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HAHOMNOPOLKOB ZrO2—3 mol% Y203, KOMIMNAKTUPOBAHHbLIX
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H3zyuena xunemuxa mempazonaibHO-MOHOKIUHHO20 NPESPAWYEHUsL 6 KEPAMUKE U3 HAHO-
nopowkos ZrO,—-3 mol% Y,03 ¢ ammocgepe 6o0anozo napa npu 140 °C u Hopmanvrom

Oasnernuu. Hanonopowrku ZrO»-3 mol% Y,03 cunmesuposanu memooom cO8MeCHmHO20
ocadcoeHus: 2uOPOKCUO08 YUPKOHUS U UMMPUsL U3 pacmeopos conell. Mcnonvzosanu 08a
8UO0A NPEKYPCOPO8 — OKCUHUMPAM U OKCUXIOPUO YUPKOHUS. [l KOHCOAUOAYUY HAHONO-
POUIKO8 NPUMEHSLIOCH BbICOKOe cudpocmamuyieckoe oasnerue seauyunoi 500 MPa c no-
credylowum cnekanuem Ha 6o3oyxe npu memnepamypax 1350-1550°C. Ha ocnose meo-
puu Konmozoposa—Meiina—I{oconcona npogooOumcs anaius co0epicanuus MOHOKIUHHOU
Gazvl 6 3asucumocmu om epemeru UOPOMEPMAIbHOU 00pabomKu u 0OCyicoaemcs 803-
MOJCHBIU MEXAHUM 3APOANCOEHUS U POCMA MOHOKIUHHOU ¢ha3vl & npoyecce ¢azo8ol de-
epaoayuu Kepamuky. Ycmanogneno, umo 6 kepamuxe, cnevennot npu 1350 °C, dona mo-
HOKIUHHOU (hazvl, 00pazoeanHoll 6 npoyecce oecpadayuu ¢ meuenue 70 h, ne npesviuia-
em 10%. Ilpu smom Kepamuka Ha 0CHOBe OKCUHUMPAMA YUPKOHUSA s8asemcs bonee yc-
MOUYUBOU K 2UOPOMEPMATLHOMY 8030€liCIEUIO, YeM NOJYYEHHAsl HA OCHO8E OKCUXIOPUOA
YUPKOHUA NPU 0OUHAKOBOM YPOBHE 2UOPOCTNAMULECKO20 NPEeCCO8AHUSA HAHONOPOUKOS.

KiioueBble ciioBa: AUOKCH ITUPKOHUSA, KEpaAaMHKa, TETPArOHaJIbHO-MOHOKJIIMHHOC IIPC-
BpalICHUC, HU3KOTCMIICpATypHad ACrpaaalnsd

Bugueno xinemuxy mempazoHanbHO-MOHOKIIHHO20 NEPEMBOPEnHts 8 Kepamiyi 3 HAHONO-
poukie ZrO,—-3 mol% Y,03 6 ammocepi 600sn0i napu npu 140 °C i Hopmansromy muc-

ky. Hanonopowxu ZrOx>-3 mol% Y,03 cunme3ysanu memooom CYMICHO20 0CAONCEHHS
2I0poKCcUdi6 YUPKOHi0 ma impiio 3 po3uunie coiel. Bukopucmosysanu 08a 8uou npexKyp-
copieé — OKCUHImpam i OKCUXI0puo Yyupkouiio. /s KoHcoaioayii HaHONOPOWKIE 3aCMOCO-
8ysanocs sucoxull ciopocmamuunuti muck geaudunoro 500 MPa 3 nacmynuum cnikauHsam
6 nosimpi npu memnepamypax 1350—1550°C. Ha ocnosi meopii Koamozoposa—Meiina—
IDiconcona nposodumvcs ananiz emicmy MOHOKIIHHOL (asu 6 3anexcnocmi 6i0 uacy
2iopomepmanbHoi 06poOKU U 002080PIOEMbCA MONCIUBULL MEXAHIZM 3APOOINCEHHS Ma
3pOCMAaHts MOHOKAIHHOL hazu 8 npoyeci ¢hazosoi Oeepadayii kepamiku. Bcmanosneno,
wo 8 kepamiyi, cneyeroi npu 1350 °C, wacmxa monokuinHoi gazu, cmeopenoi 3a 70 h 6
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npoyeci decpaoayii, ne nepesuwye 10%. Ipu yvomy xepamika Ha ocHOGi oKCunimpama yup-
KOHIIO € OLbUL CIILIKOIO 00 2I0POMEPMANLHO20 GNIIUBY, HIJC OMPUMAHA HA OCHOBL OKCUXO-
pUOa YUPKOHIIO npu OOHAKOBOMY PIBHI 2I0pOCMAamMU4H020 NPecy8anHs HAHONOPOUIKIG.

