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AnHoTanus

C 1esibio BeIOOpA ONTMMAJIBHBIX COCTABOB, YCJIOBUII MEXaHUYECKOM aKTUBALIVIM U IOCJEAYIOIIEN TepMudec-
koif 06paboTkmM mccieoBaH cuHTe3 (heppoHMobaTa CBMHIA M3 OKCHUIOB CBUHIA, Keje3a M HMOOWUA, B3ATBIX
B CTeXMOMeTpPIYecKoM cooTHoeHnn. IIporece ocyliecTBIeH B IPUCYTCTBUM M30BITKA OKCHUA CBMHIA AJA Ipef-
OTBpaIlleHNsA OTKJIOHEHUS OT CTeXMOMEeTPMM KepaMUKM, IOJydeHHOll Iocse crnekaHus. IIpocsesxkeHo mM3MeHe-
H1e pa30BOIO COCTaBa CMecell B XOJe MeXaHNYEeCKONM aKTMBaLMM M IIOCJeyIOIeil TepMuuecKkoil o0paboTKu.
IlokazaHo, 4TO IO CTPYKType M CBO¥icTBaM Hamubojiee IIpPMBJIEKATeJEH (PeppoHMobaT CBUHIIA, ITOJIYYIEeHHBIN
TP HEKOTOPOM M30ObITKe OKCHMJIa CBMHIIA II0 OTHOIIEHMIO K CTeXMOMEeTPUYEeCKOMY COCTaBy. ¥ CTAHOBJIEHO, UTO
C IIOMOIIBI0 MEeXaHOAKTMBALMM MOYKHO B IIIMPOKUX IIpefieslaX M3MEHATb TeMIIepaTypy MarHUTHOTO (Daso0BOTO
repexojia AJIA IOPOIIKOB U KepaMMUKM (peppoHModaTa CBMHIA.

KaogeBbie cioBa: peppoHnodaT CBUHIIA, TEPMUUECKNUIT CUHTE3 U3 OKCUJIOB sKeJjeda, HMoOUA 1 CBMHIA C IIPU-

MEHEeHIEM MeXaHUYeCKO aKTHUBalUM

BBEJEHME

Pepponnodar ceunna PbFe,;Nb);0; (PFN)
MMET KPUCTAJINYECKYIO CTPYKTYPY II€POBCKM-
Ta KJMCJOPOJHO-OKTa3IPMUECKOr0 TUIA, KOTOPasd
cyoskeHa n3 okTaspoB NbOg OH oTHOCHMTCA K
CeMeJICTBY CErHEeTOMArHeTVKOB WJI MyJbTudep-
POMKOB, IIOCKOJIBKY 00JIaZlaeT KaK CETHEeTOdJIeK-
TPUYECKMMM, TaK ¥ MaTHUTHBIMM CBOJCTBaMM
[1-3]. Takme mMaTepmaJsbl MOTYT IPUMEHATLCH,
HAIIpMMED, JJIA M3TOTOBJIEHNA MHOTOCJIONHBIX Ke-
paMIYecKMX KOHJIEHCATOPOB, IIbe303JIEKTPIYeC-
KIX ¥ NMPOBJIEKTPUYECKUX IATYUMKOB, MHOIO-
CJIOVHBIX MVKPOBOJIHOBBIX PE30HATOPOB M (PMIIb-
TPOB, CEHCOPOB, AaKTIOATOPOB, MHAYKTOPOB, a
TaKyKe DJIEMEHTOB IIaMATY, 3alJICh HA KOTOPbIE
OCYILIECTBJIAETCH DJIEKTPUYECKIM II0JIEM, & CUM-
TBIBaHME MAaTHUTHBIM moJieM [2—6]. PepponHmo-
06aT CBMHIIA IIOJIy4alOT B BJJI€ MOHOKPVICTAJIJIOB

[7], TorKMX TIIEHOK [8], B aMOpP(PHOM COCTOAHUMU
[9], omHako HamMOOJNBIIMII TPAKTUYECKUII MHTE-
pec IpeaCTaBJIAIT MOJUKPUCTAJIINYECKNE Ke-
paMuuecKye MaTepuaJbl, MIOJIyYeHHbIe CIIeKa-
HIEM VICXOJHBIX OKcumoB [4—7, 10, 11].

ITo kyraccuueckoil TEXHOJOTUY CUHTE3 00pas-
IIOB OCYII[ECTBJIAETCA METOJOM TBepPAOoda3HbIX
peakumit n3 oxkcungoB PbO, Fe,O; n Nb,O5 oT-
SKUTOM B JIB€ CTaJuM, C IPOMEKYTOUHBIM IIO-
moJsioM, npyu Temneparypax 800—900 °C un Bpe-
meny Beimepskky 4 9 [10, 11]. CrnekaHue Kepa-
MUYECKUX B3aTOTOBOK OOBIYHO IMIPOBOIAT IIPU
1080—1120 °C B Teuyenme 2—4 u [10, 11].

JmTelbHOCTB IIpoliecca CUHTEe3a ¥ ero TPY-
JIOEMKOCTb 00YCJIOBIIIM IIOVICK U Pas3paboTKy HO-
BBIX METOJIOB CHHTe3a MaTepuaJioB Ha OCHOBE
PFN, B ToM unciie MeXaHOXVMIUYECKOIO MeToHa
[12—14], ocHOBaHHOTO Ha MCIIOJIbL30BAHUM BbICO-
KODHEPIreTUYEeCKOro n3mMebueHnss. B qanHoii pa-
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OoTe HaMM MICCJIEIOBAH MEXaHMU3M MeXaHOXVMI-
YeCcKOro MeToJia CuHTe3a peppoHmodaTa CBUHIA
C JMCIIOJIb30BAHMEM BBICOKODHEPTOHAIIPAYKEHHON
IJIaHEeTaPHO-IIeHTPOOesKHOT MesbHuIlbl AT'O-2
[15], mocyenyromiero mpeccoBaHMA M OTIKUTA
CUHTE3VIPOBAHHBIX ITIOPOIIKOB.

