Crpykrypa u cBoiicTBa ZrO, — Y, O, u ux u3MeHeHnue

IHOCJI€ HU3KOTEMIICPATYPHbBIX OTKUTOB

C. H. Ryaskos, E. B. KieBuosa

WccneposaHo BRnAHWE HU3KOTEMMEPATYPHLIX OTXKUIOB Ha CTPYKTYpY W CBOWCTBa nopolka ZrO, —
Y,0,, nony4eHHOro MeToaoM 06paTHOro XMMUYECKOro ocaxaeHus. lNokasaHo, 4To yBenuyeHue
TemnepaTypbl OTXWra NpPUMBOAWUT K yMEHbLUEHUIO CpefHero pasmepa 4acTuu, M3HayanbHO
npeacTaensioLwmx coboi nopucTble arnomepaTsb ¢ 60MNbLLION yAenbHOW NOBEPXHOCTbIO, A0 MOHOMUTHBIX
NONWAOMEHHBIX YacTuL, pa3Mepbl KOTOPbIX COM3MEPUMbI C pasmepamu Kpuctannutos. PocT 3epHa B
cucreme ZrO, — Y,0, Npy omkUre ONpeaensieTcsi NoBepXHOCTHON Anddyaunen.

Knroyeenle crnoea: nopowkosas cuctema ZrO, — Y,0,, cpeaHuii pasmep YacTuy, arrioMeparsi, pasmepsl
obnacten korepeHTHoro paccesiHua (OKP), yoenbHas nNoBepXHOCTb, SHEPrMsa aktueaumm anddysumn, Metos
06paTHOro COBMECTHOIO OCaXAeHWs.

It has been studied the influence of low temperature annealing of ZrO, — Y,0, powder on its structure
and properties. The powders were synthesized by co-precipitation method. Initially the particles
represented agglomerates with high specific surface. It has been shown, that the increasing of
temperature led to the decreasing of an average particle size up to the size of polydomaine grains. The
grain growth during annealing in this system is defined by surface diffusion.

Key words: powder system ZrO, — Y,0,, an average particle size, agglomerates, coherently diffracting

domain, specific surface, diffusion activation energy, method of reverse co precipitation.

BBenenne

W3BecTHO, YTO pa3sNTUYHBIC METOIBI MOTYYCHUS
OKCHUJIHBIX TOPOIIKOB, KaK MPAaBWJIO, HE IMO3BOJISIIOT
ITONTy4YaTh OMHAKOBBIC TI0 CTPYKTYpe, MOpdoIoruu u
CBOIMCTBaM MOPOIIKA OJMHAKOBOro cocrasa [1, 2].
Haubomnee mepCneKTHBHBIA CpeId HUX — METOJ
00paTHOTO COBMECTHOTO OCa)/ICHUS COJCH M3 pacT-
BOpPOB, C TIOMOIIBI0 KOTOPOTO BO3MOXKHO IIOJYYCHHE
BBICOKOAKTUBHBIX K CIICKAHHUFO TOMOT€HHBIX JIFICIIEPCHBIX
MOPOIIKOB CJIOXKHOro cocrasa [3, 4]. DToT MeToq
TEXHOJIOTHYECKH JIOCTATOYHO MPOCT, JUTS €r0 PeaTi3aIiii
HCTOJB3YIOT HEJOPOTUE PEarcHTH U HECIOXHOE
obopynoBaHHUe.

HNHbopmamus o MOBEACHUN TaKUX MOPOIIKOBBIX
CHICTEM IIPH OTKUTaX SBJISIETCS HEOOXOIMMOM, TOCKOIBKY
OTIpeNIesIeT ONTUMATBHBIC PEKUMEI TIPU CIICKAHUHI
IUTOTHBIX KEPAMUYIECKUX MaTEPUAIIOB.

Henp manHO# pabOTHI — WCCICIOBAaHHUE MOPOIII-
koBoH cucteMsl ZrO, — Y,0;, cHHTEe3UpOBaHHON
METOZIOM OOPATHOTO XUMHYECKOTO OCKICHHS [4], ociie

MEXaHHYECKON aKTHUBAIlMM U OTXKUTa B IIMPOKOM
TeMIIepaTypHOM HHTEpBaJe.