KoarwuoBi cioBa: miokcua MUPKOHIO, KepaMika, TeTparoHaJbHO-MOHOKIIIHHE MEPETBO-
peHHs, HU3bKOTEeMITepaTypHa (a3oBa aerpaiarfis

BBenenne

Kepamuka Ha OCHOBE AMOKCHIA IUPKOHHUS 00NaAaeT YHUKAIbHBIM HAOOpPOM
Pa3HOPOJHBIX CBOMCTB: M3HOCO- U TEPMOCTOMKOCTBIO, XUMUYECKONW yCTOWYUBO-
CThIO U CTAaOMJIBHOCTBIO K M3JTyUYEHHSIM, HOHHOW MPOBOJAMMOCTBIO U OMOJIOTHYE-
CKOM COBMECTUMOCTBIO, KOTOPBIE COUYETAIOTCS ¢ BHICOKON MPOYHOCTHIO U TPEIIH-
HOCTOMKOCTBIO, YTO MO3BOJISIET UCIIOIB30BATh ATOT MaTEpHall Ji1 MHOTUX KOHCT-
PYKIIMOHHBIX U (YHKIIMOHATBHBIX MpUMeHeHHH [1]. [ KOHCTPYKIIMOHHOTO Ha-
3HayeHUsl HauOoJiee BHICOKHE MEXaHMUYECKHE XapaKTePUCTHKH HMEET KepaMuKa
Ha OCHOBE TETPAroHaNbHOW MOIU(DUKALNN TUOKCUAA IIUPKOHUS, KOTOpasi B COOT-
BETCTBUM C AMArpaMMON COCTOSIHUS MPU HOPMAJIbHOM JIaBJICHUU CYILIECTBYET B
temnepatypHoMm auamazone 1200-2370°C. JlernpoBaHue IHOKCUIA ITUPKOHUS
3 mol% Y,03 mo3BosIIET COXPAHUTh BBICOKOTEMIIEPATYpPHYIO TETParoHaJbHYIO
¢dazy B MeTacTaOUILHOM COCTOSIHMH 10 KOMHAaTHOW TemriepaTtypsl [2,3]. OxHako
emte B 1981 r. Kobayashi ¢ coaBropamu [4] 0OHapYy>KWIH, YTO B TUAPOTEPMATb-
HBIX ycioBusx (temneparypa a0 300°C B cpenie BOJbI WIIM BOJASHOTO Mapa) B IaH-
HOW KepaMHKe MOXKET MPOMCXOTUTH (ha30BBIN MEPEeX0i U3 TETParoHAILHOW MO-
nudukanuu B MOHOKIMHHYIO (T-M-mepexos), 4To BHOCIEACTBHM OBUIO TOJ-
TBEPKIAEHO MHOTUMU UcCcaeaoBaTesaMu [5—8].

Bbu1o mpenokeHo HEeCKOJIbKO MeXaHu3MOB [9—13] HuzkoTemnepatypHoil da-
30BOM JIeTpaJalliK TETPArOHAIBHOTO AUOKCUAA UPKOHUA. Cpenu MpodYux clery-
€T 0c000 BBIJICTUTh MOJIEIb, IPEIIOKECHHYIO B padote [12]. B Helt npenmonara-
etcst, uyto nonsl OH , oOpa3oBaBiIrecss Ha MOBEPXHOCTH KEPAMHKH B Pe3yJIbTaTe
mucconuanuu Mosekyn HyO, nmudyaaupyroT mo rpaHuiiam 3epeH u MonajgaroT B
pEeUIeTKy AMOKCHAA LUUPKOHUS, TJI€ 3aHUMAIOT NMO3UILUN KUCIOPOJHBIX BaKaHCUMH,
YTO MPUBOJIUT K BOSHUKHOBEHHIO HATPSKECHUN W JECTAOMIN3AIUU TETParoHalb-
HOU (a3pl. T-M-mipeBpalnieHre OTIACIHHOTO 3€pHA HAa IMOBEPXHOCTH KEPAMHKHU
[13] mpuBoauT Kk yBenuueHuro (okojo 4%) ero odbema H, ClieJOBaTeIbHO, pac-
TPECKUBAHUIO COCETHUX 3€pPEeH. DTO 00ecreynBaeT HOBBIE My TH VISl IPOHUKHOBE-
HUSI MOJIEKYJI BOJIBI B IITyOb 0Opasiia ¢ mocienyromum oopasosanuem OH rpymn
Ha TOBEPXHOCTH TPEIIHH.

CoryiacHO CyHIeCTBYIOIIUM TMpeacTaBiaeHusM [9-15] Ha (a3oByro cTabuib-
HOCTb IUPKOHUEBON KEPAMHKH BIHSIOT clieaytonue GakTophl:

— pasmep 3epHa — pa3Mep TETPAroOHAIBHOIO 3€pHA, IPU KOTOPOM COXPaHSIETCS
ctabunbHOCTh T-(pa3el B kepamuke, He MokeT npesbimath 300 nm (mpu erupo-
BaHuu 3 mol% okcuna urtpus) [6];

