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MOCJIOMHBINA AHAJIN3 KPUCTAJNIMYECKUX TIJIACTUH TAHTAJIATA JIUTUA
METOJ0OM MACC-CIHEKTPOMETPUU C UHAYKTUBHO-CBA3AHHO
IIJIA3BMOI ¥ JIA3EPHBIM ITPOBOOTEOPOM

© C. B. Iporodoyxckaa, O. b. Illepouna, A. 1. Hosukos'

Cmamos nocmynuna 20 utona 2014 2.

Metoznom JIA ICIT MC npoBezieH OCIIONHBIH aHaNIU3 IIACTUH MOHOKPHCTAINIMUECKOTO TaHTajIaTa JIi-
THs Z-cpesa (TMepIeHIUKYIIIPHOTO KpHUCTAILIOrpaduyeckoil ocu Z), MOAUGHUIMPOBAHHBIX METOIOM
VTE, ¢ 1e/b10 yCTaHOBIEHHSs U3MeHeHust cooTHomienust Li/Ta. TTonydueHHbIe JaHHbIE HAPSY C PE3Y/Ib-
taramu uccienoBanus Meronamu PCA u criekrpockonuy KP 1o3Bostiim noATBepAUTh BOSHUKHOBEHUE
o0nacTel TOMIIMHON OT JECSTKOB 10 COTEH MKM C Pa3INYHBIM CTEXHOMETPHIECKUM COCTaBOM H CyIIIe-
CTBEHHO YTOYHHUTH MX TPAHUILIBI, YTO BAXKHO IS JabHEHIIET0 (POPMHUPOBAHUS TOMEHHBIX CTPYKTYP C
LEJIBIO CO3/IaHUsI YCTPONCTB UHTETrPAIbHON ONTHKU.

KiroueBblie cj10Ba: TaHTaMAT JIMTHA; JIa3€pHast a6n;mm; MacCC-CIICKTPOMETPHA; MHIYKTUBHO-CBA3aHHAA
miasMma, KOM6I/IHaI_II/IOHHO€ paccesaHuc.

Onruyeckn M CTPYKTYPHO BBICOKOCOBEPLIEHHBIE MOHO-
KpucTaJIbl TaHTanara autust (LT) crexnomeTrpuueckoro
cocrasa (Li/Ta= 1) nmepcrieKTHBHBI B Ka4eCTBE Marepua-
JIOB TSI aKTHBHO-HETMHEHHBIX JIA3EPHBIX CPEd ¢ MUKPO-
U HAHOPa3MEPHBIMH TEPUOAMYCCKH ITOJSIPU30BAHHBIMH
JOMEHHBIMH CTPYKTypaMH. Takue cpembl MOTyT OBITH HC-
TTOJIB30BAHEI JUISI CO3/IaHUS YCTPOMCTB WHTETPATHHON OII-
THKH, ONTHYECKUX IpeoOpa3oBareieii W MUHH-JIA3EPOB

! MHCTUTYT XMMUH ¥ TeXHONOTHH PEIKHX JIEMEHTOB U MUHEPAIb-
Horo cbipbsd M. M. B. Tananaesa Kosnbckoro Hay4Horo nenrpa
PAH, r. Anarutsl, Poccust; e-mail: drogo@mail.ru

[1]. Omnako BeIpamyBaHWe MOHOKPHCTAJUIOB TaHTajara
JUTHA U3 PACIUIaBa HE MO3BOJISAET NOJIYUUTh OJHOPOIHbBIE
[0 COCTaBy KPUCTAILIbI BBICOKOTO ONTUYECKOrO Ka4eCTRa.
Xoporielt anbTepHATUBON METOIaM BBIpALIUBAHUS IO
KpaliHeH Mepe Uil KPHCTAJUIOB CPAaBHHUTEIHHO HEOOIb-
IIMX T€OMETPUUYECKUX Pa3MEpPOB SBISETCA JIMTENIBHOE
[IPOKAJIMBAaHUE IIPU BBICOKOW TeMIlepaType TaHTaJjaTa Jiu-
THUS COCTaBa, OTVIMYHOTO OT CTEXMOMETPUUECKOTO, B aTMO-
ctepe, oboraieHHOH TUTHEM, T.€. MeTof, Vapor Transport
Equilibration (VTE) [2, 3]. IIpu sTom 3a cuer nuddysun
JUTUST MOXKHO TIOJNYYHTh KPHCTAJUIBI JIIOOOTO COCTaBa,
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KOTOPBIH BXOAMT B 00JIACTh CYIIECTBOBAHMS OJHO()A3HOTO
LiTaO;. Ocob0 CTOMT OTMETHTh, 4YTO JUIS CO3JAHHS
BOJTHOBOJIHBIX CTPYKTYp C MEPHOANIECCKHMH IOMECHAMH
TpeOyIoTCSl TOCTATOYHO TOHKHE (HECKOJIBKO COTEH MKM)
CIIOM MOHOKPHCTAJJIa CTEXHOMETPHUIESCKOTO (I OJIH3KO-
ro K Hemy) coctaBa [4]. [locnoliHblii aHATU3 TaHTanaTa
JUTHA CTEXHOMETPHYECKOT0 COCTaBa, MOJYYEHHOTO ITy-
TeM 00paboTku koHrpysHTHOTO LT 1o TexHonorun VTE,
C LIEJIbI0 M3YyYEHUS pACIpe/esICHUs] TUTUA U U3MEHEHHS
cooTHommenus Li/Ta 1Mo TOJMIMHE TUIACTHHEBI SIBJIAETCS
aKTyaJbHOH 3a/a4deil, KOTopas MOXKET OBITH pelIeHa TOIb-
KO C IIPUBJICUYCHIEM METO/IOB JIOKAIBHOTO aHAIIN3A.

