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BJMSIHUE METOJIA CIIEKAHUSI HA MUKPOCTPYKTYPY
KEPAMHUKM Nd, Sr, NiO, ,

HccnenoBaHo BnusiHUE METOAOB CBOOOIHOTO CIIEKAHMS U IJIa3MEeHHOT0 HcKkpoBoro crekanus (I1MC) Ha MUKpOCTPYKTY-
py xepamukn Nd Sr, NiO, ,. YcTaHOBIEHO, 4TO KepaMHKa, N3rOTOBICHHAs CBOOOLHBIM CIIEKAHHEM, ABJISECTCSA NOPHCTOMN
HE3aBUCHMO OT TeMIlepaTypsl oTxkura. Kepamuka, noiayueHHas METOJOM IJIa3MEHHOT'O MCKPOBOI'O CIIEKaHUs, — ra30IlI0T-
Hast. OflHAKO B pe3yJbTaTe MPUMEHEHHS BOCCTAaHOBUTEIbHOW aTMoc(epsl Bakyyma B mponecce [TMC nponucxonuT CTpyKTyp-
HOE IpeBpalleHNe TeTparoHalIbHOH sueiiku [4/mmm B opTopoMmOuueckyto Immm. B pesynbrare nmpoBeeHHON cepuu Tep-
M00OPabOTOK KepaMHUKH ObUIHM HallJIGHbl ONTHMaJIbHBIEC YCIOBHUS ITOCIIE/YOLIEr0 OT)KUTa KEPAMHUKH, IPUBOJISIINE K BOCCTA-
HOBJICHHIO TETPAroHaIbHOH CTPYKTypHl okcuza (Immm—I/4mmm) i coxpaHeHHIo Ta30MII0THOCTH KepaMUKH Ndo, ST, (NiO, .

Karouegvie cnosa: Hukenat, TOTD, razomioTHast kepaMHuKa, aHU30TPOIIHOE TEPMUUECKOE PACHINPEHNUE, IIIIa3MEHHOE UC-
KpPOBOE CIIEKaHHE.
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EFFECT OF SINTERING METHOD ON MICROSTRUCTURE OF Nd, Sr, NIO, ,CERAMICS

Two different methods have been employed for fabrication of Nd ,Sr, NiO, , ceramics with focus on the microstructure
and density of ceramic samples. Conventional sintering at 1100—-1300 °C has been found to yield porous materials. Rapid
grain growth at >1 300 °C induces the development of microcracks associated with a strongly anisotropic expansion of
Nd, Sr, [NiO, , tetragonal lattice. On the contrary, spark plasma sintering (SPS) at 1100 °C enables fabrication of dense gas-
tight ceramics, but is accompanied by the structural transformation from tetragonal (I4/mmm) to orthorhombic (Immm)
symmetry due to oxygen losses from the lattice under low-p(O,) conditions of SPS process. The post-treatment conditions
were optimized to oxidize sintered samples and to restore tetragonal structure while preserving gas-tightness of ceramics.

Keywords: nickelate, SOFC, gas-tight ceramics,anisotropic thermal expansion, Spark Plasma Sintering.

BBenenue. biarogaps CTpyKTypHOH CTaOUIBHOCTH, BHICOKOW AJIEKTPOITPOBOJHOCTH M KUCIOPOAO-
neduuutHocTH pu TeMueparypax Boime 500 °C coenunenns cucrembl Nd, Sr NiO,  (x = 1,0-1,6) sB-
JISFOTCSI IEPCIIEKTUBHBIMHA MaTepUaiaMy JJIsl BRICOKOTEMIIEPATy PHBIX DIIEKTPOXUMHYECKHUX YCTPOUCTB,
TaKUX KaK TBEPIOOKCHIHBIE TOILUIMBHBIE 3JIeMeHTHI U 3nekTponusepsl (TOTD/TO3D) [1]. OcHoBormo-
Jararomias peakiys B yCTPOHCTBAaX JaHHOTO TUIIA — 3TO BOCCTAHOBJICHUE KHCIIOpoaa Ha kaToae TOTD,
COTJIACHO YPaBHEHHIO:

0,50, +2e « O*.