— pacnpedenenue ummpusi no 06vemy 3eprHa — Mpu NoBbIIIeHHBIX (> 1400°C)
TEMIEpaTypax CIEKaHUsS B JUOKCH]IC IIUPKOHUS HAOIIOIACTCS Cerperamus HTTPHs
K TPaHUIaM, 94TO MMPUBOJUT K ACCTAOMIM3AINH TeTParoHaIsHOu (assr [14];
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— MexaHuyeckue HanpsadlceHus 6 Kepamuke — HAIPSDKEHUS, BO3HUKAIOIIKE B
IpoLEecCce CIEKaHUs WK JIerpajalii KepaMUKH, SBISIOTCS OCHOBHOM JABIDKYIIEH
CHJION mepexoia MeTacTaOMIIbHOM TeTparoHaiabHOM (a3bl B CTAOMIIBHYIO MOHO-
KJIMHHYIO [15];

— NIOMHOCMb KepamMuKy — KepaMHKa, UMEIoIlas INIOTHOCTb, OJIM3KYIO K Teope-
TUYECKOM, SIBIIIETCSI OOJIee YCTOMYMBOM K (Pa30BOM Jerpaaiuy, Tak KaKk OTCYTCT-
BHUE MOp 3aTpyaHseT npornkHoBeHrne OH rpymn B riy0Ob 00pasna;

— KAuecmeo MeiC3epeHHbIX 2paHuy — BBICOKasl CTENeHb Ae()EeKTHOCTU I'paHMIL
3epeH obuiervaet npoHrkHoBeHne OH 1oOHOB B riiy0Ob 0Opasiia.

Hcxons U3 BBILIEU3IIOKEHHOTO CIIEAYET, UTO AJIS MOJTy4eHus: cTabuibHOM Kk T-M-
NPEBPALLCHUIO KEPAMUKH HEOOXOAMMO HAaWTH KOMIPOMHCC MEXITY YyKa3aHHBIMHU
(axTopamMH € MOMOIIBIO BbIOOpa YCIOBUI MOMYYEHUs] KepaMUKU. JTa 3ajada Jio-
BOJIBHO CJIOKHA, TIOCKOJIBKY SIBJICHUE (ha30BOM JIerpaialiui B KepaMUKe, MOTy4YeHHON
13 HAHOMOPOILIKOB, MAJIO U3Y4Y€HO, B YACTHOCTHU NP MCIIOJIb30BaHNH BBICOKOTO I'M/I-
poctaruueckoro nasineHus (BI'/]) B couetanuu ¢ pa3nuyHbIMU TeMIIEpaTypamMH clie-
kaHus. Kpome TOro, He MCCIENOBaHO BIMSHUE MPUPOABI NMPEKYPCOPOB M pazMepa
YacTHIL] HAHOIIOPOIIIKA HAa HU3KOTEMIIEPATYPHYIO JIErpalaliiio KEpaMUIECKOro TUOK-
cuga 1mpkoHus. [losTroMy maHHasi paGoTa TOCBSIIEHA W3YYECHHIO SBICHUS HU3KO-
TEMIIEPATYpPHOM Aerpajaliii B KEpaMHUKE, MOJYyYEHHONM Ha OCHOBE HAaHOIOPOILKOB
Zr0»-3 mol% Y,,03 npu pa3nuyuHbIX YCIOBUIX CUHTE3a M KOHCOIUAALHY.

MeToanka 3KCIepMMeHTa

Hanomnopomku quokcuaa MUpKOHUs ObUTA MOTY4YeHBl MPOKaINBaHHUEM Ha BO3-
nayxe rpu 500 u 700°C ruipoKcHI0B HUPKOHUSI, OOOTAIIEHHBIX UTTpUEM. [ uapo-
KCHJIbI IUPKOHUS IBYX BapHAHTOB OBLIM OCaXJIECHBI BOJHBIM PAaCTBOPOM aMMHAKa
U3 PA3IMYHBIX NMPEKYPCOPOB: OKCUHUTPATA U OKCUXJIOPHIA IIUPKOHHS C BBEICHU-
eM okcuHuTpata uttpus [16]. Hanonopomxku ZrO,—3 mol% Y,03 kommnaktupo-
BaJIM OTHOOCHBIM TipeccoBanreM P = 50 MPa B ¢opme Tabierok auamerpom 10 mm
M BBICOTOM 5 mm ¢ mocnenytomiei oopadotkoit BI'J] Bennunnoit 500 MPa. Kom-
NaKTHPOBAaHHBIE 00pa3Ilbl CIIEKald B BO3AYIIHOW aTMocdepe Mpu TeMIepaTypax
1350, 1450 u 1550°C B Teyenue 2 h. B momydeHHBIX 00pa3ax KepaMHK{ OTIpe-
JIeIISUTH UCXOHBIN (ha30BbIi COCTAB, MOCIE YEro UX MOMENAIN B CPely BOJSHOTO
napa ¢ temneparypoir 140°C npu atmochepHom mapiennn. OnpeneracHue u3Me-
HeHMH (pa30BOro cocTaBa MPOBOAWIM Uepe3 Kaxasle 5 h npeObiBaHus 00pa3IoB B
TUAPOTEPMAIIBHBIX YCIOBUSIX.