J7ist 9TO¥ TeTH MBI UCTIONB30BAIH METOJ MaCC-CIIEeK-
TPOMETPUU C MHIAYKTUBHO-CBSI3aHHOW IUIa3MOM W Ja3ep-
Hoi abOmsmmer (JIA MCIT MC). JlasepHbiid mpo600oT6Op
MIO3BOJISICT OCYIIECTBIST TOCIOMHOE UCTIAPEHUE TBEPIO-
ro Marepuala M TPaHCIOPT ucrapeHHou npoosl B UCII-
Macc-CIEKTPOMETP ISl MOCIEAYIOUIero aHaim3a. B To ke
BpeMsl CIIO)KHOCTH, CBSi3aHHBbIE C (PPaKIMOHUPOBAHHEM
IIPU TIOJIYYEHUHU ad3po30Jis U KiacTepooOpa3oBaHUEM MPU
UCTIOJIb30BaHUM JIa3€pHOTO H3Iy4YeHHs OOJIBIION MOII-
HOCTH, OTPaHMYUBAIOT MIMPOKOE MPUMEHEHHE JIa3epHO-
ro mpobootdopa [5, 6]. Ilpu 3TOoM camast Gomblas mpo-
6nema B JIA MCII MC 3akimtoyaercst B OTCYTCTBUU T'OMO-
TeHHBIX CTaHJAPTHBIX OOpa3loB PAa3HBIX MAaTEPUANIOB.
Ha ceromusiniauii I6Hb TOCTYIHBI CHHTETHYECKHE 00pa3-
upl crekna NIST 610 - 616 u HecKobKO CTaHIAPTHBIX
reosormyeckux oopasios. [losTomy B 3apyOexHON mpak-
THKE METO]] ITMPOKO IMPUMEHSIOT JJIS1 aHAJIN3a TeoJIOTHYe-
CKUX 00pa3IoB M MaJl0 WUCIIONB3YIOT JUIS PEIICHHs Mare-
puanoBeaYecKux 3aaad. [IprMeHeHne MeTona B aHaJIUTH-
YECKOH MPaKTUKE OTECYCCTBEHHBIX JIA0OpATOpHid KpakHe
OTPaHUYCHO.

g u3ydeHus: pacrnpeneneHus 3IeMeHTOB (0o ux
COOTHOIIIEHUS) B 00pa3iie MOKHO HE MIPOBOIUTH I'pagyH-
POBKY TpuOOpa W CpaBHUBAThb MOJYYEHHbIE aHAIUTH-
YEeCKUE CUTHAJIBI, CTAaHIApPTU3UPYs YCIOBUS poOooTOOpa
U aHanu3a. B 1aHHOM ciydae BaKHBI MapameTphl Jia3ep-
HOTO UMITYJIbCA — MOIIHOCTb, TNIOTHOCTh YHEPIHH, Yac-
TOTa IOBTOPEHHUS, KOJIMYECTBO UMITYJIBCOB, a TAKIKE CBOM-
CTBa MOBEPXHOCTH [7, 8]. DTH mapaMeTpbl TpeOYyIOT CTPO-
rOro KOHTPOJS, TaK KaK OT HHUX 3aBHUCHUT BOCIPOM3BO-
JIUMOCTB TOJTy4aeMbIX KpaTepoB, U, CJIeJ0BaTeIbHO, BOC-
IPOM3BOIUMOCTD U TOYHOCTD PE3yIGTaTOB aHAIH3A.

B pabote mcmonp30BaIM MPUCTABKY UL JIA3€PHOTO
npobootroopa UP266 MACRO (New Wave Research)
¢ mazepoM Nd:YAG (A =266 HM) U Macc-CIIEKTPOMETP C
WHIYKTHBHO-CBsi3aHHOW 1mazmMoii ELAN 9000 DRC-e
(PerkinElmer) xak g mocnoifHoro ananu3sa, Tak U MpH
BBeziennu mpo6 LiTaO; (VTE) B Buze pacTBOpoB mocie
MHUKPOBOJIHOBOTO aBTOKJIABHOTO PA3JIOKEHHS C TIOMOIIBIO
cucreMbl MWS-3+ (Berghof). [lns Hactpoliku npubdopa
COIJIAaCHO PYKOBOJCTBY IO SKCIUTyaTallil U MOCTPOCHUS
rpagyupoOBOYHON 3aBUCUMOCTH HCIIOIB30BAId MHOTOAJIe-
MEHTHBIC CTaHAapTHBIC pacTBOpsl Multi-element ICP-MS
Calibration STD (PerkinElmer) ¢ xoHIeHTpamnueii onpe-
JEIAeMBIX 21eMeHToB 10 Mr/gM?, arrecToBaHHEIE ¢ IIO-

rpemHocThi0 0,5 % (P =0,95). Paboune mnapaMeTpsl
Macc-CHEKTPOMEeTpa M IPUCTaBKU IS JIA3EPHOTO Npodo-
0TOOpa MPHUBEICHBI HIDKE:

Macc-cnekTpomMeTp

MomHocTs rerepatopa, Br. . . ... 1250
IMoTok masmMooGpasyromero rasa (aproua), 1i/Mue . . . . 15
BcnoMorarenbHbIi IOTOK, JI/MAH . . . . . . . . . . 1,0-12
IpoGonogaronmii MOTOK, JI/MAH . . . . . . . . .. . 09-1,0
Pacnbumnrens. . ... L L L [TonepeuHo-OTOKOBBLI,
candupoBblil 1 pyOMHOBBI HAKOHEYHUKH
PacnbuinTensHas kamepa. . ... ... L Heoxnaxnaemas
JBYXXOJ0Bas,
MaTepuasl — PUTOH
Konycs! commiepa u ckummepa . . ... . .. [InaruHOBEHIC
Pe)xuM CKaHMPOBAHHS . . . . . . . . . . ... 1 Touka Ha MUK
Bpems uHTerpUpOBaHUA, MC. . . . . . . 25 — 100 Ha 31eMeHT
UHCHO PETITHK . . .« v v v v e e e e e 100 — 1000
Yncio nUKIIOB CKAHMPOBAHUS
(dTeHne Macc-CIeKTpa). . . . . . . . . 1 — 2 Ha perHKy

IIpucraBka 1151 J1a3epHOTro NpodooTdopa

JIIHMHA BOJTHBL, HM . . . . . . v v v e e e e e 266
[Totok mpoGomnonaromero ra3a (aprosa), i/Mud . . . . . . 0,5
Yacrora NOBTOPEHMS Ja3€PHBIX UMITYAbCOB, [I1. . . . . . . 5
JUTITETBHOCTD UMITYJTBCA, HC . . . « « « o o v v o o v o o o 4
JluaMeTp 1a3epHOro Mmy4yka, MKM . . . . . . . . . . . . . 780

PasMmepsr kparepoB (Imamerp u TIyOHWHY) H3MEpsUIN
C TMOMOIBI0 aHanu3aropa uzobpaxkenuit Tixomet® Ha
OCHOBE omnTH4eckoro mukpockoma Axio Observer (Carl
Zeiss) U COBPEMEHHBIX IPOrPAMMHBIX CPECTB.

IIpu nocnoiiHOM aHaIN3€ UCIIOIb30BAIN CUIMKATHBIN
oOpaszen crexna NIST 612. Temneparypy Kropu o6pa3ios
1o u nocie VTE onpenensum MeronoMm auddepeHnnas-
Ho-Tepmuueckoro aHanmusza ([ATA), a mapameTpsl rekca-
TOHAJILHOM PEIIETKU UCCIETyeMBbIX 00pa30B — METOA0M
peHTreHocTpykTypHoro aHanuza (PCA) ¢ mpumeHeHuem
peHTreHoBckoro maudpakromerpa JPOH-2 (u3mydenue
CuKo). Muaumuposanue audpakrorpaMMbl MPOBOAUIH
¢ nomombio nporpamMmel Powder Cell, pacuer mapamer-
POB DIIEMEHTAPHON AYEHKU — C MOMOILBIO IIPOrPAMMBI
Unit Cell. CriekTpbl KOMOMHAIMOHHOTO PACCESIHUS PETH-
CTPUPOBAJIH C HCIONB30BAHUEM CIIEKTpoMeTpa Ramanor
U1000 mpu BOo30Y>KACHUU U3ITy4SCHHEM aprOHOBOTO Jia3e-
pa ¢ amuHoH BomHBI 514,5 HM (Spectra Physics) mpu koM-
HaTHOM Temmeparype BIOJb IOJSPHON OCH IIACTUHBI C
marom 0,2 mm. Jluametp cOKyCHpOBaHHOTO JIA3EPHOTO
nsitHa cocTaBisit 0,2 MM. C UCIIONTE30BaHNEM TIPOTPAMMEI
Bomem Grames 386 (version 2.03) u3Mepsuiid IMUPHHY
MHTEHCUBHOM Y3KOH M30JUpPOBAHHOM JMHUHU, COOTBETCT-
Byroueil konebanuam E(TO) tuma cummerpuu, ¢ 4acTo-
Toii 140 cM™!, KOTOpYyH, IO JIUTEPaTYPHBIM JIaHHBIM,
0OBIYHO HCIIONB3YIOT B KAUECTBE aHAJIMTHUECKON I OI-
penesnenust orHomenust Li/Ta B Monokpucramie LiTaO;.
TounoCTH OTIpeeneHust IMHUPHUHBI cocTaBmsiTa +0,3 M.