OTHOCHTEIIBHO HM3Kas CKOpPOCThb SHCKTPOXHMI/I‘{CCKOﬁ peaknuuM Ha KaTOAHLIX MaTrepuajiax, HUC-
IMOJIb3yEMBIX B HACTOAICC BpEMs, SABJIACTCA, OAHAKO, OAHUM U3 JIUMUTHUPYIOMINUX (baKTOpOB Ha IMyTHU
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MacIITaOHOT'O UCITIONB30BaHMS BBIIICOMUCAHHBIX IEKTPOXUMHUECKUX yCTPOUCTB [2, 3]. s ynydie-
HUS KMHETUKH BOCCTAHOBJICHUSI KHCJIOpOJA Jydlle MPUMEHSATH OKCUIHBIC MaTE€pHalibl, 00JIaJaromnue
HE TOJIBKO BBICOKOM 3JIEKTPOHHOW MPOBOJUMOCTBIO, HO TAK)KE BBICOKOM KHCIOPOA-MOHHOHM MpOBOAU-
MOCTBIO.

Cpemn oxennoB cucrembl Nd, SrNiO,  (x = 1,0-1,6) okcun, comepxamuii HanbobIIee KO-
gectBo crponmst, Nd St (NiO, , siBisiercst Hanbolee KUCIOPOAOACPHUUTHBIM IIPH PAOOIHX TeMIIe-
paTypax 3JeKTpoxuMuueckux ycTporcTs (mpu 1000 °C okoso 1/8 yacTu mo3uiuii KUCIOPOoaAa B KpH-
CTAJUTMYECKOH pelieTKe sIBISIOTCS BakaHTHBIMH) [1], 4TO mpeanonaraeT BHICOKYIO KUCIOPOA-MOHHYIO
MPOBOIMMOCTH JJAHHOTO OKCHJA. {71 3KCIIepUMEHTAIBHOM OLIEHKH KUCIOPOI-MOHHON MPOBOAMMOCTH
HEOOXOAMMO UMETh Ta30IJIOTHYIO KEPAMHUKY, MOJy4YeHUE KOTOPOH C TIOMOIIBIO TPAAHIIMOHHBIX METO-
JIOB CTIEKaHUsI MOXKET ObITh KpaliHe 3aTPYAHUTEIbHBIM.

CBobonHoe criekanue — HanOoJee MpocTast TEXHOJIOTHsI CIICKAaHUs, 3aKJII0YaloIasicss B HarpeBe 1o-
POIIKOBOT0 Marepuasa (MJId MpeABapUTEIBbHO CIIPECCOBAHHOTO OpHKeTa) B My(eNbHBIX JINOO TPyOUaThIX
neyax. Henocratok gaHHON TEXHOJIOTMH — OTCYTCTBHE BO3MOKHOCTH IPHJIOKEHUSI JaBJICHUS B IPO-
LIeCCe CIIEKAaHMS, B PE3YJIBTATE YETO MOTYUEeHHBIN MaTepral 001a1aeT 0CTATOYHON MOPUCTOCTHIO [4].

