAEMbIE K
KadeCcTBY OKCUIHBIX MaTepUaJioB, IIPUBENN K

*Martepuansl X CemmuHapa AsmaTcko-THUX0OKeaHCKON
axkazeMuy Matepuasos «Hayka 1 T€XHOJIOIMA HAHOCTPYKTY-
PMPOBaHHBIX MaTepuaJsos», HoBocubupck, 2—6 mona 2003 r.

3Aly 5Ti; (PO,); Ha Pa3IMYHBEIX MOJJIOMKKAX C JICIIOIb30-

HeobxopuMocT Pas3paboTKM IPUHIUINAJIBHO
HOBBIX MeTOJOB UX IIOJIyYEeHUA. O,HHI/IM u3 repc-
[IEeKTUBHBIX SABJISETCS 30JIb-T€JIb METO], [103BO-
JISIOIINI, KPOMe TOro, MOJy4aTh SIUTAKCUAJb-
HbIE IJIEHKU 3TUX coeauHeHnit. OHAKO UCITOJb-
30BaHlME B KadecTBe IIPEKYPCOPOB AJIKOKCHIOB
3HAYUTEJBHO OCJOYKHAET ero peaJjmsanuio [2].

B pannoit pabote coobiaerca o paspabor-
Ke MeTofa IOJIydeHUs MeTaTaHTaJaTa JIUTUS,
MeTaHMO0ATOB JIMTUA M HATPUS U UX TBEPIBIX
PacTBOPOB, JUTUAIPOBOAAIMUX (ocdaTHbIX
TBEPAbIX 3JIEKTPOJIUTOB, 3NMTAaKCMAJbHBIX IIJIEe-
HOK MeTaTaHTaJjaTa U MeTaHuobaTa JIMTuUsA, TBEP-
noro asextpoJnra Li; 3AljsTi; ,(PO,); Ha pasmry-
HBIX ITOJIJIOKKAX C MCIIOJIb30BaHUEM IIEPOKCHU/T-
HBIX PACTBOPOB UX IIPEKYPCOPOB.

SKCMEPUMEHTATIbHAS YACTb
MonyuyeHue metaHnobata u MeTaraHTanara mMTms

PazpaboranHblii HaMu crocob moaydeHMA
BBICOKOYJMCTBIX MeTaHMobaTa ¥ MeTaTaHTaJaTa
JuTnaA 0asupyeTcsa Ha OTHOCUTEJBHO XOPOIIeM
PacTBOPEHNUN CBEXKEOCAMKJEHHOTO TI'MAPOKCHUIA
Hyobua mim TaHTasa B 35 J%-M IIepOKCHZE BO-
nopoja. Jlna cuHTe3a CTEXMOMETPUYECKUX TaH-



434 B. T. KAJIMHHMKOB v pp.

TasiaTa ¥ HuobaTa JUTUA IIpexze BCEro HeoO-
XOAVIMO 3HATh TOYHOE COMEePIKaHMe OKCMA TaH-
TaJia MM HMOOUA B CBEXKEOCAKIEHHOM TMIPOK-
cupe. IToaToMy B KadecTBe MCXOIHBIX BeEII[eCTB
MICIIOJIb30BAJIM IIEHTaXJIOPUAbl TaHTAJa MV HU-
0bua kBasmpuranuu “oc. 4.”. HaBecky cooTBer-
CTBYIOIIETO NEeHTAXJI0pNAa HeOOJIbIIIMI TOPLIV-
AMIU IPU TepeMelIBaHuM 3arpysKaynu B 25 Jo-ii
BOJHBIN pacTBOp aMMMaKa KBaJUPUKAIUK
“oc. 4.”, B3ATBINI B COOTBETCTBUM C OTHOIIIEHNEM
T : M =1: 4. ObpaszoBaBiImMiicsa 0caoK IUIPOKCH-
Jla Huobusa mi TaHTajla OTHAEJNAIM OT MaTOYHOrO
pacTBOpa M JJIA OYMCTKM OT MOHOB XJIOpa IIOABEP-
raj TPEXKPaTHOM PeIyJibnanmu B 5 9%-M BOJHOM
pacrBope ammuaka. ConeprraHye IOHOB XJIOpa KOH-
TPOJIIPOBAJIV TIOTEHIVIOMETPIYECKIIM METOJIOM C VC-
rosib3oBaHyeM Cl-cesIeKTVBHOTO BJIEKTPOZa MapKu
XC-Cl-001. B mpoMbIBHOI BOZie IIOCJIEIHE PEeITyJIb-
marm ux copepskanne <10 mr/J

PE3YJIbTATbl U OBCYXXAEHUE

IIpu pacTBOpEHMN CBEIKEOCAIKIEHHOTO IMIPOK-
cupa TaHTasa uam Hmobua B H,O, mpm KomHAT-
HOJI TeMIepaType IIOCJe MHEPIMOHHOTO IIepUOo-
Ia (15—20 MMH) ITPOUCKXOIUT PE3KNII pPa30rpeB u
BCIIEHMBaHMe pacTBopa. JJda mpenoTBpalleHnd
9TOro 3ppeKTa MpoIllece PacTBOPEHMA He0OXOAM-
MO OCYIIECTBJIATH C IIPEJBAPUTEJILHBIM OXJIasK-
nenueMm mnepokcuga Bomopona mo 0 °C. Ilosnoe
pacTBopeHMe ocagka gocturaercsa 3a 35—40 mMuH.