B pabote nccnenoBany MIacTHHBI TaHTANATa JUTUS
Z-cpesa TommuHoi ~0,7 u 1,0 MM ¢ conepxanueM Li,O
48,71 % momn., obOpaborannbie Metomom VTE [2,9].
[TmacTuHBl BBIpE3all W3 OJHOTO KpHCTAIa, a 3aTeM
OTXKHTall B 3aMKHYTOM O0BEME HaJ «THUIJIEM», IpH-
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Puc. 1. Buemnuii Bup kparepoB, noaydeHHbix B NIST 612
(515 mxm) (a) u mnacture LiTaO; (780 MkMm) (6 ) myTeM na3epHON
absmn
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Puc. 2. 3aBUCHMOCTbh HHTCHCUBHOCTH CUTHAJIA JTUTHS OT KOJIUYECT-

Ba MCIIAPEHHBIX «CJIOEBY MPH PA3JIMYHBIX YACTOTAX IOBTOPEHUS JIa-

3€PHBIX UMITYJILCOB B XO1€ MOCJIOMHOTO aHAIN3a

TOTOBJICHHBIM MO OPUTHHAJIBHOM METOIUKE U3 CMECH
LiTaO; u LisTaO, (B orHomenun 1:1), B Teuenue 213 gy
npu Ttemneparype 1200 °C u B TteuenHue 3174 mpu
1100 °C [2, 9].

IIpu nposeneHUy NMOCIOMHOIO aHANIM3a CUIMKATHBIN
ctanmapTHelii o6paszeny NIST 612 u oOpasusl TaHTanara
JUTHST TIOMEIIaTy B KamMepy IPUCTAaBKH JUIS JIA3epHOTO
npoboorbopa. TpaHCOpPT OTOOpPaHHOTO MaTepuana B
Macc-CIIeKTPOMETP OCYIIECTBIISIICS IIOTOKOM aproHa, pac-
XOJ KOTOPOTO HACTPAUBAIH JUIS TTOYICHHUS ONITUMAIBHOM
MHTEHCUBHOCTH aHAJMTUYECKOTO CUTHaja. [y HacTpoii-
KM CHCTEMBI BBOJa M MAacC-CIIEKTPOMETpPa IIPOBOIMIH
abnsuro kak craHgaptHoro (NIST 612), tak u aHamu-
3UpyeMbIX 00pasnoB. Ha puc. 1 mpencraBiieH BHEITHUI
BUJl kparepoB, nonydeHHbIX B NIST 612 u mmactune
LiTaO; (VTE). U3BecTHO, YTO Ka4ecTBO Kparepa 3HAYHU-
MO M3MEHSETCSl [IPU U3MEHEHUHU NapaMeTpoB Ja3epHOro
UMIIyJIbCA: HUCIOJIb30BAHUE BBICOKUX 3HAYEHUH MOIL-
HOCTH JIA3€PHOTO H3JIyYeHHS U 4YaCTOThl IHOBTOPEHUS
UMITyJIbCOB MOXET BbI3BIBaTh OIUIABJIEHHE MPOOBI U 00-
pa30BaHUE «KJIACTEPOBY», UYTO YXYALIAEeT AHATUTHUCCKHE
XapaKTEePUCTUKU ompenaeneHus. OJHAKO CHUXEHHE ITUX
apamMeTpoB MPUBOJUT K YMCHBIICHHIO CTaOMIBHOCTH
AQHAJIMTUYECKOTO CHUTHAla, KPOME TOTO, TOHMKEHHAS
MOIITHOCTh HE TO3BOJMT OTOOpaTh U aHaiW3a Tpoly
JOCTaTOYHON Macchl. [ mcmapenust crexiia TpeOyroTcs
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Puc. 3. 3aBucumocts uHTeHcHBHOCTH curHana ('9Ta — cumwmit,
"Li — KpacHBIH#) OT KONHYECTBA HMCTIAPEHHBIX «CIOEB» MPH Pas-

HBIX 3HAYCHUSIX MOLTHOCTH Jla3epHoro m3nydenus (3; 5; 6; 7,5 mIx)
B X0JI¢ IOCTIOIHOTO aHaIu3a

MOIIHOCTB m3y4eHust oT 10 mJ[» 1 yacToTa HOBTOPEHHS
umnyinbcoB 10 ['u. B To ke Bpems JIOrHKa IMOCJIOHHOTO
aHanmm3a TpeOyeT MCHAapeHUsl OCTATOYHO TOHKUX CIIOCB
Marepuala, KOTOpble MOXKHO IOJIYYUTh IPU CYIIECTBEHHO
Ooiee HM3KMX XapakTepucTukax. [1oaToMy mpoBeneHHIO
OCHOBHOTO JKCIIEPHUMEHTa MPEIlIecTBOBaN BbIOOp naua-
MeTpa JIa3epHOT0 IydYKa, MOIMHOCTH HM3JIy4YeHUS U 4ac-
TOTHI TIOBTOPEHHUS UMITYJIBCOB JIsl TOMYyYEHHS ONTUMAITb-
HOTO aHAJIMTUYECKOTO0 curHana. M3mepsnn WHTEHCHUB-
Hoctu curHanoB 'Li, '81Ta u '80Ta. Ha puc. 2 moka3aHsl
AQHAJINTHYECKUE CHTHANBI ‘Li IpH M3MEHEHHH YacTOTHI
IIOBTOPEHMSI JIa3epHBIX UMITYbcoB OT 2 1o 10T, a Ha
puc. 3 —Li, '8! Ta npyu M3MEHEHHH MOIIHOCTH JIa3€PHOTO
n3nmydenus ot 3 1o 7 mJIx.