Cpenyu MeTo0B KOHCOIMAALNH ITOPOLIKOBBIX MaTEpHAJIOB € IPUIIOKEHUEM MEXaHUYECKOIO AaBJie-
HHS ITUPOKO TIpUMEHSIOTCs ropsiuee mpeccoBanue (I'11) m mrazmennoe uckpopoe criekanue (I1HC,
anen. Spark Plasma Sintering). B otnmuune ot metona ropsiaero npeccosanus (I'T1), riae MexaHu3m Terio-
Mepeadun OCyIIECTBISETCA TaKUM e 00pa3oM, Kak U B METOZIE CBOOOHOTO CIIEKaHUs, a HMEHHO, ITy-
TE€M H3JIy4eHHS TEIUIOTHI OT HarpeBaTelbHBIX 31eMeHTOB, B MeTozae [IMC narpeBanue obOpasua ocy-
LIECTBIISIETCS 3@ CUET MPOIYCKAHUSI UMITYJIBCHOTO TIOCTOSIHHOTO AJIEKTPHYECKOr0 TOKA yepe3 odpaszel.
B cnyuae [TMC tenoBasi SHeprus He TOJILKO TOMOT'€HHO pacipeesieHa 1o BceMy 00beMy CIpeccoBaH-
HOT'O TOpOIIKa Ha MaKpOCKOIMYECKOM YpPOBHE, HO U Ha MUKPOCKONHMYECKOM YPOBHE JIOKAJIU3YETCS
B MeCTax, e OHAa HeoOXoauma ISl Ipolecca CIeKaHus, T. €. B TOUKaX KOHTAKTa YacTHI MOPOIIKA.
Takoii MexaHN3M TeIulonepeaadn MPUBOAUT K XOPOLIEMY YINIOTHEHHIO KEPAMUKH, IIPU KOTOPOM POCT
3epeH U paslIoKEHUe BellecTBa cBedeHbl K MUHUMYMY. [IMC Takke uMeeT psiJ NpeuMyLIecTB Nepes
I'll m cBOOOAHBIM cITekaHWEM, BKJIIOYas JIETKOCTH B ONMEPHPOBAHUHN, TOYHBIM KOHTPOJIb IOJaBacMOMH
SHEPTHH, HEOOXOTUMOU JJIsI CTICKAHMS, BRICOKHE CKOPOCTH Harpesa (MoxeT mocturath 1000 °C/mun),
BBICOKAs BOCIIPOM3BOANMOCTE, 0€30MMaCHOCTh U HAZICKHOCTH TEXHOJIOTHH [5, 6].

Lenb nanHOlM pabOThI — anpoOaIys U CpaBHECHUE ABYX METOMOB ISl MOJYUYCHHS Ia30IIOTHON Ke-
pamuku Nd Sr; NiO, : cBoGOAHOrO CIIeKaHHs U TLIA3MEHHOTO HCKPOBOT'O CIICKAHMUS.

MeTtoans!l ucciaenoBanusg. OKCUIHOE COEIUHEHUE Ndo’ 4SrlqéNiO 4 g TOTyYaiu METOIOM Ileynnu.
Meronuka cunresa npusenena B padote [1]. Onnodasubiii okenn co crpykrypoit Tuna K NiF, nomyuen
B cpezie Kuciaopoaa npu remmneparype orxkura 1150 °C.

JUist nomy4yeHust KepaMHKH 10 METOLy CBOOOHOTO CHIEKaHM sl TOPOLIOK HUKEJATa, IPeIBapUTEIBHO
MepeTepThIi B araToOBOM CTYyIIKe, mpeccoBaiu nipu nasiernu 20 MIla B TabeTku, KOTOpPHIE 3aTeM CIie-
kaiu ripu temmieparypax 1100, 1200 u 1300 °C B Teuenue 10 4 B moToke kuciaopoaa. Odpasupl Harpesa-
T CO CKOPOCTHIO 5 °C /MHUH M OXJIaXKTaJIH CO CKOPOCTHIO 3 °C /MUH.

