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OpurnHajIbHOE COYeTaHNE TEPMUUYECKO aKTUBAIIMU C BO3IEHCTBUEM CUJIbHOTO HEOMHOPOIHOTO JIEKTPUYECKOTO
MoJIs1 MpeBpalaeT MHOTOKOMITOHEHTHBIN pacTBop B npekypcop. [IpeBpaliieHue aspo30Jisi B TOTOBYIO IIUXTY
HUCKJTIOYAET CTalui0 00pa3oBaHuUsl refisl, ero JUIMTEIbHYIO CYLIKY U TOCJIEAYIOIIMIA 3arpsi3HSIIONIUIA pa3Mol,
obecrieynBasi MPUCYILUIA 30J1b-Te/Ib METOAY MOJIEKYJISIPHBII YPOBEHb CMEILIEHUSI Pa3HOOOPa3HbIX KOMITOHEHTOB.
MeToaoM CUHXPOHHOTO TEPMUUECKOTO aHalru3a u3yyeHsbl (pazoBble, XMMUUECKUE U APYTUe TEPMUYECKUE
MposIBIEHUS BUCMYT-0apuii-6oparHoii (0.2Bi,0;—0.6B,0;—0.2Ba0) yacTu MUXTHI, LIMXThl U3 KOMIOHEHTOB
(Ery5Y,5)AG, a TakXKe IIMXTOBOrO MPeKypcopa, U3HAYAJIBHO 00bEeJUHSAIONIETO BCE HEOOXOIUMBIE KOM-
TMOHEHTHI CTEKJIOKEpaMUKU. MeTogoM MUHMMU3a1uu dHepruu [1b606ca ornpeneneHsl yCioBUsl 00pa3oBaHus
KpUCTajnyeckux (a3 rpaHaTta u 6opaTta UTTPUSI, BBISIBIEHHBIX C TIOMOIIbIO peHTreH0(ha30BOTO aHaIn3a
B 00pa3iiax cTeKIOKepaMUuKU, COOPMUPOBAHHBIX M3 YIBTPAAUCIIEPCHOM IIMXTHI TIPY Pa3TMIHBIX TEMITepaTypax.

Knrouesoie croea: cTeKI0KepaMuKa, aTlOMOMTTPUEBBIN rpaHaT, BUCMYT-0apuli-00paTHOE CTEKJI0, CUHXPOHHBIN
TepMUYECKUI aHAIU3, pEHTIreHO(ha30BbIi aHAIN3
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BBEJAEHUE

[Tpo3pauHasi cTeKJIOKepaMUKa, TTPOSIBIISISI CHHEPTHIO
CBOWCTB KpHMCTaJIJIOB aroMouTTpreBoro rpaHara (YAG)
U1 OOpaTHOTO CTeKJa B KaUeCTBE M3BECTHBIX Mpeodpa-
3oBaresieil YD-usnydeHus B BuguMbiii 1 MK-nnarma-
30HBI, TIPEICTABISIETCST BeChMa IEePCIIEKTUBHBIM B 3TOM
00J1aCT¥ MaTepraaoM, OCOOEHHO BBUIY TOTO, UTO paboTa
¢ BbIcOKOTeMITepaTypHbIM YAG 110 M3rOTOBIEHUIO TAKNX
npeobpa3oBareieit 3aTpynHUTeIbHA. B ¢BsI3U ¢ 6113~
KUMU 3HAYEHUSIMU TIJIOTHOCTH U TTOKa3aTeJisl IPeJIoM-
JIEHUS JUISI TTOTyYEHMS ONITUYECKU MTPO3PaUHbIX CTEKJIO-
KpUCTaIoB Ha ocHOBe YAG TOAXOIUT BUCMYT-0apuii-
O0oparHoe cTekiio. IIpeaBapurenbHbIe NCCASAOBAHUS
C MCIIOTb30BAHMEM OPUTMHAIBHOTO IIIMXTOBOIO METoIa
[1, 2] moka3anu, 4TO YCIAOXKHEHUE CUCTEMBI 32 CUET
B3aUMOJIeICTBUSI KOMIIOHEHTOB CTEKJIa M TpaHaTa
¢ obpasoBaHUEM OOPATOB, C OAHOM CTOPOHBI, 1a€T A0-
MOJIHUTEIbHYIO all-KOHBEPCUOHHYIO (3eJieHast U Kpac-
Hasl) TIOMHHECIIEHITNIO 1 TIOMMHECIIEHITNIO B 00JIaCTH
1.45—1.6 1 2.55—2.7 MKM TIpH BO3AE€HCTBUU MOJTYIIPO-
BOJHMKOBOTIO Jla3epa Ha IJIMHE BOJIHBI 975 HM, a ¢ apy-

TOif — TpeOyeT pa3BUTHUS CPENCTB YIIPABICHUS CHHTE30M
CTeKJIOKpUCTAJLIA.