Pa3smep obnacteit korepentaoro paccessaus (OKP) HaHomopomkoB u Gpa3oBbiid
COCTaB KepaMUKH ONPEIEIsUIA METOJIOM PEHTI€HOCTPYKTYpPHOTO aHalu3a Ha JH-
¢pakromerpe JIPOH-3 (Poccust) B ordmnstpoBanHOM Cu K, -M3Ty4eHUU U pac-
cunthiBasiA 110 popmyne [dedas—Illepepa [17]. Comepxanne MOHOKIMHHOU (ha3bl
ouieHuBaM 10 popmyse [18]:

|z

m

L(111)+ 1, (11T)+1,,(111)
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rae 1, I; — ”HTEHCUBHOCTH OTPAKEHUH OT COOTBETCTBYIOIUX IUNIOCKOCTEN MOHO-
KJIMHHOM M TeTparoHanbHOM ¢a3. CTpyKTypy HAHOMOPOIIKOB U KEPAaMHUKHU H3yya-
JU METOJOM MPOCBEUMBAIOIIEH 3JIEKTPOHHOW MHKpockonuu Ha mnpubdope JEM-
200A ¢upmbr JEOL (SInoHust) ¢ moMoIIbi0 METOJA ABYXCTYNEHYATHIX PEIIMK
[19]. TIMOTHOCTh KE€paMUKH OMNPEACIISIIA METOJAOM THAPOCTATUYECKOTO B3BEIIH-
BaHUS.

Pe3yabTathl 1 00CyxKaeHHE

B pesynbrate npokaiauBaHus THAPOKCHA IIMPKOHUS U3 OKCHUHUTpATa U OKCH-
XJIOpUJIa HUPKOHUS ObUIM IOJIy4EHbI HAHOMOPOIIKH TETPAaroHaIbHOI'O JTUOKCUAA
LUPKOHHUSA, CTPYKTypa KOTOPBIX IPEICTaBJI€HA HA pUC. 1. YCTaHOBIEHO, YTO
CpellHuE pa3Mepbl YaCTHI] HAHOMOPOILIKOB IO JaHHBIM 3JIEKTPOHHON MHUKPOCKO-
nuu u pasmep OKP, onpenenennsiii meronom PCA, HE3HAUNTENBHO OTIMYAIOTCS
JUIsL IByX BapHUaHTOB HCIIOJIb30BAHHBIX IPEKYPCOPOB U OINPEAEISAIOTCS TOJIBKO
Temneparypoi npokanusanusd. s temneparyp 500 u 700°C pasmep vactur co-
ctaBui 15 1 20 nm COOTBETCTBEHHO.

Puc. 1. IIDM-un3o00paxkenue HaHOnopoukos ZrO,—3 mol% Y,03 noayYeHHBIX U3 OKCH-
HUTpaTa MUPKOHUS MpH TemIiepatypax npokanmusanus 500 (a) u 700°C (6)

CTpyKkTypsl BCeX OOpa3IOB CIEYEHHON KepaMUKHU MPEICTaBICHBI TETParo-
HAJTBHON MOIU(UKAIMCH THOKCUAA IIUPKOHUS C COepKaHneM KyOudeckon (a3sr
10 5%. VI3ydeHue CTpyKTYphl KEpaMUKU MOKA3ajo, YTO MOBBIIICHUE TEMIIEpaTy-
PBI CIIEKaHHSI TIPUBOIUT K YBEITMUECHUIO CPEIHUX Pa3MEPOB 3epeH, KOTOPBIE MPaK-
TUYECKH HE 3aBUCAT OT THIA U pa3Mepa UCXOAHBIX HAHOMOPOIIKOB U MPHU TEMIIe-
patypax 1350, 1450 u 1550°C cocrasmstor 300, 600 u 1500 nm cOOTBETCTBEHHO.
O®pakrorpaduyeckue UCCIEIOBAHNS BBISBUIN CYIIECTBEHHO PAa3JIMYHBIA Xapak-
TEp pa3pyleHus 00pa3IoB KEPAaMUKH, MMOTYUYECHHBIX U3 OKCHHUTPATa U OKCHUXJIO-
puna mnupkoHus. Kepamuka Ha OCHOBE OKCHHUTpaTa LHUPKOHUS pa3pylIacTcs
IPEUMYIIECTBEHHO TPAaHCKPUCTAIUIUTHBIM IyTeM (pHC. 2,a), B TO BpeMs Kak Ke-
pamMuKa M3 OKCHXJOPHAA IUPKOHHUS, HAIIPOTHB, UMEET MHTEPKPUCTAJUIMTHBIN Xa-
pakrtep uznoma (puc. 2,0).
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Puc. 2. [I5M-u3obpaxenue u3nomMoB o6pa3uoB kepamuku ZrO,—3 mol% Y,03, momy-
YEeHHON W3 OKCHHUTpaTa IMUPKOHUSA (@) U OKCHUXJIOpUAA IMPKOHUS (6), CIIEYEHHBIX MpU
temrrepatype 1450°C

