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MEXAHUN3M CUHTE3A HAHOKPUCTAJIVIMYECKOTI'O TBEPAOT'O PACTBOPA
OTC U3 OKCAJTATHOI'O ITPEKYPCOPA

lpedcmasrneHbl pe3ynbmambl UCCe008aHUS MePMUYECKO20 Pa3/ioXKeHUs OKcanamHoeo
npekypcopa MopghomporHo2o meepdoeo pacmeopa LTC  Pb(ZrosyTipag)Os memodamu
peHmeeHogpa308020 aHanusa u mepmoezpasuMmempuul. OkcanamHbit npeKypcop
Pb[(Tio,48Zr0,52)(C204)3]-4H-O  noriydeH memodom  ocax0eHus, UCIMoMb3ys Kak cmapmosble
mamepuarnbl mempaxiopud mumaHa TiCls, okcuxmopud uyupkoHusi ZrOCly-8H,0, Humpam ceuHya
Pb(NOs3),, wasenesasa kucrioma HyC2042H,0 u 25% 600HbIU pacmeop ammuaka NHiz. CoamacHo
OaHHbIM mepMozpasuMempuu rnomepsi MosieKys1 800bl U3 OKcanamH{o20 npeKypcopa rnpoucxodum 4o
200°C, cKkopocmb pas/ioXeHUs Pe3KO gospacmaem [ocsie rnomepu rnepeol U3 mpex OoKcaslamHbIX
epyn okoro 360°C, a pasfoxeHue 8cex OKcanamHbix nueaH008 3asepuwiaemcs rpu 450°C.

PeHnmezeHosckue dughpakmozpaMmbl 06pa3yoe npexkypcopa, rnpowedwux mepmoobpabomky
8 meyeHue 1 4 npu pasHbix memrnepamypax, rnoomeepxoarm MosIHOE Pa3foXeHue OoKcalamHbIX
epynn 0o 350 °C, nocne 4Yezo Habnwdaemcs nosigrneHue crnabo kpucmannudeckux PbO, a makxe
2PbO-PbCO3 u 2PbCO3-Pb(OH).. [lcesdokybuyeckas rneposckumosas ¢hbasa rnosensgemcs npu 450
°C. JanbHeliwul pocm meMmnepamypbl 0OHocmaduliHol mepmoobpabomku eedem Kk obpa308aHuto
XOpOoWO Kpucmarsniu3o8aHHO20 U 8bICOKOOUCIEPCHO20 [1epOBCKUMO8o20 meepdo2o pacmeopa
Pb(Zro52Tio.4s)O3 8 duanazoHe 500-600°C.

Knroyeebie cnoea: cuHme3s, YUpPKOHam-mumaHam CeUHUa, OKcanamHbil [peKypcop,
HaHOKpucmars, peHmaeHosckas Ougpakyus.

BBegeHune

Bnarogapa CBOMM BbICOKAM  3MeKTPOU3NYECKMM CBOUCTBaM TBepAble
pacteopbl LITC [1] Ha NpOoTshkeHUM OEeCATKOB NeT COCTaBNsAlT OCHOBY Haubonee
LUMPOKO MPUMEHSEMbIX CErHeTo- W MNbe3oKepamMuyeckux matepuanos. Hwxke
CErHeTO3NeKTPUYECKON TemnepaTypbl Kiopu Tc OHM obnapatot
HEeUEeHTPOCUMMETPUYHON  MEPOBCKMTOBOW  CTPYKTYpPOW U MHOIME  CBOWCTBA
obHapyxumBalT Makcumym B obnactm mMopdoTponHon dasoBon rpaHuubl (B65M3un
coctaBa Pb(Tio4s8Zros2)O3), Ha KOTOPOW MpU WU3MEHEHUW cooTHoweHus TilZr
NpoucxoauT nepexon OT TeTparoHanbHOro K pomMO034pMYECKOMY  UCKaXKEHWUHO
anemMeHTapHon sdvenkn. [dpyrumun daktopamu, snuaowmmm Ha csonctBa UTC,
ABMSAKTCA COCTaB W KOHLUEHTpauus moauduumpyrowmx (nermpyrowmx) nobasok,
OTKIMOHEHNA OT CTEXMOMETPUU, MIOTHOCTb U MOPUCTOCTb KEepaMUYECKUX U3OeSvn,
pa3mMep 3epeH U KPUCTanIMToB, 0COBEHHOCTU ChipbA U MeToAa NOSTyYEHMS.