CoBpeMeHHbIe KOMITBIOTEPHbIE CPENCTBA TEPMOIM-
HaMMYECKOro aHaa13a COCTOSSHUIA MHOTOKOMIIOHEHT-
HbIX retepodasHbix cuctem (MBTAHTEPMO [3],
TEPPA (paree ACTPA) [4, 5], CHEMCAD [6], Aspen
HYSYS [7]) Bce Oosee aKkTUBHO IIPUMEHSIIOTCS B XUMUU
JUJIS1 OMIMUCAHUST TPAaHCIOPTHBIX peakiuit [§—10], mpo-
1eccoB TepmoJiusa [11], xumudeckoro ocaxneHus [12],
JUIS1 OLIEHKM COAEPKaHUS CTPYKTYPHBIX COCTABJISIOLIAX
CTEKOJI U UX BsI3KOCTH [13, 14], pacueTa TepMoIHaAMU-
YeCKMX XapaKTepUCTHUK paciiiaBoB [15, 16] u mpyrux
JIJabOpaTOPHBIX U MPOMBIIILJIEHHBIX IIpolieccoB. Tak,
B pabote [17] ¢ momoibio nmporpammbl Thermo-Calc
[18] mpoBeaeH TepMOAMHAMUYECKMI aHAIU3 coCcTaBa
paBHOBecHBIX (pa3 B cruiaBax Ni—B, Ni—P(—Sn), Fe—
Ni—P, Fe—Ni(—Cr)—P—B u Ni—-W—P. B pa6ote [19]
JlaHa OLIEHKA BJIMSIHUS TEMITEpaTyphl U M30bITKA TEJITypa
Ha CTeIleHb pa3ioxeHus Teurypuna repmanus(1l).

DuzHMKO-XMMUYECKIE CBOMCTBA CTEKIIO00pa3yIoeit
cuctemsl BaO—Bi,0,—B,0;, Bkiltoyast UCIOIb3yeMBbII
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COCTaB, UCceqoBaHbl B padoTax [20—23], rae onpene-
JieHa 00JIacTh CTEKJI000pa30BaHUS U ONTUYECCKUE
CBOICTBAa B 3aBUCUMOCTH OT COCTaBa.

B pa6ote [24] meTonom nuddepeHInalbHONM CKa-
HUpYIOLIEeH KaJoOpUMETPUU HcclefoBaHa KMHETUKA
KPUCTAJIU3ALIMU, COBMEIICHHAs C TIOCTIeAYIOIIVM I1IaB-
JIeHHeM oOpa3oBaBIIMXCS (a3 Mpy U3MEHEHUHU COCcTaBa
crexsiooopasyrouieii cuctemsl 0.2Bi,0;,—(0.8 — x)B,0,—
xBaO mipu x = 0.05, 0.1, 0.15, 0.2 mox. n. BergeneHHsie
MPU YCTAHOBJIEHHBIX TeMIIepaTypax KpucTauinyeckue
daswl uccegoBaHbl MeTOgOM PDA.

YAG, ierupoBaHHbIN Pa3IUYHBIMU PEAKO3EMENb-
HBIMHM BJIEMEHTaMM, YXKe HallleJ CBOe KOMMEpPUYECKOe
MpYMEHEeHMEe KaK Jia3epHblil MaTepuan. OmHaKo uccie-
JOBaTEJbCKUI TTIOMCK €ro HOBBIX (popM B padote [25]
MPUBEJT K MOJIYICHHUIO KepaMUIECKOTO BOJIOKHA TTPHU
1100°C, koTOpoe Mokazano MaKCUMaJIbHYIO TTPOYHOCTb
Ha pa3pbIB Oarogapst HebosbioMy auameTpy (10 Mkm)
U MasioMy pasMepy dactull (23 um). HoBbie hopmbl YAG
C JOTIOJTHUTEJIbHBIMU U YIYYIIEHHBIMU (DYHKITMOHAIb-
HBIMU XapaKTepUCTUKAaMU B HACTOSIIIEE BPEMST BOCTpE-
OOBaHbI Ha ITYTH TTOJYICHUS CTEKIOKPUCTALINIESCKIX
MaTeprajoB ¢ TACCUBHBIMU VTN aKTUBHBIMU OTITIIE-
CKHMMU CBOMCTBaMU ISl TIJITAHAPHBIX YCTPOMCTB (poTO-
HUKU CpeACTBaMU alAUTUBHOMN TEXHOJIOTUH.

[{enp HacTosIIIEH pabOTHI — MOTyYEHUE YABTPAINC-
MEePCHOM CTEKI000pa3yolIeii INXThl HA OCHOBE KOM-
noHeHToB Er : YAG u BUcMyT-06apuii-00paTHOro cTekjia
C U3y4eHUEM TTOCIIEAYIONIETO CUHTE3a CTEKIIOKEPAMUKI
MeTOAaMU TEPMHUUECKOT0 aHaIn3a U MaeHTU(pUKaLei
a3 Meronom PDA; onpenesieHre cocTaBa U yCIOBUIA
0o0pa3oBaHUsI KpUCTaIMueckux ¢a3 B oOpasliax cre-
KJIOKePaMUKU, C(hOPMUPOBAHHBIX TTPU Pa3TUYHBIX TEM-
nepaTypax, METOIOM MUHMMU3aLMK 9Hepruu [iboca.

OKCITEPUMEHTAJIBHAA YACTb

CuHTEe3 CTEKJIOKPHUCTAJIJIA H €r0 COCTABJIAIOIAX.
CuHTe3 yIBTPaAUCIIEPCHON IITUXTHI TTPOBOIUIN 1O
pa3paboTaHHOU METOAUKE Ha OPUTMHAILHOM Jlabopa-
TOPHOI YCTaHOBKE YJIbTPa3ByKOBOI'O PaCHbLICHUS
MHOTOKOMITOHEHTHOT'O PacTBOpa. YJIaBlMBaHUE U OCaXK-
neHue TBeprodaszHoOl AUCIIEPCUN Ha TEPMUYECKU
KOHTponupyemyio (575—675 K) 1 XuMrdecku MHEPTHYIO
MMOBEPXHOCTh OCYIIECTBIISIN TeHCTBUEM CHJIBHOTO
HEOJTHOPOJHOTO 3JIeKTpUYeckoro mnojs. B pabote
KCITOJIb30BaIM TPU BapyaHTa IIUXTOBOTO MaTepuaJa.