Kepamuky mo metony IIHMC momyuanu ¢ moMomibio obopynoBarus SPS 825 (SIlmonwms). Cnexanmue
ITOPOIIKOBOTO MaTepHajia OCYIIECTBISIM B TOKOMPOBOJAIIEH rpaduTOBON mpecc-GpopMe TraMeTpoM
12 mM. YciioBus criekaHusi OBUTH OIIGHEHBI U TOA0OPaHbI UCXOMs M3 paboT 1O CIEKAHHUI0 KepPaMUKH
JIPYTUX HUKETATOB [7, 8], a Tak)Ke YUUTHIBAS 3HAUCHUS CMEIICHUS ITyaHCOHA, KOTOPOE MOKHO KOHTPO-
JUPOBATh B PEXKUME 3aIHCH dKCIIEpUMEHTa. TakuM 00pa3oMm, JIJisi KOHCOMUAALNN TOPOLIKOBOTO MaTe-
puana meronom I[TMC ucnonb3oBanu gasnenue 75 Mlla, koTopoe ObIIO TIABHO MPUIIOKEHO TPU TTOBBI-
menun Temneparypsl ot 400 go 800 °C, u Temneparypy cnekanus 1100 °C, mpu koTopoii oOpaszer BbI-
JEepKUBAIH 2 MUH, [I0CJIE Yero Mo/iaua TOKa ¥ MEXaHUIEeCKOW Harpy3Ku OblIN npekpaeHsl. CKOpOCTH
HarpeBa coctaBisiin 100 °C/MuH ipu HarpeBaHuu oT KOMHaTHOH Temnepatypsl 10 800 °C u 50 °C/mMun
pu HarpeBaru# ot 800 mo 1100 °C. DKciepuMEeHT 3aITyCKau Mocie TOT0, KaK OBLI MOJIyYeH BaKyyM
B KaMmepe ¢ oOpasmnoM (mapripaibHOoe maBieHne kuciaopona ~ 0,6 Ila). Jlms momyduenus wHbOpMATUN
0 KaKUX-THOO CTPYKTYPHBIX N3MEHEHU X, MPOM3OIIEAIINX C 00pa3laMu B pe3yiIbTraTe CIIeKaHus, TPOBO-
UM PEHTreHOo(a30BbIi aHAIU3 Kepamuueckux oOpasuoB Ha audpakromerpe PANalytical X’Pert
Alpha-1 (CuKal-uznydenue, 26 = 10-90°, mar — 0,02°, BpeMs BbIIICpKUBaHUS — 5 C).
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MUKpOCTPYKTYpYy MOJYYCHHOH KEpaMHUKH aHAJIW3WPOBAJIM HA CKAHUPYIOIIEM SJIEKTPOHHOM MHU-
kpockorie JEOL JEM-2100. JI11s1 MUKPOCKOITMYECKOr0 aHAJIN3a OKCUHBIX MaTepHajioB HCIOJIb30BAJIN
CKOJITbI KEpaMHKH. [ 'a30MIIOTHOCTh KepaMUKH OIIEHUBAJIHU 110 OTCYTCTBHIO MMPOTEYKH Ta3a (BO3ayxa) de-
pe3 credeHHBI 00paser (B hopMe TabIeTKH), TIOMEIIEHHBIH O] TPAIUCHT JaBICHHS ~ 2 aTM.

PesynbraTsl i nX 06Cy:Kk1eHne. BeqndnHb OTHOCHTENBHOM MIoTHOCTH Kepamuku Nd St NiO, ,
MOy Y€HHOM CBOOOAHBIM CIIEKaHWEM TIPH Pa3HBIX TeMIIepaTrypax, mpuBeaeHsl B Tabmuie. Kak ciemqyer
13 TabJINIIBI, YEM BBIIIE TEMIIEpPATypa OTKHUTA, TEM TUIOTHEE IMoTydaemMas KepamMmuKa.

TeMnepaTrypa cieKaHHUS M pacCYMTAHHbIE IVIOTHOCTU KePaMHUKH NdMSr],ﬂNlOH

Temmeparypa criekaHus ILnoTHOCTS P, T/CM® OTHOCHTENbHAS IIOTHOCTD, Yo
1100 °C 4,09 70
1200 °C 4,40 75
1300 °C 5,02 86

Pe3ynbraThl MUKPOCTPYKTYPHBIX UCCIIEIOBAHUH CIIEYEHHOW KepaMHUKHU TIPUBEIEHKI Ha puc. 1. YBe-
anueHue temneparypel cnekanus oT 1100 go 1200 °C He BBI3BIBAET CYIIECTBEHHOI'O POCTa 3€pEH
(puc. 1, a, 6); 3TO, OYEBHIHO, CBSI3aHO C TE€M, YTO IMOPOIIOK OKCcHaa cHHTe3upoBajics mpu 1150 °C.
TepmooOpadotka mpu 1300 °C (puc. 1, 8) IPUBOANT K YMEHBIICHHIO TIOPUCTOCTH Kepamuku 10 14%
M K 3aMETHOMY POCTY 3epeH (pa3mep 3epHa gocTuraer 10 MKM), COMPOBOXKIAIONIEMYCS YBETHUSCHUEM
KOJIMYECTBA MEXK3EPEHHBIX MUKPOTpelInH. TepmooOpaboTka mpu OoJiee BhICOKOM Temieparype 1350—
1400 °C mpuBoIUT K ewie 6osiee CUIBHOMY POCTY 3€PEH M PACCHINMaHUIO KEPAMUKH.