B nocnegHee Bpemsi npuBrekaT BHUMaHWE CBOWUCTBA HaHOKPUCTANIMYeCKNX
MOPOLIKOB WM KOHCONMAMPOBAHHbLIX OOBLEMHbBIX HAHOCTPYKTYPHbIX M3AeNMn  u3
CErHeTOaNeKTpPUYECKoro LmMpkoHata-tutaHata ceuHdua (LTC) [2,3].

TpaguuMOHHBIM  MEeToOOM  NofydeHust nbe3okepamukn LTC  aBngaetcs
Kepamuyeckmi cuHTe3 [4]. [Ona nonyvyeHus HaHOKPUCTAINMYEeCKUX OKCUOOoB
NEPOBCKUTOBOIO CEMENCTBA MPUMEHSIIOT BbICOKO3HEPreTUYECKOE MeXaHU4YecKkoe
aKTuBMpoBaHue [5], nasepHoe HanblneHue [6], pasnuyHble MeToAbl PACTBOPHON XUMUK
[7-11]: coocaxpeHwe, rmapoTepMarbHbI CUHTE3, 30Sb-refib NPOoLEecc, TEPMOSN3 U
cXkuraHve npekypcopoB [12-15] u gp. Xopowui noTeHuman nonyyYyeHns XMMU4ecKu
YUCTbIX NPOAYKTOB N PErYNIMPOBAHNSA COCTaBa MMEET oKcanaTHbIn meTog, [16].

MonHasi nocnegoBaTeNbHOCTb  NPEBpaLUEHMA U CcOCTaB  aMOPHbIX
NPOMEXYTOYHbIX MPOAYKTOB TMpU CUHTE3e MNEepoBCKUTOBbLIX a3 B npouecce
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TEPMUYECKOrO PasfoXeHUsl okcanaTHbIX NPEeKYpPCOPOB OCTATCA OUCKYCCUOHHBLIMU.
ConoctaBneHne KOnMYECTBEHHbIX Pe3yribTaTOB rPaBMMETPUYECKUX UCCNeLOoBaHWUN
TEPMMYECKOTO Pa3rioXEeHUs1 OKcanaTHbIX auWAOKOMIMIIEKCOB TUTaHa U LUMPKOHUS C
peaynbTatamu ans 60nbLLON COBOKYNHOCTU OTAEMNBHO CUMHTE3MPOBAHHbLIX BEPOATHbBIX
MPOMEXYTOUHbIX MPOAYKTOB Pa3sfoXEeHWs MPUMBENO HAac K AOCTAaTOMHO AeTanbHOW
cxeme peakumn tepmonuaa [17], 4To No3BONUMIO YTOYHUTL BO3MOXHbIE MYyTU CUHTE3a
HaAHOKPUCTaNIMYeCcKMx NepoBCKUTOBLIX a3 no 6onee HU3KOTEMNEPAaTYHbIM BETBAM
npouecca.

B pabote [18] noka3aHo, 4To gaxe HebonbLLOW (B HECKOMBKO MOJ1.%) U30bITOK
PbO B oOkcanaTHOM nepKkypcope MpuMBOAUT K 3HAYUTENBHOMY TOPMOXEHWUIO
obpasoBaHna opHopogHoro TBepaoro pacteopa LTC. B Hactoswewn pabote
NpOBEOEHO PeHTreHorpagmyeckoe u3yvyeHue npPOAYKTOB TEepMosiM3a OoKcanaTHOro
npekypcopa, CocTaB KOTOpPOro 6bin cneumanbHO CKOPPEKTUPOBAH A0 COOTBETCTBUSA
CTEXMOMETPUM COCTaBa KOHEYHOro npoaykTa — TBepaoro pacteopa Pb(Zro.s2Tio.4s)Os.

dKcnepuMeHTanbHasa 4YacTb

Mcnonb3oBanuch cnegyoune NCXOOHble BelllecTBa peakTUBHOMN
KBanudukaumm: TutaH detbipexxnopuctbii TiCls, 0OC.4.; UMPKOHMI OKCUXIOpUG,
ZrOCl2-8H20, x.4.; cBuHel, azoTHokucnbin Pb(NO3)2, x.4.; ammmnak NHs (25% BoaHbIv
pactBop), Xx.M.; wasenesasd kucnota H2C204-2H20, x.4.; amMMoHMsa okcanaTt
(NH4)2C204'H20, x.4.; Guamnctunnat Hz0.