AHanmu3 pe3yasTaToB IpeIBapUTEIBHBIX HKCIIEPUMEH-
TOB (CM. puc. 2, 3) MO3BOJIMII BBIOpAaTh ONTHUMAIBLHBIC YC-
JIOBUS TSI TIONMyYEeHUsT HanOoiree CTaOMIBbHOTO aHAJTUTHU-
YEeCKOro CHTHaja (JIOCTaTouHass MHTCHCHBHOCThH IIPU MU-
HUMaJBbHOW IOTPEIIHOCTH): MPOOOOTOOp IMPOBOAWIN B
obmnactu quamerpom 780 mMxM, aHanu3upys 10 1000 «cno-
€B» IPHU YacTOTe MOBTOPEHHS MMIYNIbCoB 5 'y u Mom-
HOoCTH m3nydenus 5,7 — 6,4 mJIk (~1,20 — 1,34 Tx/cm?).
Ilox «cmoem» mozxpasymMeBaeTcsl HCIApEeHHas 4acTh Marte-
prana OTHOCHUTENBHO MOCTOSIHHOM TONIIWHBI, 3aBUCSIIEH
OT YCIIOBHH 3KCIIepUMEHTa (BpEMEHH HHTEIPUPOBAHHS
CHTHasa), T.6. Macca MaTepraa, IIOIBEPrHyTas aHaJH3Y,
Ppe3yIBTaThl KOTOPOTO B BHJEC WHTCHCHBHOCTEH CHUTHAJIOB
JUTUS M TaHTaJa JTA00 UX COOTHOUICHUS IPEICTABICHBI
COOTBETCTBYIOIICH TOuKOW Ha rpadukax. BeenenHoe mo-
HATHE «CIIOSD» HE TOKIECTBEHHO PEAJBbHO CYIIECCTBYIO-
XM cJI0sIM (00TacTsIM) MaTeprata, YIOMHHACMEIM J1ajiee
B CTaTbe M XapaKTePH3YIOMIUMCS ONPEACICHHBIME (DU3H-
geckumu coiictBamu. Cioit LiTaO; (VTE) ¢ onpexnenen-
HBIMHU TIapaMeTpaMH COJEPKHUT HECKOJIBKO JIECSITKOB U 00-
Jiee UCTIAPEHHBIX «CIIOEBY.

Kak yxe orMeuanoch, nsMeHenue otHonreHus Li/Ta
SABIISIETCsI CII0c000M 3(h(HEKTUBHOTO BO3ACUCTBUS HA KOM-
IUIeKC (PU3NYECKNX CBOWCTB MOHOKPHCTAJJIOB TaHTasaTa
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JUTHA, & YCTAHOBIIEHUE STOTO COOTHOIICHUS U U3y4YEHUE
XapakTepa ero U3MEHEHHUs SBIIIOTCS OYEHb Ba)KHOU 3a-
nadei. B Tabmuume npuBeneHel Temneparypa Kropu u
rapaMeTpbl TE€KCAarOHAJbHOW PEIIeTKH HCCIeAyEeMbIX
00pa31oB TaHTajara JUTHA A0 U mocie oopadotku VTE.
OnHako B CHIIy OCOOCHHOCTEH TMPUMEHSEMBIX METOIOB
anamm3a (ITA u PCA) ¢ ux momoms0 MOXHO OIEHUTH
JWIIb CPefHUE IO TONIIMHE o0pasla 3HaueHHs Ompese-
JSIeMBIX BEJIMYMH, YKa3aHHBIX B Tabmuie. B To jxe Bpems
OCHOBHBIC TapaMETpPbl JIMHUA B CIHEKTpe KOMOHWHAIIU-
onHoro paccesHusi (KP) odeHp uyBCTBUTENbHBI K H3Me-
HEHHUIO COCTaBa KpPHUCTA/UIOB TaHTanara jutus [9, 10]:
LIMPUHA, UHTEHCUBHOCTh M YacTOTa JIMHUHA 3aMETHO W3-
MEHSIOTCS ¢ U3MEHEHHEM COOTHomeHus Li/Ta, uto uc-
MoJb30BaHO Uit oueHku 3¢dextuBHoctH VTE-00pa-
0OOTKH KOHTPY?HTHBIX MOHOKPUCTAJUIOB TAHTAJIATa JIUTHSL.
ITomyuennsie cnekTpsl KP yka3piBaloT Ha HAIUYHE CIIOEB
C pasnMuHbBIM cooTHomeHueM Li/Ta B o6pasmax LT
(VTE). 3nadenus wmupuHbl JuHuUU (S) € dYacTorToi
140 cm! B ciexktpe KP 1ipr pasin4HBIX PACCTOSHUAX OT
MOBEPXHOCTH 00pa3ia (L) npuBeaeHbl HIKE:

L, MM S, el
0,1 10,3
0,2 10,3
0.4 103
0,5 10,3
0,6 10,9
0.7 12,5
0,8 12,6
0,9 12,7
1.0 12,7

