BuHaxig BiAHOCMTBCA OO XiMiYHOT TEXHOIOriT | MOXe ByTn BMKOPUCTaHUI ANS MPUCKOPEHOTO KOHTPOIIO BiAXUIEHHS
Bil CTe XOMETPUYHOTO CKMaAy CKragHUX OKCUAHUX CNONYK, Hanpuknaga, tetpaboparty niTito LizB4O7 (TBJT).

LLinpoko Bigomuin cnoci® KOHTpornto ckrady cnnasiB Ha nceBnobiHapHMX po3pidax ha3oBuMX Aiarpam Ta BU3HAYEHHS
HanpPsIMKIiB BiOXMMEHHSA Bif CTEXIOMETPUYHOro ckiagy 3a [OoMoMOrok peHtreHodpazoBoro aHanizy (PPA). OgHak BiH
noTtpebye 3HayHMX BUTPAT Yacy Ha MiAroTOBKY 3paskiB i NpoBeAeHHs BnacHe aHanisy. Kpim toro, POA He moxe Bytn
BUKOpWCTaHUI B obnacTi Manux KoHUeHTpauin gpyroi dasn (meHwe 1,0 mon. %), a TakoX ANs KOHTPO CKIONOAiGHNX
3paskiB [1].

Bigomun Takox crnoci6 koHTponto cknagy TBJ1, 3rigHO skoro npoBoauTbca BiAbGip npobu, sky niggarTb
andpepeHuinHo-tepmivHomy aHanidy (OTA) i no ogepkaHMm pesynbTaTaM Bu3HA4YalTb BENUYMHY BiOXUNEHHS Bif
ctexiomeTpii cnonyku [2]. OgHak BiH Takox NOTpebye 3HaYHNX BATPAT Yacy, a TOUHICTb BU3HAYeHHs He nepesuLlye 0,1-
0,2 mon. % Hagmuwky B20O3 abo Li>O. Kpim Toro, ogHa i Ta X TemnepaTypa nikBigyca B Mexax 00nacTi roMOreHHOCTi
MOXe BignoBidaTU BiOXUNEHHIO Bif CTeXioMeTpuyHoro ckragy sik B 6ik B2Os, Tak i B 6ik Li2O, wo npmussoants Ao
HEeOAHO3HAYHOCTI MPU BU3HAYEHHI HaNpsMKY BiaxuneHHs Big ctexiomeTpii TBJ1.

Haibinbw 6rm3bkm Mo TexHiYHI cyTi i edekTy, Wo AOCAraeTbCs, € cnocib Bu3HaYeHHst cniBBigHoOLWeEHHA Li Ta B y
npo6i TEJ1 3a AONOMOro eneKTPOHHO-30HAOBOMO MeTody, 3 SKOro Moxe Oyt BUM3HAYeHO HanpsAMOK Ta BENUYMHY
BixuneHHs cknagy TBJ1 Big ctexiomeTpii no pospidy Li2O - B203 [3]. Hegonikom meTogy € 3HauHi BUTpPa™M Yacy Ha
BUIOTOBINEHHS 3pas3kiB i NPOBEAEHHNA aHani3dy, Lo noe'a3aHe 3 HeoOXIOHICTIO MexaHiYHOT 06pobKM 3paskiB, HAMUIEHHS
MeTaniYHOro KOHTaKTy, JOCArHEHHS BUCOKOIO BakyyMy Y BUMiptoBarbHi ycTaHOBLj, TO WO [4].

3aBOaHHSAM BMHAXOAy € 3MEHLUEHHSI BATPAT Yacy Ha BU3HAYEHHS HAMPSAMKY BiOXMMEHHS Big CTEXIOMETPUYHOrO
cknagy TBJ1.