MaTepna.n N METOAUKA IKCIICPUMEHTA

Jis1 cuHTe3a NopoKoB cucteMsl ZrO, — Y ,05 611
UCIIOJIb30BaH METOJI 00pPaTHOTO COBMECTHOTO OCaX-
JICHUSI a30THOKHUCIIBIX COJICH IUPKOHMUSA M MTTPHS B
pactBope ammuaka [4]. Ilocie cuHTE3a NPOMBITHIA U
poQHUIBTPOBaHHBIH reeo0pa3HbIil 0CaT0K CYIIHIH B
CBY-neun B Teyenue 6 4. Janee cmeck ZrO, — Y,0;
MOJIBEpraii MeXaHI4YeCKoi 00paboTke B GapabaHHOI
MEJIbHHIIE C MCII0JIb30BAHIEM MEJTFOIIUX TEJ U3 BHICOKO-
TUTOTHOH aJTFOMOOKCHAHON KEPaMUKH B PEKHME CyXOT0
nomoia. COOTHOIIEHHE MACChl MEJIOMINX TeJl K Macce
MOPOIIKA BEIAEPKUBaANIOCH Kak 2: 1. [IpoaomkuTenbHOCT
MEXaHMYECKOH 00paboTkm cocraBisuia 25 4. 3areM
MOPOUIOK OTXKUT AU ITpu Temrneparypax 573 — 1373 KB
TeueHue 1 1 Ha Bo3Iyxe.

Pentrenodaszossrii ananmuza (P®A) obpasmnos
OKCHJa MUPKOHHS MPOBOAMIN C (GPUIBTPOBAHHBIM
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MeIHBIM H3iTydeHrneM. CbeMKy 00pa3IoB IPOBOIMIN B
nuanaszone 20 — 80° (20) ¢ mrarom nepemenieHus
ronuomerpa 0,05° 1 IpoaOIKUTEIBHOCTBIO SKCIIO3ULIU
B K&)XXJJOH TOUKE, JOCTATOYHOM JUIS TIOJTyI€HHSI OTHOCH-
TENBHOMN OIIMOKH CKOPOCTH c4eTa Ha (hoHe He Ootee 3%.
Onenky OKP npoBomgwin o ymmupeHuro Hanboiee
WMHTEHCHBHBIX PEHTTEHOBCKHUX PE(IICKCOB HAa MAIIBIX yITIaX
mmdpaxou [5].

W3mepenus yaenbHON IOBEPXHOCTU CUHTE3UPOBaH-
HBIX TIOPOIIIKOB MpoBoawK Ha iproope “COPBU Ne4.1”
METO/IOM HU3KOTEMIIepaTypHO# agcopouun azora (63T)
[6].

Mopoioruio yacTuI CHHTE3UPOBAHHBIX OPOIIIKOB
(pa3Mep MUKpOYACTHI] M arperaToB, CTpoeHHe 1 HopMy)
HCCIEN0BANIU C MOMOIIBIO PACTPOBON 3IEKTPOHHOU
Mukpockormu (POM) Ha ckaHHPYIOIIEM JIEKTPOHHOM
mukpockorre Philips SEM 515.

Pe3yabTarthl U 00Cy:K1eHUE

Ha puc. 1 npenctasienst POM uzo6paxenus
o6pasuos nopomkoB ZrO, — Y,0; B ucxonHom
COCTOSIHUH, MIOCJIE MEXaHUYECKO 00pabOTKH U OTOX-
JKEHHBIX TIpH TemmepaTtypax 573 u 1273 K. Buano, uro
YaCTHUIIBI TOPOIIKA B UCXOAHOM COCTOSTHUM IIPECTaB-
JIAIOT c000# KpyIHBIC OJOKH OCKOJIOUHOW (GOpPMBI U
COCTOSIIIME U3 HUX aryloMepaThl HeperysipHoi popmbl
(puc. la). CpenHuii pa3Mep 4acTUI] KICXOHOTO MOPOIITKA
coctaBisieT 32 MkM (puc. 2a). CTpoeHUe YacTHIL TIOPOIII-
KOB, MPOIIEIIINX MEXaHUYECKYI0 00pabOTKy U OTOX-
YKEHHBIX TIPH Pa3HBIX TeMIIepaTypax, MEHSAETCS] OTHOCH-
TEJTBHO MCXOIHOTO TIOPOIITKa He3HAYUTENNBHO (puc. 16, 8),
OJIHAKO BEJMYMHA CPEIHEr0 pa3Mepa YacTHUI[ 3HAYU-
TEIHLHO YMEHbIaeTCs U s Temneparyp 573 u 1273 K
coctaBisier 3,7 u 2,5 MKM, COOTBETCTBEHHO (puc. 20, 8).

Cormnacho nanHbsiM PDA (ha3oBblif cOCTaB OPOIIKa
ZrO, — Y,05 BO BceM TeMIEpaTypHOM Iuana3oHe
OT)KUTOB TIPECTABIECH BBICOKOTEMIIEpaTypHOU TeTpa-
rOHaJbHON MoAU(UKAIIMECH THOKCHAA IUPKOHHS,
MIPUYEM HIMPUHA JINHUH 0COOCHHO PH HU3KHUX TeMIIe-
patypax OT)KUTra BeJIHKa.