YcTaHOBJIEHO, YTO PACTBOPEHNME CBEIKEOCAK-
JIEHHOTO TMIPOKCHIA TaHTaJja uay Hnodusa B HyO,
IpoTrekaeT 0oJiee POBHO B IIPUCYTCTBUM TUIPOK-
cuzia JIUTUA. B CBABM C OTUM K CBEXKEOCaKJIeH-
HOMY TIMIPOKCUAY TaHTaJa MIM Huobusa mobas-
JIAJIV CTEXVMOMETPUYECKOEe KOJIMYECTBO OLHOBOI-
HOTO TUAPOKCHUJA JUTUA KBaJmduranuu “oc. d.”
U IIepeMelyBaJ. B cMech Ipy MHTEHCUBHOM I1e-
peMelyBaHNM OPUMAMM [IPUJIMBAJY IT€POKCI]
BOZIOpOZa KBaJM(puKauuym “oc.d.” ¢ KOHIEHTpPa-
mmeit 35 9% IO IOJHOTO PaCTBOPEHMS pPeareHTOB
¥ IIOJIydaJiy IIPO3PauHBI PacTBOpP IIpeKypcopa
LiMeO, c conepsxanmem 90—110 r/J1, KOTOPBI BbI-
rapuBasy o o0pa30BaHMA CYXOTO OcCajliKa IIpe-
kypcopa LiMeO, - nH,O.

Ha puc. 1 npencrasnena kpusaa JTA Bbicy-
mensroro npu 100 °C mpexkypcopa Hmobarta Jiu-
tus. Hebosbioin sumosddert nmpu 84—128 °C
CBfA3aH C yaJIeHNeM KPIMCTaJIN3aIIOHHO BOJbL

T

Puc. 1. Kpusaa JTA npexypcopa LiNbOj, BbIcyIieHHOro
npu 100 °C.

Ox303d et ¢ makcumymom mpu 180 °C obyc-
JoBJeH pasjoskeHueMm LiNbO, c BrlmesneHnem
akTuBHOrO KucJsopona [3]. Ilocamenyrommit 9HI0-
adpert ¢ muruMymom npu 246 °C MokeT OBbITDH
CBA3aH C B3aMMOJIe/ICTBMEM OCTATOYHBIX TMIPOK-
CUII0B HMOOMA ¥ JIUTUA C yhaJIeHVEeM BOIBL OK-
309pdext B muHTepBase 640—730°C coorBer-
ctByeT kpucTtanmmsanuyu LiNbO,.

U3 arToro cienyer, 4TO TeMIlepaTypa IIpO-
kaJkyu npekypcopa LiMeO, - nH,0 posxHa co-
craBysaTb 750—800 °C. KoHeuHBI IPOLYKT [Ipes-
cTaBJseT co00il KPUCTAJIMYECKNUI HaHOoyICIIepC-
HBII mopomrok opHodasHoro LiMeO; crexmno-
MEeTPUYECKOr0 cocTaBa. JMCIIepcHOCTb IIOPOIIKOB
yCTaHOBJIEHA C IIOMOIIBIO0 LM(MPOBOr0 CKaHUPY-
IOII[ero 3JeKTporHoro Mukpockona SEM LEO-420
(pasperenne 7.5 HM) u cocraBiageT 80—100 Hm.
OnHOba3HOCTE NOATBEPIKJIEHA METOIOM CIIEKT-
pOCKOIMY KOMOMHALVIOHHOTO paccesHNsA CBeTa Ha
criekTpomMerpe Ramanor-1000 mpu Bo30yxkaeHnm
guHMen 514.5 am Ar-snasepa ILA-120 opm kom-
HaTHOJ TeMmnepatype: crieKTpsl KPC repammraec-
KIX 00pasI[OB CUHTE3MPOBAHHBIX M DTAJIOHHBIX
LiMeO, mosHOCTBIO coBHazaioT. CooTBeTCTBME
COCTaBa CMHTE3VPOBAHHBIX HMobaTa ¥ TaHTaJa-
Ta JUTUA CTEXVOMETPUM MOATBEPIKAEHO XM~
yeckuM aHaausom: LiNbO; cogepsur
10.07 mac. % Li,O n 89.93 mac. % Nb,O; (Teo-
petudeckoe comepsxanue: 10.1 mac. % Li,O n
89.9 mac.% Nb,O;); LiTaO; conmepwur
6.31 mac. % Li,O n 93.69 mac. % Ta,O5 (Teope-
Tudyeckoe copepsxkanue: 6.33 mac. % Li,O un
93.67 mac. % Ta,O;). MaccoBas oy IMMUTUPYe-
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MBIX HpI/IMeceVI B 06OI/IX IIPOAYKTaX COCTaBJIACT,
%:Ca6-107% Mg 6-107% V<5-107% Fe <3-107%,
Co <5-107% Mn 2-107% Cu <5-107%
Ni5-107% Cr 5-107% Si 6-107%, Cl menee 0.01.

