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H3yuena kunemuka mempazoHaibHO-MOHOKIUHHO20 NPESPAUeHUs. 8 KePaAMUKE U3 HAHO-
nopowxoe ZrQ,—3 mol% Y,03 ¢ ammocgepe 6oosnozo napa npu 140 T u nopmanvruom

oasnenuu. Hanonopowru ZrO»—3 mol% Y,03 cunmesuposaiu memooom coemecmuozo
ocascoeHus: 2UOPOKCUO08 YUPKOHUSA U UMMPUsL U3 pacmeopos coneli. MUcnonvzosanu 08a
8UOA NPEKYPCOPOE — OKCUHUMPAM U OKCUXTOPUO YUPKOHUSL. [ KOHCOIUdayuy HaHono-
POUIKO8 NPUMEHSIIOCH 8bICOKOE 2udpocmamuyeckoe oasnenue geauyunot 500 MPa ¢ no-
cnedyrowum cnekarnuem Ha 6030yxe npu memnepamypax 1350-1550 °C. Ha ocnose meo-
puu Konmozoposa—Metina—/{oconcona npogooumcs anaius co0epicanius MOHOKIUHHOU
gaszvl 6 3asucumocmu om epemeru UOPOMePMAIbHOU 00pAbOmMKU U 00CYIHCOAemcs 803-
MOJICHBLIL MEXAHUZM 3aPOIICOSHUS U POCTA MOHOKIUHHOU (hazwl 6 npoyecce hazo60il Oe-
epadayuu Kepamuxu. Ycmanoeneno, umo 6 kepamuxe, cneuennoti npu 1350 °C, dora mo-
HOKIUHHOU (hazbl, 0O6pazosantoil 8 npoyecce dezpadayuu 6 meuerue 10 h, ne npesvliua-
em 10%. Ilpu smom Kepamuxa Ha OCHO8e OKCUHUMPAMA YUPKOHUA AGNsemcs bonee yc-
MOUUUBOU K 2UOPOMEPMATLHOMY 8030€UCMBUIO, YeM NOTYYEHHAS. HA OCHOB8E OKCUXIOPUOIA
YUPKOHUSL NPU 0OOUHAKOBOM YPOBHE 2UOPOCHAMULECKO20 NPEeCCOBANUSL HAHONOPOUIKOG.

KiioueBnble cioBa: JAUOKCH[ ITUPKOHUS, KEpaMHKad, TETPAroHaJIbHO-MOHOKJIMHHOC IIPEC-
BpalICHUC, HUBKOTEMIICpATypHAad ACrpaaalnsd

Bugueno xinemuxy mempazoHanbHO-MOHOKIIHHO20 NEPEMBOPenHts @ Kepamiyi 3 HaHONo-
pouuxie ZrOy—3 mol% Y,03 6 ammoceepi 6o00sanoi napu npu 140 °C i nopmanvromy muc-

ky. Hanonopowru ZrO,—3 mol% Y,03 cunmesysanu memooom cymMicHO20 0Ca0icenHs
2I0poKCUdi6 YUPKOHIIO ma impiio 3 po3uunie conel. Buxopucmogysaiu 08a 8uou npekyp-
copie — OKCUHImpam i OKCUXI0pUO YuUpKouiio. /s KoHcorioayii HaHONOPOWKI8 3aCMOCO-
gysanocs eucokuil eiopocmamuunuti muck eenuyunoro 500 MPa 3 nacmynnum cnikannsim
6 nosimpi npu memnepamypax 1350-1550 °C. Ha ocnosi meopii Konmozoposa—Meiina—
IDiconcona npogooumscs aumaniz emicmy MOHOKIIHHOI azu 6 3anedcHocmi 6i0 yacy
2iopomepmanbHoi 06poOKU U 002080PIOEMbCA MONCIUBULL MEXAHIZM 3aPOOJICEHHS ma
3POCMAaHts. MOHOKIIHHOL (haszu 6 npoyeci azoeoi deepadayii kepamiku. Bemanoeneno,
wo 6 xepamiyi, cneuenoi npu 1350 C, vacmra monoxninnoi gaszu, cmeopernoi za 70 h ¢
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npoyeci dezpaoayii, He nepesuwyye 10%. [lpu yvomy Kepamika Ha OCHOGI OKCUHIMPAmMa yup-
KOHIIO € Oinblt CMitikoio 00 2I0OPOMEPMATLHO20 BNIUBY, HINC OMPUMAHA HA OCHOBI OKCUXJIO-
PUOA YUPKOHIIO NPU OOHAKOBOMY PIGHI 2I0pOCMAmMUYHO20 NPECY8AHHS HAHONOPOUIKIS.