Ha puc. 3 npeacraBieHa 3aBUCHIMOCTD BETHYHUHBI
yIEeTbHOW MOBEPXHOCTH OT TeMIIepaTyphbl OTXKHUTA.
HcxoaHblif OPOIIOK UMEET Syn= 5 M%/T, MexaHnYeCKas
00paboTKa TaKoro MOpPOLIKA MPUBOAUT K YBEITHUYCHHUIO
BEJIMYHMHBI y/CIBHON MOBEPXHOCTH 10 Sy, = 8 M2/T.
ITocnemyrommii omxur ipu Temiieparype 573 K npusoaur
K pe3KOMY pOCTY YIACJIbHON TOBEPXHOCTH, KOTOPasi IpH
JaTTbHEHIIIEM YBEITMUCHUN TEMIIEPATyPhl YMEHBIIIAeTCS.
Bo3MokHO, Takoe pe3Kuil pocT yIedbHOM MOBEPXHOCTH
npu temrepatrype 573 K cBs3aH ¢ TeM, 4TO yxe Mpu
MaJIbIX TeMIepaTypax MPOUCXOINT yaaleHHe afcopo-
LIMOHHOM BOJIBI C TOBEpXHOCTH yactull [ 7]. JlanpHeliee

2 MKM
| E—

Puc. 1. POM wusobpaxenust nopomkoB ZrOy — Y,04: a —
MCXOHBIN TOPOIIOK, 6 — OTOXKeHHbIH pn T=573 K,
6 — orosxkeHHbIi pn T=1273 K.

YBEIHYCHHE TeMIEePaTyphl MPUBOANT K PEKPUCTAII-
JIU3ALUHI U POCTY KPUCTAJUTUTOB.

Ha puc. 4 npuBeneHsl 3aBHCUMOCTH Pa3MepoB
gacTul nopomka ZrO,-Y,05 0T TeMIepaTypsl OTKHUTA,
paccuuTaHHbIE [0 TPEM PA3IMYHBIM METOIMKAM: TIepBast
— 110 POM-n300pakeHUsIM TPU Pa3IndHOM YBEIIH-
YeHUU METOJIOM CITyYalHBIX CEKYIuX [8]; BTopas — 1o
BEJIMYUHE YIIEIbHOW MOBEPXHOCTH B MPEATIONOKEHUT
chepHUUHOCTH YaCTHIL; TPEThS — NPE/ICTABIISIET 3aBUCH-
MocTh pazmepoB OKP [5]. Ananu3 3Tux 3aBUCUMOCTEH
MoKa3ajl, 4TO NMPOUCXOAUT YMEHBIICHHE CPEIHETO
pasmepa arnomeparoB (kpusas 1) ¢ 4,5 10 2,5 MKM, HO
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Puc. 2. Pacnpenenenne gactui mopomka Zr0,-Y,04 1o
pasMepam: @ — UCXOJHBIN MOPOUIOK; 6 — OTOKIKEHHBIH
mupu T = 573 K; ¢ — orosxkennsrii mpn T = 1273 K.

OKP u pasmep yacTuil, BEIYUCICHHBIN O yACIbHON
MOBEPXHOCTH, pacTyT. Takoe COOTHOIIIEHHE CBUAETEIb-
CTBYET O TOM, YTO U3MepeHHBIe 10 POM armomepatsr
SABJIAIOTCS MOTHUKpUCTAIMYecKUMHU. C pOCTOM TeMIepa-
TYPBI OTXKHTa IIPOUCXOAUT pa3/ielIiCHHE arlIoOMEepaToB Ha
OTJENBHBIC YAaCTUIIB. DKCTPAIOJISIINS 3aBUCUMOCTEH /
1 2 Ha 00J1aCTh BBICOKUX TeMIiepaTyp (puc. 4), O3BOMIIA
OTIPE/IETINTh TOYKY WX IepeceueHusi, TeMIeparypa B
koTopoi coctasuia ~1400 K. ITpu nannoi remneparype

Cmpykmypa u ceoticmea ZrO,— Y,0, u Ux UsMeHeHue...
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Puc. 3. 3aBUCUMOCTD BEJUYUHBI y/€JbHOI MTOBEPXHOCTH
nopouka ZrOy — Y,O3 oT TemIepaTypbl OTXKHTa.
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Puc. 4. 3aBucnmoctsb pasmepos yacTuif nopomka ZrO, — Y,03
n OKP ot Temmeparypsl OTXKHTA.
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Puc. 5.3aBucumocts usmeHenusi pasamepos OKP B koop-
aunarax “D* — 1/T.