lMonyyenue TBEPABIX PacTBopos LiNa, _ NbO;

Hawnbosee nmepcrieKTMBHBIM 0Ka3aJI0Ch IIpVIMe-
HeHMe pa3paboTaHHOIO MeTofa CMHTe3a HuobaTa
M TaHTaJIATa JIUTYA AJIA IOJIyIEHNs TBEPIBIX pac-
TBOopoB Tuma LiNa, _ NbO;. K ceexxeocaxnen-
HOMY TMIPOKCUAY HMOOMA 100aBIIANN CTEXMOMET-
pUYecKye KOJIMYeCcTBa OJHOBOJHOTO TIMAPOKCHIA
JANTUA KBaaudpuranuu “oc.4.” M TUAPOK-
cUfa HaATpMA TOM Ke KBAJMMUKALUM B BULE
BOJHOTO pacTBOpa C KOHIeHTpanueir 16.5 M
(660 r/an) n nepememmBaau. B cmecy mpu mH-
TEHCUBHOM II€epeMeIVBaHNY TOPUUAMY TP~
BaJyi1 35 Y% pacTBOp MepoKCcHUIa BOAOPOJA KBa-
Jaupuramy “oc. 4.” 10 IIOJHOTO PaCTBOPEHUA
peareHTOB. IIpO3payvHEINi I€POKCUIHBIN PACTBOD
BBIIAPUBAJY B CyILIMabHOM Ikady mpu 140 °C,
cyxoit nmpoaykT npokaausaayu npu 800 °C. Ilo-
JydeHBl TBepable pacTBopbl ¢ x = (0.125, 0.17,
0.25 m 0.5. VlccnemoBaHme pa3oBOro cocraBa
CYHTE3VPOBAHHBIX IIPOAYKTOB OCYIIECTBJIAIN
PEeHTTeHO0(a30BbIM aHAJIM30M C MCIIOJIb30BaHM-
em gudparromerpa JPOH-2 ¢ CuK,-nanyue-
HueM u rpaduToOBBIM MOHOXpomaTopoMm. Ha
nudpaxrorpamme (puc. 2, KpuBaa 1) TBep-
noro pactsopa Lijiy5Na;g;5NbO; npucyr-

128

Puc. 2. JOudpaktorpaMMbl TBepIbIX
Lij,95Nagg75NbO; (1) m Lig;Nay;NbO; (2)

pacTBOpOB

CTBYIOT TOJIbKO pecpiiekckl NaNbO;, uTo mo3so-
JIAeT IPENIOJOMKUTb CYIIEeCTBOBAHME TBEPMABIX
pactBopos Ha ocHoBe NaNbO; B mHTepBaJe
0 < x <£0.125. IIpu Gosee BBICOKMX 3HAUYEHUAX XL
Ha AU paKTorpaMMax OTMedaroTcsa pedpyieKesl 1
NaNbO;, n LiNbO;, uTo 6osee 0TIETINBO BUA-
HO Ha OudpaKTorpaMMe BeIlecTBa COCTaBa
Liy;Na,;NbO; (cm. puc. 2, xpusasa 2). OTo 03Ha-
YaeT, YTO CHHTE3VMPOBAHHBIE NMPOAYKTHI IIPEN-
CTaBJIAIOT cODOJ CMeCh ABYX TBEPIBIX Pac-TBO-
poB Ha ocHoBe NaNbO; 1 LiNbO,.

Nonyuenne snurakcuanbHbix nneHok LiTaOs m LINbO;

Obpa3syrommecsa B Ka4eCTBe IIPOMEKYTOYHBIX
IIPOAYKTOB IEPOKCUAHBIE PACTBOPBI IIPEKYPCO-
pos LiNbO, n LiTaO, moryT ObITb KCIIOJIB30Ba-
HBI AJIA TOJY4YEeHNS SBIMTAKCHUAJbHBIX IIJIEHOK
LiNbO; 1 LiTaO; Ha pa3iamu4HbIX HOAJIOMKKAX.

Pacreops! nmpekypcopos LiNbO, un LiTaO, ne-
yCTOM4MBEI, TaK Kak depe3 1—2 41 ux pH c ucxon-
HOro 3HaueHMaA 6 noeblaerca A0 8—9 u M3 HUX
BBINIAJIAET OCAJIOK. Y CTAHOBJIEHO, UTO IIpM JobaB-
JIEHMM B KadecTBe ILJIEHKo0Opas30BaTesId IIMIepy-
Ha YCTOMYMBOCTBb PACTBOPOB PE3KO ITOBBIIIAETCS:
Ipy CconepsKaHmMM IumiiepuHa >5 % (mo obbvemy)
ucxonHoe 3HaueHnme pH coxpansderca B TeueHne
5—10 cyT. Jljia moJiyueHMs IJIEHOK MCIIOJIb30BaJIN
IIePOKCUIHBIE PACTBOPEL, comepskalme 1—5 mac. %
LiMeO; 1 3—6 % (1o obpemMy) IimIepuHa.