KiouoBi ciioBa: iOKCHI IIMPKOHIIO, KepaMika, TeTparoHaLHO-MOHOKIIIHHE MEepeTBO-
peHHS, HU3bKOTEMITepaTypHa ¢a3oBa JAerpagaris

BBenenne

Kepamuka Ha OCHOBE IMOKCHAA LUPKOHUS 00JIaAaeT YHUKAIbHBIM HaOOpOM
Pa3HOPOJHBIX CBOWMCTB. M3HOCO- W TEPMOCTOMKOCTBIO, XUMUYECKON yCTOWYUBO-
CThIO U CTAaOMJIBHOCTBIO K M3JTyUYEHHSIM, HOHHOW MPOBOJMMOCTBIO U OMOJIOTHYe-
CKOM COBMECTUMOCTBIO, KOTOPBIE COUYETAIOTCS ¢ BHICOKON MPOYHOCTHIO U TPEIIH-
HOCTOMKOCTBIO, YTO MO3BOJISIET UCIOJIB30BaTh ATOT MaTepHall Uil MHOTUX KOHCT-
PYKLIMOHHBIX ¥ (YHKIMOHAIBHBIX npuMeHeHuit [1]. {1 KOHCTpYKIIMOHHOTO Ha-
3HaYeHHUs HauOoJiee BHICOKHE MEXaHHUYECKHE XapaKTePUCTHKH HMEET KepaMuKa
Ha OCHOBE TE€TPAroHaJIbHOW MOIU(DUKAIIMK TUOKCUAA ITUPKOHHUS, KOTOpasi B COOT-
BETCTBUU C JMArpaMMOM COCTOSIHMS NPU HOPMAJIBHOM JABJICHUM CYIIECTBYET B
temriepatypaoM aumamna3zoHe 1200-2370°C. JlermpoBaHue TUOKCHIA ITMPKOHHS
3mol% Y,03 mo3BoJsieT COXpaHWTh BBICOKOTEMIIEPATYPHYIO TETPAaroHAIbHYIO
¢a3y B MeTacTaOMIBLHOM COCTOSHHH 0 KOMHATHOM Temmeparypsl [2,3]. Oxnako
eme B 1981 r. Kobayashi ¢ coaBropamu [4] oOHapyX WM, 4TO B THAPOTEPMAIIb-
HBIX ycrnoBusx (Temmeparypa g0 300°C B cpejie BOAbI MM BOJSHOTO apa) B JaH-
HOW KepaMHKe MOXKET MPOMCXOIUTH (ha30BBIN MEPEeXOi U3 TEeTParoHAILHOW MO-
mudukanu B MOHOKIHHHYI0 (T—-M-mepexom), YTo BHOCIEACTBHHM OBUIO MOMI-
TBEPKICHO MHOTHMH HccienaoBarensMu [5-8].

Beiio mpemiokeHo Heckonbko MexaHn3MoB [9—13] HuskoremneparypHoii da-
30BOM JIeTpaialiiyl TETPArOHAIBHOTO TUOKCH A UPKOHHS. Cpean MpoYmXx Ciey-
€T 0c000 BBIACIUTH MOJIEb, IPEUIOKEHHYI0 B padote [12]. B Heit mpenmonara-
ercs, uto nousl OH , 06pa3oBaBIIKecs Ha MOBEPXHOCTH KEPAMHMKH B PE3yJIbTaTe
nuccoruanuu Moiekyn HoO, mudysaupyror no rpaHunaM 3epeH U MonajgamT B
pEIIeTKY AMOKCUAA [IMPKOHHUS, TI€ 3aHUMAIOT TO3ULUU KHCIOPOIHBIX BaKaHCHIA,
YTO MPUBOTUT K BOZHUKHOBEHUIO HANPSHKCHUN M JIECTa0MIIN3AIUHN TETParoHalb-
HOU (a3pl. T-M-mipeBpalieHre OTIACIHHOTO 3€pHA HAa TMOBEPXHOCTH KEPAMHKHU
[13] mpuBomut k yBenuuenuto (oxoso 4%) ero oObema H, CleAOBATENbHO, pac-
TPECKUBAHUIO COCEAHUX 3€peH. DTO 00eCrieunBaeT HOBbIC MY TH ISl TPOHUKHOBE-
HMsI MOJIEKYJI BOJIBI B IIyOb 00pasia ¢ nocueayromum odpazosanreM OH rpymmn
Ha IMOBEPXHOCTH TPEIINH.

Cormacho cymecTByronmmM mnpeactapienusm [9-15] na daszoByro crabuiib-
HOCTb [IUPKOHUEBON KEPAMHKH BIHSIOT CIEAYIONUE (PaKTOPHI:

— pasmep 3epha — pa3Mep TEeTParoHaJbHOTO 3€pHA, IPU KOTOPOM COXPaHSIETCs
cTabuiabHOCTh T-(a3bl B Kepamuke, He MOkeT TpeBbimaTh 300 Nm (mpu serupo-
Banuu 3 Mol% oxcuna urrpus) [6];

— pacnpeodenenue ummpus no ob6vemy 3epua — npu nosbieHHbIX (> 1400°C)
TEMIIepaTypax CleKaHus B AUOKCHUIC IUPKOHMS HAOI0JaeTCsl Cerperays UTTpUs
K TPaHUIIaM, YTO MPUBOJUT K JeCTaOMIIN3AIMU TeTparoHaibHo (a3sl [14];
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— MexaHuyecKue HanpsdiceHus 8 Kepamuxe — HANPSIKCHUs, BOZHHUKAIOIUE B
nporiecce CrieKaHMs WK JeTpalallii KEPaMUKH, SBIISIOTCS OCHOBHOM JBIDKYIIECH
CHJION mepexosa MeTacTaOMIIbHOM TeTparoHaiabHOM (a3bl B CTAOMIIBHYIO MOHO-
KinHHYO [15];

— NIOMHOCMb KepamMuKy — KepaMuKa, UMEIoLas INOTHOCTh, OJIM3KYI0 K Teope-
TUYECKOM, SIBIIIETCS OOJIee YCTOMYMBOM K (Pa30BOM Jerpaaliu, Tak Kak OTCYTCT-
BHE [Op 3aTpyaHseT nponnkHoBenne OH rpymm B riyOb 06pasia,;

— Kauecmeo MedlC3epeHHbIX epaHuly — BBICOKasl CTENEeHb 1e(EeKTHOCTH TPaHHUIL
3epeH obierdyaer nponukHoBeHrne OH HOHOB B IityOb 00pasiia.