3aBoaHHA OOCAraeTbCsl TMM, WO B cnocobi BU3HAYEHHST HAaNPsSIMKY BiAXUNEHHNA Bia cTexiomeTpuyHoro cknagy TBJ,
Lo BKItoYaE B cebe Biabip npobu i niaroToBKy 3paska, BigidpaHy Nnpoby cnnaensainTb 3 OKCUAOM Mifj y CMiBBiAHOLLEHHI

npo6a TBJ1-99,2 - 99,7 mon. %

Cu0O-0,8-0,3 mon. %,
nicrns 4yoro po3nriaB KPUCTani3yloTb, @ HanpsIMOK BiOXWUMEHHSA Big cTexioMeTpil BU3HA4aloTb BidyanbHO MO KOMbOPY
OTPMMaHOro NonikpucTany 3 BpaxyBaHHAM TOrO, WO BiAXMNEeHHs B cTopoHy B20s Ginbwe 0,1 mon. %, npu3Boant OO
OnaknTHOro Konbopy nonikpuctany, a B cTopoHy Li>O Ginbwe 0,1 Mon.% - 0o KOpMYHEBOrO KOMbopy nonikpucrtany. Cnig
BIOMITUTK, WO ANa HenerosaHoro TBJ1 BigxvneHHs Big cTtexiomeTpii B Mexax 5-7 mon. % sik B cTopoHy B2O3, Tak i B
cTopoHy Li2O He BUKNUKae 3miHM 3abapBreHHs CTeKor i nonikpucranis.

MopiBHANbHMI aHanis 3 NPOTOTUMOM MOKa3ye, Lo 3anponoHOBaHW cnocib mae psg cyTTeBux nepesar. Hanpsamok
BioxMneHHa Big ctexiomeTpii TBJT moxe Oyt BU3HayeHUN BidyanbHO (6e3 cknagHoro anapaTypHoro 3abesneveHHs ), 3
TOYHICTIO, HE TipLLUOIO 3a NPOTOTUM, ane i3 3Ha4YHO MEHLUMMM YacoBMMU BUTPaTamMu. Benuki BUTpaTy Yacy Ha NpoBEAEHHS
aHanisy 3a 4OMOMOroK eNnekTPOHHO-30HAOBOrO MeToAy NoB's3aHi 3 HEOOXOHICTIO BUCOKOSKICHOT MexaHiyHOT 06pobku
3paskiB, HanWmneHHs MeTaniyHMX KOHTAKTIB | [AOCArHEHHS BWCOKOrO BaKyyMy B BUMiploBanbHin yctaHoBui. B
3anponoHoBaHoMy cnocobi Biagnagae noTpeba mMexaHiuHOT 0GPOOKM, HANMMEHHS KOHTaKTIB, Bakyymy, a 4acoBi 3aTpaTu
ONsl BU3HAYEHHS HanpsMKy BigxmneHHs Big crtexiomeTpii TBJ1 3HauyHO MeHLWi. 3anponoHoBaHWi crnocib moxe Oytn
BUKOPUCTaHWI A9 MPUCKOPEHOTO BU3HAYEHHS HaNPSMKY BiAXUINEHHS Big cTe XiomeTpuyHoro cknagy ThJ1.

Cnocib peanisyetbca cnigytounmm yvHom. BigibpaHy npoby, sika moxe 3HaxoguTUCh SK Yy KpUCTaniyHoMy, Tak i B
CKMonoAibHOMy CTaHi, 3BaXylOTb, PO3MillaloTb Y KOHTEWHepi (MnatmMHoBOMY TWMi) i JojakTb okeug Mmigi y
CNiBBiJHOLLUEHHI

npo6a TBJ1-99,2 - 99,7 mon. %

Cu0O-0,8-0,3 mon. %.

Micna uporo KoHTeliHep HarpiBato [0 Temnepatypu 950-980°C (BuwOi 3a Temnepatypy nnaeneHHa TBI) i
BUTPUMYIOTb MPU Ui TemnepaTypi Ha npoTasi 0,25-1,0 ro4. (3 MeTo odepKaHHs po3nsaBy 3 OOHOPIAHUM PO3MNO4inom
Aomiuku migi). ani KoHTeMHep BUAansoTL 3 Nedi i BUNMBaKTb PO3NMaB Ha MeTaniyHy NoBepXHIo, gka CNpuUsie NosBi
UACMEHHUX UEHTPIB KpucTanisauii, TOMy peuyoBMHa OOepXKYETbCA B KpucTaniyHoMy cTaHi. [licna oxonomxeHHs
nonikpucrany HanpsiMoK BifxVneHHs npobu Big ctexiomeTpii BY3Ha4YaloTs BidyanbHO MO Konbopy nonikpuctany. Mpu
BigxuneHHi no po3pidy Li2O - B203 B ctopoHy Li2O nonikpuctan mae KOpUYHEBUIA KOTIP, @ B CTOPOHY B203 - GnaknuTHU.
BenununHa sigxuneHHsa Big ctexiomeTpii TBJ1, ske HaginHO peecTpyeTbeca onmcaHum Cnocobom, ctaHosuTs 0,1 mon. %
Li2O abo B20:s.

