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BJIMSAHUE XAPAKTEPUCTUK YACTUI IIUXTHI HA SJIEKTPOPUINYECKUE
ITAPAMETPBI IIBE3SOKEPAMWYECKOI'O MATEPHAJIA LTC-36
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Bacuibe U.B., MapaxoBckuii B.A.
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HccnenoBaHo BiIMsIHME TEXHOJOTHYECKHX MAaPaMeTPOB Ha CBOICTBAa NMbe30KePaMHKH Ha O0CHOBe (a3bl cocTaBa
(0,95PbZrg 545Ti 045803 + 0.05CdWQ;). TToka3aHo, 4TO HCMOJIb30BAHHE METOAA «XHUMHYECKOI COOPKU> MO3BOJISIET
H3rOTABJINBATH MOPOIIKH NMbe30()a3 YKa3aHHOI0 COCTaBa ¢ 3aJaBaeMbIM auamerpoMm 4dactuin ot 40-50m0 1500
HM H Y3KOii moJiocoii aucrnepcHocTH. Pa3padoTka HHU3KOTeMIEPAaTYpHOH TEXHOJIOTHH YKA3aHHBIX MOPOIIKOB
MO3BOJISIET II€JICHATIPABJIEHHO BapbHPOBATHh apXHTEKTYpy ¢opMupyemMoii Ha €€ OCHOBe TMbe30KepPaMHKH,
H3rOTABJINBATh KepaMHYeCKHe MATePHAJIbI ¢ PAa3JIMYHBIM THIOM CTPYKTYPHPOBAaHHS WX HAHO-, Me30- H
MHKPOYPOBHSI, YTO MO3BOJISIET HA OCHOBe (ha3bl (HKCHPOBAHHOIO KAY€CTBEHHOT0 H KOJINYECTBEHHOI0 COCTABA
H3rOTABJIMBATh Mbe30MATEpHAbl C PA3JIMYHBIM COYETAHHEM JJIEKTPO(PH3NYECKHX TAPaMeTPOB MNpPH
Temneparypax Ha 150-200 € Huke Mo CpaBHEHHI0 C AHAJOTHYHBIMH MaTepHAIaMH, M3TOTOBJIEHHBIMH MO
TPagAMLMOHHO TEXHOJIOTHMH, OCHOBAHHO! Ha MeToae TBepaodasHbix peakunii (MTOP).

KiroueBble cloBa: CETHETORNIEKTPUUYECKMI MaTepuals, KepamuKa, IMPeKypcopbl, MEPOBCKUT, METOA TBepHO(ha3HbIX
peakuuii, MeTos] «<XUMHUIECKON COOPKM».

EFFECT OF PARTICLE CHARACTERISTICS OF CHARGE ON THE
ELECTROPHYSICAL PARAMETERS OF MATERIAL PIEZOCERAMIC  PZT-36

Nesterov A.A., Panich, A.A., Svirskaya S.N., Krikow.V., Marakhovskiy M.A.,
Vasiliev I.V., Marakhovskiy V.A.

Southern Federal University, Rostov-on-Don, Russia 344006, Rostov-on-Don, Bolshaya Sadovaya st, 105/42
lanesan@rambler.ru

Investigated the influence of process parameters athe properties of piezoelectric ceramics based dhe phase
composition (0,95PbZp 545Ti 045603 + 0.05CdWQ),). It is shown that the use of "chemical assembly"allows to
produce powders of piezoelectric phase of the comgition given by a particle diameter of 40 - 50 nmd 1500 nm
and a narrow band dispersion. Development of low-taperature technology allows these powders purposdiy
varied architecture, formed on the basis of the pmoceramic, produce ceramic materials with differenttypes of
structuring nano- , meso- and micro level, which &ws on the basis of a fixed phase of the qualitag and
guantitative composition of the manufacturing piezonaterials with various combinations of electrical
parameters at temperatures of 150 - 200°C lower cqmared to similar materials made by the traditional
technology based on the method of solid-state reamts (MSSR).

Key words: ferroelectric material, ceramics, prsous, perovskite, a solid-state method, a methocobemical
assemblage».