Hcxons U3 BBILIEU3IIOKEHHOTO CIIEAYET, YTO JJIsl TOJTyYeHus: crabuibHol kK T-M-
NPEBPAILCHUIO KEPAMUKH HEOOXOAMMO HAaWTH KOMIPOMHCC MEXITY YyKa3aHHBIMHU
(daxTopamMH ¢ MOMOIIBIO BbIOOpa yCIOBUI MOMYYEHUS] KEpaMHUKU. JTa 3ajada Jo-
BOJIBHO CJIOKHA, TIOCKOJIBKY SIBJICHUE (ha30BOM JIerpajlaliui B KepaMUKe, MOTy4YeHHON
U3 HAHOTIOPOIIIKOB, MaJIO U3yYeHO, B YACTHOCTH TP MCIIOJIb30BAaHUU BBICOKOTO TH/I-
poctatuueckoro aasneHus (BI'J]) B coueTannu ¢ pa3nuvHbBIME TeMIIEpaTypaMu crie-
kaHusi. Kpome Toro, He HMCClieOBaHO BIHSHHE TPHPOJABI PEKYPCOPOB U pa3Mepa
YaCTUIL HAHOIIOPOILIKA HA HU3KOTEMIIEPATypHYIO JAErPafalifio KEPaMHUYECKOTO JHOK-
cuga 1upkoHus. [losTroMy maHHash paGoTa TOCBAIIEHA WU3YYECHHIO SBICHUS HU3KO-
TeMIIepaTypHOH Jlerpajaiyy B KepaMuKe, MOJMydeHHOM Ha OCHOBE HAHOMOPOILIKOB
ZrO2-3 mol% Y03 npu pa3anvHbIX YCIOBUAX CHHTE3a U KOHCOJIUIAITUH.

MeToanka 3KCIepMMeHTa

Hanomnopomiku quokcuaa MUPKOHKS ObLUTH MOJTyYeHBI MPOKAIMBAHUEM Ha BO3-
nyxe nipu 500 u 700°C ruapoKcHIoB TUPKOHHMS, 00OTAIEHHBIX UTTpUEM. [ uapo-
KCHUJIbI IIUPKOHMS JIBYX BapUAHTOB OBLIM OCAXKICHBI BOJHBIM PaCTBOPOM aMMHaKa
U3 PA3IMYHBIX NMPEKYPCOPOB: OKCUHUTPATA U OKCUXJIOPHIA IIUPKOHHS C BBEACHU-
em okcuuutpata urtpus [16]. Hanomopomku ZrO,—3 mol% Y,03 kommakTupo-
BaJIM 01HOOCHBIM TipeccoBanreM P = 50 MPa B ¢opme Tabnerox auamerpom 10 mm
¥ BBICOTOM 5 MM ¢ mocnenytomei oopadotkort BI'Jl Benmnunnoit 500 MPa. Kowm-
NaKTHPOBAaHHBIE 00pa3Ilbl CIIEKaly B BO3AYIIHOW aTMocdepe Mpu TeMIepaTypax
1350, 1450 u 1550°C B teuenue 2 h. B monydeHHBIX 0Opasiiax KepaMHUKH OIpe-
JIeIISUTH UCXOIHBIN (pa30BbIi COCTAB, MOCIE YEro UX MOMENAIN B CPey BOJSHOTO
napa ¢ temneparypoir 140°C npu atmochepHom mapiennn. OnpeneracHue u3Me-
HEHUI (a30BOro cocraBa MPOBOIIIH Uepe3 Kaxabie 5 h mpeObiBaHus 00pa3ios B
THJIPOTEPMAITBHBIX YCIOBHUSIX.

Pasmep obnacteii korepeHtHoro paccesiaus (OKP) HaHomopoiikoB u (ha3oBbit
COCTaB KEPaMUKHU OIPEIEISIIM METOJIOM PEHTTCHOCTPYKTYPHOTO aHaJIM3a Ha Ju-
¢dpakromerpe IPOH-3 (Poccus) B orpunsrpoBanHoM Cu K -m3imydeHun u pac-
cunteiBan 1o dopmyie Jlebas—Ilepepa [17]. Coneprkanne MOHOKIHHHOM (ha3bl
oueHuBau 1o Gopmye [18]:

I (12T) + 1, (111)
e (111) + 1y (12T) + 1, (112)

m:
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rae Iy, It — MHTEHCHBHOCTU OTpPa)kKEHUI OT COOTBETCTBYIOIIUX INIOCKOCTEH MOHO-
KJIMHHOM M TeTparoHanbHOH ¢a3. CTpyKTypy HAHOMOPOIIKOB U KEPAaMHUKHU H3yya-
JM METOJOM MPOCBEUMBAIOIIEH 3JIEKTPOHHOW MHKpOCKONMHM Ha mpubdope JEM-
200A ¢upmer JEOL (SImoHus) ¢ MOMOIIBIO METOJa ABYXCTYNEHUYATHIX PEILTHK
[19]. [TnoTHOCTH KEpaMHUKH OMPENeNIsUIA METOJOM THIPOCTATHYCCKOTO B3BEIIU-
BaHUS.

