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Wccaemopano BAUsSHUE YCJIOBUM CUHTE3a W CIeKAaHUS HA MUKDPOCTPYKTYPY 1
aJeKTpou3nYeCKre CBOMCTBa OECCBUHIIOBON IIHe30KEPAMUKHU Ha OCHOBE
TBEPJOTO pacTBopa HuobaTa kanua—HaTpus cocrasa (K,;Na,;)NbO;. IIpen-
aoxen cmocob cuaTesa (K, ;Nay ;)NbO;, KOTOPBII O3BONIAET MHTEHCHDUII-
poBaTs 1u(MPy3UOHHBIE IIPOIECChl TBEPAO(AZHOTO B3aNMOAEHCTBUA NCXOTHBIX
KOMIIOHEHTOB IIPU IIOHMIKEHHBIX TeMIIepaTypax M OTKPHIBAET BO3MOYKHOCTH
[JIs YIIPABJIEHUA Pa3MepOM YacCTHUIl CHHTe3UPyeMOoro mopoiika. IlosyyeHa Bbi-
COKOYYBCTBUTEJbHAsA HAHOCTPYKTYpHAas OECCBUHIIOBAaA IIbe30KepaMHKa C
remmepaTtypoit Kiopu 400°C 1 1be304yBCTBUTEIBHOCTBIO g33, KOTOPASA IIOUTH B
4 pasa TIPEeBOCXOAUT MbE30UYBCTBUTEIHHOCTD JYUIINX MHE303JEKTPUUECKUX
maTtepuajioB Ha ocHoBe IITC.

HociimxeHo BIIUB YMOB CUHTE3H Ta CIIKAHHA HA MiKPOCTPYKTYPY U €JIeKT-
podisnuHi BiacTrBOCTI 6€30/IMB’ THOI II’€30KEepaMiKU Ha OCHOBi TBEPZOTO PO3-
unHy HiobaTy Kamiro—HaTpito (K, ;Na, 5;)NbO;. SanmponoroBaHo coci6 cuHTe3H
(K, 5Nay 5)NbO;, akuit ymoxkauBiaoe inreHcubiryBatu nudysiiini mporecu
TBepaodasHol B3aeMOil BUXiTHMX KOMIIOHEHTIB HIPU 3HUIKEHUX TeMIIeparTy-
pax i BiiKpuBae MOKJIUBICTh AJIsI KePyBaHHA PO3MipOM YACTHHOK IIOPOIIKY,
110 cuHTEe3yeThca. Omep:KaHo BUCOKOUYYTIUBY HAHOCTPYKTYPHY 0e30/IUB’AHY
r’e30KepamMiky 3 remneparypoio Kiopi 400°C i n’e3ouyTauBicTio &35, AKA Maii-
JKe B 4 pasu mepeBUIIye II’€30UyTIUBICTh KPAIUX I’ €30€JIeKTPUUYHUX MaTepi-
saiiB Ha ocHoBi IITO.

Influence of the synthesis and sintering conditions on the microstructure and
electrophysical properties of lead-free (K, ;Na, ;)NbO,-based piezoelectric ce-
ramics is investigated. Synthesis method, which makes possible to reduce syn-
thesis temperature and regulate particles’ size in synthesized powder, is de-
veloped. Nanostructure lead-free piezoelectric ceramics with the Curie point
T.=400°C is obtained. Piezoelectric sensitivity g;; of the obtained ceramics
almost four times exceeds the sensitivity of the best PZT-based ceramics.
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KiaroueBsle cioBa: 0eCCBMHIIOBAS IILE30KEPAMMKA, HMO0AT KaJUd—HATPUSI,
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(ITonyueno 18 oxmasadbps 2010 e.)