BBenenne

[Tee3okepamuka Ha ocHoBe (aswl coctaBa (0,95PbZ§ 54571045803 + 0.05CAWQ) npescrasisier
MPAKTUYECKHUI MHTEPEC B CBSI3U C TE€M, YTO M3JE/IHS Ha €€ OCHOBE XapaKTEPH3YIOTCS BBHICOKMMU
3HAYEHHUSIMHU TPOIOJILHOMN Mbe304yBCTBUTENLHOCTH. OTHAKO MX HETOCTATKOM SIBIISIETCS TOCTATOYHO
HHU3Kash TEXHOJOTWYeCKass BOCIPOU3BOJAUMOCTD dyekKTpodusndeckux mapametpo (DDII).
[IpruriHaMu 3TOrO  SIBISIOTCA. @) CIAOXHBIA  IMOCIEIOBATEIbHO-TTIApAIUICBHBIN  MEXaHU3M
dopmupoBanus Tbe30(dazpl B mporecce e€  chHTe3a; 0) XUMHUECKas, CTPYKTypHas H

Ipa”HyJIOMETPHUYECCKAsA HCOOHOPOAHOCTh YaCTHIl IIHXTHI, B) HCKOHTpOJIMpyeMasd CKOPOCThb
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MIPOTEKaHUs B CUCTEMax MPOIECCOB NEPBUYHON U BTOPUYHON pekpuctam3anuu. [leppas rpymnmna
($akTopoB COCOOCTBYET HAHOCTPYKTYPHBIM H3MEHEHHSM B CHCTEME, KOTOPBIE MPEIONpeAesSioT
BEJIMYMHY CIIOHTAHHOHN ToJspu3aiuu 1be3odas (BappbHUpOBaHHWE WX COCTaBa, JAe(HEKTHOCTH U
CTpOCHHSI), a TaK)Ke 3arpsA3HEHUIO IEJICBOTO MPOAYKTa MPUMECAMH Pa3lUYHOro Thma. Bropas u
TPeThsl TPYMIBI (aKTOPOB OKA3hIBAIOT BIMSHUE HA ME30- U MHUKPOCTPYKTYPY KepaMHUYeCKOTO
Kapkaca, (GOpMHUpYIOIIErocss MpU CHEKaHWW TIpecc3aroToBok (pa3mep, dopma u oOpueHTAIHS
JIOMEHOB ¥ 3EpeH, THUII, XapakTep U CTPYKTypa MeXK3EPEHHBIX TpaHUI], KOHIEHTpAIlUs, pa3Mep U
¢dopma 1mop, TUI CBA3HOCTH COCTABISIOIIUX CHCTEMY MHKPOOOBEKTOB U T.J.). YKa3aHHBIC YPOBHU
CTpyKTypupoBaHusi mpefomnpeaensitor kak OD®II obOpasnoB, Tak ©u HX MexXaHUYECKHe
XapaKTepUCTHKU. AHaIW3 BO3MOXHBIX MpUYMH BapbupoBaHus DDII paccmarpuBaemoro
MbE30KEPAMUYECKOTO MaTepHualia MPUBOJUT K BBIBOAY, YTO OOJBIIMHCTBO W3 HUX CBSI3aHBI C
TEXHOJOTMYECKUMH TapaMeTpaMu JIByX IOCIE€J0BaTEIbHBIX IPOIECCOB. CHHTE30M MOPOIIKOB
nbe30(a3 U CreKaHueM IPEecc3aroTOBOK, M3TOTOBJICHHBIX Ha MX OCHOBE. B CBSI3M € ATHM IIEINBIO
JJaHHOM paOoThl SIBISIETCS YCTAHOBJIEHUE BIIMSIHHUS MApaMeTPOB YKa3aHHBIX TEXHOJOTUYECKHUX

onepanuit Ha DDII kepamMuUecKux Mbe30MaTepuaIoB Ha OCHOBE IIeNIeBOU (ha3bl.