[na cuHTe3a okcanatHbIx npekypcopoB LITC cHayana ocaxpganu BOAHbLIM
pacTBopoM ammunaka (4,4 — 4,5 M) rmgpokcuabl TUTaHa U LMPKOHUS U3 pacTBOPOB
xnopuaos (2 — 2,1 M) B TpebyeMomM MOSIAPHOM COOTHOLLIEHUN:

0,48 TiCla + 0,52 ZrOCl2 + 2,96 NH3 + 2,48 H20 — H2(Tio,48Zr0,52)O3] + 2,96 NH4Cl.

[MonyyeHHbIN BnaxHblM ocadok (cogepxaHuve Boabl 85-90%) oTMmbiBaNu
OVUCTUNNMPOBAHHOM BOAOW Ha BOPOHKe bltoxHepa noa BakyymMOM [O OTCYTCTBUSA
xnopug-noHos no npobe ¢ AgNOs, penynbnupoBanu B AUCTUNNMPOBAHHOW BOAE
(T:XK=2:1), HarpeBanu go 50-60°C u pacteBopsnm B 2 M pacTBope LaBeneBon
KMCNOTbI C AanbHenLWwen HenTpanmusauymen ammmakom ao pH = 2,5 npmn 60°C:

H2(Tio,48Zr0,52)O3 + 2 H2C204 — Hz[(Tio,48Zr0,52)O(C204)2] + 2 H20

H2[(Tio,48Zr0,52) O(C204)2] + 2 NH3 — (NHa)2[(Tio0,48Zr0,52)O(C204)2]

MonyyeHHbIN pacTBop oTunbTpoBbIBanu, 3atem npu 80 °C M MHTEHCUBHOM
nepemMewwmsanmm npuvnueanu 1,5 M pactBop HuUTpaTa CBWUHUA, NoAAepXuBas
3HayeHue pH B nHTepBane 4-5:

(NHa)2[(Tio,48Zr0,52) O(C204)2] + Pb(NO3)2 + 4 H20 — 2NH4NOs3 +
+ Pb[(Tio,48Zr0,52)O(C204)2]-4H20]

Ocagok  oThunbTpoBanuM M OTMbIBANM  Ha  BakyyMHOM  ounbTpe
OUCTUNIIMPOBAHHOW BOAOW, MOCIIEe Yero nofyyYeHHbIn okcanaTtHbeli npekypcop LUTC —
TeTparngpat AuokcanatoTuTaHaTa-umpKoHaTa cemHUa — Bbicywimsanu npu 120°C n B
Bakyyme 0,7 atm.

HaBeckn BbICyLLEHHOrO MpeKypcopa noasepranucb TepMmoobpaboTke B
TeyeHne 1 4 npu BbIbpaHHbIX TemnepaTtypax B AgnanasoHe 200-900°C. MNony4eHHble
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obpasupl noagsepranu peHTreHorpagouyeckomy nccnegoBaHuio. Cbemky
PEHTreHOBCKMX AudpakTtorpamm npoBoaunn Ha audpaktometpe [OPOH-3 B
oTdunbTpoBaHHOM Cu-Ka nanyvyeHnn. igeHTudukaumoo peHTreHorpaMmm npoBoaunm
no kartanory ASTM.