AHanu3 3HauYeHWH MJIOTHOCTH MOKa3aj, YTO MpPU OJMHAKOBOM TeMIlepaType crie-
KaHMs KepaMHUKa U3 OKCUHMUTpaTa LUPKOHUS CIEKAeTCs 10 IUIOTHOCTH, Oosiee Oam3-
KOM K Teoperuueckou (6.1 g/cm3), yeM KepamHka u3 okcuxyopuaa (tabm. 1). Xyn-
11asi CIIeKaeMOCTh KEPAMUKHU U3 OKCHUXJIOpHIIA IIUPKOHMST 00YCIIOBJICHA BBIZCTICHHEM
ra3000pa3HbIX MPOIYKTOB Pa3IOKEHHs XJIOPCOJACPIKAILMX COSIMHEHUI MIPU HAarpeBe
> 1000°C, koTOpBIE MPUCYTCTBYIOT HAa TIOBEPXHOCTH HAHOYACTHI] JUOKCUIA ITUPKO-
Hus nocie npokanuanus [20,21]. Kepamuka 13 oKCHHUATpaTa HUPKOHMSI, HAITPOTHB,
CIIEKACTCsl MPAKTUUECKU TMOJHOCTHIO yke Tipu 1350°C, Tak Kak COeAMHEHUs a30Ta
obnanarot Hu3ko (He Oonee 400°C) TemmepaTypoil pa3ioKeHUs U yIANSIOTCS elle
Ha CTaJMHM TPOKAIMBaHUS THApOKcUna. [lomydeHHble pe3yibTaThl KOPPETHPYIOT C
JAHHBIMU MO XapakTepy H3JIOMOB HCCIIEIyeMbIX 00pa3loB M CBHUIECTEIBCTBYIOT O
JydIIeM KauyeCcTBE TPAHUI] 3ePEH B ClTyyae KepaMUKH, IOITyYEeHHOW M3 OKCHHHUTPATA.

VY CTaHOBIIEHO, YTO B THAPOTEPMAJIbHBIX YCIOBHAX AJIS BCeX 00pa3loB KepamHu-
KW HaOIII0JaeTCsl YBEIMYCHHUE COJACPKAaHUsI MOHOKIMHHOW (pa3bl B 3aBUCUMOCTH
OT BPEMEHHU TUAPOTEpMaIbHOM 00padoTku (puc. 3), HO cTenenb T-M-npeBpariie-
HUSL pa3IinyHa JUIsi ABYX BapHAHTOB 00Pa3IOB U YCIOBUI X 00pabOTKH.

Tabmuma 1
3Ha4YyeHUsI MIJIOTHOCTH 00Pa3L0B KEPAMUKH, MOJYyYeHHBIX U3 okcuxjgopuaa (Cl)
U okcuHUTpaTa (N) HMPKOHUSA Ui PA3JIMYHBIX TEMIIEPATYP NPOKAJUBAHUA
HAHOMOPOIIKOB U CTIEKAHUS KEPAMHKH

[TnoTHOCTS, g/crn3
Teale, °C Tsint, °C
1350 1450 1550
500 (N) 5.95 5.98 6.0
700 (N) 5.92 5.97 5.99
500 (CI 5.80 5.89 5.95
700 (C1) 5.82 591 5.97
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Puc. 3. 3aBucumocth copepxanust M-¢a3pl 0T BpeMEHU THIPOTSPMATIBHOTO BO3ICHCTBUS,
BHUjIa Tipekypcopa (m, ®, o —N; 0, 0, A — Cl) u Temnieparypsl criekanus (m, 0 — 1350; @, o —
1450; a, A —1550°C). Temneparyps! npokanmBaams mopoirka 500 (a) u 700°C (6)

W3 rpaduKoB yKa3aHHOW 3aBHCUMOCTH CIIEAYET, YTO MEHEE BCETO MOJABEpIKe-
HBI Jerpaganuu obpasmpl, criedeHHbie ipu Temneparype 1350°C (puc. 3,6). Co-
JiepKaHrne MOHOKJIMHHOM (ha3bl B Takux oOpasuax He mpesbicuiio 10% 3a 70 h uc-
IBITAHUN B TUAPOTEPMabHBIX YyCIOBUAX. [Ipu 3TOM 00pasibl, MOIy4YEHHbIE IO
HUTPATHOW TEXHOJIOTUU, UMEIOT OOJBIIYI0 YCTOWYMBOCTh K JETpafaivu, IOJIS
MOHOKJIMHHOM (pa3el B HUX mociie 70 h ucnwitanuii cocrapuseT okoio 5%. O6pas-
b, CIICUCHHBIC TPU OoJiee BBICOKUX TeMIlepaTypax, MeHee CTaOmibHbI K T-M-
npeBpaieHuio. Tak, BO Bcex oOpasmax, crnedeHHbIx mpu 1550°C, comeprkanue
MOHOKJIMHHOU ¢a3el 3a 70 h rumporepmanbHOoro Bo3aeicTBust aocruraet 75%.
AHau3 MOJy4YeHHBIX Pe3yJIbTaTOB MOKA3bIBAET, YTO pa3Mep YaCTHUI] HAHOOPOLI-
KOB MPAKTUYECKH HE BIUSACT Ha (Ha30BYIO CTAOMILHOCTD IMPKOHUEBOM KEPAMUKH.
B To ke BpeMsi yBenMueHUE pa3Mepa TeTparoHaJbHBIX 3€pEeH MpU CIEKAHUU Ke-
pamMuKku OOJIbIIIE KPUTHUYECKOTO SIBISIETCS OINMpPENeSIoNuM (HaKTOpoM, OTBETCT-
BeHHBIM 3a T-M-(a3oBoe npeBpamienue. Tak, 3a 70 h nmpeObIBaHuS B THAPOTEP-
MaJbHBIX YCJIOBUSAX HAOMIOJaeTCs pas3pylieHHe BceX 00paslioB KepaMHKH, CIIe-
yeHHBIX TIpH 1450 u 1550°C (cpennuii pazmep 3eped 600 u 1500 nm cooTBeTCT-
BeHHO). CHMKEeHHE CTaOUILHOCTH MOXET OBITh BBI3BAHO CErperamueii HOHOB UT-
TpUS Ha TPAHMIILI 3€PEH TIPpH TemmepaTrypax cnekanus oomnee 1400°C, B pe3yibTa-
T€ Yero coJiepXKaHue UTTPHUs B 00bEMe 3€pHA CTAHOBUTCS HEIOCTATOYHBIM IS
CTa0WIM3aliyd TETparoHaNbHOM (ha3el, uTO crocobcTByeT T—M-mpeBpalieHuto.
[Tomy4yeHHble pe3ynbTaThl yKa3bIBAIOT HAa CYIIECTBEHHOE BIUSHUE COCTOSIHHS
TpaHUIl 3epHa Ha pa3BUTHUE Mpoliecca Jerpajaluy KepaMuKu, 4To Obuio oOHapy-
JKEHO TIPU UCCIEAOBAHUN KePaMUYECKUX OOpa3IloB, U3TOTOBJICHHBIX MO XJIOPUI-
HOM TE€XHOJIOTHH, KOTOPBIE Pa3pyLIAlOTCs MEKKPUCTAILTUTHBIM ITyTEM.

