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HEPCIIEKTUBBI METOJJOB HHTEHCHUBHOI'O CIIEKAHUA
IIBE3OKEPAMNYECKUX MATEPHUAJIOB

Hccneoosana 603MONCHOCHb 8apuayuu C60UCME Nbe30INEKMPUYECKUX KEPAMUK PAZHO2O0
muna HasHauenus. Llenv uccnedosanusn 3axmouanacsy 8 eapuayuu ce0UCME Nymém uMeHeHus
MEXHONOSUYECKUX (DAKMOPO8 NPU U320MOGIEHUU Nbe30KEPAMUKU Oe3 MOOUDUYUPOBAHUA UX XU-
Muyeckozo cocmasa. Ha eadicneliuiem mexnonocuveckom smane — cnekanuu — 3a0a0mcs niom-
HOCMb, MEEPOOCMb U NPOYHOCHb NbE30KEPAMUKU, HENOCPEOCMEEHHO IUAIWUE HA €€ INeKMPO-
Qusuyeckue napamempul, m.K. Nbe309PPeKm — 3mMo NeKMPOMeXaHuieckoe npeodpazosaHue.
Ocobennplii uHmepec nPeocmagiam Memoovl CneKanus 00beOuHAIwIe NPOYecc KOHCOAUOayUuU
Yacmuy ¢ HazpeeomM — 2opsauee NpeccosaHue U UCKpogoe niasmenHoe chekanue. Takue memoovl, 3a
cuém c030a6aemo20 00HOOCHO20 OAGNeHUs, UHMEHCUGUYUPYIOM OUPPy3UOHHbIE NPOYECChl MAC-
ConepeHoca npu CneKaHuu, cnocobOCmeys NOIYHEHU) Nbe30KEPUMUKU NOBbIUEHHOU NIOMHOCHU
npu 00HOBPEMEHHOM NOHUMCEHUU memnepamyp cnekarus. OOHAKo, 8 Omaudue om 20ps4e20 npec-
COBAMUSL, NPU UCKPOBOM NAASMEHHOM CREKAHUU MeXHCOY YACMUYAMU NOPOWKA BOSHUKAIOM UCKPO-
eble pazpaobl, YUMo 6 couemanuu co ceepxovicmpuvim Hazpeeom (0o 1000 °C/mun), gopmupyem
MENKO3EPHUCHYIO MOHODA3ZHYIO CMpyKmypy Kepamuku. Takas Mukpocmpykmypa cnocobcmeyem
NOBBIUEHUIO MEXAHUYECKUX U DNEKMPOPUIULECKUX NApaMempos Noayyaemol Kepamuku. 3adaua
UCCIeO08AHUA COCMOANA 8 AnPOBAYUL NPEONALAEMbIX MEMOO08 CHEKAHUSL HA Nbe303JeKmpute-
CKUX MAMEPUAnax pasnuiHslx COCmMagos ¢ yeabio ynpasienus ux ceovcmeamu. B kauecmse 00%v-
eKMO8 UCCTIe008aHUSL UCNONB30BANUCL NbE30OKEPAMUYECKUEe MAMEPUANbl HA OCHOBE CUCHEMbL YUp-
KOHAM-MUMAaHama-ceunya U ux Mooupuxayuu, 8 mom 4ucie MHO2OKOMNOHEHMHbLE, UMeIoujue
BbICOKUL NPUKAAOHOU NOMEHYUAN, a4 MaKice 0eCcCBUHYOBbIL CESHEMOINEKMPUUCKUT MAMEPUAT
Bag 55510451103 (BST). Memodom pacmpoeoii s1eKkmpoHHOt MUKPOCKORUU YCIAHOBIEHbl 3A8UCU-
Mocmu hopmMupyemotl Kepamuieckol CmpyKmypsvl om Memood CHeKaHUs U Om memnepamypbl
npoyecca. Ycmanosnenbl 3aKOHOMEPHOCU «(MemO0 CHeKaHUs — MUKPOCIMPYKIYPA — C8OUCMEAy.
B pesynomame uccnedosanus noomeepoicoena 3¢pghexmusHocms Memooos 2opaue2o npeccosanus
U UCKPOBOZO NIAZMEHHO20 CNEKAHUA 6 YeaX 8apuayuu CeolCMs Nbe30KePAMUKU PA3IUYHO20 M-
na HA3HAauenus, Ymo 8 COBOKYNHOCMU C NOHUMICEHUEeM MmeMnepamyp CneKanus, d maxice coKpa-
wenuem onumensHocmu npoyecca (6 36 paz!) akmyanvno ¢ mouxu 3penus sHep2ocoepercenus.