Crnou pacTBOpa HmpeKypcopa Ha IOLJOKKM
HaHOCUJIY JM0O0 I[eHTPOOEIKHBIM CIIoCcOO0M, J11bO
MeJJIeHHbIM BLITATMBAHNEM IIOTPY KEHHOI B IIep-
OKCHUIHBIN PacTBOP MOJIOMKKM (METOOM OKYHa-
HuA). Ilocne HaHECceHMA cJI0aA pacTBOpa obpaszery
CyIIMJIM Ha BO3nyxe B TedeHue 10—15 mmH, mo-
MeIlaay B BaKyYMCYIIMJBHBIN HmIKad, mpes-
BapuresbHO Harpetsli 10 140 °C, BeImepIKuBa-
Ju B HeM B TedeHue 15—30 muH. 3aTeM ero or-
sxuragy npu 450 °C B Teuenne 15—20 muH, Men-
JIEHHO OXJasKJajiM 10 KOMHATHOM TeMIlepaTy-
PBI ¥ HAHOCUJIYM Ha HETO CJIeAYIOUINII CJION pac-
TBOpPA C IIOBTOPEHMEM TEMIIEPATYPHOI 00paboT-
KJ. 3aKJIIOYMTEeJbHOM cTagueil ObIJI OTKWUI 00-
pasua mpu 900 °C B Teyenne 1 4.

Ha pwuc. 3 npencraBieHbl qudpakTorpaMMbl
IIJIEHOK C TPeMsd, IIeCTbI0 U JEeBATHIO CJIOAMU
LiTaO;, nosryueHHBIMY HA KOPYH/IOBOM ITOAJIOMK -
Ke IIeHTPOOEYKHBIM CIIOCODOM C MCIIOJIb30BaHIU-
eM 3 %-To TEepPOKCHUIHOTO pacTBOpa IMPEKypCco-
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Puc. 3. Iudpaxrorpammer nnenok LiTaO;, HaHeceHHBIX Ha
KOPYHZOBYIO ITOAJOXKKY. ODO3H. CM. B TEKCTE.

pa LiTaO, ¢ 4% (no obbwemy) ramuepuna. Ha
puc. 3, kpuBada 1 npencTaBiieHa AU paKTorpam-
Ma KOPYHJOBOM IOAJIOKKM. BupHo, uTto mocie
HaHeCeH)dA TPeX CJIOeB Ha IudpakTorpamMmme (CM.
puc. 3, kpuBada 2) HabaomamTCA TpU caabbix
pedaexrca (3.76 A, 2.74 A, 2.59 A), XapakTep-
HBIX AJa nopomkoobpassoro LiTaO; IIpu Ha-
HECEeHUN IIIeCTY CJIOEB Ha IudpakTorpaMme (CM.
puc. 3, kpuBada 3) UHTEHCUBHOCTDb 3TUX pediieK-
COB CHM3MJACh IIOYTM B 2 pasa, a IIpu HaHece-
Hum 9 cisoeB Ha audpakrTorpamMme (cMm. puc. 3,
kpuBas 4) pedaexc ¢ d = 259 A ucues, a un-
TEHCUBHOCTb JIBYX OCTaBIIMXCA PepJIEKCOB YMEHb-
IIMJIach eIne B 2 pasda. OTO KOCBEHHO CBUETEJNb-
CTBYeT O TOM, YTO C yBeJMYEHVEM TOJIIMHEI IIJIEH-
KI BO3PACTaeT J0JIA OPMEHTUPOBAHHOIO CJIOA Me-
TaTaHTaJIATa JIUTKA. JIJIA perucTpal OTPasKe il
oT opueHTUpoBaHHOro cjos LiTaO; cuerunk am-
mapata JJPOH-2 ycranoBum mog yroom 20 = 32.7°
a obpaser] ¢ IeBATHCIONHBIM IIOKPBITMEM BPYU-
HYIO IIOBEPHYJM IO IOJIy4YeHNUS MHTEHCUBHBIX OT-
paskenmit ot mmockoctu 104 (d = 2.739 A). B sTom
TIOJIOXKEHNMN ClieJIaHa 3aIlCh JUDPAKTOrPaMMBI (CM.
puc. 3, KpuBas 5), Ha KOTOPO IIPUCYTCTBYIOT CEMb
pedptexcon. Pedpaexcer ¢ d = 1.375 u 272 A xa-
PaKTepHBI AJ1A MOHOKpucTasmrdeckoro LiTaO;, a
pedaexcer ¢ d = 2.04, 3.76, 4.10, 550 u 6.80 A,

IIO-BUAVIMOMY, BO3HMKJIM BCJIEACTBUE JedeKT-
HOCTM CTPYKTyphI myeHkn LiTaOs;.