JI3BecTHO, 4UTO IpM CIIEKAHMM CBUHELCOHEP-
sKalleil KepaMMKM 1M3-3a OOJIBIIIOrO JaBJIEHNUSA
[1apOB CBMHIIA ¥ €r0 OKCUJOB YacThb CBUHIA yJie-
TyunBaeTcsa. C 1esbl0 KOMIIEHCHPOBAaThL STU II0-
Tepy Ha CTaAMM MEeXaHWYIEeCKON aKTUBAal[UV BBO-
iy M30BITOK CBMHIIA M VICCJIEOBAJIV BJIVAHYIE
€ro cozep:KaHMsA Ha (POPMMPOBAHME CTPYKTY-
pel deppornodbarta ceuHna Pb(Fe,;Nb,;)O0;
B XOZle CUHTEe3a.

SKCMEPUMEHTAJIbHASl YACTb

B kauecTBe MCXOIHBIX pPeareHTOB JAJIA CUH-
Te3a YKa3aHHOTO MaTepyaJa MCIIOJIb30BaHBI CJle-
JIyIOIIVie peakTUBBI: okcyup Huodusa NbyOs (HO-
Mepa kKapTouek 16-53, 37-1468, manbl B COOT-
BETCTBUIM C KapToTekoll the American Society
for Testing Materials, ASTM) MOHOKJIMHHO
Mmoaucpuranuu, ¢ np. rp. P2, xBammuduranmumn
“oc. w.”; rematut Fe,O4 (85-599) pomboanpuaec-
Kol Mmomudpuraliuy, ap. rp. R3C, kBamuduramnm
“g. 1. a.”; maccuxkoT PbO (72-93) opTopombuuec-
KO Momucpmramym, op. rp. Pbem, xkBammnduka-
mm “a. 1.a.” ¢ npumecso Pb;O, (41-1493) Tet-
paroHaJsibHOM Moxudmrauym, ap. rp. P42/mbe.

VlcxomHble cmecy ITOPOIIKOB aKTUBUPOBAJIN
C JICIIOJIB30BaHMEM IIJJaHETapPHO-IeHTPODEIKHOM
MeJbHUNBI-akTUBaTOpa AI'O-2 ¢ yckopeHUEM
mapoB 40g B Teuenme 3—25 MuH. B kauecTBe
MEJIIOIIMX TeJI JMCIIOJIb30BAaHbl CTaJIbHBbIE IIaphl
IraMeTpoM 8 MM; Macca IIapOB COCTaBJAJA
200 r, macca obpasua — 10 r. Hepes kaskable
5 MyH akTMBanVy OapabaHBl OTKPBLIBAJIM, IIOPO-
IIIOK BBICBINIAJM, IIepEMEIIIBaJI, 3aTEM BO3Bpa-
maJm ero B 6apabaHbl JJIA IPOJOJIKEHNA MeXa-
HMYECKOM aKkTMBaImn. VI3 MexaH4eCcKy aKTUBU-
POBaHHBIX ITOPOIIIKOB IIPECCOBAJNCH 00pasIlbl B
Buze Tabsgerox muamerpom 10 MM M TOJIIMHONM
npuMepHO 2 MM. OOpasIibl IpeccoBaiCh Ha -
paBirgeckom mpecce ¢ yeyumem 10 T/cm

PenrrenodazoBeli aHa M3 MCXOAHBIX peareH-
TOB, 00Pa3yIONMXCA IPOLYKTOB aKTVBALIMY CMe-
CU 0 M TIOCJIe TepMMuYecKoll o6paboTKM IIpoBO-
IUJIM METOJZOM IIOPOIIIKOBOM AMMPaKkINy C MC-

nonb3oBaHMeM audpaxktomerpa JPOH-3,
(CuK,-nanyuenne, cxema (POKYCHUPOBKM IIO
Bparry — Bperrano). Maccy 06pa3s1ioB onpesessa-
an c¢ nomoinbio BecoB UW 220H (dbupma
Shimadzu, fAnoHusa), TOYHOCTE ONpeneseHUd
0.001 r; reomerpuyeckue pasMepbl — € IIOMO-
mpi0 Mukpomerpa, TouHocTb 0.001 mm. ITocie
IpeccoBaHnA 00pasIfbl IIOMEIAJ B TUTeJIb C 3a-
CBIIKOJI 13 OKCHM/IA AJIIOMMHIA U OTKUTAJIN B MH-
TepBaJsie temmeparyp 400—1100 °C. CropocTb
Harpesa 00pasnoB no 600 °C  cocrasisama 20 °C/
MmuH, a ot 600 °C n Beime — 10 °C/mun. ITpn Beex
3aJIaHHBIX TEMIIepaTypax 00paslibl OTPKUTAJIICE B
Tederne 2 4. OxjakjeHne o0pasloB IPOXOIIIIO
BMECTE C IIeYbI0 IIOCJIE €€ BBIKJIIOUEHNS.