ITve30xepamura; eopsiuee npeccogamue; UCKpogoe NIAMEHHOe CREeKAHUe; MUKPOCIPYKNLY-
pa; saekmpogusuieckue napamempboi.

M.A. Marakhovskiy, A.A. Panich, V.A. Marakhovskiy

THE PROSPECTS FOR INTENSIFICATION OF SINTERING
OF PIEZOCERAMIC MATERIALS

The paper investigates the possibility of changing the properties of piezoelectric ceramics for various pur-
poses. The aim of the study is to correct properties by changing technological factors in the manufacture of
piezoceramics without modifying their chemical composition. At the most important technological stage — sinter-
ing — the density, hardness and strength of piezoceramics are formed, which directly affect its electrophysical
parameters, since the piezoelectric effect is an Electromechanical transformation. Of particular interest are sinter-
ing methods that combine the process of compaction of particles with heating - hot pressing and spark plasma
sintering. Such methods, due to the created uniaxial pressure, activate the diffusion processes of mass transfer
during sintering, contributing to the production of high-density piezoceramics while lowering the sintering tem-
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peratures. However, unlike hot pressing, spark plasma sintering generates spark discharges between the powder
particles, which, in combination with ultra-fast heating (up to 1000 ° C/min), forms a fine-grained monophase
structure of ceramics. This microstructure increases the mechanical and electrophysical parameters of the result-
ing ceramics. The aim of the study was to test the proposed sintering methods on piezoelectric materials of differ-
ent compositions in order to control their properties. The objects of research were piezoceramic materials based
on the zirconate-titanate-lead system and their modifications, including multicomponent materials with high ap-
plication potential, as well as lead-free ferroelectric material BagssSrossTiO3 (BST). The dependences of the
formed ceramic structure on the sintering method and temperature were determined using scanning electron
microscopy. The regularities of “sintering method — microstructure — properties” are established. The effective-
ness of hot pressing and spark plasma sintering methods for correcting the properties of piezoceramics of various
types of applications has been confirmed, which together with a decrease in sintering temperatures, as well as a
reduction in the duration of the process (by 36 times!) relevant for energy saving purposes.
Piezoelectric ceramics; hot pressing; spark plasma sintering; microstructure; and electrical properties.