AHaJlorMYHbIE PE3yJBTATHI IOJY4YeHbl IIPU
JICIIONb30BaHUM IIEPOKCUIHOTO PacTBOpa Ipe-
kypcopa LiNbO,.

CylecTBEHHBIM [IPEVIMYIIIECTBOM METOZA OKY-
HaHUA ABJAETCA Pe3K0oe yMeHBIIeHMe Pacxoza
IIEPOKCUIHOTO PaCcTBOPA, IIOCKOJBKY IIPM IIE€HT-
pobexxknoM cmocobe 95 % pactBopa cOpachiBa-
eTcdA C IOBEPXHOCTM IOAJIOMNKKY U HYKJTAeTCA B
pereHepanun. [JIyid NONydYeHNUA STUM METOZOM
MHOTOCJOMHBIX MOKpbITUI LiTaO; Ha nomiosx-
Ke 13 MOHOKPMCTAJJIMYECKO IJaCTUHEI
LiNbO; oo 1.5 MM IPUMEHAIN PACTBOPEI,
cogepsxamue 1.5—2.5mac. % LiTaO, u 2—-3 %
(mo o6wvemy) raunepuHa. Ilepes HaHeceHUEM
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Puc. 4. Indppaxrorpamme! mreHok LiTaOs;, mosrydeHHBIX Ha TOJ-
soxxke 13 LiNbO; meTonom oxkyHaHnA. ODO3H. CM. B TEKCTe.
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pactBop HarpeBaau no 30 °C, mOAJOKKY BbI-
TATUBAJY U3 PACTBOPa CO CKOpOocThio 0.6 cM/MMH.
Kak cnemyer us puc. 4, xpuBaa 1, Ha audp-
pakTorpaMme IOAJIOMKKM HapALYy C MHTEHCUBHBI-
mu pedpaexcamu 2.73 u 1.36 A, xapaxrepubiMu
IJis1 MOHOKpucTasamdeckoro LiNbO;, mpucyr-
CTBYIOT HeTbIpe CJa0BIX [OIOJHUTEIbHBIX ped-
nexkca (3.92, 3.80, 3.03 u 1.51 A). Ix nmoasrenne
CBUJIETEJIBCTBYET O JIe(PEKTHOCTM IIOBEPXHOCTI
noanoskkn. IIpn Hanecenun nsyx ciyoes LiTaO,
Ha mudppakTorpamme (cM. puc. 4, kpusasa 2) ped-
sexcer 3.92 u 3.80 A ycYe3al0T, MHTEHCUBHOCTh
pedexca 3.03 A ymensmiaerca ma 1/3, Ho mo-
aBasercs caabeni pedpaexc 5.90 A. IIpu nanece-
Huu tpex ciyoes LiTaO; Ha nudparrorpamMme (cm.
puc. 4, kpuBaa 3) ucuesarT pedekcs! 5.90, 3.03
u 151 A u noasasrorca caabere pedrexcer 2.59
u 850 A. IIpu weThIpexcy0itHOM MOKPBITUMM HA
mucppaxkrorpamme (cm. puc. 4, kpuBaa 4) ocra-
eTcsA TOJIbKO ONMH JOIOJHUTEJIbHBIN pedJerc
2.59 A, XapaKTEepPHBIN OJIA IOPOIIKO00Pa3HOTO
LiTaO;. Vicxona us 3Toro crejyaH BBIBOJ, O TOM,
4TO JJIA IIOJIy4YeHU:A BBICOKOOPMEHTVPOBAHHON
mieHkn LiTaO; Ha MOHOKpUCTAJIIMYIECKOl IOJ-
gocxke LiNbO,; mocTaTO4YHO TPEXCJIONHOTO IIO-
KpBITMA MeTonoM oKyHaHud. Ilosydyennasa mocie
YEeTBIPEXCJIONHOTO ITOKPBITUA IIJIEHKa IIpo3pad-
HadA, ¢ TosmuHOoM 0.3 MKM (TOJIIIMHA €IUHUYIHO-
IO CJIOSL B CPEJHEM COCTaBJIAET 75 HM).
Obpasern ¢ 4eTbIPEXCJIOMHBIM IIOKPBITHEM JIC-
CJIEIOBAH IIPY KOMHATHON TeMIIEPaType MeTOIOM
CIIEKTPOCKONNMY KOMOMHAIMOHHOIO pPacCesHUd
ceera (KPC) na criekrpomerpe Ramanor U-1000
C JCIIOJIb30BaHMEM OIITMYECKOTO MMUKPOCKOIIA
Microraman c jokaabrocTb0 1.5—10.0 MmrMm. Vc-
II0JIb30BaJIaCh TeOMETPUA paccesHusa “Ha oTpa-
skeHMe”. YCTaHOBJIEHO, YTO IIOAJIOMKKA PAaBHO-
MEPHO IIOKpPBITa CJOEeM MeTaTaHTajaTa JIUTUA
CraHMpoOBaHMe II0 IIOBEPXHOCTM IIOKPBITUA He
BBIFABIJIO CYIIIECTBEHHBIX OTJIMUMI (B IIpenesax
ommbOKM dKcrepuMmenTa) B cuekrpax KPC B pas-
HBIX TO4YKaXx nosepxHocTi. Ha puc. 5 nmpuBeseHs!
TunmyHele crekTpsl KPC B HenmoJAapn3oBaHHOM
MBJIy4eHU) KepaMudecKux o0pas3IoB TaHTaJaTa
u HuobaTa JIMTHUA, IOJTYyIEeHHBIX O0BIYHBIM METO-
JIOM BBICOKOTEMIIEPATypPHOTO CMHTe3a, a Ha
puc. 6 — CHeKTpPHI IJIEHOYHOTO ITOKPBITMUA U IO~
J0sxkKN. CIIEKTPBI COCTOAT U3 TPeX I'PYIII JIVHUIA,
OTZeJIEHHBIX DHEPreTHdecKoil Iesbio: B obJac-
tax 100—450, 550—650 u 850—900 cm™ ! pacrmo-
JIOYKEHBI JIMHUM, OTBedalolue KoJebaHmMAM