[IpencraBnsier MHTEPEC PACCMOTPETH BOMPOC O MEXaHU3Max 3apOKIeHUS M-
da3bl B mporeccax Aerpajaluyd KepaMUKd U CPaBHUTH MOJTYUYEHHbIE PEe3yJIbTaThl
JUTsE 00pasloB KepaMUKH, U3TOTOBJICHHBIX U3 Pa3IUYHBIX MpeKypcopoB. s da-
30BBIX MPEBPAILLEHUI, TPOUCXOASIINX B N30TEPMUUYECKUX YCIOBHIX, B TOM YHUCIIE
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u s T-M-dazoBoro nepexona B ZrO,—3 mol% Y,03, 3aBUCUMOCTB COJIepIKaHUS
M-a3bl OT BpeMeHH NpeObIBaHUS B TUAPOTEPMATIBHBIX YCIOBHAX MOXKET ObITh BbI-
pakeHa C TIOMOIIBIO ypaBHeHHs JlxoHcoHa—ABpamu [22-26]: X, = 1 — exp(~kt")
(rme X,, — oObeMHast 10T MOHOKJIMHHOW (ha3bl, 00pa3oBaBIICiiCSI K MOMEHTY
BPEMEHH f; 1 — KHHETUYECKUH MMOKa3aTelb, KOTOPHI 3aBUCHT OT MEXaHH3Ma Ipe-
BpALLEHUS U TEOMETPUH POCTa; k — KOHCTaHTa pocTa). [Toka3arens n MOXeT ObITH
NOJYYEH TIPU OTPENICIICHUH TaHTEHCA yIjla HAaKJIOHA JIMHEHHOTO yJacTKa KPUBOM
3aBHCUMOCTH cojiepkaHusi M-(a3bl OT BpeMeHH, MOCTPOEHHONW B KOOpAMHATax
In(In(1/(1 — X,;,))) ot Inz (puc. 4).

1 I
= of = Ot
1 =<1
Lol =
= 3} = ot
E 4f !
E £ 3f
-5t —6-
ok
25 30 35 40 45 1.5 2.0 2.5 3.0 35 40 45
Int In¢
a 4]

Puc. 4. 3aBucumocTsb conepxkanus M-da3bl OT BpeMeHH, BHIa IPEKYyPCOpa U TEMIIEPATy-
poI ciekanns B koopawHarax In(In(1/(1 — X,;))) ot Inz. Temnepatypsl IpoKaTuBaHUS T10-
pomka 500 (a) u 700°C (6). O603HaUYCHHS T€ XKe, 9TO M HA PHUC. 3

PaccunTannble 3HaueHus 1 U1 00pa3loB U3 OKCUHHUTpATa [IMPKOHUS JIeXkKaT B
npenenax ot 1.6 qo 2.7, uro cornmacHo Teopun Koamoropoa—Meiina—/[>)koHcoHa
[27,28] cCOOTBETCTBYET ABYMEPHOMY POCTY MOHOKIMHHOW (ha3bl C MOCTOSHHOM
CKOPOCTBIO 3apoxkaeHusi. [ o0pasoB U3 OKCHXJIOpHIA IUPKOHUS 3HAYCHUS 1
HaxOAATCA B JUamna3oHe oT 3 110 4.7, 4TO COOTBETCTBYET TaKKe ABYMEPHOMY POCTY
MOHOKJIMHHOM (ha3bl, HO C BO3pacTaloel CKOPOCThIO 3apoxacHus [29]. 310 00b-
sicHsieTcs OombIel 1eeKTHOCTHIO IPAHUIl B TJAHHOM THIIE KEPaMUKH (Talut. 2).