1. McxomHbIM [J151 TIEpBOM LIKUXThI SIBJISLICST PACTBOP
npekypcopos Bi(NO;),, H;BO, u Ba(NO,), kBanudu-
Kaluu “oc 4.” B OMAUCTWIIMPOBAHHON Boae. MojibHOe
COOTHOIIIEHNE OKCHI0B COOTBETCTBOBAJIO KPUCTAJLIN-
3allMOHHO yCTOMYMBOMY cTekiy coctasa 0.2Bi,0;—

MJIEXOBUY u np.

0.6B,0,—0.2Ba0, 6:113K0My I10 IJIOTHOCTHU U TIOKa3a-
TEJIIO TIPEJIOMJIEHUS K 5pOUii3aMeLlIeHHOMY IDaHarTy.

2. JIn1s1 IIKXThI, COOTBETCTBYIOILEH KPUCTAUTMYECKOIA
cocTaByAolel, 6uHapHbIA ruaposonsb (Er Y, )AG
ObUT CUHTE3UPOBAH CMEUIEHUEM UHANBUIYAIBHO chop-
MUpPOBaHHBIX ruaposoner Al;(NO;);(OH),,
n Y(OH),(OOCCH;) B cTeXMOMETPUYECKOM COOTHO-
1eHUM rpaHata. bosiee netanbHast cxema CUHTE3a TPU-
BeleHa B paborax [26, 27].

3. Inst HapaOOTKM CTEKJIOKPUCTAIUTMYECKON IMXThI
K cOpMUPOBAHHOMY OMHapHOMY TMAPO30JI0 U3
MyHKTa 2 100aBysuii pacTBop 1 mist crekitogasbl B KO-
JIMYECTBE MOJILHOTO COOTHOILIEHUS CTEKJIIOKPUCTALIIA
0.46(0.2Bi,0,—0.6B,0,—0.2Ba0)—0.54(Er, 5Y, 5)AG.

Tepmuuecknii anaau3. OOpaslibl CTEKJIOKEPaMUIECKOM
IMXTHI uccienoBayv Ha rpudope STA 409 PC LUXX,
OTKaJIMOPOBAaHHOM C HMCITOJIb30BaHMEM STaJOHOB:
Hutpata pyounns (RbNO,), autpara kanmmg (KNO;),
niepxyiopara ks (KClO,), cynbdara cepedpa (Ag,SO,),
xopuna ue3us (CsCl), xpomara kamus (K,CrO,), kap-
6oHaTta 6apus (BaCO,), kapoonara ctpoHius (SrCO,).
TepMmorpadupoBaHue IIPOBOANIN B INIATUHOBBIX TUTJISIX
B roToke 80 MJI/MUH BBICOKOYMCTOTO 1 OCYILIEHHOTO Ar
pu ckopocTn Harpesa 10 rpaa/MuH Ha 0Opa3liax Maccoii
He Oonee 30 Mn

IToaroroBky 00pa3uoB 1jisi peHTreHo(pa3o0Boro
anamuza (P®A) Ha nudpakromerpe XRD-6000 pripMbl
Shimadzu (uznyyenne Cuk,, reoMeTpusl CbeMKHM Ha
oTpaxeHue, mar ckanuponaHus 0.02°, uHTepBan
yrioB 20 10°—60°) mpoBoAMIN B IPOrpaMMHO-YIIPaB-
nssemoil meuu. Ilpu TemmnepatypHoil oOpaboTke
(oTxure) oOpasLbl HarpeBalu A0 3aJaHHBIX TEMIIEPATYP
(1150, 1240 u 1425 K) co ckopocThlo 15 rpaj/mMuH, 1o
JOCTHXKEHUU KOTOPBIX 0€3 N30TePMUYECKOI BhIIEPXKKU
MEepeXonmsii B KOHTPOJHMpPYyeMOe OXJaXIeHHEe 0
KOMHATHOM TeMIlepaTypbl CO CKOPOCTbIO He OoJiee
20 rpaa/MuH.

MeToa THHAMHYECKOTO paccesHus cBera. Pasmep
CTEKJIO00PAa3HBIX YAaCTHUIl OIPEaeIsiii METOAOM
JIMHAMUYECKOTO paccesiHUs CBeTa Ha aHaJM3aTope
vyactull U C-mmoreHuuana NanoBrook 90 Plus Zeta
(Brookhaven Instruments, USA).

TepmoauHamMuyeckoe MoaeaupoBanue. TepMoau-
HaMHMYeCKOEe MOIEIMPOBaHNE TIPOBOIIIN TTPY TTOMOIIN
aBTOPCKOI1 KOMITBbIOTEPHOI ITporpamMmbl (A.M. KyTbuH)
Chemical Thermodynamics Calculator [28]. Moaenu-
pOBaHME MHOTOKOMITOHEHTHBIX T€TEPOTeHHBIX CUCTEM
C XUMUYECKUMHU U (pa30BBIMU TIPEBPAIIEHUSIMU C HC-
MTOJTb30BaHUEM JaHHOM TTPOTPaMMBI OCYIIECTBIISIETCS
MOCPEACTBOM PacyeToB KakK PaBHOBECHBIX, TakK
U YCIIOBHO-PaBHOBECHBIX COCTOSTHUI [29], BKiToUuast
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AHAJIN3 XUMWYECKHNX U ®A30OBBIX ITPEBPAIIIEHU

ACCOLIMATUBHBIE PABHOBECUS JUTS OITMCAHKS HENIEATb-
HBIX PaCTBOPOB. AJITOPUTM ITPOrpaMMBI OCHOBaH Ha
METOo/Ie MUHUMM3auuu dHeprum [1606ca.