Hamnbonee pacmpocTpaHeHHass B HACTOSIIEe BpPeMsl TEXHOJIOTHS CHHTE3a Ibe3o()a3 OCHOBaHA Ha
Metoqe TBepaodasubix peakiuit (MT®P). B kadecTBe mpekypcopoB B pamMKaxX 3TOr0 MeETOIa
UCIIOJB3YIOTCS OKCUJbI 3JIEMEHTOB, BXOJSIIUX B COCTaB II€JIEBOr0 MpoAyKTa peakuuu. K
HEJIOCTaTKaM 3TOTO METOJIa OTHOCSATCS BBICOKHME TeMIleparypbl cuHTe3a mbe3odas (850+900 °Cu
POJIOJDKUTEIBHOCTD Mpotiecca (10 20 4acoB), 4TO MPUBOJMT K HAPYIICHUIO CTEXHOMETPUIECKOTO
COCTaBa MPOJYKTOB PEaKIMU 3a CUCT PA3JIOKCHUs WM HCIApeHHs HUCXOTHBIX OKCHIOB P- u d-
2JMIeMeHTOB Wi oOpa3oBaHus moOouHBIX ¢a3. Kepammka xe, chopMupoBaHHass Ha OCHOBE
nedekTHbIX (a3, o0mamaeT BBICOKOH MPOBOAMMOCTBIO, YTO HE IMO3BOJISIET MPOBOJIUTH €&
apdexTuBHYIO monspu3anyio. Kpome 3Toro, oOpasyromasics MAXTa WMEET HEKOHTPOJIHPYEMBIH
IpaHyJIOMETPUYECKHUIl COCTaB, YTO CIIOCOOCTBYET MHTEHCUBHON BTOPUYHON PEKpUCTALTU3ALNN TTPH
CIIEKaHUU MPECcC3aroTOBOK M, KaK CIEJICTBHE, K 3HAUUTeIbHOMY pa3zdopocy DIl koHEUHBIX
u3ienuid. B cBsi3u ¢ 3TUM akTyaJabHOU sIBIISIETCS 3aj/laya MOUCKA albTEePHATUBHBIX METOJIOB CUHTE3a

IIUXTHI, TUIIEHHON YKa3aHHBbIX HEAOCTATKOB.

MeToanka 3KcnepuMeHTa
B mnpexacraBneHHol paboTe CHHTE3 MOPOIIKOB (a3 yKa3aHHOM CHUCTEMBI IPOBOAMIICSA JABYMsI
croco0aMu:

1) MT®P ¢ ucrons3oBaHKeM B Ka4eCTBE MPEKYpPCOpoB moporikoB okcuaoB PbO, ZrQ TiO,,
WO; u CdO (mapku He HIKE X.4.), KOTOPble B3BEIIMBAIUCh B 3aJaHHOM KOJIMYECTBE W

MIOMEIIATINCh B MeNbHUIYY OapabanHoro tuma Geffest Mixer-0 fiomon 24 vaca). J/luamerp dacTwil



mociie momojia — 6osee 1,26 mkM. CuHTE3 Ibe30(a3bl OCYIIECTBISIICS B MPOIECCe CTYIMEHYATOro
H30TePMHUUECKOro 00ura npecc3arotoBok mpu temmeparypax 700 € u 900 T (r = 3 yaca mis
Kax0i crynenn) B ycraHoBke Nabertherm GmbH L5/13;