PE3YJIbTATbl U OBCYXXAEHME
CuHTE3 M3 CMECH OKCHAO0B CBMHLA, XKesne3a n HMobus

B nannOI cepun onwIToB (cepus A) UCIONb-
30BaHa CMeChb TPeX OKCHUOB — CBUMHIA, jKeJe3a
U HMOOMSA — HA CTEXMOMETPUYECKUii cocTtas dep-
pormobata ceuHLa Pb(Fe;Nb, ;)05 Ha nudpak-
TOorpaMMe oOpasia mocjie 15 MMH ero axTmBa-
Uy HapAxy c pediekcaMiu, COOTBETCTBYIOI-
My 00pa30BaHUIO CTPYKTYPBI (peppoHmMobaTa
CBUHIIA, TaKyKe MMeIOTcA pedieKChbl Hellpopea-
TMPOBABIIIETO OKCUZA sKeJeda. Jlasiee moJsydeH-
HBIII IIOPOIIIOK CIIPECCOBAJM B TAOJIETKM U IIOJ-
Beprymm oTskury. BumHo (puc. 1, kpuBad 1), 9To
yake nocsie orekura npu 500 °C HaumHaer mpe-

* Pb(Fe(5Nbg ;)03
L4 szFe4Nb4021

MHTeHCI/IBHOCTB, OTH. €]

20 30 40 50 60 70
20, rpang

Puc. 1. IndpaxTorpaMMbl 00pasIioB IOCJIE OTYKIUTA IIPY TeMITe-
patypax 500 (1) n 1000 °C (2, 3) n maspHelmei NIMQOBKA (3).
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obnmamate daza Pb,Fe,Nb,O,, (50-445, Fd3m,
PEeHTreHOBCKadA MJI0THOCTE Dy = 7.567 1/ em®) co
CTPYKTYPOII MpoxJjopa. ITa pasza N30CTPYKTYP-
Ha IMPOHMODOATY CBMHI[A CO CTPYKTYPON nedpm-
uuTHOro mmpoxJgopa Pb;Nb,O,; (23-322, Fd3m,
Dy = 6.766 r/cm®). C TIOBBIIIEHNEM TeMIlepaTy-
PBL OTPKMUIa KOJMYECTBO DTOM (has3bl HAUMHAET
3aMeTHO YMEHBIIIATbCS, OJHAKO IIOCJIe OTIKUTa
npu 1000 °C sra ¢haza npeobsamaer (cm. puc. 1,
KpuBasa 2), TakiKe (PUKCUPYIOTCA HeDOoJbIINe
pediexcnl dassl Kybuueckoro geppoHmnodara
ceuHna Pb(Fe);Nb, ;)05 (32-522), Pm3m, Dy =
8.456 r/cm®). Paza Pb,Fe,Nb,0,, dopmupyercs
IIPEVIMYII[ECTBEHHO HA IIOBEPXHOCTM CIIEYEHHOTO
obpasna. OnHako pgaske ImocJe IJINQPOBKU
(cm. pwmc.l, kpuBaa 3) dTO He UYUCTHIN
Pb(Fe,;Nb,;)O;, a ¢ 3aMeTHO} IpPUMeCHIO
Pb,Fe,Nb,O,;, T. e. B 9Tx 0bpasnax HabIIOHA-
eTCA ABHBIN AeUINUT OKCHUAA CBUHIA.

Cunres ¢peppoHmnobara cBuHLA M3 CMECH
rpeABapHTesIbHO CMHTE3MPOBAHHOro Hnobara
Kenesa M OKCcMAa CBMHLA

CmMmech OKCHIOB sKeJse3a U HMoOMA Ha COCTaB
FeNbO, (cepna B) aktuBuposana B TeueHne 15 MuH,
3aTeM CIIpeccoBaHa B TabJETKy M IIOABEPTHYyTAa
orsxury npu temreparype 1000 °C. ITo nasHHBIM
P®DA, obpasyerca mmobar xesneza FeNbO, moHO-
KJIMHHONM MozamdmKaiym ¢ up. rp. P*/a. fajee cre-
YeHHBIN HMODOAT sKejie3a PacTMPas M CMEIIBAJI
¢ oxcuzom ceuHIa 3-PbO B pacuere Ha peakiyio
FeNbO, + 2PbO = 2(PbFe,;Nb,;0,)

TABJIMIIA 1

* Pb(FeqsNbg5)03
¢ Pb2Fe4Nb4O21
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Puc. 2. TndpakrorpaMmbl 00pasnos: 1 — mocje MexaHudec-
KO} aKTuBaImy cMecu HmobaTa sKejiesa ¥ OKCUIA CBUHIA B
Teyenne 15 muH; 2, 3 — oroskskensbni npu 1000 °C u 3a-
TeM OTIILIM(OBAHHBI/ COOTBETCTBEHHO; 4, 5 — OTOKIKEHHBI
npu 1100 °C u 3aTeM oTHLIM(OBAHHBI COOTBETCTBEHHO.

3aTeM [aHHYIO CMeCh aKTVBMPOBAJM B MEJILHUIIE
B TeueHMe 15 MyH.