Pe3yabTathl 1 00CyxKaeHHE

B pesynbraTe mpokanuBaHUS THIPOKCHIA LUPKOHUS M3 OKCHHUTpATa M OKCHU-
XJIOpU/Ia UPKOHUS OBUIM MOJYYeHBI HAHOTIOPOIIKH TE€TPArOHAIBHOTO JTHOKCHIA
IUPKOHMSI, CTPYKTypa KOTOPBIX MpeACTaBieHa Ha puc. 1. YCTaHOBIEHO, 4YTO
CpeIHHe pa3Mephbl YaCTHIl HAHOIIOPOIIKOB IO JaHHBIM 3JIEKTPOHHOW MHUKPOCKO-
nuu U pasmep OKP, onpenenennsiit Mmerogom PCA, He3HAUUTENBHO OTIMYAOTCS
JUI IByX BapUaHTOB HCIOJB30BAHHBIX INPEKYPCOPOB M OIPENENSIOTCS TOJIBKO
Temneparypoit npokanusanus. s remnepatyp 500 u 700°C pasmep vactuly co-
craBmi 15 u 20 NM COOTBETCTBEHHO.

e L] . T
o R

s
PRt

A

Puc. 1. [IDM-u306paxkenue Hanonopomkos Zr0,—3 mol% Y03 momayueHHBIX U3 OKCHU-
HHUTpaTa [UPKOHMS pH Temneparypax npokaiauBanus 500 (a) u 700°C (6)

CTpykTypsl BCeX 0Opa3IlOB CIICYCHHOW KEPAMUKU IPEICTABJICHBI TETPAro-
HAJTBHON MOIU(UKAIMCH THOKCUAA IIUPKOHUS C COIepKaHneM KyOudaecko (a3sr
10 5%. M3yueHne CTPpyKTYpbl KEpaMUKHU TOKa3aji0, YTO MOBBIIICHUE TEMIEpaTy-
PBI CTICKaHWS IPUBOIUT K YBEIIMUCHUIO CPSTHUX PA3MEPOB 3epeH, KOTOPBIC MPaK-
TUYECKU HE 3aBHCAT OT THIIA U pa3Mepa MCXOHBIX HAHOMOPOIIKOB U IPHU TEMIIe-
patypax 1350, 1450 u 1550°C cocrapmstor 300, 600 u 1500 nm cooTBETCTBEHHO.
®pakrorpaduyeckue UCCIEIOBaHMS BBIIBWINM CYIICCTBEHHO Pa3JIUYHBIA Xapak-
TEp pa3pymeHus 00pa3IoB KEPaMUKH, MMOTYUYEHHBIX U3 OKCHHUTPATa U OKCHUXJIO-
puna uupkoHus. Kepamuka Ha OCHOBE OKCHHHUTpATa IHUPKOHHS pa3pylIaeTcs
NPEUMYIIECTBEHHO TPAHCKPUCTAILUIUTHBIM myTeM (puc. 2,a), B TO BpeMs Kak Ke-
paMHKa U3 OKCHUXJIOPUA IIUPKOHHMS, HAPOTUB, UMEET WHTCPKPHUCTAIIUTHBIA Xa-
pakrtep uznoma (puc. 2,0).
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Puc. 2. [IDM-u300paxenue n3ioMoB oOpasioB kepamuku ZrO—3 mol% Y03, momy-
YeHHO# M3 OKCHHHUTpaTa HUPKOHUSA (a) U OKcuUXJopuaa HUPKOHHS (), CHCYCHHBIX MPU
temrrepatype 1450°C

AHanu3 3HauYeHUH MJIOTHOCTH MOKa3aj, YTO MpU OJWHAKOBOM TeMIlepaType cre-
KaHMsl KePaMUKa U3 OKCHHHUTpATa IUPKOHUS CIEKAeTCs 0 IUIOTHOCTH, OoJiee Om3-
Koil K Teopermyeckoit (6.1 glcmS), yeM KepaMHuKa u3 okcuxyopuaa (tadm. 1). Xyn-
I1asi CIeKaeMOCTh KePaMUKHU U3 OKCHUXJIOpHIIA IIMPKOHMST 00YCIIOBJICHA BBIZCIICHHEM
ra3000pa3HBIX MPOIYKTOB PA3JIOKEHHS XJIOPCOICPIKAIINX COSTUHEHHN TIPU HarpeBe
> 1000°C, xoTopbIe MPUCYTCTBYIOT HAa MTOBEPXHOCTH HAHOYACTHII JHOKCHIA ITUPKO-
Hust nocste npokaimBanust [20,21]. Kepamuka u3 OKCHHUTpaTa IIUPKOHUS, HATIPOTHUB,
CTeKaeTCs MPAKTHIECKU MOHOCTBI0 yxke mpu 1350°C, Tak kak coeqMHEHHS a30Ta
obranarot Hu3koit (He 6onee 400°C) TemmepaTypoil pasloKeHHs U YAASIOTCS eIle
Ha CTaJMU TPOKAIMBAHUS THApOKcUna. lomydeHHble pe3yibTaThl KOPPETHPYIOT C
JAHHBIMH TIO0 XapaKTepy H3JIOMOB HCCIIEIYyEeMbIX OOpa3lOB M CBHICTEILCTBYIOT O
JydIIeM KauyeCcTBE TPAHUI] 3ePEH B ClTyyae KepaMUKH, TIOITyYEeHHOW M3 OKCHHHUTPATA.