OcHOBY HEOOXOIUMBIX [IJISI PAaCYETOB CTAHAAPTHBIX
TEPMOAMHAMUYECKUX (PYHKIIMI KOMIIOHEHTOB CUCTEMbI
coctabjisieT 6aHk JaHHbIX MUBTAHTEPMO. Otcytct-
BYIOIIIME CBEACHUS O CTAHIAPTHBIX SHTAIBIUSIX 00pa-
30BaHUsI, TEMIIEPATYPHbBIX 3aBUCHMOCTSIX TETUIOEMKOCTH
U XapaKTepUCTUKaX MEPEXOa0B MEXIY COCTOSTHUSIMU
IUTS psima KOMITOHEHTOB OBLTN B3SITHI U3 CIIPABOYHUKOB
[30—33]. IIpu OTCYTCTBUM UCXOAHBIX JAHHBIX, B 4aCT-
HOCTH JIJISI TPOMHBIX aCCOLIMAaTUBHBIX KOMIIOHEHTOB,
aIMpPOKCUMAITMOHHBIEe KO3(h(MUIIMEHTHI TPUBEICHHOMN
sHepruu In60ca BHIYUCIISIIN 10 UX 00Jiee IIPOCTHIM
COCTaBJISIIOLLIMM B paMKax alAuTUBHOMN CXEMBI.

PE3VJIBTATHI 1 OBCYXKIAEHUE

Armmapat cuHxpoHHoro TepmoaHanusa (CTA) uc-
TTOJTE30BaH TSI UCCIIEAOBAHMUS TIPOIIECCOB TIPEBPAIICHIS
WHINBUAYATLHBIX CTEKIIO- M KEPAMUYECKOM COCTaBIIS-
JOLLMX, a TAKXKE CTEKIIOKEPAMUYECKOM YIBTpaaucIiepc-
HOM IIMXTHI — MPOAYKTOB OAHOCTAAWITHOIO TepMUYE-
CKOTO IPeo0pa3oBaHUsI TUCIEPTUPYEMOTO BOTHOTO
pacTBOpPa COOTBETCTBYIOIIUX MPEKYPCOPOB.

Pesynbratel CTA mist moay4yeHHOM HAaMM CTEKJIO-
obpasytomieit muxtel 0.2Bi,0,—0.6B,0,—0.2BaO
npeacTaBlieHbl Ha puc. 1. TemnepaTypHoe ToBeIeHME
TEIJIOEMKOCTU ¢ TeMIlepaTypaMu XapaKTepHBIX Mepe-
XOIIOB MEKIY COCTOSTHUSIMU 0003HAUYE€HO CIUIONTHOM
JuHuei, tepmorpaBumerpudeckast (TT) morepst macchbl —
NyHKTUpHOI. Hanuune paccrekyioBaHMsT — Tepexoja
13 CTEKII000pa3HOro B MepeoXIakaeHHOEe KUIKOe
COCTOSIHME ITpU TeMIlepaTypax ~745 K (cuHsst nuHust) —
CBUJETEIBCTBYET O CTEKI000pPa3HOM COCTOSIHUM
CyOMUKPOHHBIX YaCTUIL CO CpeIHUM padMmepoM ~500
HM, 9TO TTOATBEPKIAETCS METOIOM TMHAMUYECKOTO
paccesiHus CBETa. OTMCTI/IM, YTO YMEHBIICHUE MACChI
Ha TT-xpuBoit He 6osiee 5—7 Mac. % CBUIECTETLCTBYET
0 JTOCTATOYHO ITOJTHOM TIpeBpallleHUU MCXOTHBIX
MpeKypcopos B ctekiio Bi,0;—B,0;—Ba0. ITosbleH-
HBI TepMUUYECKUI OTKJIMK 00pa3lia, peaCcTaBICHHOTO
CHHEeU KpUBOI, 00YC/IOBJIEH BOBMOXHBIM Pa3ioXXeHUEM
OCTaTKOB HauboJiee yCTOMYMBOIO HUTpaTa Oapusl BhILIE
TEMIIEPATYPHI PACCTEKJIOBBIBAHU S, COBMEIIEHHBIM CO
“cnunaHueM” ylabTpaaucIIepCHBIX YaCTHUIL.

Ha puc. 2 npuBenenbsl CTA-KpuBbIe KCeporenei,
MOJTY4YeHHBIX BBICYIIIMBAaHUEM OGMHAPHOTO THIPO30JIsT
cocrasa Er, ;Y ;AG IIpy pa3InyHBIX yCI0BUAX. B mep-
BOM cJIydae yObLIb Macchl coctaBisieT 10—15 mac. %,
BO BTOpoM — 45—50 Mac. %. OcraBiasicss BO BTOpOM
o0pa3sie Boga U pparMeHThbl KMCJIOT, UCTIOJIb3YEMBbIX
MpU CUHTE3€e, KaK Ioka3biBaeT T1'-KpuBasi, MOTyT OBITh
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EXO!
0.357
t 100
0.30 4
PaccTeksioBbIBaHME:
Hauano: 729.5 K r80
Cepenuna: 742.5 K
Meperu6: 741.5 K L 60
Koneu: 755.8 R

PaccrexiiobiBatue:
0.254 Hauaio: 728.9 K
Cepenuna: 737.9 K
0.204 [leperu6: 737.5 K
Konen: 746.8 R

TT, %

0.151
L 40

Curnan, MBt/Mr

0.10

£20
0.05

0.00 T T T T T 0
400 500 600 700 800
T,K
Puc. 1. CTA-kpuBast yIbTpaaucIiepcHoro oopasiia crekyia
0.2Bi,0;,—0.6B,0,—0.2BaO (cuHsist TUHUS) U CTeKJIa Ta-
KOTO0 Xe cocTaBa B (popme aucka u3 padoThsl [24] (uepHast
nuHus ). CkopocTh HarpeBaHusi 10 rpaja/MuH.