VI3 pmaHHBIX puC. 2 CIEeAyeT, YTO B Pe3yJb-
TaTe MEeXaHNYEeCKOl aKTMBalMM HadyHaeT odpa-
30BBIBATHCA IIOUTM MOHO(MA3HBIN (peppoHmodaT
CcBUHIIA KyOudeckoit momudpurarmm (Kpusad 1).
3aTeM CIpeccOoBaHHbIE U3 IIOJIyYEHHOTO MaTe-
puaja obpaslbl OTKUTAJM B IIMPOKOM MHTEP-
Bajie TeMmnepatryp. VI3 maumubix PDA cuenyer,
uro go rtemmnepatypbl 700 °C copmupyerca
IByxdasHaa cucTeMa, B COCTaBe KOTOPON IIpe-
obsazmaeT pada CO CTPYKTYpPOJ IIEPOBCKUTA,
B HeOOJIBIIIOM KOJIMYeCTBEe MIPUCYTCTBYeT hasa

IlapameTpbl pelIeTkn, pasMepsbl 1 MUKpozedopMarmy GJI0KOB KOrepeHTHOrO paccesHus, IJIOTHOCTb 06pasios (cepus B),

IIOJIYy4YeHHBIX IIOCJIE aKTHMBallMl B Te€UeHNe 15 MuH

Temneparypa orxnra, °C  ITapamerp pemrersn a, A

Pasmep, HM

Muxponedopmamym, %  ILioTHOCTB, T/CM°

- 4.011 13
400 4.022 14
500 4.017 15
700 4.001 38
800 4.004 43
900 4.005 41

1000 4.004 46

1000* 4.009 26

1100* 4.010 28

0.35 -

0.1 6.06
0.2 6.20
0.09 6.14
0.07 6.64
0.1 748
0.09 8.04
0.13 8.04
0.08 7.59

* IndppakTorpaMMbl 00pasI{oB CHATHI CO MIIN(OBAHHON TOBEPXHOCTIL
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mpoxJiopa. BecripumecHslit (peppoHMobaT CBUH-
na obpasyercsa yixe npu 750 °C. OgHako Ha
IIOBEPXHOCTM 00pPas3IloB, OTOMKIKEHHBIX IIPU
1000 °C, nmosBasgeTcsa ¢asa MarHETOILIIOMOMUTA
PbFe ;0,9 (84-2046) rexcaroHasJbHON MoAMdM-
kauuu P63/mme, (cm. puc. 2, xpuBaa 2). Ee
obpaszoBaHMe HaYMHaeTCA NPU TeMIepaType
oyt 900 °C, u c IOBBILIEHMEM TeMIIEPATYPHI
CIIeKaHMA KOJMYECTBO 5TOi (pas3bl BO3pPACTaeT,
obpaszer; obenaaeTca ceuHIOM. OgHAKO 9Ta Pasa
TaksKe (POPMUPYETCA TOJIBKO Ha IIOBEPXHOCTU
crreyeHHOro obpaaria. Iocye cormdoBKy TOBEPX-
HOcTHOTO cJosa ToJaumuoi 0.05—0.1 MM cioenbr
3Toi has3sl Ha AM@PaKTOrpaMMax He oOHapy Ke-
HEI (puc. 2, KpuBad 3). AHAJOIMYHAA KapTUHA Ha-
OsromaeTes 1 Ha appaKTorpaMMax 00pasIia, OTOMK-
skerroro pu 1100 °C (em. puc. 2, KpuBble 4, J).
B Tabus. 1 mpuBeneHb! faHHBIE O ITapaMeTpax pe-
LIIETKY, padMepax ¥ MUKpoiedpopMaIym OJI0KOB KO-
TePEeHTHOIO pPacCcedHNs, IIJIOTHOCTM 00pasloB, IO-
JIyJIeHHbIe JJIA JAHHOI cepr OIbITOB. B cirydae Tem-
nepatyp orsxura 1000 1 1100 °C amdppakTorpaMmbl
CHATBI €O NUIM(POBAHHO ITOBEPXHOCTY 00PaBIIOB.
Ob6pasubl cepuu B, oToKiKeHHbBIe HpHU
1000 °C, xapakTepnsayoTcsa MaKCUMAaJIbHO I1JI0T-
HOCTBIO — 8.04 r/cM®, uto coorBeTcTBYeT 95 %
OT PEHTTEeHOBCKOI IyIoTHOCTY. Obpaskl cepun A me-
Hee IUIOTHBbIE, VX MAaKCUMAaJIbHAA ILJIOTHOCTL IIPU
crexary 1000 °C gocturaer 7.57 r/cv’. Vismene-
HMe IJIOTHOCTM Ipu TeMmneparypax oT 400 mo

N 3
8.04 r/em”

o
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[L1oTHOCTB, T/CcM°
x
o
1 1

600 800 1000
Temnepatypa otskura, °C

400 1200

Puc. 3. IlnoTHOCTE 00pas3loB B 3aBMUCUMOCTY OT TeMIIEpaTy-
pBI clleKaHMA: 1 — cIekaHue Iocje MeXaHUYeCcKOl aKTuBa-
LMY TPeX OKCUIOB (cepus A); 2 — CIeKaHue II0CJe MeXa-
HIYECKOV aKTMBAlMY PaHee CYHTEe3MPOBAHHOTO HuobaTa Ke-
Je3a ¢ nobaBJeHMeM OKcuaa cBuHIA (cepus B).

800 °C mo:kHO OOBACHUTH TEM, UTO B DTOM WH-
TepBaJie UAeT CUHTEe3 OJHOBPEMEHHO IBYyX a3
(pme. 3). OgHa MMeeT CTPYKTYPY IIEPOBCKUTA C
PEHTreHOBCKOM IIJIOTHOCTBIO Dy = 8.456 1/ em® (HO-
Mep KapToukyu 32-522), npyras — CTPYKTypy M-
POXJIOpa € IJIOTHOCTBIO 6.766 T/cM® (23-322).