Hpupona nosisnenust Mukporpewut kepamuku Nd St NiO, , cBsi3aHa ¢ aHH30TPOIHBIM TEPMH-
YeCKUM PAaCUIMPEHUEM KPUCTAJIIMYECKOW PELIETKH, MPOrPECCUPYIOIUM C YBEIUUYEHUEM TeMIIepary-
pBl: YIUIMHEHUE PEILETKH BIOJb OCH ¢ 3aMETHO MPEBBIIACT PACHIMPEHHE B KpUCTaLIOrpaduyeckoi
MIJIOCKOCTH ab. DTO BBI3BIBACT 3HAYUTEbHBIE BHYTPEHHUE HATIPSKCHUS B TIOJMKPUCTAININYECKAX 00-
pasiax Mmpu uX OXJKISHUHU C TEMIIEPaTy Pl CIIEKaHUs; TAKUE HATIPSKEHHS HE MOTYT OBITh TIO/IaBIICHBI
3a CYeT IMOp ¥ KOMIIEHCHPYIOTCS 00pa3oBaHUEM MHOTOUHCICHHBIX MUKpoTpenuH. [logpobuo ¢pernomen
mukporpemut B kepamuke Nd, Sr NiO,  omucan B pabore [1]. [TIpo6Gnembr ¢ nomyueHueM ra3omsior-
HOW KepaMUKH, KPUCTAITNYECKHIE PEIIETKH KOTOPBIX MPETEPIICBAIOT aHU30TPOITHOE PacIIMpEHUE, pac-
cMaTpuBaroTes B padotax [9-12]. Teopusi, oObsICHSIONMAS BIUSIHIC aHU30TPOITHOTO PACIIUPEHUS pe-
HIETKH TOJIMKPUCTAILTNYECKHX 00pa3IoB Ha 00pa30BaHUE MUKPOTPEIINH KEPaMUKH, IPUBEICHA B pa-
oore [13]. VI3 naHHOM TeopHH CIEAyeT, YTO ISl KaXKAO0r0 MaTepuaia CylIeCTBYET CBOH «KPUTHYCCKHH
pasMep 3epHay», HIKE KOTOPOI'0 pacTpecKUBaHUE /Wi 00pa30oBaHKe MOPUCTOCTH B MaTepHale MOXKET
OBITH IIOIABJIEHO.

Hcnonb3oBanue 1a3MEHHOIO HCKPOBOT'O CIICKaHHsI IPEToNaraet, 4o poct sepet okenna Nd, Sty NiO,
OyzZeT mpeaoTBpallleH WIIH CBeJleH K MUHUMYMY, B PE3yJIbTaTe Yero MOXKeT ObITh IMOydeHa Ta30IlIoT-
Hast kepamuKa. Takim obpasowm, B pesyisrare [TMC 6but ckorcomauposa mopomok okcrzxa Nd St NiO,
TMocIie 4ero ObLIH MPOBENCHBI PEHTTEHO- U MUKPOCTPYKTYPHBIC UCCIIETOBAHUS.

MHuKpOCTpYKTypa CKojla KepaMuKH, moirydeHHor metomgom ITUC, npencrasiena Ha puc. 2, a. U3 pu-
CYHKa CIIeIyeT, YTO KepaMUKa SBIISICTCS JOBOJBHO TUIOTHOM W MOJTBEPIKIAETCS, BO-TIEPBHIX, OTCYT-
CTBUEM BHJIMMBIX IOP, BO-BTOPBIX, HEUETKOW (popMol rpaHull 3epeH KepaMuku. JlJisi cpaBHEHUs Ha
puc. 1, a—6 st Bcex MpeACcTaBICHHBIX 00pa3lloB IPaHUIIbI 3ePEH SIBISIIOTCS] YETKMMH, YTO YKa3bIBACT
Ha HaJM4Ke OTKPBITON MOPUCTOCTH B 00pasiie. DKCIIEPUMEHT MO OLEHKE T'a30IIJI0THOCTH TabJIeTKH, M0-
nyuennoit metogom [TUC, Takske MOATBEPAMI OTCYTCTBHUE OTKPBITOM HOPUCTOCTH.