Beenenne. bomnbioil npakTHYECKUl UHTEPEC K MbE30JIEKTPUUECKON KEpaMUKe Ha
OCHOBE cHcTeMbl nupkoHat-Tutanata ceuHa (LITC) oOycnoBieH sxcTpemyMamu Gpusnye-
CKHX CBOWMCTB CHCTEMbI BOIH3U MOP(OTPOITHOI 00aCTH — 00JaCTH CTPYKTYPHOT'O TETpa-
TOHAJILHOTO poMOodApuueckoro nepexona [1-2]. Tépasie pactBopsl cuctemsl LITC, pac-
TIOJIOXKEHHBIE BOJIM3HM MOP(GOTPOIHONW 00JIACTH TOCITYXHMJIM OCHOBOH JUisi GOJBLIMHCTBA
MIbE30KEPaMUYECKHX MaTepHaOB pa3pabOTaHHBIX ISl CAMBIX Pa3JIMYHBIX MPUMEHEHHH.
ViydlneHue 3JeKTpOMEXaHWUECKUX CBOMCTB, M3MeHeHHe TemnepaTypsl Kropwu, Hamps-
KEHHOCTH KOSPLMTHBHOTO MO M APYTUX NApaMETPOB B CBSI3M C KOHKPETHBIMH IPUMe-
HEHUSIMH TIPOBOIUTCS 33 CUET MOAMGHUIMPOBAHUS XUMHUYECKOTO COCTAaBA IBE303JICKTPH-
yeckoi kepaMuku [2-3]. Ho eme B Hauane 70-X TOAOB CTAJO SICHO, YTO BO3MOXKHOCTH MO-
miunupoBanus cucteMbl L[TC mpakTudecky ncyepnaHbl, U ObIT CeNaH HOBBIM IIar B
pa3paboTKe Ibe30MaTepHanoB OT ABYXKOMIIOHCHTHOW M TPEXKOMIIOHEHTHBIX CHCTEM K
MHOTOKOMIIOHEHTHBIM cucTteMaM Ha ocHoBe L[TC. Takke cymecTByeT MHOXKECTBO MEPOB-
CKUTOBBIX MTHE€302JIEKTPHYECKUX COCTaBOB Ha ocHOBe BaTiO3, PhTiO3, Pb(MgysNb,3)O3 1
(Na, K)NbO3 u apyrux Hamiemmx mnpaktudeckoe npumenenue [2, 4]. Ho nauBbicmmii
PEUTHHT Cpeiy IbE303JICKTPUUECKUX KepaMHK, IPOU3BOAUMBIX B MUpE, OCTAaETCs 3a MaTe-
puanamu Ha ocHoBe cuctembl LITC [5].

OpHaKo M3MEHEHHE 3JIEKTPOPH3MUIECKHUX MapaMEeTPOB IbE303JIEKTPUIECKOW Kepa-
MHKH MOXET OBbITh IOCTUTHYTO HE TOJIBKO CO3JJaHUEM HOBBIX XMMHUYECKUX COCTABOB, HO M
IyTeM BapHallii TEXHOJIOTHYECKHX (hakTopoB. [1I10THOCTB, TBEPAOCTH M MPOYHOCTH IIbE-
30KepaMHKH (OPMHUPYIOTCSI KOT/Ia IIPOBOIUTCS TeXHOJOrnuecknii atan «Crekanune». Cie-
JIOBAaTENbHO, OT YCJIOBHH CIIEKaHMs 3aBHCAT OyIyllue 3JIeKTpodu3uueckne mapaMmeTpsl
MTbE30KEPAMHUKH, ITOCKOIBKY, ITBe303PPEKT — IeKTpoMexaHmdeckoe sBierue [2, 6]. Cpe-
J1 MHOKECTBAa BapHAHTOB OCOOCHHBIM WHTEPEC INPEACTABIISIOT METObI MHTEHCHBHOTO
CIEKaHUs MbE303JIEKTPUIECKON Kepamuku: ropstuee mpeccoBanue (I'T) u nckpoBoe mas-
menHoe crnekanue (MIIC) [7-11]. OGo3HadeHHbIE METOJBI CHEKAHUS IMOBBIMIAIOT TLIOT-
HOCTBH ITBE303JIEKTPUIECKOM KEPaMHKH U CHIDKAIOT TEMIIepaTypy €€ ClieKaHusI.