BrusHue m3bbiTka oKcnaa cBuHLA M criocoba
€ro BBeZ€HUS B CMECb Ha (YOPMHMPOBaHHNE

CTPYKTypbl (heppoHmnobara cBMHLA

ITockonbky mpu cuHTe3e eppoHMObaTa
CBMHIIA CTaaMM CIEeKaHUA 130ekaThb He yHaeT-
¢s, HeoDXOVIMO VCCJIEOBAThL BIIAAHME HA JIAHHBIA
Iporiecc M30BbITKA OKCHMJIA CBMHIIA, BBOJIVMMOIO Ha
cTaayy MeXaHWYeCKO aKTMBAIM, C IIeJIbI0 yCTa-
HOBUTB €r0 ONTMMAaJIbHOe KosmdecTBo. Hamu mpo-
BeJIeHbI DKCIIEPVIMEHTHI ¢ M30BITKOM CBMHIIA OT CTe-
xuomMeTpru B Kosmrdectse 10, 7 u 3 mac. %.

Mexannyeckasa akTUBAINA CMECU TPEX OKCU-
noB, comepskareir 10 mac. % mn30bITKA CBMHIIA,
poBoamJach B TedeHue 3, 6, 9, 12, 15 u 25 mun
(cepua B). Buguo (puc. 4), 4To mpolecc aMop-
dmzanuy u HadaJbHasA cTaauA obpas’oBaHUA
IIEPOBCKUTHOM CTPYKTYPbI (heppoHmodaTa CBUHIA
IIPOTEKAIOT MeJJIeHHee, 4eM B cJydae, KOorja
JMICXOJHbIE KOMIIOHEHTBI B3ATHI B CTEXMOMETPU-
YEeCKOM COOTHOIIIeHUN. BepoATHO, M30BITOK OK-
cuia CBMHIA, “MATKOTO” II0 CPaBHEHMIO C OKCM-

MHTeHCI/IBHOCTB, OTH. €.

2I0 T 3I0 T 4I0 T 5‘0 T 6I0 T 7I0
20, rpan

* Pb(Feq5Nbg5)03

+ PbO

L4 F6203
v Nb205

Puc. 4. IndparrorpaMMbl 06pasloB IIOCJTIEe MEXaHUYECKON
akTuBanuyu B Teuenme 3 muH (1), 6 (2), 9 (3), 12 (4), 15 (5)
u 25 muH (6).
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* Pb(Fe0'5Nb0'5)03
¢ Pb2Fe4Nb4O21
o PbFe12019
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Puc. 5. IucppaxrorpaMmbl 00pasios: 1 — mocje MexaHudec-
KO akTuBalMy B TedeHme 15 muH; 2—4 — I[ocJie OTKura
opu 800 (2), 1000 (3) m 1100 °C (4); 5 — mumdoBaHHbBIi
nocse orsxura mpu 1100 °C.

JaMly sKejie3a ¥ HMoOuA, cHmsKaeT d(PPeKTUB-
HOCTb XVIMMYECKOT'O B3aVMOIEICTBIA KOMIIOHEH-
ToB 1 00paszoBaHua Pb(Fe;Nb;5)04

Ha pwuc. 5 mpencraBnena audpaxrorpamMmma
JVICXOJTHOVI cMecH Tocse 15 MMuH akTuBanum (Kpu-
Baa 1). BugHo, uto mporecc obpasoBaHUA Iie-
POBCKUTHO CTPYKTYpPB!I (peppoHmodaTa CBUHIEA
Ha4YMHAETCA C MOMEHTa, KOTZa MCXOOHbIE IIPO-
IYKTBI [IepeMellaHbl ¥ 4acTUIHO aMopdu30Ba-
ubl. Ha pme. 5, xkpuBas 2 mpencraBieHa Oud-
pakTorpamma obpasia nocse orsxura mpu 600 °C.
Bupgno, uro Hapany c gopmupoBanueM deppo-
HuobaTa cBUHIIA 00pal3ylTCcA COeNMHEHUA
PbyFe,Nb,O,,, mpuueM KoJM4IeCcTBO HTON ha3bl
3amMeTHO npeodiaazaet. ITocse orsxura mpn 800 °C
moJydaeTcsa YKUCTHI peppoHM0OAT CBUHIIA
Pb(Fe(5Nb;5)O;, kKax u mocje oT:kura Ipu
1000 °C (cm. puc. 5, kpuBasa 3). Panee, ipu cre-
XVIOMETPUUECKOM COZEPIKAHMM OKCU/Ia CBUHIA B
cMecHu, Ha IIOBEPXHOCTY O0Pa3LoB IIPY TeMIle-
parype orsxkura 1000 °C dopmmpoBasack casa
PbFe;0,q. B coyuae orexmura mpmu 1100 °C Ha
IIOBepPXHOCTM O0Opaslla BHOBbL obpasyeTcsa gasa
Pb,Fe,Nb,O,, ¢ mebosmimm kosnrdectsoM PbFe;,0;4
(cm. puc. b, kpuBada 4), a OCHOBHBIE pPePIIEKCHI
depponnobaTa CBUHIA JIMINB HE3HAUNTEIILHO IIpe-
BBIIIAIOT ypoBeHb poHa. OOHAKO, KaK M B IIPebl-
OyLIMX CIydasx, 9TO oBepxHOcTHaA dpasa. Ilocie
uumgoBkn obpasra Ha 0.07 MM (cm. puc. 5, Kpu-
Bas 5) CHOBa ODHapysKMBaeTca (pasa peppoHmoda-
Ta CBUHIA 6e3 ITOCTOPOHHIX IIPVIMECEL.