EXO ¢
24 100

80

60

T, %

=21 F40

CurHain, MBr/mMr
|

£20

400 600 800 1000 1200 1400
T,K

Puc. 2. CTA-kpusble 06pa3uos Wuxtel Er Y, ;AG u3
runposois coctaBa Al;(NO,);(OH),, - 3Y(OH),(OOCCH,):
3eJIeHbIe IMHUU COOTBETCTBYIOT OTHOCTAIMITHOMY pac-
MBUITUTEIBHOMY BapyUaHTy CUHTe3a YJIbTPaIuCIepCHOM
WMXTHI TIpK 675 K, po30BbIe IMHUM OTBEYAIOT IIIUXTE,
TTOJTY9E€HHOI BBICYIIIMBAHUEM OMHAPHOTO TMIAPO30JIsl IPKU
425 K B cylmmabHOM 1IKagy ¢ MOCASAYIOLINM IUCIIepTy -
pOBaHUEM B IUTAaHETAPHOM MEJTbHUIIE.

yaajieHbl TOJIbLKO Npu Temnepatype >575 K. OnHako
B 000MX Ciyyasx rpaHaT (hOpMUPYETC MPaKTUUECKU
npu ogHOM TeMImepaType — okojio 1200 K, HemMHOrO
OTCTaBas JJIsl MEHee TeIUIONPOBOSIIErO YABTpaauc-
MEepPCHOro oopasiia, IMpu 3ToM ero 0oJjiee IMUPOKUI MUK
YMEHbIIAETCS M0 JAJIMHE.

N3 TepmMorpaMm U peHTreHoda3zoBoro aHaausa
CJIeyeT, YTO MPOIECC MHTEHCUBHOTO (hOpMUPOBAHUS
rpaHaTa HauMHaeTcs Ipu Temieparype 1125 K.

Pentrenodasosbiii anaams. Ha puc. 3 npuBeneHbl
pEHTTreHorpaMMbl 00Opa3loB CTEKJIOKEpaMUKHU TTOCTe
orxura npu 1150—1425 K. B pe3ynbTaTe B3auMo-
aeiictBus (Er,sY, 5);Al0,, (ISCD 067103) c okcunom
6opa B,O; u3 crexna npu 1150 K HabGmonaercs
00pa3oBaHMUE TOMNOJHUTEIbHBIX KPUCTAINUECKUX (a3
Er,sY,sBO; (ISCD 100015) u (Er,5Y,5);BO¢ (ISCD
84966). Onnako yxe npu 1240 K dasa (Er, Y, 5);BO;
He uaeHTuduuupyercs. JarbHe RN poCcT TeMIle-
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Tabauna 1. BeluricaeHHbIE apaMeTpbl 31eMeHTapHo ssueiiku Ery Y, ;AG, Er; Y, sBO; u (Er; Y, 5);BOq

MJIEXOBUY u np.

Xumumaeckast hpopMyIa,
CHUHTOHMS, TIP. TP.

IlapameTpbl aJIeMeHTapHOM YeiiKr

1240 K

1425 K

reKkcaroHaibHast, P6c2

1150 K
Ery5Y, sAG a=11978(5 A
Kybuueckasi, la3d V=1718.4(8) A’
a=3.788(3) A
Ero 5Y sBO c=8817(1) A

V'=109.6(9) A>

a=11.9756(4) A
V=1717.5(2) A3
a=3.765(5) A
c=8.796(4) A
V'=108.0(8) A

a=1197354) A
V=1716.6(2) A’
a=3.764502) A
c=28.7880(1) A
V=107.9Q2) A?

a=18.1213) A

b=13.637(6) A
(Erg5Yp5)3:BOg c=14 046((5)) A
MOHOKIMHHas1, C2/m ‘
; B = 119.5(5)°
V'=2806(1) A3
1425 K
1240 K
1150 K
Y;AL0,,
la3d
YBO,
P62

Y,BO;
C2/m

10 15 20 25 30 35 40 45 50 55 60
20, rpan

Puc. 3. PenTreHorpaMmmbl 06pa3iioB CTEKJIOKEPaMUKU
noce orkura ripu 1150, 1240 u 1425 K. ITpuBeneHHbIie
IITPUXIMATpaMMBI coOTBeTCTBYIOT Y;BO, (ISCD 84966),
YBO, (ISCD 100015) u Y;Al;0,, (ISCD 067103).

paTypsl 00pabOTKK CIIOCOOCTBYET 00Jiee BBHICOKOM
CTETNIEHU KPUCTAJUTMYHOCTH KaK LieJIeBOi (ha3bl TpaHaTa
(Ery5Y, 5)ALO,, Tak 1 HEGOIBLIOTO KOJIUYECTBA COIMYT-
CTBYIOILIEH MPpUMeCHOH a3kl Oopara 3pOUsI-UTTpUS,
npu 3ToM Npu Temrepartypax >1175 K cogepxaHue
(ba3pl TpaHaTa yBeIMYMBAETCS.

ITo npuBeneHHBIM peHTreHOrpaMMamM ObLIM pac-
CUMTAHEBI TTapaMeTPhl AJIEMEHTAPHOU STIEHKI KakKIoi
UAEHTU(UIIMPOBAHHOM KpUCTALIMYECKOH (azbl (TabJ. 1).