IkcnepuMeHTanbHasa yactb. Metog UIIC Obut ycnemHo onpo6oBaH Ha cerHe-
TOKEpaMHUKE CHCTEMBI TUTaHATa OapHA-CTPOHLMS HCIONB3YEeMON B KayecTBE MEPEKIIIo-
YaOUIMX W YHPaBIIOIIUX 3JIEMEHTOB TEXHUKH CBepXBbIcOKo4acTOTHBIX (CBY) nuana-
30H0B 0,7-30 GHz B3aMeH MoJyHpOBOIHUKOBBIX U (PEPPUTOBBIX YCTPOICTB MMEIOIIMX
cymecTBeHHble HemocTaTkH. OJHAKO, HCIIONB30BaHHE CErHETOKEPaMHUKH COCTaBa
Bays5Sr045TiIO3 (BST) B ycKOpHUTENbHON TEXHUKE TPEOYET MOAABICHUS THCTEPE3UCHBIX
SIBJICHUH M CHIIKEHUSI AMDJIEKTPUUYECKHX ToTeph (1gd). B cBs3m ¢ aTM B cocTaB cerne-
tokepamuku BST BBomsTcs pasnuunble npumecu (Mg, Mn, tutanar-marams u np.)
[12-14]. Cniexanue mpoBOIMIOCH TPAJAULHOHHBIM CIOCOOOM B KaMepHO# mnedd (ATM),
a taxxe MetogoM UIIC, obecieunBaromuM MEIKO3EPHHUCTYI0O MOHO(A3HYI0 KepaMude-
CKYIO CTPYKTYpPY, OKAa3bIBAIOIIYIO HETOCPEACTBEHHOE BIHSHUE HA IUDIICKTPUYECKHE
XapaKTepUCTUKH cerHeTokepamuku BST (puc. 1).
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Puc. 1. [Jusnexmpuueckue xapaxmepucmuxu u Mukpocmpyxkmypa cecnemoxepamuxu BST

Criekanne ceraerokepamMuku BST ¢ mo6askoit Mg merogom UIIC crocobcTBOBaNO
COKpAILCHUIO AMAJIEKTpruIecknX morepsb (190) Ha 40%, a TU3IeKTpUIeCcKoil IpOHHUIIaeMo-
ctu (g) Ha 50 % 10 cpaBHEHMIO C CETHETOKEepaMHKOH TonydeHHONH MeTogoM ATM. Takue
MU3MCHEHHSI TIOJIOKUTEIBHO BIMAIOT Ha 3P PeKTUBHOCTD ycTpoiictB CBY texuuku [13].

Hapsiny ¢ o0uien3BeCcTHBIMHU MbE303JIEKTPUUECKUMHU MaTepuanamu cuctembl L[TC
B TIOCJIe/THEE BpEeMs TPEJCTABIAIOT BHICOKHI MHTEPEC CErHETOMSTKUE Mbe30MaTepuallbl
cuctembl (1-x)Pb(Mg13Nby3)O3—xPbTiO; (PMN-PT), xoTopbie XapakTepu3yOTCs
BBICOKMMH 3HAUYEHHSMH JJIEKTPO(YU3NUECKUX IMapaMeTpOB W HaXOJST NPHUMEHEHUE B
MHOT'OCJIONHBIX KOHAEHCATOPaX C MOBBINIEHHBIMHM 3HAUCHHSMH TUAJIEKTPUYECKON TpO-
HHUIAEMOCTH, AKTI0ATOpax INPENU3HOHHOTO IEPEMENICHHs, & TaKXKe BBICOKOUYBCTBH-
TeJNIBHBIX TIpeoOpaszoBaressix. OJHAKO MaTepHalibl 3TOW CHCTEMBI MMEIOT HPOOJIEMBI,
BO3HMKAIOIIME B MPONECCE H3TOTOBICHUS (IOSBICHHE KPHCTAJUIMYECKOH CTPYKTYPHI
MUPOXJIOpa NpHU CUHTe3e MaTeprana u ap.) [15-17]. C uenpio JUKBUAAIMH yKa3aHHBIX
mpoOJieM MpW HM3rOTOBJICHHWH, & TAKKe IMOBBINICHUS MEXaHWYECKUX M 3JIEKTpOoH3HNIe-
CKUX XapaKTEePHUCTHK, ObLIO npoBeseHo criekanue meronamu ['T1 u UIIC (puc. 2).

s PR/ ed33  migh
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Puc. 2. Ocnosnvie xapakmepucmuKku u MUKPOCMPYKMYPA Nbe3021eKMPUeCcKoll
xepamuxu PMN-PT