IIpu axkTMBaIuM HIMXTHI B TeudeHMe 25 MUH
TIOJIyY€eHbI aHAJIOTMYHBIE JaHHble. OTHAKO 00pas-
1Bl 113 aKTUBMPOBAHHON B TedeHMe 15 MMH IIMX-
Tl U credenHble pu 1000 °C mosxydatoresa Go-
Jlee IIOTHBIMM, HeskeJsy oOpaslibl, IOJIydeHHbIe
U3 IIMXThI, aKTVBMPOBAHHON B TedeHye 25 MMH:
IJIOTHOCTB paBHa 7.7 1 7.55 r/em?® coorBeTcTBEH-
Ho. Takum 00pas3oM, MIPOJIOJKUTENIBHOCTE MeXa-
HUYECKOM aKTUBAIMM CMecU B 15 MIMH MOMKHO CUl-
TaTb ONTVMAJIbHOMN.

VlccoenoBaHne CUHTe3a ¥ CIEKaHUA obOpas-
LIOB TPEX OKCUIOB C M3OBITKOM OKCMJa CBMHIA
OT CTEXVOMeTPUM B KoJudecTBe 7 Mac. % IOKa-
3aJ10, 4TO BCe IIPOLIECCHI IIPOTEKAIOT aHAJIOTUY-
HO CMHTe3y C M30bITKOM OKCMa CBMHIA OT CTe-
xuoMmeTpyn B KosmdecTse 10 mac. %.

B cnenyromeit cepun onblToB (cepusa I') usy-
YeHO BJIMAHME CIIocoDa BBEIEHMA OKCHUJa CBUH-
I1a B CTEXMOMETPUYEeCKyl0 cMech. B mpensapm-
TeJIbHO aKTMBMPOBAHHYIO B TedeHMe 15 MMH U
oroskskernHyto npu 1000 °C crexnomMeTpuiecKyio
cMech ObLT foOaBJieH M30BITOK OKCHUOA CBUHIA
(7 mac. %), 3aTeM cMech TIIATEJLHO IIepeMell-
BaJiack. Ilociie IpeccoBaHMA ¥ OTPKUTA yCTAHOB-
JIeHO, 4To yske npu Temreparype 700 °C obpa-
3yetrca asa peppoHnodaTa CBMHIIA C HEOOJIBIIION
npumecso assl PbyFe,Nb,O,,. Ha mudparTo-
rpammax oroskekenHoro mpu 1000 °C obpasia
Y TIOCJIE ero IIIM(POBKY MHTEHCUBHOCTE pediek-
COB IIPMMECHOJ (pas3bl COM3MEPUMA C yYPOBHEM

* Pb(FeysNbg5)03
+ PbO

. Fe203

* Pb2Fe4Nb4O21

MHTGHCI/IBHOCTB, OTH. e/.

20 30 40 50 60 70
20, rpaxg
Puc. 6. Indpakrorpammer obpasnos: 1, 2 — mocye Mexa-
HIYECKOI! akTyBanmy B Teuenye 10 u 15 MUH COOTBETCTBEH-
HO; 3, 4 — mocae orskura mpu 500 u 600 °C cooTBeTCTBEHHO.
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* Pb(Feq5Nbg5)05
o PbFelelg

. 35001
. 3000+

en,

OTH

25001
2000:
1500:
1000:
500:
0: —

HMurencuBHOCTD

Puc. 7. Iucpparrorpammel 06pasrios nocse orsxura mmpyu 800 (1)
1000 °C (2, 3) u pmanbHeliel nM@OBKA (3).

dona. MakcumasibHasag IJIOTHOCTH II0JIYYEeHHBIX
B BTUX ONBITaX 00pPasLoB cocTasageT 7.54 r/cm’.
B npyroii cepun srcnepmmenTos (/) mocie
MeXaHNYeCKO)l aKTMBAIMM CMEeCH OKCUIOB B Da-
pabaHbl OOABUIM OKCIJ, CBMHIIA M IIPOJOJIMKII-
J miporiecc akTuBany. OKCuf CBUHITA ObLIT B3AT
B u30BITKE OT CTEXMOMETPUUECKOTO COOTHOIIIe-
HuA B koamdectBe 3 mac. %. Ha audpaxrorpam-
MaX JaHHOI cMecu mociye 10 MMH aKTMBaIUU
(puc. 6, kpuBaa 1) TOJBKO HAMEYAIOTCA pedeK-
CBbI, COOTBETCTBYIOIIVE 3aPOXKIEHNIO (pas3bl pep-
poHmodaTa CBUHIEA, U (PUKCUPYIOTCA PedIIeKChI
He IIPOpearnpoBaBIINX OKCUJA KeJjie3a U OKCUA
CBUHI[A, XOTS U CUJIBHO aMOP(PU30BaHHBIX.
ITocste 15 MyH MEXaHUYECKON aKTUBALUN 10~
asjsoTcea Bee pedpyekcel Pb(Fey; Nbj5)Os, Ha-
pAny ¢ pediiekcaMu OKCUIOB 3KeJje3a ¥ CBUHIA.
Viner oOpas3oBaHme TBepJOro pacTBOpa Ha OC-

TABJIVIIA 2

A. A.TYCEB v gp.

Tn, K D, am
200+ F50
1501 40
30
100+
| 20
50 ';' | 10
0 T T T T T T O
400 600 800 1000 1200
T, °C

Puc. 8. 3aBucymocty oT TemepaTypsl oTsknra T, CpeiHero pas-
Mepa OJIOKOB KOTE€PEHTHOrO paccedAHyA D 1 TeMIepaTypbl Mar-
HUTHOTO (pa30Boro rnepexoma Ty IJIA CTEXMOMETPUYECKON CMe-
cu PbO + FeNbO,, aktuBrposanHoi B Tederye 15 mym. IITpn-
XOBOJ JIMHMel oTMedeHo 3Hauenve Ty 1A MoHokpucTasta PFN.