Pe3ynbTaThl U ux o6CcyxaeHue

Kak BugHO 13 pgudppaktorpammbl (puc. 1), CUMHTE3MPOBAHHLIN NPEKypcop
Pb[(Tio,48Zr052)0(C204)2]-4H20 nocne cywkun npu Temnepatype 120 °C
npeacrasnsetr cobon NPoAyKT C [OCTaTOYMHO COBEPLUEHHOW KPUCTAmNUYHOCTLIO.
MepoBckutoBbIN  TBepAbin pacTBop Pb[(Tio4sZros2)Os nonyvawT TepMUYECKUM
pasnoXXeHWemM WUCXOOHOro rnpekypcopa. YTobbl HaWTM oOnTUMarbHble YCIOBUSA
TepmMoobpaboTkM, BaXHO YCTaAHOBUTb TeMMNepaTypHbIi  WHTEpBan  CUHTE3a
nepoBckMTOBON hasbl. C 3TONM Lenbio ObINN M3YyYeHbl NPOAYKTbI, MPOKaneHHbIe Npu
pasHbiX TemnepaTypax, UMes B BUAY, YTO YEeM HwXKe TemnepaTtypa CuHTe3a, TeM
BblLLE ANCNEPCHOCTb CUHTE3NPYEMOrO NPOAYKTA.
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Puc. 1. CnoxHas andpakumMoHHas KapTuHa oT CUHTE3MPOBaHHOIO
KpUCTannmn4eckoro okcanaTtHoro npekypcopa LITC

Ha puc. 2 npmuBeneHbl pesynbtaTbl TEPMOrpaBUMETPUYECKUX UCCeSOBaHUN.
[MokasaHO wu3MeHeHMe wmaccbl obpasua B 3aBUCUMMOCTM OT TemnepaTtypbl B
NOSINTEPMUYECKOM pPEXMME MPU CKOPOCTU HarpeBa 9 °C/MuH.

N3 aTnX gaHHbIX BUAOHO, YTO MOMHas NOTepsA MOMeKkyn BOAbl MPOUCXOOUT A0
200°C, CKOpOCTb pasfoXeHWs pes3ko BOo3pacTaeT nocre notepu nepBon U3 Tpex
OoKcanaTtHbIX rpynn npu temnepatype okono 360°C, a nonHasa noTepsa okcanaTHbIX
rpynn npaktuyecku 3aesepiaetca npm 450°C.

44



PO3Ai11 1 HEOPIAHIYHA XIMIA

09 St et e
: = Sl b b e

0 100 200 300 400 500 600 700 800 200 1000

Puc. 2. NameHeHune maccel (%) okcanatHoro npekypcopa LTC B 3aBucumoctn ot
TemnepaTypbl. CkopocTb Harpesa 9°C/MuH

OudbpakTorpaMmbl  NPOAYKTOB TepMooObpaboTknm npekypcopa B TeyeHue
OZHOro Yaca npu pasnu4yHblix Temnepartypax B agnanasoHe 200 — 450°C npuseaeHbl
Ha puc. 3.
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Puc. 3. PeHTreHoBCkMe gudpakTorpaMmbl NPOAYKTOB TEPMUYECKOTO pPasfnoXeHUs
oKcanaTHOro npekypcopa npu pasnunyHelx Temnepartypax (°C). Bpems Bbigepxkn 1 yac
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KpaTtkaa pacwmdpoBka OaHHbIX PEeHTreHoa3oBOro aHanmsa npuvBegeHa B
Tabn. 1.

Tabnuua 1. Pe3ynbTaTthl peHreHoa3oBoro aHanmsa

Temnepartypa, °C da30BbLIN COCTaB
Mpekypcop,
BICVILEHHbIA MDY CnoxHas andpakuMoHHas KapTiHa OT XOPOLLO 3aKpUCTansiM3oBaHHOro
Y 120°C P nopoLLKa C HU3KOM CUMMETPUEN KPUCTANITUYECKON PELLETKM.
200 1 250 AMOpPdHOE COCTOSHME C HECKOSTbKUMU CriabbiMU U OYEHb LLIMPOKMMM
nonocamMm norfoLleHus.
300 Cna6o 3akpuctannmsoBaHHble 2Pb0O-PhCOs, PbO (kpacHbin) 1
2PbCO3-Pb(OH)2 (B MeHbLUUX KOMTYECTBAX).
400 IOndpaktorpamma nogobHa gaHHbIM ansg odpasua npu 300 °C, HO HECKOABKO
6onbwe PbO (kpacHbin) U MeHble 2PhO-PbhCOs.
YeTkme andpakLMOHHbIE OTPaXKEHMS OT KyOU4EeCKOro NepoBCKUTOBOIO
450 TBep/Ioro pacTBopa ¢ a1 = 4.13 A. MpucyTcTayeT Takke 3HaUMTENbHOK
KONM4YecTBO ApYyroro Kybuyeckoro neposckuTa ¢ az = 3.98 A, a takke
HebonbLoe konnyectso 2PbO-PhCO:s.
500 da30BbIN COCTAB NPAKTUYECKN TaKoW Xe, KakK y npeablayLero obpasua (ax =
4125 A, a2 =4.00 A).
[1Be nceBgookybuyeckme dasbl ¢ NnapameTpamum peweTtkm a1 = 4.12 Av ay=
550
3.99 A.
[1Be nepoBckMTOBbIE (hasbl: NCEBAOKYOMYECKast
600 (a1=4.12 A) N B MEHbLLEM KONnyecTBe TeTparoHanbHas (az = 3.96 A, c2=
4.08 A)
OpHodasHbI NceBOoKyOMYECKNiA MEPOBCKAT C
700 _
a=410A
OpHodasHbI NceBaoKyOMYECKNiA MEPOBCKAT C
800 _
a=410A