—
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Puc. 5. Cnexrpsr KPC kepammnuecknx obpasunos LiTaO; (1)
n LiNbO; (2).

nouoB B (Nb mimu Ta), HAXOOAIIMXCA B KUCJO-
POIHBIX OKTasnpax, KOoJIeDAHMAM KUCIJIOPOHBIX
okTaspos BOg 1 MOCTMKOBBIM BaJIeHTHBIM KO-
JebaHMAM MOHOB Kucjopoza B okTaszape BOg
COOTBETCTBEHHO.

Ha pwuc. 6, xpuBasa 3 IpuBeJeH Pa3HOCTHLIN
criektp KPC mopmyosxkkm u noxpeituda. VI3 Hero
OTYETJIMBO BUIHO, YTO B CIIEKTPE MTOKPBITUA yBe-
PEHHO IIPMUCYTCTBYIOT JMHUM B obsacTy KoJseba-
HMIT KMCJOPOJHBIX OKTasapoB (500—700 cm 1),
JVHUU B 00J1aCTU KOJIe0aHMII MOHOB, HAXOAAIITUX -
cs B oKTasapuaeckux mycrorax (0—500 cv ). Ectnb
“HamMeTKa” Ha HaJM4MeE JMHUMU B 00JIACTY BaJIEHT-
HBIX MOCTUKOBBIX KoJiebanuiit B—O—B (850—
900 cm ). BaskHO OTMETHTB, YTO pacIpejiesieHye
VHTEHCUBHOCTEN 1 YaCTOT CIIEKTPa I0JIYUYEHHBIX
IIJIEHOYHBIX ITOKPBITUII IIOJIHOCTHIO COOTBETCTBY-
eT pacIpesieJIeHNI0 YacTOT ¥ MHTEHCUBHOCTEN B
CIIEKTpe IOAJIOMKKM 33aJIaHHOV OpMEeHTAaLNN.
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Puc. 6. Criextper KPC mieHouyHOro noxpeiTua (1), IMOIJI0MK-
k1 (2) n pasHocTHBI crieKTp KPC mommoskkm u myieHoYHo-
ro MOKpbITUA (3).
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Bun paszoctHOro cnextpa KPC mossosser
yTBepKIaTh caenyoiiee. Ha moBepxHOCTHM HOJ-
JIOPKKM IIPOMCXOUT 00pasoBaHye OpUEeHTNPOBAH-
HOJ MJIEHKM, BO3MOYKHO Jla’ke MOHOKPMCTAJLIIV-
YeCcKoif, HO C CYIIeCTBeHHO Dojiee pasynopsano-
YEHHOIl CTPYKTYpOii, 4eM CTPYKTypa KepaMmu-
yecKux 00pasuoB HmobaTa MM TaHTAJIATa JIM-
TUA, IOJyIeHHbIX 0OBIYHBIM BBICOKOTEMIIEPATYP-
HBIM CMHTe30M. MOYKHO NpPEeANnosoKNTh, YTO I0-
KpBITME IIPeJICTaBIsAeT cob0il CUIBHO pas3yrops-
JIOYEHHBI (BOBMOYKHO, HAHOCTPYKTYPHbI) Opu-
EHTMPOBAHHBII IIPUITOBEPXHOCTHBI TBePAbLA pac-
TBOP HMOOATa-TAaHTAJIATA JINTHUA, HAIIOMMUHAIOIIVIA
MoHOKpucTasnmdeckuit. B cnexrpe KPC Taxoe
CMJIBHOE Pa3yIOpsALOYEHNe CTPYKTYPbI OOBIYHO
NIPOABJIAETCA HE B BUJE YIUIMPEHUSA OTHEJbHBIX
JVHUA, a8 B BUOE CAUAHUA TPYNI JUHUNA B IIN-
pokue nudgysHbIe IIOJIOCHl, YTO M HabJroga-
erca Ha puc. 6. OZHAKO He MCKJIYEHO, YTO
IIOJIyYeHHbIe IIJIEHOUYHbIE IOKPBITUSA IIPECTaB-
JAI0T cob0li XOPOILIO OPMEHTMPOBAHHBIN MTOJM-
KPUCTAJINIECKUII TAaHTaJaT JUTUA C CUJIBHO
PasynopAROYEeHHBIMY KAaTMOHHON M aHMOHHONM
mompemeTkamMu, OJM3KMUIE K HAHOCTPYKTYpPaM.
Bce ot BapuaHTHL CTPYKTYPBI MOKPBITUA (TBEP-
JIbIIl PacTBOP, IMOJMMKPUCTAJINIECKNI TaHTAJIAT
JINTHUSA C Pa3ylOopPALOYeHHONM CTPYKTYPOIL, a TaK-
’Ke UX HAHOCTPYKTYPHBbIE BapMaHThI) COOTBET-
cTByOT nosydeHHblM crekTpam KPC. Mosxzo
[IPEAIIOJNOMKUTh, YTO HabJII0aeMoe Pas3yIIopAmo-
YeHUe IOKPBITUA M3 MeTaTaHTaJjaTa JIUTKA Ha
IIOBEPXHOCTM MeTaHmobaTa JMUTUA 00bACHAETCA
CIUJIBHBIM pPa3yHopAL0YeHMEeM TOHKOIO IIOBEPX-
HOCTHOTO CJIOSA TIO/IJIO¥KKYI, BOBHMKAIOIIIETO [IpY Me-
XaHMYECKOI! [TOJIMPOBKe IIOBEPXHOCTY abpasyBHbI-
MU TIOPOIIKAMIL