HOBe OKcuna Hmobmsa (cm. puc. 6, kpusble 1, 2).
Orexnr obpasnos npu 500 °C mpmMBOIUT K TOMY,
4TO IIOMMMO (peppoHmodaTa CBMHIA 00pasyeT-
cA TakoKe KyOndeckasa dasa Pb,Fe,Nb,O,;. Ko-
angectBo ee mocJse orskura npu 600 °C (cm.
puc. 6, kpuBble 3, 4) HOBOJIBHO 3HAYUTEJBLHO,
OJIHAKO C yBeJMYeHMeM TeMIIepaTyphbl OHO ObIC-
TPO yMeHbIIaercd, a nociye orsxura mpu 800 °C
roJry4aeTca YMUCTBIN peppoHModbaT cBuHIA Oe3
cJeioB mpuMecelt npyrux ¢as (puc. 7, kpusada 1).
Ilocne cnekamma npu Temmneparype 1000 °C Ha
TIOBEPXHOCTY JIAHHBIX 00pa31oB obpasyeTrcsa pasa
PbFe ;0,4 (cM. puc. 7, kpuBada 2), KOTOpas MOYKET
OBITH yZajieHa MHIIM(OBKOJ IIOBEPXHOCTM (CM.
puc. 7, KpuBad 3).

Taxkum 00pas3oM, B JAaHHOM JKCIIEPMMEHTE HaMU
HoJydeH (peppoHMo0aT CBMUHIA C MAKCUMAJBHONM
wiotHOCTHIO 8.05 T/cM® (95.6 % OT PEHTTEHOBCKOI

IlapameTpbl pemieTky, pasMepsl U MuUKpopedopmalyy GJIOKOB KOTEPEHTHOIO PaCCesHNs,

IJI0THOCTY 00pasioB (cepus 1), MPOAOJIKUTENBHOCTD aKTUBALMM 15 MuH

Temneparypa otrskura, °C Mapamerp pemetkn a, A

Pasmep, HM

Mukpoznedopmamyn, % IlnorHOCTH, T/CM’

- 4.020
500 4.013
600 4.005
800 4.008

1000 4.004

1000 4.006

1000* 4.003

1000* 4.006

11

4
25
35
76
27
44
26

0.64 -

0.25 6.49
0.11 6.62
0.12 6.73
0.21 8.01
0.13 8.01
0.09 8.05
0.13 8.05

* JlndppakTorpaMmbl 06pas3IioB CHATHI CO HMIIM(POBAHHON [TOBEPXHOCTIL.



BJIMSAHME MEXAHMYECKOM AKTMBALIMM HA CUHTE3 PEPPOHMOBATA CBMHLLA 629

IIOTHOCTM), M IIPY DTOM MCKJIIOYEHA JIOBOJIBHO
TPYZIOEMKAS OIlepalyis IPeIBaPUTEJIEHOTO CIIeKa -
HIA IPOMEXKYTOYHOM (passl HuobaTa sxesesa. Cie-
JIOBaTEJILHO, JIJIA MOJy4YeHIA KadeCTBEHHON Kepa-
MUKM (peppoHModaTa CBUHIIA JTOCTATOYHO BBECTHU
3 Mac. % OKcuza CBMHIIA HA CTAIMM MeXaHMIec-
KOV aKTUBalll CMECEIi.

B Tabi. 2 mpencraBsieHbl JaHHBIE O apaMeT-
pax peHieTku, pasmepax U MUKpogedopMann
OJIOKOB KOTE€PEHTHOTO PacCesHMs, IIJIOTHOCTM 00-
PasILIoB, IIOJTyYeHHbIe NJIA NaHHON CepuM OIBITOB.

Mexannueckasa aKTMBAIUA ¥ IIOCJIEIYIOIINN
OTKUT BJAUAIOT Ha MarHuTHBIe cBorictBa PFN. Ha
puc. 8 mokasaHbl 3aBUCKUMOCTM OT TEMIIEPATYPI
oroxura T, cpenHero pasmepa OJIOKOB KOTE€pPEHT-
HOro paccedaHuda D u TeMmepaTypbl MarHUTHO-
ro casosoro nepexona Ty MAJIA CTEXMOMETPU-
geckoit cmect PbO n FeNbO,, akTnBMpPOBaHHOI
B TedyeHre 15 muH. 3HaueHus Ty oOIpenesach
C TIOMOIIIBIO YKCIIpecc-M3MepeHnii MeccbaydpoB-
CKMX CHEKTPOB IIPV Pal3JIMUHBIX TeMIIepaTypax.