cpenHUil pasMep gactul nopomka ZrO, — Y,0O; paBeH
2 MkM. B atom ciydae (pu cBOOOIHO HACHITAHHOM
MOPOIIKE), arjioMeparhl, UMEIOIINECS B TIOPOIIKOBOM
CHUCTEME, pactaayTcs Ha OTIEIbHbIE MOHOJMTHBIC
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MOJINKPUCTAJUIMYECKUE YAaCTHUIbI, CPEIHUN pazMep
KOTOPBIX IIPH AaJIbHEHIIEM YBEITMUCHUH TEMIIEPaTypbl
OyzeT pacTy 3a CYET UX CIICKaHUsL.

[To mony4eHHO! 3aBHCHMOCTH M3MEHEHUS pas-
MepoB OKP npu yBenndeHnH TeMmrmepaTypbl MOXKHO
OLICHUTH SHEPTHIO aKTHBAIMH pocTa 3epHa [9] (puc. 5) (8
KadecTBe ucxomHoro B3sto 3HaueHue OKP mpu 573 K).
[Tonydyennast mo TMHEMHON aNPOKCHMALUU SHEPTHUS
aKTUBAIlMM IpoLecca pocTa KPUCTAUINTA paBHA
45 xJIx/Mo1b. OTa SHEPrysl Ha MOPSIOK MEHBIIIE SHEPIHI
akTuBanuu Uit cucrtemsl ZrO, — CaO, mia koTopoit
SHeprus aktuBanuu camoaudpdysun Zr u Ca paBHa
390 u 420 x/]x/mMons, coorBercTBeHHO [9, 10]. OTO
CBHJICTEIBLCTBYET O TOM, YTO IIPOIIECC POCTA 3€pHA B
HCCIIelyeMOH CUCTEME OITpeAesieTCsl HOBEPXHOCTHOM
muddy3uei.

U3 puc. 5 MOXXHO 3aMETHUTh, YTO Ha4albHBIN U
KOHEUYHBIH y4acTOK MMEIOT pa3Hble HaKJIOHBI. DTO
TI03BOJISIET CJIETIATH 3aKIIFOUCHHE, YTO SHEPTHsl aKTHBALII
WINA TIPEIKCIIOHECHIINANBHBIA MHOXKUTEIb, TT0-BUIH-
MOMY, 3aBHCHUT OT TeMmmeparypbl. OneHKa 3Hepruu
aKTHBAIMU HAa HA9aJIbHOW M KOHEYHON CTAIMSAX OTXKHUTa
MOKa3aja, 4YTo NPH HU3KHUX TeMIlepaTypax OHa paBHa
35 kJx/monb, a npu BeicokuX — 70 kJ[>k/MOIb.
Bo3MOXXHO, 3TO CBSI3aHO C T€M, YTO NMPH HU3KHUX U
BBICOKHMX TEeMIlepaTypax pealn3yloTcsl pa3Hble MeXa-
HU3MBI TUG(Y3UN — IPH HU3KHUX TeMIlepaTypax
MoBepxXHOCTHAs An(pdy3ns, a IPH yBEITUICHUH TEMIIC-
PpaTtypbl poCT 3epHa HAYWHAET ONPEIENIATHCS 00BEeMHON
muddy3ueii.

3akmouenne

Brnusinue TepMuueckux 00paboTOK Ha CTPYKTYpY
Mopdotoruto nopouika cocrasa ZrO, — Y,05, cunTe3u-
POBaHHOTO METOOM OOPATHOIO XMMHUYECKOIO OCaXkK-
JACHUA TTOKa3aJ10, YTO YBECIIMUCHHUE TEMIIEPATYPhI OTXKUT'a
MPUBOAUT K YMEHBIIEHHUIO CPEIHETO pa3Mepa YacCTHII,
H3HA4YaIIbHO MPEACTABIISIIONINX CO00 MOPUCTHIE ariio-
MepaTrhl ¢ OOJNBIION yIeIbHOH MOBEPXHOCTHIO, JO

MOHOJIUTHBIX ITOJIMJIOMEHHBIX YaCTHII, PA3MEPHI KOTOPBIX
COM3MEPHMEI C pa3MepaMH KPUCTAILUTUTOB. PocT 3epHa
TP OT)KUTE OTIpeiersieTcs TOBEPXHOCTHOU muddy3neid.

Paboma evinonnena npu wacmuunotl punancosot
nooodepoicke I panmos Munobpuayxu NeNe I1.400,
I1.254, 5446 u 14.740.11.0049
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