O mocrosiHcTBE cooTHOIIEHUs Li/Ta cBUIETEBCTRY-
€T TMOCTOSHCTBO 3HAUCHHS IIUPUHBI JIMHUUA TPU H3Me-
PCHUSX OT MMOBEPXHOCTH B TIyOHMHY 00pasla B Ipenenax
0,1 — 0,5 mm. [lanee, mocne CpaBHUTEIBHO TOHKOIO Iie-
pexomroro ciost (L = 0,6 mm, S = 10,9 cm!) ciexyer cioit
C TPAaKTHYECKHM OJIMHAKOBBIM COOTHOIEeHueM Li/Ta, co-
CTaB KOTOPOTO, MO-BUIAMMOMY, OJM30K K COCTaBy HC-
XOIIHOTO KOHTPY?HTHOTO KpHCTaia. JTO OOBACHSAETCS
0COOCHHOCTBIO PACIONIOKEHHS 00pa3iia TaHTajara JUTHS
B nporecce VTE-o0paboTku: muddysus JUTHS MPOXO-
JWa TPEeUMYLIECTBEHHO C OAHOM CTOPOHBI IIACTUHBI.
OpHaKo 9T JIaHHBIC HE MO3BOJISIOT TOYHO OLCHHTH ITYy-
OWHY IPOHUKHOBEHUS JIUTUS B 00pa30BaHUE CIOEB C pa3-
HBIM COOTHOILIEHUEM JIUTHS U TaHTaJIA.

Jlis yTOUHEHMsI MacCOBOM JIOJIM JIMTHS B TUIACTHHAX
tanTanata qutus (VTE) npoBenu Macc-crieKTpoMeTpuye-
CKHI aHAJIN3 C Pa3IoKEHUEM OTOOpaHHOH IPOOHI B CMECH
koHeHTpupoBanHbix HF u HNO;. BekpeiTne o6pasios
MIPOBOAMJIM B aBTOKJIaBaX, BbIAepkuBaromux 10 100 arm,
mpu temmeparype 210 °C 1 MONIHOCTH MHKPOBOITHOBOH
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Puc. 4. 3aBucuMOCTh MEXIy ITyOHMHO# KpaTepa, Maccoit 0ToOpaH-
HOTO Marepuana U KOJHMYECTBOM IPOAHATU3UPOBAHHBIX «CIOEBY»
MpU Pa3HOM BPEMEHHM HHTETPUPOBAHMS CUTHAJA: HCHApEHHBIN
«cioit» ~450 um (1 ); ~800 um (2)

cucrembl 10 1450 Bt. IIpu macc-cneKTpoMeTpUYecKuX
HU3MEPEHUAX HCIONb30BAIM I'PaAyUpOBKY IO CTaHIApT-
HbIM pacTBopaM. [lo JaHHBIM MPOBEJEHHOTO aHaNIM3a
MaccoBas JI0JIsl JINTUsSL B oOpasie coctasisieT 2,91 %, 4ro
coorBerctByeT 49,49 % mon. Li,O (ucxomHoe coxep-
xkaane — 48,71 % Mon.). DTo 3HaUCHHE COMOCTaBHMO
C pesyibrataMy, MpeICTaBICHHBIMU B TaOJuIle, U IMOMI-
TBEPKIAeT HACHILIEHUE IIJIACTUHBI JIUTUEM.

C uenbio yrounenus cootHorenus Li/Ta o mry6Gune
TUTACTUHBI, & TAaKKe TPAHWIl 30H C Pa3HBIM MX COOTHO-
IIEHWEM MPOBENH MOCIONHBIN aHaIN3 IMJIACTHH METOIOM
JIA UCII MC. Bpiie ynoMruHaaoch, 4T0 OJHUM U3 Orpa-
auuennii JIA UCIT MC sBrnsercs snemeHtHOe (pak-
[IUOHUPOBAHKE, YTO MPEIATCTBYET HCIIOIB30BAHUIO CTaH-
JapTHOro obOpasua cTeKia il TPajgyUpOBKH H3MeEpH-
TEBHOTO KaHaJla C IEeNIbI0 OIpeesieHus ieMeHToB LT.
OpHako OCHOBHOM 3ajjadeil sBIIIETCS yCTAaHOBIICHHE
XapakTepa M3MEHEHMs COoOoTHomeHus Li/Ta, mosTomy
MOXXHO OIICHMBaTh COOTHOIIEHHE WX AaHaJTUTHYECKUX
curHasoB 0e3 MOCTPOCHHS TPaJyHPOBOYHON 3aBHCH-
MOCTH. B monTeepkaeHne cka3aHHOTO CIeAyeT OTMETHUTD,
4yTO Kparephl B crekine U LT (cM. puc. 1) cymiecTBeHHO
pa3IMyHbl, 4YTO TOBOPUT O Pa3HOM IIOBEJCHUU Mare-
pHAaJIOB BO BpeMsl JIa3epHOro mpoOooTOOpa: YETKO BHIHBI
«CTYNEHW» U «HAIUIBIBBD)Y, OOpasylolmecs B pe3yJbra-
T€ JJIUTEIbHOIO BBICOKOTEMIIEPATYPHOIO BO3AEHCTBUS
nazepHoro u3nyuenuss Ha LT. Kparep umeer Qopmy
nonychepoua.