3AKJFOYEHME

B nannzoit pabore ¢ 11€1610 BBIOOPA ONTUMAJIb-
HBIX COCTABOB M YCJIOBUJ MEXaHMNYECKOM aKTU-
BalUM U TIOCJIEAYIOIEl TepMuieckoii o6pabor-
KU MCCJIeIOBAH CUHTE3 (peppoHmobaTa CBUHITA 13
OKCHJIOB CBMHIIA, YKeJie3a U HUOOUs, B3ATHIX B
CTEXMOMETPUYIECKOM COOTHOIIIEHNN, & TaKKe B
npucyTCTBUM M30bITKA OKCHUIA CBUHIA, N00aB-
JIEHHOTO JJI IIPEJOTBPAI[eHNS OTKJIOHEHUS OT
CTeXMOMETPUN MIOJIYIEHHOI [I0CJIEe CIIeKaHNUA Ke-
pamukn. IIpocieskeHo nameHeHnne pas3oBOTO CO-
cTaBa CMecell B XO/le MEXaHUYECKON aKTUBAIINNA
Y TIOCJIEYIOIIEN TepMuUueckoil oopadoTku. IIpes-
CTaBJIEHbl PEe3yJbTaThl PaCUYETOB IIapaMeTpPOB
pelIeTKn, pa3MepoB U MUKpPomedopMaIii 0J10-
KOB KOTE€PEHTHOTO PacCCesHUs AJIA CEePUil OIbI-
TOB, B KOTOPBIX IIOJIydeHa HawmboJiee ILJIOTHAA
Kepamnka. ITokazaHo, 4To HamboJsiee coBepiie-
HEH II0 CTPYKType M cBo¥icTBaM heppoHModaT

CBMHIIA, IOJYYEHHBIN Hmpu M30bITKE OKCHUAA
CBUHIA II0 OTHOIIIEHNIO K CTEXVOMETPUIECKOMY
cocTaBy Ha ypoBHe 3 Mac. %. YCTaHOBJIEHO, YTO
C IIOMOIIBI0 MEXaHOAKTMBALIMY MOYKHO B IIIMPO-
KUX IIpeJiesiaX U3MeHATb TeMIIepaTypy MarHuT-
HOro (pa30BOrO II€pexofia B IIOPOIIKAaxX ¥ Kepa-
MuKe peppoHymodaTa CBUHIIA.

Pabora BbImOJHEHA NPM (PUHAHCOBOI IIONIEPIKKeE
PODII (mpoertsr Ne 13-03-00869 a, 12-08-00887_a).

CMAUCOK JIMTEPATYPbI

1 Eerenstein W., Mathur N. D, Scott J. F. // Nature.
2006. Vol. 442. P. 759.

2 3esguu A. K., JlormuoB A. C., Memkos I'. A., Ilarakos
A.IL. // V3B. PAH. Cep. dus. 2007. T. 71, Ne 1. C. 1604.

3 Scott J. F. // Nature Materials. 2007. Vol. 6. P. 256.

4 BokoB A. A, Ilnmax JI. A, Paesckunit V. II. // HypH.
TexH. omaukm. 1993. T. 63, Ne 7. C. 197.

5 ITaBesxo A. A., Jlyroxun A. T, Paesckaa C. Jl., 3axa-
pos IO. H., Mamunkasa M. A., Paeckuit V. I, 3axap-
genko V1. H,, Curano E. 1., Kopuarnua H. A., Ky3zenos
B.T. // VsBe. PAH. Cep. dus. 2010. T. 74, Ne 8. C. 1154.

6 Sitalo E. I, Raevski I. P., Lutokhin A. G., Kubrin S. P.,
Raevskaya S. I, Zakharov Yu. N., Malitskaya M. A,
Blazhevich A. V., Zakharchenko I. N. // Ferroelectrics.
2011. Vol. 419, No. 1-2. P. 76.

7 Laguta V. V., Glinchuk M. D., Marysmko M., Kuzian
R.O., Prosandeev S.A., Raevskaya S. I, Smotrakov
V.G., Eremkin V. V., Raevski I. P. // Phys. Rev. B.
2013. Vol. 87, No. 6. P. 8.

8 Gao X. S, Chen X. Y, Yin J.,, Wu J, Liu Z. G., Wang
M. // J. Materials Sci. 2000. Vol. 35. P. 5421.

9 Koporxkos JI. H.,, Roxxyxaps C. H., ITocmerres B. B, ¥Ypa-
308 [I. B.,, Porogoit II. ®., Bapmuu IO.B., Ky6pun C.II,
Paesckaa C.JI., Paesckmit V1. II. // HypH. TexH. pusnu-
xn. 2009. T. 79, Ne 8. C. 62.

10 Raevski I. P,, Kubrin S. P., Kovrigina S. A., Raevskaya
S.I, Titov V.V, Emelyanov A. S. Malitskaya M. A.,
Zakharchenko I. N. // Ferroelectrics. 2010. Vol. 397. P. 96.

11 Singh K., Band S. A., Kinge W. K. // Ferroelectrics.
2004. Vol. 306. P. 179.

12 Crpenenxnuit A. H,, Bopynosa A. B., Kosuna H.IL, Jlan-
umH B. V., Penymko II. @. MexaHOXMMMYECKNIT CUHTE3 B
Heopranmdeckoit xumun: C6. crareit CO AH CCCP / Ilog
pen. E. T. ABBakymosa. HoBocubupck: Hayka, 1991. C. 66.

13 Gao X. S, Xue J. M, Wang J., Yu T. and Shen Z. X. //
J. Am. Ceram. Soc. 2002. Vol. 85, No. 3. P. 565.

14 Bochenek D., Dercz G., Oleszak D. // Archives of
Metallurgy and Materials. 2011. Vol. 56, No. 4. P. 1015.

15 ITat. 975068 B 02C 17/08 PP, 1982.