Tabmuna 2
Kunernueckue noka3arenu N 115 kepamMmuku u3 okcuHutpara (N) u oxkcuxiaopuga (Cl)
HUPKOHUS, OJYYEHHOH MPU PA3JINYHBIX TeMIEPaTypax NPOKAJUBAHUS MOPOIIKA
U CIIEKAHUS KePAMUKH

Kunernueckuii mokasarenis n
o Tsinta °C
Teale °C 1350 1450 1550
N Cl N Cl N Cl
500 2.1 3.27 2.7 4.7 2.7 4.1
700 2.1 3.7 2 3.5 1.6 3
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Ha puc. 5 npencrasnenst POM-u3o0pakeHusT M3I0MOB KE€pPaMHUK C HHU3KUM
(5%) u BeIicoKUM (70%) comepskaHreM MOHOKIWHHOW (a3pl. Ha oOpa3sie, moa-
BEpriieMcsi CWIbHOM JAerpajanuu, HaOMIOJAaeTcsi pa3pylIeHHEe MOBEPXHOCTHOTO
cJosl Ha TIyOMHY OKosio 75 pum 3a 72 h mpeObIBaHUs B THAPOTEPMAIBHBIX YCIIO-
BUSIX.

Puc. 5. POM-u3o0pakeHne U3JIOMOB KEPAMHUKH W3 OKCHHHUTpATA ITUPKOHUS, CIICUCHHOMH
npu Temnepatype 1350°C (@), 1 U3 OKCUXJIOpH/IA IUPKOHUS, CIICYSHHOHN TIPH TeMIIepaTy-
pe 1550°C (6)

3akjaueHue

B pabote u3yueHo BIMSHEE THIIA IPEKypcopa, pa3Mepa 4acTUI] HAHOTIOPOIITKa
U TeMIlepaTyphl CrieKaHus Ha (a30BYIO JErpajaliio KepaMHKH Ha OCHOBE HAHO-
nopomkoB ZrO>—3 mol% Y,03, KOMIaKTUPOBAHHBIX B YCIOBHSX BBICOKOTO THJ-
pPOCTaTUYECKOTO JTABJICHHUS.

[TokazaHo, 4YTO CTENEHb PA3BUTHS HU3KOTEMIIEPATYpHOU Nerpaaliiid MOXKET
CYIIECTBEHHO Pa3u4aThCsi B 3aBUCHMOCTH OT YCJIOBUN CHHTE3a MCXOIHOTO Ha-
HOTIOPOIIKA (MCMOJIb30BaHNE PAa3IUYHBIX BUIOB MPEKYPCOPOB) U OT YCIOBHIA MO-
JTy4eHUsI KepaMUKH. Y CTaHOBJICHO, YTO CHIDKEHHME TEMIIEPATYyphl CIIEKAHUS KOM-
nakToB A0 1350°C (BmMecTo TpaaummonHoro pexuma 1550°C) no3BomsieT mpakTH-
YECKH TPEAOTBPATUTh Aerpanaiuio. [Ipu 3ToM M3MEeHEeHHe pa3mepa 4YacTHll UC-
XOJHOTO TopoIka oT 15 10 20 nm He BAMSIET HA CTENEHb PAa3BUTHS JErpajaliu
kepamuku. ClieyeT 3aMeTHTh, YTO JOCTHIKCHHE TUIOTHOCTH, OJIM3KON K TEOPETH-
yeckoil mpu Temmeparypax cnekanus Ha 200°C Huxe OOBIUHBIX, CTAJTIO BO3MOX-
HBIM OJ1arojapst UCTOIb30BaHUIO HAHOTIOPOIITKOB B KAYECTBE MCXOTHOTO TIPOAYK-
Ta JJIsl KEPaMUKHU U BO3MOXXHOCTH MX YIUIOTHEHUS Mepe] CIIEKaHUEM B YCIOBHUSAX
BBICOKOTO THIPOCTATHYECKOTO AaBICHHUS.

[TokazaHo, 4TO CYIIECTBEHHYIO POJIb B CKIIOHHOCTH K (Da30BO# Aerpajaluu ur-
paeT TEXHOJIOTHS CHHTE3a, BKJIIOYAIOIIAs BRIOOp mpekypcopa. Hamuume xiopco-
JEpKaIIMX KOMIIOHEHTOB Ha MOBEPXHOCTU CUHTE3UPYEMBIX HAHOYACTHUI TUOKCH-
Jla IUPKOHUS OKa3bIBAE€T HETAaTUBHOE BIIMSHHUE HA CTAOMIBHOCTDh KEPAaMUKH B TU]I-
pOTepMalibHBIX YyCNOBUsAX. OQHAKO MPU MUHMMH3ALUU TEMIEPATYPhbl CHEKAHUS
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KepaMHUKHU yJaeTcsi CHU3UTH JI0JII0 00pa3oBaBIieiics MOHOKIUHHON ¢a3bl 10 10%
B ycioBusx Harpesa 10 140°C B armocdepe BoasHOTO mapa B TeueHue 70 h. B To
KE€ BpeMs KepamuKa, MOJydyeHHas 10 HUTPATHOM TEXHOJOTHH, MOKa3bIBaeT JTyd-
MK pe3ysIbTaT — 0K0JI0 5% MOHOKIMHHON (ha3bl.