3anponoHoBaHuA cMocid [03BONAE 3MEHLWMTA BUTPATM Yacy Ha BU3HAYEHHS HaNpPAMKY BiOXMINEHHS Bif
ctexiomeTpuyHoro ckrnagy TBJ1.

MpueoamMmo npuknaau peanisadii.

Mpuknag 1 (npoToTnn). 3 npobu TBJ1 BUroToBnAOTL 3pa3ok poamipamu -10x10x1 MM, WnidytoTe | NONipyOTL MOro
00 ofepkaHHsA nrockonapanenbHoi NnacTuHM 3 HepiBHOCTAMM noBepxHi 0,1-0,5 mkm, gani meTtogoM TepMiyHOro
BUMAapOBYBaHHSA y BakyyMi Ha NOBEPXHIO 3paska HaHOCATb NNiBky MeTany (Hanpuknag, Aa). lMicna uboro 3a 4ONOMOro
€MNeKTPOHHO-30HA0BOrO MeToAy BM3HA4YaloTb ChiBBIAHOWEHHS Li/B, 3 sKoro BupaxoBylOTb HanpsiMOK i BENMUUHY
BiOXMNEHHS Big cTexioMeTpuyHoro cknagy. BenuumHa sigxuneHHs Big ctexiomeTpii TBJ1, ske HapgiiHO peecTpyeTbcs
onucaHmm cnocobom, ctaHoBuTe 0,1 mon. % Lio2O a6o B20Os. Yac BM3HAYeHHs HaNpsMKy BiOXMNEHHSI cKnajae
npnbrmsaHo 8 roa.

Mpuknag 2. BigibpaHy npoby MoHoxpucTanivyHoro TBJ1 (cknaa skoro HanbinsLw TouHo Bignosigae ctexiomeTpii TBJ
[5]) macoto 1,9972 r 3 gobasneHmmun 0,0025 r 36e3BompkeHoro B20si 0,0028 r CuO, (wo signosigae cknagy (TBJ1 + 0,1
Mon. % B203)0.997CuQo.003 pO3MIiLLYtOTL ¥ KOHTElHepi i nepeHocATb oro y Harpity Ao 960°C niy, Ae BUTPUMYOTE Ha
npoTtssi 0,5 rog, nicna 4Yoro BMAanAT> KOHTENHEpP 3 Medi i BUNMBalTb po3nrfaB Ha MeTaniyHy nosepxHio. MNpu ubomy
po3nnaB OX0NOAXKYETbCA | KpucTaniayetbcsi. Ofepxanuin nonikpyuctan Mae 6nakMTHUM Konip. Yac Bu3HaveHHs ~1 rog.

Mpuknag 3. AHanoriyHo n. 2, ane cnnaenatoTe 1,9972 r moHokpucTaniyHoro TBJ1, 0,0026 r 36e3BomkeHoro Li>CO3
(akui posknagaemwca 3 yrBopeHHsM Li20) i 0,0028 r CuO, wo signosigae cknagy (TBJT + 0,1 mon. % Li20)o997CuQo.003.
OpepxaHuii nonikpuctan HabyBae KOPUYHEBOTO KOMNbopY. Yac BU3Ha4YeHHs ~1 rog.