Mocne Tepmoobpabotkm npu 200 wu 250°C o6pasubl HaxogaTca B
peHTreHoaMopdHOM COCTOSAHUM. Mpn 300°C NosIBMAOTCA cnabo
3akpuctannmsoBaHHble 2PbO-PbCOs, PbO (kpacHas mogudumkaums) 1 B MEHbLUNX
konTtyectBax 2PbCO3:-Pb(OH)2. MNpu 400 °C dasoBas kapTuHa nogobHa COCTOSHUIO
npu 300°C, Heckonbko yBenunumBaeTca konndectso PbO. Ho yxe Bcero yepes 50°C,
npn 450°C noaBnAlTCA 4YeTKue, XOpOoLWoOo CopMUpOBaHHble  ANdPaKUUOHHbIE
OTpaXeHus OT Kybuyeckoro nepoBCKUTOBOro TBEPAOro pacrteopa. [anbHenwuin
HarpeB BedeT K MOSABMAEHMIO XOPOLLIO KPUCTann3oBaHHOMO MNceBOoKyOMYEeCKOro
TBepgoro pacteopa Pb(Zro.52Tio.48)O3 npu 500 n 600°C.

Mpun 450 n 500°C B ob6pasuyax CTPYKTYPHO peanu3yloTcs ABa NEPOBCKUTOBbIX
TBEpAbIX pacTteBopa. Wx nceBgokybudeckass cummeTpusi  (HEBO3MOXHas B
cerHetopase Ansa  MUKpoOKpuUcTannumyeckux obpasyoB B cucrteme LTC)
CBMOETENbCTBYET O BbICOKOW  AUCMNEPCHOCTM —  HAHOCOCTOSIHMM  4acTul
NnepoBCKNTOBOW dhasbl.

B UTC, cuntesanposaHHom npm 600°C, kKpome nceBaokybmnyeckomn nosiBnseTcs
TeTparoHanbHaa dasa, CBUAETENbCTBYSS KAk O HEnonom O[4HOPOOHOCTU
CUTE3MPOBAHOrO MPOAYKTa, Tak M O BonblieM pa3Mepe 4YacTul, Mo CPaBHEHMUIO C
npoayktamu TepmoobpaboTtkm npm 450 n 500°C.
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OkoH4yaTenbass romoreHusdauus TBepgoro pactesopa LITC npu cuHTese wus
oKkcanaTtHoro npekypcopa Habnogaetca npy 700°C u, koHeYHO, HabnogaeTcsa u npu
Bonee BbICOKMX TeMnepaTypax cuHTesa (800°C).