2) mMetogoM «xuMuueckoir coopkm» (MXC), ocHOBaHHBIM Ha B3auMmojeicTBuu (MpH H.y.)
HAaHOMATPHI[, KIMEIOIIMX CXOIHOE CTpoeHue ¢ moapenétkoit (B) menesoit dassl, ¢ okcugamu (PbO,
CdO u WOs). B kauectBe mpeKypcopoB B paMKax JIaHHOTO METOJa HCIIOJIb30BaMCh
MPEIBAPUTEIILHO CHHTE3UPOBAHHBIC, CMCIIAHHBIE W ONTHMAJbHBIC 10 CTPOCHUIO (HOPMBI
rugpokcuoB tutana (IV), nupkonus (IV) m Bomsdpama(VI) [1; 2]. DT MaTpHIBl 3aMONTHINCH
karrnonamu P u Cd* B mporiecce X B3aMMOJICHCTBHS ¢ OKCHIAMH YKa3aHHBIX 2JIeMEeHTOB. Jist
3TOTO K TeJIF0 CMEIIaHHBIX THIPOKCHIOB J00aBisuiach cMech noporikoB okcuaoB Pb(I) u Cd(Il).
[TomyyeHHass cyclieH3uss B TeYEHHE Yaca IIOJBeprajach MEXaHHYECKOMY BO3JICHCTBHIO.
O6pa3oBaBiuiicss aMOp(HBINA TPOIYKT PEAKIIHH KPUCTAILTHM30BAIICS TIPH Pa3IMYHBIX TeMIepaTypax
B untepBaie 450+800 €. Drot mporece kouTponuposaics metogamu JITA u TTA (mepuBarorpad
Diamond T6/DTA) puc. 1). O6pa3isl, mpomeime 00Kur, uccieaoBatuch MetogoM POA u PCA
(mudppaxromerp ARL X'TRA, CuK,y mnyuenue, Nig-bunbtp). [lapamerps! s11eMeHTapHBIX SUEEK
onpenersuta o otpaxenusm (220)u (202), pasmepsr obnacteii korepertaoro paccesaus (OKP) D
u mukpogedopmarnuu (Ad/d) B mampasnernu [200] — mo orpaxkenusm (100) u (200) metomom
anmpoOKCUManuu (3TAJIOHHBIE M DKCIICPUMEHTAIbHbIC TU(GPAKIMOHHBIC Mpoduin (YHKIUN BUIA
y=AeXp(ﬂ2xz)) [3; 4]. CpennexkBampaTuyHble CMEIICHHS aTOMOB W3 WJICAIBHBIX MO3HUIIHA,
0GYCITOBIICHHBIE BAKAHCHAMHI M MEKy3elbHBIME atoMaMi (N {i2), ONpEeIeNsuIiNch B HAIPABJICHASX
[111] u [200] B cOOTBETCTBIM ¢ IICEBIOTEILIOBEIM MHOKHATeIEM exXp[8t® G%(Sinb/A)?] (rxe 6 — yrox
Bynbha—bpera, A — juyMHAa BOJHBI PEHTICHOBCKOTO H3JIydeHHs). AOCOJIIOTHAS TOTPENIHOCTD
OTpeJieNieHusT TapaMeTpoB dJeMeHTapHbIX sueek cocTaBmwia 00,0003 HM, OTHOCHUTENbHAS

norpermHocTs onpenenerns (Dpoop), (Ad/d) 200 1 (V71®) e npesbimaer 15% [5; 6].
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Puc. 1. lannbie JITA u TI'A nponecca popmupoBanus gpa3pi
coctaBa 0,95PbZry 54571 45403 + 0.05CdWQ,, cuntesupyemoii MXC.



PasMep mOpOIIKOB IMHXTHI, HE3aBUCUMO OT CIIOCO0a €€ MONy4YeHHs], ONpPENeNsuics METOAaMU
ckanupymomeii  3ou70Bo#  (Solver PRO-M) um  pactpoBoii  snektponnoit  (JSM-6390LA)
Mukpockonuu. [{unmmHnpryeckue kepammueckue odpasinbl s uccnenoanus IOIT (quamerp 10
MM, BbICOTa 1 MM) H3rOTOBJEHBI IO CTAHAAPTHOW TEXHOJOTMH W3 IIUXTHI, IMPOIIEIICH
npeaBapuTeNbHbIA 00kuT mpu Temiepatypax oT 700 mo 950 T. YcioBus ciekanust I KaXKI0To
CopTa MIUXTHI MOJAOHPATUCH UHIUBUIYATHbHO C MOCTPOCHHEM T'padUKOB: INIOTHOCTh KEPAMUKU —
Toowura — Toowura (Ta01. 1). Mamepenus D®PIT o6pas3moB MpoBOIMIKACH Yepe3 7 CYTOK IOCITE
nojsipuzanm (OCT  12370-80), cepeOpsiHbie 3JEKTPOJbI HAHECEHBI METOJIOM BIXKHTaHHS,
MOJIIpU3alldsl MPOBOAMIack B cuimkoHoBoM Macie mnpu 100+120 € mosem 30+60 kB/cwm).
JuanexTpudeckrue cBOMCTBA 00pas3IoB ObUTH OMpeAesieHbl ¢ moMoIsio Mocta P-581 Ha wacrote
1kl'1, a 3HaueHUs Tbe3oMoayiiel Oy M Ok — JTMHAMHYECKAM M KBa3MCTATHYCCKHMH METOJIAMH,

COOTBCTCTBCHHO.