DKCIIEpUMEHTAIILHO YCTAHOBJIEHA POJIb COCTOSIHUSI TPaHUI] 3€pPEH, pa3MepoB
3epHa U IJIOTHOCTH KE€PaMMKH B Pa3BUTHUHU Ipoliecca ee aerpaganuu. [lpu stom
POJIb HAMPSHKCHUI, Cerperanuu UTTPHs TAKKE YUUTHIBAETCS, MOCKOIBKY JIEHCT-
BHUE 3TUX (PaKTOPOB HEM30EKHO MPUCYTCTBYET B PA3BUTUHU JaHHOTO siBieHHs. Or-
peneneHbl KHHeTUYeCKre Kod((GUIIMeHThI, KOTOpbIe Al 00paslioB U3 OKCHHHUTpA-
Ta HUPKOHHUA JIeXkKaT B npeaenax oT 1.6 1o 2.7, 4To0 COOTBETCTBYET IBYMEPHOMY
pPOCTY MOHOKJIMHHOM (pa3bl ¢ MOCTOSHHOM CKOPOCTBIO 3apOKIACHUS, a A o0pas-
IIOB U3 OKCUXJIOpH/IA IIMPKOHUS — B TMaNa3oHe ot 3 110 4.7, 9T0 MOKET OBITh 00Y-
CJIOBJICHO TaK)K€ JBYMEPHBIM POCTOM MOHOKIMHHOM (ha3bl, HO C BO3pacTarolien
CKOPOCTBIO 3apPOXKICHHUS.

[TomydeHHbIe pe3ynbTaThl MOTYT OBITh KCIIOJIB30BAHBI JJIsi CO3JAHMS KepamHu-
YECKHX MaTepHAJIOB C TIOBBIIIEHHON CTaOMIIBHOCTBIO K HU3KOTEMITepaTypHOu (a-
30BOH Jlerpafanuu, a TakxKe sl TPOrHO3UPOBAHMS BPEMEHH SKCILTyaTalluu [Up-
KOHHMEBOI KEpaMHKH B THIPOTEPMAIBHBIX YCIOBHUSIX.
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F.I. Glazunov, G.K. Volkov, T.E. Konstantinova, I.A. Danilenko, V.A. Glazunova

PHASE STABILITY OF THE CERAMICS BASED ON THE NANOPOWDERS
OF ZrO2-3 mol% Y203 COMPACTED UNDER HIGH HYDROSTATIC
PRESSURE

The kinetics of tetragonal-monoclinic transformation in ceramics obtained from the
nanopowders of ZrO,—3 mol% Y,03 in a water steam at 140°C and atmospheric pressure

conditions was studied. Nanopowders of ZrO,—3 mol% Y,0O3; were synthesized by co-
precipitation technique of hydroxides of zirconium and yttrium from salt solutions. Two
kinds of the precursors: zirconium oxynitrate and oxychloride were used. The nano-
powders were consolidated under high hydrostatic pressure of 500 MPa and sintered at
1350-1550°C. The results analyzed by Kolmogorov—Mehl—Johnson theory shown that
the content of monoclinic phase depended on the time of hydrothermal treatment. Possi-
ble mechanisms of nucleation and growth of the monoclinic phase in the process of deg-
radation were discussed. It was established that in the ceramics samples sintered at
1350°C and aged 70 h under hydrothermal conditions, only 10% monoclinic phase was
detected. It was found that the ceramics obtained from zirconium oxynitrate was more
resistant to hydrothermal degradation than the ceramics obtained from zirconium oxy-
chloride.

Keywords: zirconia, ceramic, tetragonal-monoclinic transformation, low-temperature phase
degradation
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Fig. 1. TEM images of the ZrO,—3 mol% Y,0O3 nanopowders made of zirconium oxyni-
trate calcined at the temperatures of 500 (a) and 700°C (6)

Fig. 2. TEM images of fracture surface of the ZrO,—3 mol% Y,O3 ceramics sintered at
1450°C from the nanopowders obtained from zirconium oxynitrate (a) and zirconium
oxychloride (6)

Fig. 3. Dependence of the amount of the M-phase in the zirconia ceramics on hydrother-
mal exposure for different types of precursors and sintering temperatures for nanopow-
ders calcined at 500 (a) and 700°C (6)

Fig. 4. Dependence of the amount of M-phase in the zirconia ceramics for different types
of precursors and sintering temperatures in the units of In(In(1/(1 — X)) vs In¢ coordi-
nates for calcination temperatures 500 (a) and 700°C (6)

Fig. 5. SEM images of the fractured ceramics sintered at 1350°C from nanopowders ob-
tained from zirconium oxynitrate (a) and those sintered at 1550°C from nanopowders
obtained from zirconium oxychloride (6)
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