ITee30kepamuueckue o6pasubl cuctembl PMN-PT, momyuennsie meromom WIIC,
HMMEINTU TIOBHIIICHHBIC 3HAYCHHS SJCKTPOPH3UMICCKIX MapaMEeTpOB IO CPABHEHHIO C Ke-
PaMUKOH TOTO K€ COCTaBa CIIEYCHHON MpH aTMOC(EpPHOM JaBIICHUH B OOBIYHON Kamep-
HOH meun u kepamukoil nomydennoit merogom I'Tl. Takoe noBeneHre nbe30KepaMuye-
CKOTO Marepuaia MOXXHO OOBSICHUTH (POPMHPOBAHHUEM OIHOPOJHOW MEIKO3EPHHCTON
MUKPOCTPYKTYPBl KEPAMUKH B Ipoliecce CIeKaHus, Nockoibky B Merone UIIC cuibHO
moJaBJsieTcs mpouecc pocta 3épeH. Meron [Tl takxke obecrieunBaeT OBBIMICHHBIC 3HA-
YEHUsI TbE30IJIEKTPUUECKOT0 MOIYIIS (33 TI0 CPABHEHHUIO CO CIIEKAHHEM B aTMOCHEPHOM
JIaBJICHUH, HO HIDKE, 4yeM mpu metoae UIIC [18].

IIpeobpazoBaTenu, paboTaronIe B peXUME HIITYUCHHS, MTbe30TpaHcHOpMaToOpsl U
YCTPOUCTBA CHJIOBOTO YJbTPa3ByKa OCHOBBIBAIOTCS HAa CETHETOXECTKUX THE30KEpaMHU-
yeckux marepuanax [19]. B 3aBUCHMOCTH OT yCJIOBHH HCIIOJIb30BaHUS TPEOYIOTCS OMpe-
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JieJIeHHBIE HaOOPBI AIEKTPO(GU3MYECKUX MapaMeTPOB ITbE30KEPAMHIECKHX MaTepHaIoB.
brina uccienoBaHa BO3MOXKHOCTb YNpPaBICHHSI CBOMCTBAMM CETHETOXKECTKOM IbE30-
JNEKTPUYECKOH  KEepaMUKH  MHOTOKOMIIOHEHTHOro  coctaBa  PbZrOs- PbTiOs-
Pb(Mny3Nby/3)O3- Pb(Zny;sNby3)O3 3a cuér koppekTupoBkH mporecca GOPMHUPOBAHUS
MHUKPOCTPYKTYpBI Ha dTare cnekaHus. McmonezoBan metox I'Tl m coBpeMeHHBIH mep-
cnexktuBHbIi Meton UIIC npu M3roTOBIEHUN TBE303JIEKTPUUECKON KepaMUKH, CIOCO0-
CTBOBABILME MOBBIINICHHIO KAK MEXaHUYECKUX, TaK M AJIEKTPOYUINUECKHUX [TapaMeTpPOB,
Hapsily Co CHIDKeHHEM Temnepatypsl npouecca Ha 200°C (puc. 3).
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Puc. 3. Ocnosnvie xapakmepucmuku U MUKpocmpykmypa nbe303]l€Kmp1/llleCK012
Kepamuxku PbZl”Og'PbTiOg,-Pb(Mn1/3Nb2/3)O3-Pb(zn1/3Nb2/3)O3

CerHeToxECTKasi MbE303JIEKTpUUECKass KepamuKka ToiydeHHas metogoM [T u
UIIC obnanana MOBBIIICHHBIMA 3HAYCHUSMU OTHOCHTEIEHOU JUAIIEKTPHICCKON MTPOHU-
IAEMOCTHU ngyeo Ha 8 1 16 %, COOTBETCTBEHHO, ITbE303JIeKTpUIecKoro MoayJst ds; Ha 4 %, oT-
HOCHUTENLHO 3HAYCHHUH MOTYUYEHHBIX TPAIUIMOHHBIM ClIeKaHueM B kKamepHoii eun [20].