PesyabTaTel B X 00cy:KIeHHE

[To nanubM POA, B HcX0THOM MMXTE, U3roTaBiIuBaeMoil B pamkax MT®P, na nepBom srare,
npu Temneparypax mopsiaka 600°C dopmupyercs cmech (a3, comepxamux cMech ABYX (a3 co
CTpYKTypo#i Tuma mepoBckuta (puc. 2). COmmkeHHE cocTaBa M CTPYKTYPBI OTHX TBEPIBIX
pacTBOpoB HaOmojaercst npu Temmeparypax > 850°C (BpeMms m30TepMHUYECKO# BBIICPKKH 3—4
yaca). CucTeMa mpu 3TOM OCTa&Tcs MBYX(a3Ho#, Tak Kak e€ cocTaB MPUHAICKAT MOPHOTPOITHOM
obxactu cucteMmsl LITC. Ilponecc xe popmupoBanus ¢azel B pamkax MXC 3aBepiaercs npu T =
450 € 3a 0,54aca (puc. 3), a quamerp GOPMUPYIOIIUXCS B 3TUX YCIOBUSAX YACTHUI[ Mbe30(a3bl

nexut B penenax 140—-210am.



Sample ID: Sample name: -. Temp: 25.0°C
Date: 05/21,09 13:54 Step : 0.020° Integration Time: 0.400 sec Vert. Scale Unit: [CPS]
Range: 20.000 - 50.000° Cont. Scan Rate: 3.000 [*/min] Horz. Scale Unit: [deg]
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Puc. 2. ludpaxrorpaMmMsl NOPOMKOB, MOJYYeHHBIX PH CHHTe3€e (pa3bl
0,95PbZrg 545T10.45603+0,05CAdWO; MT®P: (cBepxy T = 700 T, 1 = 3yaca, BHH3Y — [TOCTIE
Broporo stana ookura: T = 900 T, 1 = 3uaca).
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Puc. 3. Ilndppaxkrorpamma mopomka, mory4eHHOro Mpu cuHTe3e ¢asnl
0,95PDbZr 54571 9.45803+0,05CdWO, MXC.



[Ipecc3aroToBkM, HW3rOTOBIEHHBIE W3 pA3IUYHBIX COPTOB IIHMXTHI, CIEKAINCh B 3aCHIIKE,
MpeJICTaBJISIoNIe co0oi mopormok pombosapudeckoii ¢asel L[TC, mpu Temnepatypax 1050, 1100,
1125, 1150, 1175, 1200, 1225, 1250, 12Z5(Bpems oOkura 2 yaca). YCTaHOBJICHO, YTO C
nepexogqoM or MTOP k MXC xumuyeckas aKTHBHOCTh IIMXTHI TOBBIAETCS, YTO CHHUXKAET
ONTUMAJBHYIO TEMIIeparypy cnekanus oOpaznoB Ha 75+125°C (mpu Gosiee BBICOKOHM IUIOTHOCTH
o0pa31oB mopsiyika 7,68 FICM3). PaznuanpiM siBIISIETCS W pa3Mep 3epHa 00pasIoB KepaMHKd. ITO
CBSI3aHO C OOJIBIIIMM YHCIIOM IIEHTPOB MEPBUYHON peKpHUCTAIUTH3AINH, (OPMUPYIOIUXCS B IIUXTE,
u3rotoBineHHoi B pamkax MXC. Kpome 3TOro, CHUXEHHE TeMIepaTyp CHHTe3a UCXOIHBIX (a3 u
CHIeKaHHsI KEPAMHUKH CITOCOOCTBOBAJIO YMEHBINIEHUIO YHCIIa HEPAaBHOBECHBIX 1e(DEKTOB B KOHEYHBIX
U3JIEHSIX, YTO, HApsly C OJJHOPOJHOCTBIO IPaHyJIOMETPHYECKOI0 COCTaBa MIMXThHI U YMEHBIICHUEM
CpelHEero  pa3Mepa  4YacTUI[ [OPOIIKOB  The3odas, TMOJaBiIsSeT MPOLECC  BTOPHUHOM
PEKpHUCTAIUTH3AINN KEPAMUKH. DTO, B CBOIO OYepe/ib, TO3BOJISIET MOMyYaTh KEPAMUKY C pa3MepoM

3epHa, CPAaBHUMBIM C pa3MepaMH OT/ICIbHBIX JOMEeHOB (puc. 4).