B xone skcniepuMeHTa yCTaHOBJIEHO, YTO CYILECTBYET
JTUHEWHas 3aBUCHMOCTh MEXKIy DIIyOMHOW Kparepa H
KOJIMYECTBOM IPOAHAJIN3UPOBAHHBIX «CJIOEB» Marepuaia
(puc. 4). ITomy4eHsl kpaTepsl pa3HO NTyOHHBI, IPU ITOM
YHUCJIO IPOAHAIN3UPOBAHHBIX «CJIOEBY» H3MEHSIOCH OT

Pesynbrarst ITA u PCA o6pa3uos tantanara nutus 10 u nocie VTE-o6paborku

O6pasen Ticiop> °C Li,0, % mon. a, A c, A v, A3
LiTaO; no VTE 628 48,71 5,1528 13,7769 316,7910
LiTaO; (Z-cpe3) mocne VTE (213 4, 7= 1200 °C) 654 4935 5,1501 13,7727 316,3563
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100 mo 1000, TonmmmHA Ka)KAOr0 M3 HUX COCTAaBISIA B
cpennem 450 (npsmas /) u 800 uM (npsimast 2). [lpu pac-
yere 0o0beMa Kparepa C HEKOTOPBIM HPHUOIMKEHHEM HC-
noss3oBand Gopmyiy s nonychepoupa: V= 2mr2h/3,
TIe ¥ — paguyc Kparepa, 4 — ero mIyOuHa, a Maccy pac-
CUMTBIBAJM C y4eToM miotHoctd LT. D10 naer Bo3zmoxk-
HOCTb COIIOCTABUTH IOJyYEHHbIE JaHHBIE 110 U3MEHEHHIO
COOTHOIIEHHs CUTHAJIOB Li/Ta ¢ TONMIUHON MIACTHHBIL.

CpennexBaaparuytoe otkionenue (CKO) npu ouen-
K€ TIOBTOPSIEMOCTH Pe3y/IbTaTOB U3MEPEHHI He TpeBbIIIa-
10 4 % (mpu mpoBenenun uzMepenuit B JIA MCIT MC
CKO ~15 % sBisieTcs BIOJIHE AOIMYCTUMBIM).

PesynbraTsl IpOBEICHHOTO MOCIONHOTrO aHaju3a Of-
Hoii u3 tactud LiTaO; (VTE) npencraBneHs! Ha puc. 5.
TonmuHa MIACTHHBI cOCTaBisAeT 675 MKM. BBuay Toro,
YTO ITyOWHA MOTYYEHHOTO B JAHHOM 00paslie Kparepa He
npesslana 475 MKM, Mpo60OTOOp MPOBOIWIN C JIBYX
CTOPOH IUIACTHHBI M COOTHOCWJIM pe3yJabTaThl. Makcu-
MallbHasg TIIyOMHA KpaTepoB Ha APYTHX IUIACTHHAX CO-
craBisia okosio 400 u 600 MKM NpH pa3HBIX YCJIOBUSX
IKCIIEPUMEHTA, IOATOMY TPOO0OTOOp TIPOBOAMIIHN C JABYX
CTOpOH 00pa3ia, coBMeImas Kparepsl. [laHnHast HTOCTaHOB-
Ka OKCTIIEPIMEHTA OIIpaBIaHa TeM, YTO HanOOJbIIee n3Me-
HCHHE COOTHOIICHHUS COOCTBCHHBIX DJICMEHTOB B KpH-

CTaJuIe TOJDKHO HAOMIONAThCS MMEHHO B IIOBEPXHOCTHBIX
CIIOSAX IUIACTHHBL. Kpome Toro, IMuTenbHBIH Ipo6ooToop
B OJHOM TOYKE MPHBOIUT K CYIICCTBCHHOMY YBEIMUCHHIO
BpPEMCHH aHAIN3a 3a CYET TEXHHYECKUX OCOOCHHOCTEH
YCTaHOBKH, (popMa KpaTepa U3MEHSETCS U OOJIbIIIe T0XO-
T Ha KoHyC. [IpH IMTenhHOM absIIuy CyIeCTBEHHBIM
OyzmeT nmpeiid aHANTUTHYSCKOTO CHTHAla W CHIIbHEe Oymer
CKa3bIBaThCs mporecc (pakunonupoBanust. OCyIecTBU-
JIM TaKOKe JOMOTHUTEIbHBIN AKCIIEPUMEHT M0 CKaHUPOBa-
HHUIO TOpLA IUIACTUHBL JUIi 3TOro mocjie OMUCAHHBIX
BBIILIEC M3MEPEHUHM KPUCTAUI pa3pes3aid M MPOBENU Ipo-
KU JIMHAHE JTy4oM D35 MKM €O CKOPOCTBIO 2 MKM/C OT
Kpast 10 Kpasi IUTaCTHHBI.