Y CTaHOBIICHO, YTO B TUAPOTEPMAJIbHBIX YCIOBHSX ISl BCEX 00pa3IoB Kepamu-
KW HaOIII0JaeTCsl YBEIMYCHHUE COJACPKAaHUsI MOHOKIMHHOW (pa3bl B 3aBUCUMOCTH
OT BPEMEHH THAPOTEpMaIbHOM 00paboTku (puc. 3), HO cTeneHp T-M-npeBpariie-
HUS pa3linyHa JUIs IByX BapUaHTOB 00pa3lioB U YCIOBHUM UX 00pabOTKH.

Tabmuma 1
3HaveHHs MJIOTHOCTH 00PA3I0B KePAMHKH, MOJyUYeHHBIX U3 okcuxJiopuaa (Cl)
u okcuHuTpaTa (N) HHPKOHUS JJIs PA3IMYHBIX TEMIEPATYP MPOKATUBAHUSA
HaHOHOpOHIKOB " CIICKaAHUA KepaMmm

IToTHOCTS, glcm3
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 (CI) 5.82 5.91 5.97
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Puc. 3. 3aBucuMocThb comepxanusi M-(hasbl OT BpeMEHH THAPOTEPMAIBHOTO BO3ICHCTBHS,
BHJIa Tipekypcopa (m, ®, o —N; 0, o, A — Cl) u temneparypsi criekanvs (m, 0 — 1350; @, o —
1450; a, A — 1550°C). Temneparyps! npokanusanus mopomuika 500 (a) u 700°C (6)

W3 rpaduKoB yKa3aHHOW 3aBHCUMOCTH CIIEAYET, YTO MEHEE BCETO MOABEpIKe-
HBI Jerpaganun o0pasil, criedennsie mpu temmeparype 1350°C (puc. 3,6). Co-
JieprkaHre MOHOKIIMHHOM (ha3bl B TaKuX 00pasiax He npesbickiio 10% 3a 70 h wuc-
NBITAaHWNA B TUAPOTEPMAIBHBIX YCIOBUsX. [Ipn 3TOM 00pa3ipl, MOTyYeHHBIE IO
HUTPATHOW TEXHOJIOTUU, UMEIOT OOJIBIIYI0 YCTOWYMBOCTh K JETpafaivu, IOJIS
MOHOKJIMHHOU (ha3bl B HUX mocite 70 h ucnbitanuit cocraBmseT okoso 5%. Oopas-
b, CIICUCHHBIC TPU OoJee BBICOKUX TeMIlepaTypax, MeHee CTaOWibHbI K T-M-
npeBpaiieHuio. Tak, BoO Bcex oOpasmax, crmedeHHbIx mpu 1550°C, comeprkanue
MOHOKIMHHOU (a3bl 3a 70 h ruaporepmanbHOro Bo3medcTBUs gocturaet 75%.
AHaIN3 TOYYEHHBIX PE3yJIbTaTOB TMOKA3bIBACT, YTO pa3Mep YaCTHIl HAHOIIOPOIII-
KOB MPAKTUYECKH HE BIUSACT Ha ()a30BYIO CTAOMILHOCTD IMPKOHUEBOM KEPAMUKH.
B To e Bpemsi yBenMuUeHHE pa3Mepa TeTparoHaJbHBIX 3€pEH MPHU CIICKaHWUU Ke-
paMuKu OOJIbIIIE KPUTHUYECKOTO SIBISIETCS OMpPENSSIONM (HaKTOpOM, OTBETCT-
BeHHBIM 3a T-M-(a3oBoe npespamieaue. Tak, 3a 70 h npeObiBaHus B rHAPOTEP-
MaJIbHBIX YCJIOBHUSX HaOJIOMaeTCsl pa3pylIeHHue BceX O0paslloB KEpaMUKH, CIie-
yenubix mpu 1450 u 1550°C (cpemumii pasmep 3eper 600 u 1500 nm cootseTcT-
BeHHO). CHIKEeHHE CTAaOUIIBHOCTH MOYXET OBITh BBI3BAHO CErperamnueii HOHOB WT-
TpUS Ha TPAHMIIEI 3€pPEeH NIpH TemmepaTrypax cnekanus oonee 1400°C, B pesynbTa-
T€ Yero coJiepKaHue UTTPHUs B 00bEMe 3€pHA CTAHOBUTCS HEIOCTATOYHBIM IS
CTa0WIM3aIliKd TETparoHaNbHOU (Da3el, 4TO crocoOcTByeT T—M-mpeBpalieHuto.
[Toy4yeHHble pe3yNbTaThl yKa3bIBAIOT HAa CYIIECTBEHHOE BIUSHUE COCTOSIHHS
TpaHUIl 3epHA HA Pa3BUTHE IpoOIecca AeTrpajaluyd KepaMUuKd, 4To ObUIO OOHApY-
JKEHO TMPHU UCCIEAOBAHUN KEPaMUYECKUX 0Opa3lloB, U3TOTOBJICHHBIX MO XJIOPHUJI-
HOW TEXHOJIOTHH, KOTOPBIC Pa3pyMIAIOTCS MEKKPUCTAIUTUTHBIM Ty TEM.