ITpu temneparypax 1150 u 1240 K mHTEHCMBHOCTb
pedaekcoB 3HaYUTEbHO MeHbIIe, YeM npu 1425 K,
YTO OOYCIIOBIWBAET Pa3HUIY B IMOTPEITHOCTSIX pac-
YeTOB.

B m3HauvanbHO peHTreHoaMop(dHOM rpaHaTe
Er, Y, ;AG B cocTaBe CTEKJIIOKEPAMUKH €TI0 KPUCTaI-
Jmyeckas ¢aza uaeHTU(ULMPYETCs TTocie 00paboTKM
npu 1150 K. CiemoBaTeabHO, (DOPMUPOBAHUIO KPUC-
TaJUIMYECKOTO rpaHaTa COOTBETCTBYET MEPBbI U3 TPeX
5K30TEPMUYECKHMX NTMKOB HA KPACHOU JTUHUU TEPMO-
rpaMMbl puc. 4, TUKOBOE 3HaUY€HNWE KOTOPOTO TIOCTU-
raetcs rpu TeMrneparype 1160 K. s cpaBHeHUS, co-
OTBETCTBYIOIllE€ TMKOBOE 3HAYEHUE, OTpaxaloliee
npoiiecc GOPMUPOBAHUSA UHANBUAYAIBHOTO KPUCTAN-
JINYECKOTO IrpaHaTa 13 aMop(pHOT0o COCTOSIHUS Ha 3eJie-
HO1 TUHUM TepMorpaMmbl (puc. 3), paBHo 1210 K, uto
Ha 50° 6osbIire.

Taxkum obpa3oM, peKOMEHIYEeMBbI peXXUM TEPMU-
YyecKOoll 00pabOTKM yIbTPAaUCIIEPCHOM IIUXTHI IS
MOJIydeHUsI CTeKJIOKpHUCTasla 1o pa3paboTaHHOM
MeToauKe He npeBbiiiaeT 1375 K.

Tepmoaunamuueckoe moneauposanue. Pacuer
Coziep>KaHUsl KOMIIOHEHTOB B F€TEPOTEHHON CUCTEME
YAG + Bi,0,—B,0,—BaO + ras u xapakTepucTuk
PaBHOBECHSI OCYIIECTBIISUIN IIPY PAaBHOBECHBIX yCJIO-
BUSX, OJIN3KUX K YCTIOBUSAM IOJIyYE€HUS CTEKIOKPUC-
TaJU1oB (Ta0II. 2).

KayecTtBeHHBIN cOCTaB KOHAEHCUPOBAHHON (ha3bl
OBLI B3SIT cOnTacHO (ha30BBIM IMarpaMMaM OMHAPHBIX,
MCeBAOOMHAPHBIX Y TPOMHBIX CUCTEM MEXIY 3JIeMEH-
tamu Al, Y, Ba, B, Bi u O [42—44]. OnHako u3-3a OT-
CYTCTBUS B JIUTEpaType HEOOXOAUMOM IS pacueToB
TepMOJMHAMUYECKON MH(pOPMaALIUY B KaUeCTBE BXO/I-
HBIX JaHHBIX UCITOJIb30BAIM JIMILIb OCHOBHBIE TPOCTHIE
OopaThl, 1JIsI KOTOPBIX HEAOCTAIOIIE CBEACHUS (B TOM
YlCclie alpoOKCUMAalMOHHbIE KOG (GUIIUEHTHI ITPUBE-
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Taﬁﬂnua 2. BxoaHbie gaHHbIE 1151 TEPMOAMHAMUYCCKUX paC‘-ICTOB*
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XapakTepucTuka

3HadeHne

TemnepatypHblit fuana3oH, K
OO011ee naBneHre, BKIIOYAst aproH, aTM

KonnuecTBeHHBI COCTaB KOHACHCUPOBAHHOM (pa3bl

KauecTBeHHBI1 cOCTaB KOHICHCUPOBAHHOM (ha3bl
(TBEpIOE U XKUIKOE COCTOSTHHS)

CoctaB ra3zoBoii a3l

Y,;AL0, [34], Y,0,, YBO, [31], Bi,0;, Al,O,, BaO, B,0;, AIBO;, [35],
ALBO, [36], Al,B,0,[37], Ba,BO,, [38], BaB,0, [39], BiBO, [40],

Ar, 0, 0,, 0,,Y, YO, YO,, Y,0,, Y,0, Al, Al,, AlO, AL,0, Al,0,,
ALO,, Ba, Ba,, BaO, Bi, Bi,, Bi,, Bi,, BiO, Bi,O;, B, B,, BO, BO,,

700—2100
1
0.54Y,ALO,, + 0.46[0.2Bi,0,—0.6B,0,—0.2BaO]

Bi,B,0, [41]

B,0, B,0,, B,0,

* M3-3a HEmocTaTKa HEOOXOIMMOI TEPMOIMHAMWYECKON MH(OPMAIIUY IO PEAKO3EMETbHOMY 3POUIO OH HE YIUTHIBAICS B BBITIOJ-
HEHHBIX pacyeTax, MOCKOJIbKY ero MOBeAeHNe B OTHOLIEHUH 00pa30BaHUs OKCUIOB U 60paToB 1ono6Ho uttpuio. [1pu aTom mpu-
CYTCTBYIOILIAsl B CUCTEME YacTh 3pOUsI KaK Obl 3aMelaach UTTPUEM.