20kV  X3,000 5um - 20kV  X3,000 5um
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by LN

206 X10,000 1pm 20KV X10,000  pm 20KV X10,000 1pm

MXC T, = 650C MXC T, = 1050C MXC T, = 1200C

Puc. 4. Mukpocrpykrypa ckoJioB Kepamuku IITC-36 (POM), H3roToBJI€HHBIX U3 IMIHXTHI,
cuHTe3upoBanHoii B pamkax MT®P (uena nenenus 5 mxm) u MXC (nena genennsi 1 Mkm).

UccnenoBanme 3aBucumoctu DPII kepamuyecknx MaTepHaoB OT cHoco0a MOTy4YeHUs

HUCXOJHOHN IMUXTHI IMOKA3bIBACT, YTO HCIIOJIb30BAHHUC AKTUBHLBIX HPCKYPCOPOB Ha 3TAllC CHHTE3a
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cerHeTo(a3 MO3BOJISIET HE TOJIBKO CHU3UTH ONTUMAIBHYIO TEMIIEpaTypy CHeKaHusi 00pas3ioB, HO U
OBBICHTh 3HAYCHUS € 39/€0, IBE30OMOAYNCH, KOI(P(HIHEHTOB dIEKTPOMEXaHHYECKOH CBS3H W
IUIOTHOCTA ~ KEPaMHUUYECKUX 0Opa3loB MO CPaBHEHHIO C aHAJOTHMYHBIMH MaTepualaMu,
W3TOTOBJICHHBIMH TIO TPAIUIIMOHHOW TEXHOJOTWH, oOcHoBaHHOW Ha MTO®P. Kpome »storo,
yKa3zaHHble 00pa3lbl XapaKTepPU3yIOTCSl HU3KUMH 3HAUEHUSIMU TaHTE€HCa YIJla JIUAJIEKTPUUYECKUX
noTeps tgd M MPOBOAMMOCTH, YTO MO3BOJISIET OoJiee AP (HEKTHBHO OCYIIECTBIATh UX MOJSIPU3AIIUIO.
Takum oOpa3om, Ha ocHOBe (a3bl (UKCHPOBAHHOTO COCTaBa, BaphHpys MapaMeTphl e€ CHHTe3a,
MOJKHO ITOJTy4aTh MaTepHaIIbl ¢ pa3andHbiM codeTanuem DDIT (tabdm. 1).

Tabmuna 1 —IPII o6pa3noB nbesokepamMuku, noay4deHHbIx B pamkax MT®P u MXC npu
pasauuHbIX TemnepaTtypax cnexkanus (T,)

Merox MT®P MXC
Ten’C
1100 1150 1250 1100 1150 125(
napamMerTrp
p rlem® 6,96 7,38 7,17 7,68 7,64 7,49
&' 3dle, 490 600 595 995 925 875
dss nK/H 118 162 187 325 340 298
BriBoasbl

HcnonszoBanne MXC mpu cuHTe3e The3o(assl Mo3BoisieT (M0 CPaBHEHHIO C aHAIOTHYHBIMH
MaTepHalaMH, H3TOTOBJIEHHBIMH 10 TPAJAUIIHOHHON TEXHOJIOTMH, OCHOBaHHOU HA MT®P):

a)  3HAYMTENBHO  TOBBICHTH  3HAYCHHs € 33/gp,  NbE30OMOIyseH,  KOd(QDUIHEHTOB
JIEKTPOMEXAHUYECKOM CBS3U U INIOTHOCTh KEPAMUUECKUX 00pa3IoB;

0) YMEHBIINTH 3HAYCHUE TAHTCHCA YTIJIa UX JUDIICKTPHUECKHUX MTOTEPb;

B) CHHU3HTH KaK TeMIepaTypy CHHTe3a, TaK W CIIEKaHHs Ibe30KepaMHUKH (IpU OJHOBPEMEHHOM

YMEHbBIICHUN BPEMEHH MPOIIECCOB).

Paboma evinonnena npu ¢punancogoit noooepycke Munoopuayku Poccuu ¢ pamxax @I
«Hccneoosanua u pazpabomku nO RPUOPUMIEMHBIM HANDPAGIEHUAM DPA3GUMUA HAYUHO-

mexHon0zu4eckozo komniaexca Poccuu na 2007-2013 200v1» (20ockonmpakm Ne 16.552.11.7024).
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