[IpencraBnsier MHTEpPEC PACCMOTPETH BOMPOC O MEXaHU3MaxX 3apOKIeHUS M-
¢a3el B mporeccax Jerpajaiii KepaMUKU ¥ CPAaBHHUTH MOJYUYCHHBIC PE3yJIbTaThI
JUTsE 00pa3loB KepaMUKH, U3TOTOBJICHHBIX U3 Pa3IUYHBIX MpeKypcopoB. s da-
30BBIX TPEBPALICHUN, IPOUCXOSAIINX B U30TEPMHUUYCCKHIX YCIOBHAX, B TOM YHCIIC
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u st T-M-daszoBoro nepexona B ZrOo—3 mol% Y03, 3aBUCHMOCTH COIEPIKaAHHSI
M-a3bl 0T BpeMeHHU MpeOBbIBAaHUS B TUIPOTEPMAIBHBIX YCIOBHAX MOXKET OBITH BBI-
pakeHa C MIOMOILBIO ypaBHeHus JikoHcoHa—ABpamu [22-26]: Xm = 1 — exp(—kt")
(rme Xy — oObemMHas 10J1s1 MOHOKIMHHOHN (ha3bl, 0Opa3oBaBIICHCS K MOMEHTY
BpeMeHH {; N — KHHETUYECKUil TIOKa3aTesb, KOTOPbI 3aBUCUT OT MEXaHU3Ma Tpe-
BpAILICHUS ¥ TEOMETpHHU pocTa; K — koHcTaHTa pocta). [TokazaTens N MOKeT ObITh
TIOJTy4eH MPH ONPEACICHUM TAaHICHCA yIjla HaKJIOHA JIMHEHHOTO ydacTKa KPHBOM
3aBUCHMOCTH COJepaHusi M-(a3bl OT BpEMEHH, MMOCTPOCHHOH B KOOpAWHATAaX
In(In(1/(1 - Xp))) ot Int (puc. 4).

1r 1r
= o =0
S < -1}
& -2 o 2
S -3} S
= 41 £ 4
= E 5|
-5t 6l
] 1 A
2.5 3.0 3.5 4.0 4.5 15 20 25 3.0 35 4.0 45
Int Int
a 4]

Puc. 4. 3aBucuMoCTb cojepskanus M-(asbl OT BpeMEHH, BUJIa IPEKYPCOpa ¥ TEMIIEPaTy-
peI ciekanus B koopauuaTax In(In(1/(1 — X)) ot Int. TemmepaTypbl IpOKaTUBaHUS T10-
porka 500 (a) u 700°C (6). OGo3HaueHHs Te XKe, UTO U Ha PUC. 3

Paccunrannbie 3HaUeHUs N st 00pa3IOB U3 OKCUHUTpATA [UPKOHUS JIe)KAT B
npexaenax ot 1.6 mo 2.7, yto cormacHo Teopun KommoropoBa—Meiina—/[»oHcoHa
[27,28] cooTBeTCTBYEeT NBYMEpHOMY POCTY MOHOKJIMHHOHM (pa3bl ¢ MOCTOSHHOM
CKOpOCTBIO 3apokaeHus. J{isi 00pa3loB M3 OKCHXJIOpUIA IIUPKOHUS 3HAYCHHUS N
HAXOJATCS B qUarna3oHe oT 3 10 4.7, 4T0 COOTBETCTBYET TAKXKe JBYMEPHOMY POCTY
MOHOKJIMHHOM (ha3bl, HO ¢ BO3pacTaroliell CKOpoCThio 3apoxaeHus [29]. D1o 00b-
sICHsIeTCsT OOJIbIIeH IeEKTHOCTHIO MPAHUII B TAHHOM THIIE KepaMuKH (Ta0t. 2).

Tabmaua 2
Kunernyeckue nmokasarenu N aist kepamuku u3 okcunurpata (N) u okcnxiaopuaa (Cl)
HUPKOHMS, MOJTYYeHHOI MPU Pa3jJHYHbIX TEMIEPAaTypax NPOKAJIMBAHNUS MOPOLIKA
U CIIeKaHUsl KePaAMHUKH

Kunernueckuii mokaszareis N
o Tsint: °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 35 1.6 3
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Ha puc. 5 npexacraBnenst POM-nu3o0pakeHus: M3IIOMOB KE€PaMHUK C HU3KUM
(5%) u BoicokuM (70%) conepxanneM MOHOKIHMHHOHN (asbl. Ha oOpasie, mon-
BEprIIEeMCs CHIIBHOW Jerpajaliii, HaOJIraaeTcs paspylIeHHE MOBEPXHOCTHOTO
cllost Ha TIyOMHY OK0JI0 75 um 3a 72 h npeObiBaHus B THAPOTEPMATBHBIX YCIIO-
BHSIX.

Puc. 5. POM-u300pakeHne U3JI0MOB KEPAMHUKH W3 OKCHHHTpATA ITUPKOHUS, CIICUCHHOMN
mpu Temrepatype 1350°C (a), 1 U3 OKCHXJIOpHIA IIUPKOHUS, CIICUCHHOI MPH TeMIepary-
pe 1550°C (6)

3akjaueHue

B pabote u3yueHo BIUSHHE THIIA TPEKypcopa, pa3Mepa 4acTUI] HAHOMOPOIIKa
¥ TEMIIEPaTyphl CIICKaHusl Ha (a30BYIO JAETPaJallMi0 KEPAMUKH HA OCHOBE HAHO-
nopoikoB ZrO—3 mol% Y03, KOMIAKTUPOBAHHBIX B YCIIOBHSX BBICOKOTO TH/I-
POCTaTHYECKOTO AaBIICHHS.