I'IonyquMe TBEp4Oro 3J/1IeKTPOJIMTa
Li; 3Alo 5Ti; APO,)s

IIpu cunTe3e TBEP/LIX 3JIEKTPOJUTOB THUIIA
Li; 3Aly 5T, (PO,); KepaMuyecKuM MeTOI0M BO3-
HUKaeT npobjemMa BOCIPOU3BOJMMOCTH CBOMCTB
KOHEYHOTO IPOAYKTa, YTO ODyCJIOBJIEHO MeXa-
HIU3MOM TBepAodasHbIX peakimii. Hanbosee nep-
CIIEKTMBHBEIM CIIOCOOOM IOJy4YeHUs TBepPJbIX
3JIEKTPOJMTOB BTOT0 THUIIA CO CTaOUJIbLHBIMMU
cBoiicTBaMM JOJKEH ObITh IpeABapUTeJbHBIN
IlepeBoy] BCeX MCXOAHbIX KOMIIOHEHTOB B PacTBOP
¢ mocjenyioleil ero Bbimapkoit. IIpu sTtom ca-
MBIM CJIOKHBIM SBJI€TCA IIepeBOJ B PacTBOP

TUTaHA. YCTAaHOBJIEHO, YTO CBEXKEOCAKJIEHHBIN
IUIPOKCHUT TUTAHA YJIOBJIETBOPUTEJHEHO PaCTBO-
pAeTcA B BUJie IEPOKCHUIHOIO KOMILJIEKCA B KIC-
Joit cpene. CBerxeocaskIeHHBIN T'MIPOKCHUL TU-
TaHa IOJyYaJy IIyTeM PacTBOPEHMSA HaBECKU
OKCMJia TUTaHA aHATa3HOW (POPMBI B IIJIABMKO-
BOI1 KucyoTe. IloTy4eHHBIN KUCIIBIA (PTOPUIHBIN
pactBOp HarpeBaJu a0 Temnepatypsl 50—60 °C
¥ IPUIAMBAJIM HEDOJBIIMMY NOPLMUAMY IIPU IIe-
pemermBaHuM B 25 Y- pacTBOpP aMMMaka. BbI-
MaBIINII aMOP(HBIN 0CATOK IMAPOKCHUAA TUTAHA
OTMBIBAJIN 5 J-M PACTBOPOM aMMMaKa OT VIOHOB
dropa penysasnanueit. ComepskaHue MOHOB
dhTopa KOHTPOIMPOBAJN IIOTEHIVIOMETPIYECKIIM
METOJIOM C MCIIOJIb30BaHMEM F-ceJleKTMBHOTO
asekTpona Mapku XC-F-001. B mpoMbeIBHOI Bofe
rocJIefHeN perryibnaiym oHo <10 mr/..