Ha puc. 5, a mokazano n3mMeHeHne COOTHOIICHHSI CUT-
HAJIOB JIUTHS U TaHTANa [0 IIyOWHE IUIAaCTUHEL. B mpene-
nax ~50 MKM 3TO COOTHOIIEHHE OCTACTCS ITOCTOSHHBIM,
3aTeM TOCTEIICHHO CHIDKACTCS, JOCTHUTasi MUHIMAIEHOTO
3HaueHus npu nryonae ~200 MKM, 1 BHOBb BO3PACTaeT 10
Mepe NpUOIKEHUs K IpyroMy Kparo IIIacTHHbL. B nesnom
XapakTep M3MEHEHHUs COOTHOLICHHs curHanoB Li/Ta co-
OTBETCTBYET MOJIOKCHUIO TUIACTUH 10 OTHOIICHHIO K HC-
ToYHHMKY uTHA B niporiecce VTE (muddysus mutus mnpo-
HCXOIUT IMPEUMYIICCTBCHHO C OIHOW CTOPOHBI IIACTH-
HbI). CJI0#, HACBIIIICHHBIA JTUTHEM, C OOPaTHOW CTOPOHBI
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Puc. 5. MI3MeHeHNE COOTHOIICHHSI CUTHAJIOB JINTUS M TaHTajla MO TOJIIIMHE TUIACTUHBI: ¢ — TIOCJIOWHBIN aHAIH3 (yBGJ’IPI‘IeHHLII?I q)pal"MeHT);
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IUTACTHHBI CYIIECTBCHHO TOHBIIE. JTO XapPaKTEPHO JUIA
BCEX HCCIEJOBAaHHBIX Iu1acTUH. COMOCTaBICHHE TAHHBIX
JIA YICIT MC-ananu3a ¢ npUBEIEHHBIMH BBIILIE PE3yJIbTa-
TamMu uccienosannii merogamu PCA u cnekrpockonuu
KP no3Bonuiio NoATBEPAUTH HAIUYUE CIOEB PA3IUYHOIO
cocTraBa B 00pa3slax TaHTaJlaTa JUTHS, TOBEPIIINXCS 00-
paborke merogom VTE: cnoit Tonmmuoit ~30 — 100 Mkm
(m7s pa3HBIX TUIACTHH) — CTEXHOMETPUYECKOTO COCTaBa
C COOTBETCTBYIOIIMMHU (PU3NUECKHUMHU CBOWCTBaMH [9], na-
Jiee cieayeT nepexonsbli cinoit tonmuHon 100 — 150 Mxm
(6:1M3KOTO K CTEXMOMETPUUYECKOMY COCTaBa) U 3aTeM CIIOH
C TOCTOSHHBIM CoOTHOUIeHHeM Li/Ta, mHo-BUAUMOMY,
KOHTPY3HTHOTO cocTaBa. Ha puc. 5, 6 mokaszaH pesyibrar
MOTIEPEYHOTr0 CKAHWPOBAHMSI TOPIA STOW TUIACTHHBI IS
CPaBHEHUS TIOIYYCHHOTO MPOQWIS COOTHOIICHUSI CUTHA-
108 Li/Ta ¢ npodunem mocnoiinoro ananmusa. TenaeHIms
U3MEHEHHUsS COOTHOILEHHUS aHAJIUTHYECKHX CHUIHAJIOB
COXPAHSETCSL.

Taxum obpazom, JIA UCIT MC MOXHO TPUMEHSITH
IIPU PELICHUH MaTepHaloBeI4eCKUX 3ajlad, CBA3aHHBIX C
OIpeIeJICHNEM COOTHOLIEHHSI COOCTBEHHBIX JIEMEHTOB B
MOHOKpHCTaJJIaX M €ro M3MEHEHHs IIyTeM OLIEHUBaHMS
COOTHOILIEHUS AHAJIUTHYECKUX CHTHAJIOB 3JIEMEHTOB.
AHanM3 IUIACTHMH TaHTajara JIMTUs, IOABEPILIMXCS
VTE-o6pabotke B nmapax jutus, metogom JIA UCIT MC
M0Ka3aJl HAJINYME CIIOEB TOJILIMHOM OT JECATKOB 10 COTEH
MKM C pasiiMYHBIM cooTHOImenueM Li/Ta (B 3aBUCHMOCTH
0T TeMIlepaTypHo-BpeMeHHOro pexuma VTE-06paboTkn)
Y MO3BOJIMJI CYLUIECTBEHHO YTOUYHUTH MX IpaHuibl. OOpa-
30BaBIIUECS CJIOU COCTaBa, OJM3KOTO K CTEXHOMETpHYE-
CKOMY, MOTYT OBITh HCIIOJIb30BaHbl JJIsI CO3JaHUSl YCT-
POUCTB MHTErpajibHOM ONTHUKH (ONTHUYECKUX MpeoOpa3o-
BaTejlel W MUHU-JIA3€POB) C PEryIsipHONW JIOMEHHOM
CTPYKTYpOl.

Asmopuwi svipadicaiom 61a200apHOCb 348. CEKMOPOM
HUXTPOMC KHI] PAH, ookm. ¢u3z.-mam. nayx H. B. Cu-
00p0o8y 3a 0bCyJCOeHUe Pe3yIbMAMO8 AHAU3A MAHMAA-
ma aumusi memoodom cnekmpockonuu KP.
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