Panee B nameit pabore [1] 6b110 0T™MEUEHO, uTO Npu Harpesanuu Nd, Sr NiO, , o 1000 °C B Boc-
CTaHOBUTEJILHOM Cpe/le aproHa Npyv NapluaibHOM JaBjieHun kuciaopona pO, = 5 Ila mpoucxoaut
CTPYKTYpHOE TpeBpallleHue W3 TEeTParoHalbHOW B opTopoMOMYeckyto suerky (I4/mmm—Immm),
B pe3yJIbTaTe 4ero oopasyercs KUCIOpoaoae(UIUTHAS CTPYKTYpa C YIOPSTOYCHHBIMHA KHCIOPOAHBIMH
BakaHcusaMH B nosunuu 2d(1/2,0,1/2), cxonnas co ceepxnpooanukom Sr,CuO; [14].

ITockonpky ITMC mpoBoaunu mpu 6osiee BeIcokoi TemmepaTtype (1100 °C) u Goiree HU3KOM ITapITu-
anpHOM JaByiennn kuciopoaa pO, = 0,6 Tla, MOXKHO 03KMIATh, YTO MOyYEHHBIE MATEPUAIIBI TAKKE Oy-
IyT IpeTepreBaTh CTPYKTYpHbIC H3MEHEHHS UJTH JlaKe pa3iiokKeHUE B BOCCTAHOBUTEILHON cpeje Ba-
KyyMa.
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Puc. 1. Muxpoctpykrypa kepamnku Nd, ,Sr, NiO, ,
CIICUEHHOH NPH pa3HbIX TeMIepaTypax, °C:
a— 1100, 6 — 1200, 6 — 1300
Fig. 1. Microstructure of Nd, ,Sr, NiO, , ceramics
sintered at various temperatures, °C:
(A) 1100, (B) 1200, (C) 1300

SU-7000f 150KV X6,000 1um WD 9.6mm

Puc. 2. MukpocTpyKTypa KepaMHuKH Nd0’4Srl’6NiO e
TI0JIyYCHHOI METOI0M IJIa3MEHHOT0 HCKPOBOT'O CIIEKAHUS:
a — 6e3 nocnenyolei TepMooopadboTKu, 6 — ¢ TOCIey IO
TepmoobpaboTkoit mpu 1000 °C B okucIuTeNbHOI aTMOChEpe,

6 — ¢ nocieaytoueit repmoodpadoTkoit mpu 1000 °C
¢ KOMOMHHPOBAHUEM BOCCTAHOBHTEIIBHOM M OKUCIHTEIbHOM

aTMocdep oTKUTa

Fig. 2. Microstructure of Nd_ ,Sr, (NiO, , ceramics prepared
by the spark plasma sintering method: (A) without subsequent
thermal treatment, (B) with subsequent thermal treatment
at 1000 °C in oxidizing atmosphere, (C) with subsequent
thermal treatment at 1000 °C, combining oxidizing

and reducing atmospheres of annealing
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Fig. 3. X-ray patterns of Nd_Sr, (NiO, , oxide, oxidized (A) and reduced by SPS (B)
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Pentrenorpamma o6pasiia, noxydernHoro meronom [1MC, nmpuBenena Ha puc. 3, 6. 11 cpaBHEHUS
pEHTreHOTpaMMa HEBOCCTAHOBJICHHOTO CHHTE3WPOBAHHOIO HHUKeNaTa IpHBeleHa Ha puc. 3, a. Kak
Y CJIEZIOBAJIO 0XKHMAaTh, 00pa3ell B BOCCTAHOBUTEIBLHON CpeJie TPEeTepIeBaeT CTPYKTYPHbIE H3MEHEHHUS.
Cx0oXecTh pEHTIeHOTpaMM BOCCTAaHOBJIEHHOTO M HEBOCCTAaHOBJIEHHOTO OOpa3lOB CBUJIETEIHCTBYET
0 MOI00MHU CTPYKTYP ITHX JBYX 00pa3IloB; OTJIUYHE COCTOUT B paciuericHnn nmukoB hOl Ha peHTreHo-
rpaMMe BOCCTaHOBJICHHOTO OKCH/IA, YTO CBUACTEIHCTBYET O MOHMKEHUH CUMMETPHUH. YCIEUTHOE HH-
JEKCHPOBAaHUE MUKOB OBLIIO CAEIAaHO, UCIIOIb3YsI OPTOPOMOMUYECKYIO KPUCTANIMYECKYIO SUEHKY € TIPo-
CTpaHCTBEHHOU rpynmnoi Immm.