EXO 4

221 ¢ 100
1.8
1.4 1
1017
0.6+ 3
021

r 60

Tr, %

L 40

Curnan, MBt/Mr

—0.2 A
—0.6 L 20
—1.0 A

—1.4

400 600 800 1000 1200 1400
T,K

Puc. 4. CpaBHeHue CTA-KpUBBIX CUHTE3UPOBAHHBIX
B OIMHAKOBBIX YCIIOBUSX TPeX BAPUAHTOB YJIBTPaIMC-
nepcHoii wmxthl: [ — crekia 0.2Bi,0,—0.6B,0,—0.2BaO
(puc. 1), 2 — kceporens Er,Y,s;AG (puc. 2) u 3 —
LIMXTOBOTO MPEKYPCopa, U3HAYATBHO OOBEINHSIOLIETO
BCe KOMIMOHEHTHI cTekaokepamuku 0.46(0.2Bi,0,—
0.6B,0,—0.2Ba0)—0.54Er:YAG. CepbIM LIBETOM Bblzie-
JIEH TeMIIepaTypHBIi MHTEPBAJl PaCCTEKJIOBBIBAHUS IS
KpuBbIX [ 1 3.

JNeHHoW sHepruu [M66ca) ObLIM MOJydeHbl B paMKax
AIIUTUBHON CXEMBI IT0 60JIee TIPOCTHIM COCTABIISIOIINM.
Bwmecre ¢ TeM TIpuBeieHHOE TEPMOIMHAMUIECKOE MO-
JeIMPOBaHNE, KOppeaupys ¢ JaHHbIMU PMA, KoHKpe-
TU3UPYET TEMIIEPATYPHYIO 3aBUCUMOCTh COOTHOIIICHU A
¢a3 ¥ KOMIIOHEHTOB IIPY 00pPa30BaHUU CTEKIOKPU-
cTajula, MoKa3blBasl IpeBajpylolee conepkanue YAG
n Hanmuue Er, Y, sBO;, npu ucnonb3yeMbIX orpaHu-
YeHUAX (CM. MpUMeYaHue K TabJl. 2) B TepMOAUHAMU-
YeCKOM pacueTe 3aMeHsSIeMOro OJIM3KUM M0 SHEPreTUKe
coeguHeHreM YBO;, Ho 1o yTouHEHHBIM TaHHBIM PDA
He yuntbiBaeT 6oparta (Er; Y 5);BOq.

Pacmnas uccnenyemoii cucremsl YAG + 0.2Bi,0;—
0.6B,0,—0.2Ba0, BKJI04as ero nepeoxyuaxIeHHYIO
4acTb, ObLI MPEICTABJIEH B BUIE aCCOLIMMPOBAHHBIX
pPacTBOPOB XKUAKO(A3ZHBIX KOMIIOHEHTOB.

TazoBas daza
100 A

10-! A
10-2 BiO
103 A YO,

104 A Bi,

105 A

106 - B,0,
107 1 %

B,0,
5 | 20,
10 Bi
10-10

BaO

800 1000 1200 1400 1600 1800 2000

0.040
*YKAISOIZ
0.035 1

Konuenrpauusi, Mojib/(MOJIb-aTOM)

0.030 1 *KpucTayunyeckas dasza

xuakas daza
0.020

BaO

0.016 1 *BiBO, ALO,

*BiBO,

0.012 1 *YBO,

*BaB,0, BaB,O, YBO;

0.008 { *ALO;
B,0,

0.004 Y,0,

0.000 T T T T T T T
800 1000 1200 1400 1600 1800 2000

T,K

Puc. 5. PaBHOBeCHBIl cOCTaB CTEKJOKPUCTAIIOB
0.54YAG + 0.46[0.2Bi,0,—0.6B,0,—0.2BaO]. B HixHeit
YaCTU PUCYHKA — OTAEJIbHO KpUCTa/IU3ytoluecs has3bl
¥ KOMITOHEHTbI aCCOLIMMPOBAHHOTO pacTBOpa (pacruiaBa).

Kak BunHo 13 puc. 5, B3aumoneiictsue YAG ¢ KoM-
noHeHtamu crekia 0.2Bi,0,—0.6B,0,—0.2BaO =
= 0.4BiBO;—0.2BaB,0,—0.2B,0;, KxpoMe BXOAAIIMNX
B €r0 cocTaB 00paToB BUCMyTa M Oapusi, TPUBOIUT
K 00pa30BaHMIO Ipexe Bcero Oopara utrpus. Pacuer
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MMOATBEPXKIACT TEPMOIMHAMUYECKYIO BBITOTY 00pa3oBa-
Hus npocThix 6opatos BiBO,, BaB,0O,, YBO;. [Ipu atom
nocaeaHul odpasyeTcs 3a c4eT okcuaa UTTpus u3 YAG,
YTO IPUBOIMT K COOTBETCTBYIOILEMY BhineneHuo Al,O,
n3 YAG. ITocne temnepatyp ~1100—1200 K mapain-
JIEJIBHO C TUIaBJIEHUEM acCOLIMUPOBAHHOTO pacTBOpa
0opaToB U paCTBOPEHHBIX B HEM KOMITOHEHTOB, a TaKXKe
UcrnapeHUeM TIPOAYKTOB MX pa3ioxkeHUs (KpacHast
JINHUSI B HYDKHEN 4acTH pUC. 5) TIPOMCXOIUT CBOEOO-
pa3Hblii pecuHTe3 YAG ¢ yBeJIMYEHUEM €T0 COAepKaHUS
1o temnepatyp ~1450 K. Yeenmuenue konmuectBa YAG
noaTreepxaaeTcsa gaHHbIMU PDA (puc. 3). CpaBHeHUE
KPHUBBIX HA pUC. 3 TTIOKA3bIBAECT, YTO PECUHTE3 TTOBEPX-
HOCTHOTO CJIOSI YaCTUI] IIMXThI, U3AMEHEHHOTO B3aUMO-
JelicTBUEM cO cTekI0(a30ii (KpacHast KpuBasi 3), Ipo-
HMCXOIUT B TOM Xe TeMrepaTypHoM nHTepBaie (~1100—
1450 K), nmpakTUuecKu COBIIaJa0IIEM C MUHTEPBAJIOM
KpUCTAIM3alMKU B IIUXTe UHAUBUAYaIbHOTO YAG
(3eneHas kpuBas 2)). OTanyne OT KPUCTAUIN3ALNN
YAG 3akiiouaeTcs B MeHee IJIyOOKOM U Tocjea0Ba-
TEJILHOM ITO LETIOYKE TpeX KPUCTAJUIM3AIMOHHBIX ITPO-
eccoB. OTMETUM, YTO CTPYKTYypa U COCTaB CKpeIl-
JITIOIIET0 MEXKPUCTAIZIMTHOTO CJIOS MEXIY YaCTULAMU
YAG TpeOyIoT OTAeIbHOIO UCCAEA0BaHUS B CBOEO0-
pPa3HOM XMMUUYECKOM MeToje (hOPMUPOBAHUS CTEKIIO-
KpHUCTaia.