Mpuknag 4. AHanoriyHo n. 2 i 3, ane nicra romorexizauii posnnasy npu 960°C Ha npoTsasi 0,5 roa, woro NoBinbHO
OXONOAXYIOTb Ha NoBiTPi. OfepkaHo CKNOMOAIGHI 3paskn GrakMTHOIO KOMbOopy AK y BUNagky Hagnuwky Li2O, Tak i npu
Hagnuwky B20s3, Ha AKX HEMOXIMBE BidyarbHe BM3Ha4YeHHS HanpsamKy BigxvneHwHs Bif ctexiomeTpii TBJ1. MNicna
pekpucTanisauinHoro signany ( ~ 0,5 rog. npn 700°C) y 3paskiB 3'ABNAETbCA XapakTepHe 3abapBreHHs. Yepes nosinbHe



OXONOAXKEHHSA Ha MOBITPi | TpuBanicCTb pekpucTani3auiiHOro Bignany 4Yac BW3HAYEHHS HanpsMKY BiOXWNEHHS Bif
cTexiomeTpii 36inswyeTecs go 1,5 roa.

Mpuknag 5. AHanorivHo n. 2 Ta 3, ane BMIiCcT okcuay migi y cnnasi cknagae 0,2 mon. %. Komip oTpumaxoro
nonikpucrany He4OCTaTHbO IHTEHCMBHUI AN BNEBHEHOTO BM3HAYEHHSI HANPSAMKY BiXUNEeHHs Big ctexiomeTpii TBJ1.

Mpuknag 6. AHanoriyHo n. 2 Ta 3, ane BMICT okcugy migi y cnnasi cknagae 0,8 mon. %. Komip oTtpumaxoro
nonikpucrany 4OCTaTHbO IHTEHCUBHUIA ANsi BIEBHEHOrO Bi3yarbHOMO BU3HAYEHHs1 HANPsIMKY BiOXMMEHHS Bif cTexiomeTpil
TBIN.

Mpuknag 7. AHanoriyHo n. 3, ane BMicT okeuay migi y cnnasi ckragae 0,9 mon. %. Konip otpumaHoro nonikpucrany
[OCTaTHLO IHTEHCUBHUIA ANs BNEBHEHOrO Bi3yarlbHOr0 BM3HaYeHHS HanpsAMKY BioxuneHHsA Big ctexiometpii TBJ1, ane
30inbLUyt0TbCA BUTPATM oKeuay mMigi 6e3 JoCcsirHeHHs 404aTKOBOrO NO3MTUBHOIO edoekTy.

Ak BMOHO 3 HaBeAeHUX NpuKNaniB;, Hanbinblw ONTUManbHAM € BWUMAAOK, KOMW CiBBIOHOLWEHHS BUXIAHUX
KOMMNOHeHTIB cknagae: npoba TBJ1 - 99,5 mon. %, CuO - 0,5 mon. %, a ogepkaHW rOMOreHi3oBaHWA po3nnas
KpUCTaniaytoTb, BUIMBaO4YM MOro Ha MeTaniyHy NOBEPXHIO.

B Ttabnuui npuBeneHO MOPIBHAMBHY XapaKTepUCTUKY Pi3HUX MEeTOAIB BU3HAYEHHS HaMNPsSMKY BigXWNEHHS Bif
ctexiomeTpii TBJ1. Ak BunnmBae 3 Tabrmui, 3aNPONOHOBaHWUI cCroci6 [O03BONSE NIABALLMTU LUBMAKICTE BM3HAYEHHS
HanpsAMKY BiaxvneHHs Big CtexiomeTpii TBJ1 npnbnmsHo y 7-8 pas y NOpiBHAHHI 3 MPOTOTUMNOM.

HamivyaeTbcsl BUKOPUCTaHHSI 3anponoHOBaHOro cnocoby B IHCTUTYTI enekTpoHHoT ¢hidmkn HAH YkpaiHu npy cuHTesi
TBIN.
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MopisuanbHA XapaKTepPUCTIKa Pi3HUX METOAIB BUIHAMEHHA HANPAMKY BiAXUNEHHA Bia crexiometpil TB/

MeTton POA MeTon OATA Mporotun Janponono-
B8auuM cnoci6
Yac BuaHa4eHHN HaNPAMKY BiaXW- 6 5 8 1
NeHHn Bif crexioMmeTpii, roa.
MiHiMansHa BenuMMKHa BIAXWNEHHR, 3 0.1 : 0.1 0.1
mon. %
Migroroska 3apa3kis npocra npocta cknagHa He notpebye
AnapatypHe 0thOpMNeHHA MeToAY cknagHe ckhaane nyxe cknagHe | He notpebye