Hamu Tak>ke OBIJIO OTMEUYEHO, YTO TAKOE CTPYKTYPHOE IMPEBpaIlleHUEe 0OpaTUMO U TIOCIE OTKUTA
nopomkos okcunos Nd, Sr NiO, , na Bozayxe npu 1000 °C B Teyenne 10 4 Habmroganocs npesparie-
HUE U3 OPTOPOMONYECKON B TeTparoHaidpHyt0 sueky(Immm—I/4mmm). Takum oOpa3om, 1i1s mocie-
nyromeii repmoobdpaborku tadnerku Nd St (NiO, ,, criedernnoit o rexnonoruu IHAC, Obuin mpezio-
JKEHBI JIBE CXEMBI, OJIHA U3 KOTOPHIX BKITIOYAJIa OTKHUT HEMOCPEICTBEHHO B OKMCINTEIBHON Cpefe Kuc-
Jopozia, a BTopas — ¢ KOMOMHUPOBAHUEM BOCCTAHOBHTEIBHOM W OKUCIUTEIBHONW aTMOc(ep OTKHUTa:
HarpeBaHue KepaMHUKHU MPOBOAMIIOCH B BOCCTAHOBUTEIBHOM Cpe/ie a30Ta, a 3aTeM Cpejia OT)KHUra 3aMe-
HSIJIACh Ha OKUCIIUTENBHYIO Cpeay KuciIopoaa. B 00oux ciydasx cKOpOCTH HArpeBaHUS M OXJIaKICHHUS
ObuTH cBenieHbl K MUHUMYMY (1 °C /MUH), 17151 TOTo 4TOOBI H30€KaTh MJIM CBECTH K MUHUMYMY KOJIMYe-
CTBO TEPMHUYECKUX HANpsDKEHUH B o0Opasle W, Kak cIeICTBHE, 00pa30BaHUs MOP M PacTPECKUBAHUS
KkepaMHKH. JIOBOIBHO HU3Kas TemnepaTypa repmooopadorok (1000 °C) Obuta BeIOpaHa HAMU ISl TOTO,
4TOOBI, C OHON CTOPOHBI, N30€XkKaTh POCTa 3€pPeH, a C IPYToi — 00ECIIEYUTh CTPYKTYPHOE TIpeBpaIle-
HUE B TETPAarOHAJIBHYIO SUCHKY.

HecMoTpst Ha TO 9TO mMociae 000uX TEpMOOOPAOOTOK IMPOUCXOIUT TIOTHOE TIPEBPAIICHUE OKCHIHOM
(a3l M3 OPTOPOMOMIECKOH STUSHKH B TeTparoHansHyo (Immm — I4/mmm), ucciaenoBanue MUKPOCTPYK-
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TYpPbl OTOXKKEHHBIX KepaMHUYeCKHX 00pa3loB MMOKa3ajo, 4TO TepMooOpadoTKa KepaMHUKH HEmocpel-
CTBCHHO B OKHCIHUTEIBHBIX YCJIOBHSX MPHUBOAUT K 00Pa30BAHMIO MOP M PACTPECKUBAHHUIO KEPAMHUKH
(puc. 2, 6), B TO BpeMs KaK B clly4ae KOMOMHUPOBAaHHON TEPMOOOPaOOTKH MUKPOCTPYKTYpa KEPAMUKH
MIPAKTUYECKU HE MEHSCTCS ¥ I'PAHUIIBI 3¢PEH OCTAaBaIOTCA HEUeTKUMHU (puc. 2, 6). CiienyeT OTMETHUTH,
YTO MOJIy4YEeHHAs! KepaMHKa HMEET HEKOTOPYIO IOPUCTOCTh, OJHAKO 00pa30BaBILNECS HOPbI 3aKPHITHI,
YTO MOATBEPANIIOCH IKCIEPHUMEHTOM 10 OLEHKE ra30IJIOTHOCTU KepaMuKU. OTHOCUTENbHAS IJIOTHOCTD
KEepaMUKH, MTOJYYSHHOH ¢ TPIMEHEHNEM KOMOMHUPOBAHHOM TepM0o0oOpaboTku, cocTaBmia 94,5%.