[TokazaHO, YTO CTENEHb Pa3BUTHS HHU3KOTEMIICPATYPHOW JAErpaialid MOXKET
CYIIECTBEHHO pa3inyaThCs B 3aBHCHMOCTH OT YCJIOBHI CHHTE3a MCXOJHOTO Ha-
HOMOPOIIKA (MCIIOIb30BaHUE PA3IUYHBIX BUIOB MPEKYPCOPOB) U OT YCIOBHIA 1M0-
JTy4eHUs KePAMHUKH. Y CTaHOBIIEHO, YTO CHMIKCHHE TEMIIEPATyphl CIICKAHUSI KOM-
naktoB 10 1350°C (BMecTo TpaauioHHoro peskuma 1550°C) mo3BosseT mpakTu-
YeCKH NPEIOTBPATUTH Aerpaganuio. [Ipu 3ToM M3MeHeHue pa3mepa YacTHIl HC-
X0AHOTO Topomka oT 15 1o 20 NM He BIUsET HA CTENEHb Pa3BUTHUS JETPagalluu
kepamuku. ClieyeT 3aMeTHTh, YTO JOCTHKEHUE TUIOTHOCTH, OJIM3KOW K TEOPETH-
yeckoil npu Temmnepatypax crnekanus Ha 200°C Huke OOBIUHBIX, CTal0 BO3MOXK-
HBIM OJ1arojiapsi KCIOJIb30BAHNIO HAHOTIOPOIIKOB B KAYECTBE MCXOIHOTO TPOIYK-
Ta JJIs KEPaMHUKH ¥ BO3MOXKHOCTH MX YIUIOTHEHUS MepeJl ClIEeKaHWEM B YCIIOBHUSX
BBICOKOTO THIPOCTATUYECKOTO JIABJICHUSI.

[TokazaHo, YTO CYIIECTBEHHYIO POJIb B CKIIOHHOCTH K (pa30BOH Jerpaialuy ur-
paeT TEeXHOJIOTHSI CHHTE3a, BKIIIOYAroIas BEIOOp mpekypcopa. Hammume xmopco-
JIepKaIuX KOMIOHEHTOB Ha TMIOBEPXHOCTH CHHTE3HPYEMBIX HAHOYACTHIL IUOKCHU-
Jla IIUPKOHMUS OKA3bIBACT HETATHBHOE BIMSHUE HA CTAOMILHOCTh KEPAMUKHU B THI-
poTepMaNbHbIX yciaoBUsAX. OJHAKO MPU MUHUMM3ALUU TEMIIEpaTypbl CIIEKaHUS

107



du3nKa U TeXHUKA BhICOKUX aAaBjaenuit 2014, tom 24, Ne 3-4

KepaMHUKHU yJaeTcsl CHU3UTH JI0JII0 00pa3oBaBIieiics MOHOKIUHHON ¢a3bl 1o 10%
B ycioBusix Harpesa 10 140°C B atmocdepe BoxsiHOro napa B Teuenue 70 h. B o
e BpeMsi KepaMuKa, MOJy4YeHHas 10 HUTPATHOW TEXHOJIOTHH, MOKa3bIBAET JIyd-
HIMH pe3ysIbTaT — 0KOJI0 5% MOHOKIMHHON (ha3bl.

OKCIEepUMEHTAJIBbHO YCTAHOBJIEHA POJIb COCTOSIHUSA TPAHUI] 3€PEH, Pa3MepoB
3epHa M IUIOTHOCTH KEPaMUKH B Pa3BHTHH Tporiecca ee aerpaganuu. [lpu stom
pOJIb HaNpsDKEHUH, Cerperanuy UTTPHS TaKXKe YUHTBIBACTCS, MOCKOIBKY JeicT-
BHUE 3TUX (PAKTOPOB HEM30EKHO MPUCYTCTBYET B Pa3BUTHU JAHHOTO siBiieHUs. Or1-
peneneHbl KHHeTHYecKne K03 UIMEeHTHI, KOTOpbIe Ui 00pa3loB U3 OKCHHUTPA-
Ta IUPKOHHUSA JIekKaT B mpenenax oT 1.6 1o 2.7, 9To COOTBETCTBYET ABYMEPHOMY
pPOCTY MOHOKJIMHHOM (ha3bl C TIOCTOSIHHOW CKOPOCTBIO 3apOXKICHHUS, a UId 00pas-
IIOB M3 OKCUXJIOPUA [IUPKOHUS — B IUara3oHe ot 3 10 4.7, 9To MOXKeT OBITh 00Y-
CIIOBJICHO TaKXe JBYMEPHBIM POCTOM MOHOKIMHHOW (ha3bl, HO C BO3pACTAOILICH
CKOPOCTBIO 3apPOKICHHS.

[Toy4eHHbIE pe3ynbTaThl MOTYT OBITH MCIIOJIB30BaHBI JJISI CO3aHUs Kepamu-
YECKHX MaTepHAJIOB C TIOBBIIIEHHON CTAOMIIBHOCTBIO K HU3KOTEMITepaTypHoOu (a-
30BOM JIETPaJalliy, a TaKXKe JUIS POTHO3UPOBAHUS BPEMEHU SKCIUTyaTalluy LUp-
KOHHEBOH KEpaMHKH B THIPOTEPMAITBHBIX YCIOBHUSX.