Ha puc. 4 npuBeaeHa andpakrorpamma TBepaoro pactasopa Pb(Zro.s2Tio.48)Os,
CUHTE3NPOBaHHOIo TepMoobpaboTkom okcanaTHoro npekypcopa npy 600°C.
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Puc. 4. PeHnTreHoBckas audpaktrorpamma TeBepgoro pacteopa LTC, nonydeHHoro
TEPMUYECKUM Pa3riOXKeHMEM OKcanaTHoro npekypcopa npu 600°C (1 4). BugHbl pedrnekcbl oT
nceBookybuyeckon (Kpy>Kku) 1 TeTparoHanbHou (kBagpaTukm) das.
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OtcytctBylOT  pednekcbl  OT  MNPUMECHbIX a3, He  MOSIHOCTbIO
npopearvpoBaBLUMX OKCUMOOB WU OPYrux MNPOMEXYTOYHbIX dha3d. Hanuumne aByx
NepoOBCKUTOBbLIX dha3: NCEBAOKYOMYECKOM N TeTparoHaribHON MOXET BbiTb CBA3aHO C
ONCMNEepPCHOCTbLIO CUHTE3NPOBAHHOIO nopoLLKOOBpasHoOro npoaykra Ha
HAaHOMETPUYECKOM  ypoBHe. OTO  NoATBeEpXAaeT  BO3MOXHOCTb  CUHTE3a
HaHoKpucTannuyeckoro TBepgoro pacrteopa LUTC npu cTonb HU3KMX TemnepaTtypax
kak 500-600°C.
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B.B. lpucedckuti, O.B. 3azopynbko, B.M.lNo2zu6ko, H.I.Kucenb MEXAHU3M CUHTE3A
HAHOKPUCTAJIJTMMECKOI'O TBEPLOI'O PACTBOPA LJTC U3 OKCAJIATHOI'O NNTPEKYPCOPA

HaesedeHo pesynbmamu OO0CHIOXeHHSI mepMidHO20 po3Knady oOKcanamHo20 peKypcopa
MopgpomponHoz2o meepdoz2o po3duHy LTC Pb(Zros2Tio.48)Os Memodamu peHmaeHogha308020 aHarlizy
i mepmoepasumempii. OkcanamHuli npekypcop Pb[(TioasZro52)(C204)3]-4H,O ompumaHo memodom
ocax0eHHs 3 8UKOpUCMaHHAM y sIKocmi cmapmosux mamepianie mempaxiopudy mumary TiCla,
okcixnopudy yupkoHito ZrOCly-8H,O, Himpamy ceuHuro Pb(NOs),, waeneesoi kucriomu H,C204-2H,0 i
25% 800H020 po3uyuHy amiaky NHs. BidrnogiOHO OaHuUM mepmozpasimempii empama MorneKyn eodu i3
OKcanamHoao rnpekypcopa eidbyeaembcsi do 200°C, weudkicmb po3knady pi3ko 3pocmae ricrs
empamu repwoi 3 mpbOX OkcasamHux epyn 6nusbko 360°C, a po3knadeHHs1 8CiX oOKcanamHux
nieaHdie 3asepwyembcs npu 450°C.

PeHnmezeHiecbki Oucbpakmoepamu 3paskie rnpekypcopa, wo npouwsiu mepmoobpobKy
npomszom 1 200 npu pisHUX memnepamypax, nidmeepdxyome MO8HULU PO3Kad OKcanamHux 2pyr
0o 350°C, nicnisi 4yo2o criocmepieaembcsi rnosisa criabko kpucmarnidyHux PbO, a makox 2PbO-PbCOs3 i
2PbCO3-Pb(OH),. lNceedokybiuHa neposckimosa ¢hasa 3'sensemsbcss npu 450°C. lNodanbwul pocm
memnepamypu o0HocmadiliHoi mepmoobpobku npusodums Ao ymeopeHHs 0obpe KpucmarizoeaHo20
i 8UCOKOOUCepCHO20 Meposckimogo2o meepdozo po3duHy Pb(Zros,Tioa8)O3 8 diana3zoHi 500-600°C.

Knroyoei csioea: cuHmes, UyupKOHam-mumaHam C8UHU0, OKcanamHull  rpeKypcop,
HaHOKpucmar, peHmeaeHiecbka dughpaKuisi.

V. Prisedsky, O.Zagorul'’ko, V. Pogibko, N. Kisel MECHANISM OF SYNTHESIS OF
NANOCRYSTALLINE PZT SOLID SOLUTION FROM OXALATE PRECURSOR

The results of thermogravimetric and XRD studies of thermal decomposition of oxalate
precursor of morphotropic PZT solid solution Pb(Zros2Tio4s)Os are presented. Oxalate precursor
Pb[(Tio,48Zr0,52)(C204)3]-4H-O was obtained by precipitation reaction using titanium tetrachloride TiCla,
zirconium oxychloride ZrOCl»-8H,0, lead nitrate Pb(NO3),, oxalic acid H.C,04-2H,0 and ammonia
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NH3 25% water solution as starting materials. According to thermogravimetric data, the loss of water
molecules from the oxalate precursor takes place before 200°C, the decomposition rate increases
sharply after the loss of first of three oxalate groups at about 360°C and the loss of all oxalate groups
is practically complete at 450°C. Thermogravimetry and XRD diffraction patterns of heat treated
precursor samples confirm decomposition of oxalate groups before 450°C.