B mocnemree BpeMs Oonblioe BHUMaHHE YACISETCS HOBOMY TOKOJICHHIO ITHE30Kepa-
MHYECKIX MaTepHAIOB — MHOTOKOMIIOHEHTHBIM CHCTEMaM, XapaKTePHU3YIOIINMCS TTOBBIIIICH-
HBIMH SJICKTPO(OU3HICCKAMA XapaKTePUCTHKAMI U TIPESIHA3HAYCHHBIM ISl M3TOTOBJICHUS
MHOTOCJTIOMHBIX aKTI0aTOpOB. C IIENbIO MOBBIIIEHUS] TEXHOJIOTUYHOCTH MTHE30KEPAMUIECKOTO
MHOTOKOMIIOHEHTHOro Matepuana PbTiO; — PbZrO; — Pb(Niy,Wy,,)O3 — Pb(CdypW12)O3 —
Pb(BiysWy3) Oz — Pb(NiysNbys)Os — Pb(ZnysNbys)Os, ¢ TeMmeparypoii criekaHusi HIDKe
1000°C, 6pm ucnons3oBass! Metop! ['T1 u UTIC (puc. 4). MEKpOCTPYKTYpa IMbe303JIEKTPH-
Yyeckol kepamuky nomydenHoi metogamu ATM, I'Tl u UTIC noarBep:kaaeT BO3MOXKHOCTD
YIPaBJICHHS MPOLECCOM (HOPMHUPOBAHKST MEJIKO3CPHUCTON CTPYKTYphI Kepamuku. [LnoTHas
KepaMHu4ecKasi CTpyKTypa (hopMHpyeTcs yKe Ipu TeMmepaType criekaaus 850 °C.

B pesynpraTe WCClemOBaHHS YCTAaHOBJICHO, YTO MPEANIOYTHUTEIHHBIM METOIOM
cniekanus nbe3okepamuku sistercss UIIC. [Ipu TakoM crocobe TeMiiepaTypa CreKaHUs
KepaMH4IecKnx 00pas3IoB MOkeT ObITh cHIKeHa 1o 900°C, ¢ coxpaHeHHEeM, a HHOT/IA |
MIPEBEIIICHIEM OCHOBHBIX XapaKTEPUCTUK ITbE303IIEKTPUICCKON KePaMUKA B CPaBHECHHH
¢ metogom ATM [21].

e, /e, o™

Puc. 4. Ocnoenvie xapaxmepucmuxu u MUKpOCHPYKMYPaA Nbe30371eKMpuieckoll
MHO20KOMNOHEHMHOU KepamuKu
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3axarouenue. Vcmonp3oBanue MetonoB ['T1 u UTIC npu mogydeHuH Mhe303JIeKTPH-

YEeCKON KEepPaMHKH CHOCOOCTBYET (DOPMHPOBAHUIO IUIOTHOM MHKPOCTPYKTYPBI, TTOJIOXKH-
TENBHO BIIMSIONIEH Ha OCHOBHBIE 3JIEKTPO(DU3HIECKHE U IUAJICKTPUIECKHE XapaKTepHCTH-
ku. IIpu 3TOM, TemrepaTypbl ClIEKaHHs CHIDKAIOTCS. BoJbIIMM HOTEeHnmaaoMm objajaert
Meton UTIC, He Tonbko MOHMXKAIOIIKI TeMIepaTypy npouecca crekanust Ha 200 °C, Ho u
COKpAIAIOUHA NMPOAODKUTEIBHOCTh H30TepMHUUECKOl BbLAepKKU (B 36 pas!). D10 He
TOJIBKO TOJIOXKUTENHHO CKAa3bIBAETCsl HA YHEProcOepekeHUH, HO M TOBBIMIACT dPderTrB-
HOCTb ITbE€303JIEKTPUIECKON KepaMHUKH pa3IMIHOTO TUIIA HA3HAYECHUSL.
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