Pabora BeimonHeHa B pamkax npoekra FP7-People-2010 «Nano-Guard» Marie
Curie Grant+Agreement PIRSES-GA-2010-269138.

1. Advances in ceramics, Vol. 3. Science and Technology of Zirconia, A.H. Heyer,
L.W. Hobbs (eds.), The American Ceramic Society, Columbus, Ohio (1981), p. 475.
S. Fabris, A.T. Paxton, M.W. Finnis, Acta Mater. 50, 5171 (2002).

Shih-Ming Ho, Mater. Sci. Eng. 54, 23 (1982).

K. Kobayashi, H. Kuwajima, T. Masaki, Solid State lonics 3/4, 489 (1981).

K. Tsukuma, Y. Kubota, and T. Tsukidate, in: Advances in ceramics, VVol. 12, Science

and Technology of Zirconia Il, N. Claussen, M. Rihle, A.H. Heuer (eds.), The

American Ceramic Society, Columbus, Ohia (1984), p. 382.

6. M. Watanabe, S. lio, I. Fukuura, in: Advances in ceramics, Vol. 12, Science and
Technology of Zirconia 11, N. Claussen, M. Rihle, A.H. Heuer (eds.), The American
Ceramic Society, Columbus, Ohia (1984), p. 391-398.

7. T. Sato, S. Ohtaki, T. Endo, and M. Shimada, Vol. 12, Science and Technology of
Zirconia Il, N. Claussen, M. Rihle, A.H. Heuer (eds.), The American Ceramic
Society, Columbus, Ohia (1984), p. 501.

8. T. Masaki, J. High Technol. Ceram. 2, 85 (1986).

9. F.F.Lange, G.L. Dunlop, B.I. Davis, J. Am. Ceram. Soc. 69, 237 (1986).

10. H. Schubert, G. Petzow, in: Advances in ceramics, Vol. 24, Science and Technology
of Zirconia Ill, S. Somiya, N. Yamamoto, H. Yanagida (eds.), The American Ceramic
Society, Westerville, Ohio (1988), p. 21-28.

11. T. Sato, S. Ohtaki, T. Endo, and M. Shimada, in: Advances in ceramics, Vol. 24,
Science and Technology of Zirconia Ill, S. Somiya, N. Yamamoto, H. Yanagida
(eds.), The American Ceramic Society, Westerville, Ohio (1988), p. 28-38.

arwDd

108



du3nKa 1 TeXHUKA BhICOKUX aAaBjaenuit 2014, tom 24, Ne 3-4

12. Xin Guo, Chem. Mater. 16, 3988 (2004).

13. J. Chevalier, Biomaterials 27, 535 (2006).

14. M. de Ridder, R. van Welzenis, A.D. van der Gon, H. Brongersma, S. Wulff, W.-F. Chu,
W. Weppner, J. Appl. Phys. 92, 3056 (2002).

15. S. Deville, G. Guenin, J. Chevalier, Acta Mater. 52, 5697 (2004).

16. T.E. Koncmanmunosa, U.A. Janunenxo, B.B. Toxui, I'.K. Boaxosa, B.A. I'1azynosa,
H.B. Toxuu, H.II. Iurunenxo, A.C. Jopowresuu, U.K. Hocores, Hanocucremu, Ha-
HOMaTepiany, HaHoTexHouorii 2, 609 (2004).

17. R.W. James, Optical principles of the diffraction of X-rays, Cornell University Press,
Ithaca, NY (1948).

18. R.C. Garvie, P.S. Nicholson, J. Am. Ceram. Soc. 55, 303 (1972).

19. I'. Hlummens, MeTouKa 3JEKTPOHHON MUKpOcKomud, Mup, Mocksa (1972).

20. Do-Hyeong Kim, Chong Hee Kim, J. Am. Ceram. Soc. 31, 716 (1992).

21. Do-Hyeong Kim, Chong Hee Kim, J. Am. Ceram. Soc. 76, 1877 (1993).

22. H. Zhang, B.S. Mitchell, J. Mater. Res. 15, 1000 (2000).

23. A.H. Konmozopos, N3s. AH CCCP 3, 355 (1937).

24. M. Avrami, J. Chem. Phys. 8, 212 (1940).

25. M. Avrami, J. Chem. Phys. 9, 177 (1941).

26. W. Johnson and R. Mehl, AIME 135, 416 (1939).

27. J.W. Christian, The Theory of Transformations in Metals and Alloys, Pergamon
Press, Oxford (1965).

28. Ezzat S. Elshazly, M. El-Sayed Ali, S.M. El-Hout, J. Mater. Sci. Technol. 24, 873
(2008).

29. S. Ranganathan, M. Heimendal, J. Mat. Sci. 16, 2401 (1981).

F.l. Glazunov, G.K. Volkov, T.E. Konstantinova, |I.A. Danilenko, V.A. Glazunova

PHASE STABILITY OF THE CERAMICS BASED ON THE NANOPOWDERS
OF ZrO,—-3 mol% Y,03 COMPACTED UNDER HIGH HYDROSTATIC
PRESSURE

The Kkinetics of tetragonal-monoclinic transformation in ceramics obtained from the
nanopowders of ZrO,-3 mol% Y,O3 in a water steam at 140°C and atmospheric pressure

conditions was studied. Nanopowders of ZrO,-3 mol% Y,03 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% Y503 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 Int 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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