SAKIIIOYEHUE

Jns ucciaegoBaHUs BO3MOXHOCTEW M YCJIOBUM
ToJTyyeHus cTeknokepaMuku Ery Y, sAG + 0.2Bi,0;,—
0.6B,0,—0.2Ba0 ucrnonp3oBaiy cieayome MeTOIUKK
U METOJBL.

Ilo opurnHANIBHON KCIpecc-METOMUKE TTOTyIeHa
VAbTpaAMCIepCHasl IMXTa, ePCIeKTUBHAS ISl (popMU-
pOBaHUs, B YaCTHOCTH, (DYHKIIMOHATBLHBIX MUKPOCT-
PYKTYPHBIX ONITUYECKUX 2JIEMEHTOB, HAITPUMED, Jla3ep-
HBIM M3JIy4YeHHEM CO CHelUalbHO MOI00paHHBIMU
ImapaMeTpaMu.

MeTtonaMu CUHXPOHHOTO TepMoaHanu3a u POA
Hccief0BaHbl (Da3oBble U XMMUYECKUE MTPEBPALLEHUS
BUCMYT-0apuii-00paTHON YaCTU IIMXTHI, HIUXTHI
ErysY,sAG, a TakXe IIMUXThbl, TPUTOTOBJIEHHOM IS
nosy4yeHusi crekiokepamuku 0.46(0.2Bi,0,—0.6B,0;,—
0.2Ba0)—0.54(Er, sY, sAG). CortacHO OJly4eHHbIM
JaHHBIM, PEKOMEHIYeMbII peXX1UM TepMUYECKOil oOpa-
00TKU He moJoKeH mpeBbiuaTh T 1375 K, 4ro crmoco6-
CTBYET BBICOKOI KPUCTALIMYHOCTH 11eJ1€BOiA (ha3bl rpa-
HAaTa B COCTaBe CTEKJIOKEPAMUKYU U ONITUMUA3UPYET CO-
nepxaHue npumecHoi ¢assl Er; Y, ;BO;.

MeTonoM MUHUMU3ALMU 3Heprumn [166ca onpe-
JieJIeHbl YCJIOBUSI 00pa30BaHNs KPUCTAIMYECKNX (a3

MJIEXOBUY u np.

rpaHaTa 1 6opara UTTPUs U3 YABTPATUCIIEPCHON CTe-
KJIOKPHUCTALTMYECKON IIMXTHI.

OUHAHCHUPOBAHUE PAGOTbI

WccnepoBaHue BHINOJAHEHO IIPpU (DMHAHCOBOU
noaaepxxke PH® B pamkax HayuyHoro mpoekTa Ne 20-
73-10110, https://rscf.ru/en/project/20-73-10110/.
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ANALYSIS OF CHEMICAL AND PHASE TRANSFORMATIONS DURING
THE SYNTHESIS OF GLASS CERAMICS
BASED ON BISMUTH-BARIUM-BORATE GLASS AND Er : YAG

A. D. Plekhovich® *, A. M. Kutin’, K. V. Balueva“’, E. E. Rostokina“,
M. E. Komshina“’, K. F. Shumovskaya“

“Devyatykh Institute of Chemistry of High Purity Substances RAS, Nizhny Novgorod, 603951 Russia
*e-mail: plekhovich@ihps-nnov.ru

An original combination of thermal activation with exposure to a strong non-uniform electric field transforms a
multicomponent solution into a precursor. The transformation of an aerosol into a finished mixture eliminates
the stage of gel formation, its lengthy drying and subsequent polluting grinding, providing the molecular level of
mixing of various components inherent in the sol-gel method. Using the method of synchronous thermal analysis
(STA), the phase, chemical and other thermal manifestations of 1) the bismuth-barium borate part of the charge
(0.2Bi,0,-0.6B,05-0.2Ba0), 2) the charge of (Er,;Y,s)AG components, and 3) the charge precursor, which
initially combines all the necessary components of glass-ceramics, were studied. The Gibbs energy minimization
method was used to determine the conditions for the formation of crystalline phases of garnet and yttrium borate,
identified by X-ray phase analysis (XRD) data in glass ceramic samples formed at different temperatures from an
ultrafine charge.

Keywords: glass-ceramics, yttrium aluminum garnet, bismuth-barium-borate glass, STA, XRD
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