Takoe CHUIBHOE BIIMSIHUE PEKHUMOB TEPMOOOPAOOTKU KepaMUKH Ha CHOPMUPOBABIIYIOCS MHUKPO-
CTPYKTYPY MOXKHO OOBSICHUTB TEM, YTO PH KOMOMHUPOBAHHH BOCCTAHOBHTEIBHON M OKUCINTEIHHON
aTMocQep OTKHUTa CTPYKTYpPHBIE PEBPALICHUS] OKCHIHOTO MaTepuaa IMPOUCXOST B PABHOBECHBIX YC-
noBusix npu 1000 °C (remmnepaTypa sBISETCS TOCTOSHHOW, U3MEHEHUSI Pa3MEepOB KPHCTAJIMYECKOH
PEIIETKA M KUCJIOPOAHON HECTEXHMOMETPUH MUHUMHU3UPOBAHBI, TEPMHUYECKUE HANPSKECHUS CBEICHBI
K MUHUMYMY). [Ipu npoBeaeHun TepMooOpadOTKH TOIBKO B OKUCIUTENBHON Cpelie H3MEHEHHUE CTPYK-
TYPbI IPOUCXOANT YK€ IIPH HAaIrPEBAaHUH B HEPABHOBECHBIX YCIIOBHUSIX, Il HApsy ¢ TEPMUYECKHUM pac-
LIMPEHUEM IPOUCXOIUT XUMHUUECKOE PACIINPEHNE PEIIEeTKH BBUAY MHTEHCHUBHOIO KHCIOPOI00OMEHa
C OKpy KaroIiei cpenou.

3akJ/roueHue. bbuiy MCIONB30BaHbl Ba PA3IMYHBIX METOAA KOHCOJMIALUU IOPOLIKA OKCHIA
Nd,,Sr, NiO, ,: MeTox cBOGOAHOrO CrieKaHus ¢ IPUMECHEHHEM Pa3HBIX TEMIEPAaTyp OTKUIA U METO.
MJIa3MEHHOT0 UCKPOBOTO criekanus. OOHapyIKeHO, UTO KepaMHKa, MOITyUeHHas 10 MEeTOIy CBOOOHOTO
CIeKaHUs, SIBJSETCS MOPUCTON HE3aBUCHUMO OT TeMIepaTypbl oTxura. [loBbllieHne TeMneparypsl oT-
xwura oT 1100 go 1300 °C B 11e710M NPUBOIAKUT K YIIOTHEHHIO KEPAMHUKH, HO IIPH DTOM HAOJIIOIaeTCs
HWHTEHCHUBHBIM POCT 3epeH U YBEIMUYECHUE KOMYECTBa MUKPOTPEIINH B Kepamuke. Kepamuka, KOTOpYIO
MOJy4Yajy METOJOM IJIa3MEHHOTO MCKPOBOTO CIIEKaHUSs, 0ojiee ra3omjoTHas, OJHAKO B pe3yjbraTe
MPUMEHEHMsI BOCCTAaHOBUTENIBHON aTrMocdepsl BakyyMa B mpouecce [IMC mporcxonut cTpyKTypHOE
MpeBpalleHue TeTparoHajJbHON stueiiku [4/mmm B opropomOnueckyro Immm. OTXHAT KepaMHKH, T10-
nyyenHoi meronom ITUC, HenocpeactsenHo B okucnutenapbHou cpene npu 1000 °C npuBoauT K BOoccTa-
HOBJICHUIO TETPATrOHAJBHON CTPYKTYpHI okcuma (Immm—I/4mmm), HO COpOBOXKIAETCS PacCTPECKU-
BaHHeM Kepamukw. [locienoBaTenpaast TepMooOpadOTKa KepaMuKH, moryueraHoi Mmetomom ITMC B Boc-
CTaHOBUTEIHHOMN, a 3aTeM OKHCIHMTENBHON Cpeax, MPUBOINT, BO-TIEPBIX, K BOCCTAHOBIICHUIO CTPYKTYPHBI
okcuaa (Immm — [/4mmm) u, BO-BTOPBIX, K COXPaHEHHIO Ta30INIOTHOCTH KEPAMHKH.
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