In the process of decomposition first crystallization of PbO together with 2PbO-PbCO; and
2PbCO3-Pb(OH); is observed and pseudocubic perovskite phase appears at 450°C.

Further increase in temperature of one-stage heat treatment leads to formation of well
crystallized perovskite solid solution Pb(Zros2Tio4s)Os in the range 500-600°C. Complete
homogenization of synthesized perovskite is observed at 700°C and higher temperatures/

Keywords: synthesis, lead zirconate titanate, oxalate precursor, nanocrystal, X-ray diffraction.
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MEXAHU3M TEKCTYPUPOBAHUS IIOJIUKPUCTAJVIMYECKUX CJOXHBIX
OKCHIOB CO CTPYKTYPOU TIEPOBCKHUTA B CJIABOM IIEPEMEHHOM
IJIEKTPHYECKOM ITOJIE

PaspabomaH mMemod opmuposaHUss meKkcmypbl MpU CrekaHuu nosukpucmaniudyeckou
KepaMuKu 8 rnepeMeHHOM 37IeKmpu4yeckom rnosie. Ha ocHose neaupog8aHHO20 MapeaHueMm meepooeo
pacmeopa (KosNaos)NbO3z nonyyeHa mekcmypupogaHHasi Nbe3okepamuka ¢ moykol Kiopu 392°C u
Mbe304y8cmeumesibHOCMbiO g3z Ha yposHe 205 mB-M/H, ymo 3HayumesibHO 8biuie M0 CPaBHEHUIO C
Jyqwiumu obpa3syamu rnpoMbIleHHOU Nbe3oKepaMuKu Ha OCHO8E UUpKoHama-mumaHama ceuHua.

Knroyesnbie criosa: HaHOMOPOWOK, 8HEWHEE MepeMeHHOe 3/1eKmMpUYecKoe rose, criekaHue,
Ouppysus, mekcmypa, Kepamuka, anekmpocghusudeckue cgolicmea

BBepeHune

C BoOCbMMOECATbIX rOOOB MNPOLUSIOrO Beka B MUpe BeayTCA WHTEHCUBHbIE
nccnegoBaHus, HanpaBrieHHble Ha pa3paboTky METOAOB NOMy4YeHUsT Nbe30KEPAMUKN
C yrnopsiaodeHHon TekcTypou [1]. YnopsgodeHHasa TekcTypa NpuBoAUT K NOBbILLEHUIO
ANeKTPOPU3NYECKNX CBOMCTB, HanNpuMMep, BoO3pacTaeT 3NeKTPOCTPUKLUMOHHBLIN
appekt. D10 0COBEHHO BaKHO ANt CUCTEM MHXEKUMW TONnnvMBa B ABUratensx
BHYTPEHHEro CropaHMs wunuM Ons  akTiaTopoB, MWCMOMb3yeEMbIX B KavecTBe
HaHOMaHWMNYJIATOPOB B CUNOBbLIX TYHHENbHbIX 3NIEKTPOHHbLIX MUKPOCKOMaX.

MoXHO BblOENUTb OBa OCHOBHbIX TUMNA TEKCTYpbl — MOPEOSIOrMYECcKyo U
OpVEHTaUNOHHY0. [lepBasi cBA3aHa C BHeWwHen ¢opmon 3epHa — rabutycom, a
BTOpas — C YNOpSAOYEeHHON OpueHTauuen 3epeH UMM KpUCTansiiMyeckom peLueTKu
KPUCTanNnTOB 3epeH KepaMmnkm OTHOCUTENBHO ApYr Apyra.

TekcTypupoBaHue NOSIMKPUCTANNYECKOro MaTepuana MOXeT MPOoUCXOanTb
nog OenCTBMEM YINPYrnx HanpsikeHun: Mpu ropsynM npeccoBaHWeM, MpokaTke,
3KCTpy3un [2]; B pesynbTtaTe BO3OEWUCTBUA T[paduveHTa TemnepaTypbl [3] wnu
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