Cunres TBEPAOTO BJIEKTPOJINTA
Li; Al 5Ti; 7(PO,); oCyIIeCTBIANN C MCIOJb30-
BaHJEM CBEXKEOCAKJIeHHOIO TMJPOKCHUIA TUTa-
Ha, BomHBIX pacTBOopoB 1 M LiNO; u Al(NO,),,
HNO; (maccoBaa mossa 65 %), H;PO, (maccosas
o 85 %), HyO, (MaccoBasa nona 35 %). I'mupox-
CUJ TUTaHa PacTBOPAJM B CMeECHU, COLEpIKallleil
70 % (mo ob6wemy) HNO; m 30 % (o obbemy)
H,0,. K nosryuerHOMY pacTBOPY NPUIMBAJIN IIPK
nepememnsaiuu pactsopbl LiNO;, AI(NO;); u
H;PO, B cooTBeTcTBMM CO cTexmoMeTpueil B pe-
3yJbTaTe 0OPa30BBIBAJICA IIPO3PAYHBIN BOJHO-
IIEPOKCUIHBI pPacTBOP PYyOMHOBOrO IIBETa, CO-
nepsxammii 160—170 r/J1 KOHEYHOTO NIPOAYKTA.
ITosry4ueHHBIN TTOCJIE BBIIAPMBAHMUA PAacTBOPA I10-
poIIIoK 0eJioro IBeTa NPOKAJMBAJM IIPU TEMIIe-
patype 900 °C B Teuenme 14, 3areMm u3 HeEro
npeccoBaJsy TabJIETKM, KOTOPbIE CIIEKAJN IIPU
1000 °C B Teuyenme 1 u. VloHHasA IPOBOJUMOCTH
criedeHHBIX Tabsetox cocraBmia 6 (10 * Cm/cm
Ipy KOMHATHOM TeMIlepaType, YTO COBIAfaeT
CO 3HaYeHMEM IIPOBOAMMOCTM 00pas3IioB
Li; 3Al 5Ti; (POy)s, mosyueHHBIX TBePIOMa3HBIM
CUHTE30M.

3AKJIFOYEHME

OcHOBHOE HpeuMyIecTBO pa3paboTaHHOIOo
criocoba TOJy4eHMs YCTOMUMBBIX MEePOKCUIHBIX
pacteopos B cucreme Li,O—Al,O3—TiO,—P,05—
H,0—H,0, 3axmouyaeTcsa B BO3MOYXHOCTY MCIIOJIb-
30BaHMA UX AJA INOJy4YeHUA TOHKUX ILJIEHOK
TBepgoro sJyekrposuta Li; ;Al3Ti; ;(PO,); Ha
IOJJIOXKKE MEeTO/OM OKYHaHUA NPK N00aBJIeHUN
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TJIKIlepMHa B KadecTBe IIJIeHKooOpasoBaTeJid.
B xauecTBe MOAJIOMKKM MCIIOJIb30BAJN OVICK U3
MOHOKpMCTaJIIMdecKoro camndupa. Pactsop, co-
nepsxammii B 100 Mot 12 r mpekypcopa TBepI0ro
astekrposmrta Li; Al 5T, ,(PO,); n 5 Mma raume-
puHA, ycTOMuUMB B TedeHume 7 cyT. Jl1a HaHece-
HIA IJIEHKU MIOJJIOXKKY OKYHAJIM B PacTBOP, 3a-
TeM BBITATUBAJM CO cKopocTheio 0.6 cM/MuH, rTo-
CyIIMBaJM Ha BO3mayxe, oTexurasu mnpu 450 °C B
TedyeHMe 15 MMH M OXJIasKIaJyu J0 KOMHATHOM
TeMIepaTypsl IIpoliecc HaHeceHNUA pacTBOpa Ha
IIOJIJIOKKY IIOBTOPSAJN, TOJBKO OTKUT 00pasia
nposomuun pu 850 °C B Teuenme 30 mumH. OB6-
pasoBaHMe IIJIEHKM Ha IOAJIOKKE IMOATBEpPIKIe-
HO ¢ rToMoInb0 Mukpockorna Neophot-2 (yB. 200).
PenrrenocazoBrlii aHaJIM3 MOKasaJ, 4TO Ha
IudpaKTorpaMMe IOJYYeHHO NHJeHKM Hab-
JofaeTca 4deTbipe pedyiekca, XapaKTepHBIX
IJaA TMOPOIIKOOOpPa3HOrOo DJIEKTPOJUTA

Li, Al 5Ti, ;(PO,);. Orcroza cienyer, 4TO MeTO-
JOM OKYHAHMA MOJKHO II0JIy4aTb Ha COOTBETCTBY-
IOIMX MNOMJIOMKKAX IePCIeKTUBHBIE IJIA IIPOU3-
BOJICTBa TOHKOILJIEHOYHBIX XVMUYECKUX MCTOYHYI-
KOB TOKa IJIEHKU JIUTUNATIPOBOIAIINX TUTAHO(OC-
haTHBIX TBEPABIX IJIEKTPOJIUTOB.

Pabota BBIIOIHEHA TPV YaCTUYHOM (PMHAHCOBO IO~
nepsxkke KomrutexcHoit mporpammsl IIpesuanyma PAH
“HoBble IPMHIMIIEI ¥ METOJbI CO3JAAHMUA M HAIIPaBJIEH-
HOT'O CMHTEe3a BEIIeCTB C 3aJaHHLIMI CBOMCTBaMIL”.
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