1. BBEAEHHUE

IIpe3oKepaMuUecKre MaTepPHUabl IIMTUPOKO UCHOJIb3YIOTCS B PA3IUYHBIX
00J1aCTAX TEXHUKU: PAAU03JEeKTPOHUKE, Tejle)OHUU, TUIAPOAKYCTUKE,
aTOMHOM sHepreTuke, aBTOMaTHUKe, IPUOOPOCTPOEHUHN, KOCMUYECKON U
aBHAITMOHHON TeXHUKe, MeAullnHe 1 T.A. HamboibIillee pacopocTpaHe-
HUe cpeiu HUX IOJyYHJa HIbhe303JIeKTpuuecKas KepaMuKa Ha OCHOBe
TBEPAOTO pacTBopa nmupKoHaTta—tuTaHara cesuHia (I[TC). Ograko us-3a
colep:KaHUA BLICOKOTOKCHUYHOI'O KOMIIOHEHTa — CBUWHIIA, OHA HE OTBe-
YyaeT COBPEeMEHHBIM HOPMAaM 5KOJIOTHUUYECKOU OesomacHocTu. ITosTomy B
ImocJjiefHue TOABI PE3KO BO3POC MHTEpeC K U3yUeHUI0 OECCBUHIIOBBIX OK-
CUIHBIX CHCTEM, CPeAu KOTOPBIX CHCTEeMAa TBEPABIX PAaCTBOPOB HuobATa
kanua—Hatpus (K, Na)NbO; (KNN) cuuTaercsa ogHOI n3 HauboIee mep-
cuexkTuBHBIX [1, 2]. [Ibe3okepamurka Ha ocHoBe KNN mposaBisieT 1mesbiit
pAm IIeHHBIX CBOMCTB, K KOTOPBIM, IIPEsKAe BCET0, OTHOCATCA BHICOKAS
rouka Kiopu (= 400°C) u coueranre HU3KOTO 3HAUCHUS MUIJIEKTPUUE-
CKOIi ITPOHUITA€MOCTH CO CPABHUTEJIHHO BHICOKMMHU 3HAUEHUSIMHU IHe30-
JIEeKTpuUecKuxX mopayJei. OmHako, B IIeJIOM, II0 YPOBHIO CBOMCTB OHA
ycrynaer IITC-kepamuke. Tem He MeHee, HaOJIOJAETCA TEHAECHIUA K
HOBBIMIEHUIO 3dJeKTpousndyeckux xapaxtepuctuk KNN-kepaMuikwm,
O0saromapsi MCIOJH30BAHUIO MOPAYETO IIPECCOBAHUS, JIETUPOBAHUA OK-
cujaMu pPas3JIUuYHBIX MeTaJJIOB, B ToM uucie Li, Ta, Cu, Mn u ap. [3—5].

B orsnuume ot IITC, cuctrema KNN MeHee TeXHOJIOTMYHA M3-3a €CTe-
CTBEHHOM TeHJeHI U (GOPMUPOBAHNA BTOPUYHEIX (a3 B IIPOIlecce CUH-
Tesa, oueHb Y3Koro (oxkojo 50°C) reMmiepaTypHOTO HHTEPBAJIA CIIEKaHUA
¥ BBICOKOI JIETYYeCTH OKCHUIOB I[eJIOUHBIX METAJJIOB. OTO CYIIECTBEHHO
YCIOKHAET IOJyUeHNe BRICOKOIJIIOTHON KepaMUKU CTeXHMOMETPUYECKO-
0 COCTaBa, BCJEACTBUE UEero YPOBEeHb U BOCHPOU3BOIUMOCTH CBOICTB
CTAHOBSATCSA HEYIOBJIETBOPUTENLHBIMU. Il09TOMY B HacTosIllee BpeMs
BBITIOJTHAIOTCA HCCJIEAOBAHUS IO YCTPAHEHWI0 OTMEUEHHBIX HEeIOCTAT-
KoB. OHU 00yCJIOBJIEHBI, B YaCTHOCTH, HECOBEPIIIEHCTBOM TPaIUIIAOH-
HOM KepaMHYeCcKOU TeXHOJOTUU, KOTopad SBJIsSeTcsa Haubojiee pacipo-
cTpaHeHHBIM citocobom mosyuerHus KNN-KepaMuKu, B OCHOBE KOTOPOTO
JEKUT IPAMOEe B3anMOIeHCTBYE IOPOIITKOOOPA3HBIX CMEeCeH MCXOTHBIX
peareHTOB B BUJe OKCHUAOB U KapOOHATOB COOTBETCTBYIOIIUX METAJJIOB
Opu HarpeBaHuu (MeTOJ TBEPAO(paA3HOTO CUHTE3A).

WsBecTHO [6], uTO cuHTE3 ABJISETCSA TOM HEOOXOAMMON cTagueil Tpa-
IUIIMOHHOM KepaMWYeCKOM TeXHOJIOTUM MHOJYUYEeHUS Mbe30KepaMUKH,
Ha KOTOPOI M3 MCXOMHBIX KOMIIOHEHTOB (opMUPYIOTCS (ha3bl, SBJISIO-
Iecs HOCUTEAMHU IIhe303JIEKTPUUECKUX CBOMCTB. OT XapaKTepUCTUK
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CUHTE3WPOBAHHOTO TOPOIIKa (XUMUYecKoro u GasoBOTO COCTaBa, Pas-
Mepa YacTUI]) BO MHOTOM 3aBUCUT MEXaHWU3M MPOTEKAHUS IMOCJIEeIYIO-
IITUX TPOIECCOB TOJNIYUEeHUS MaTepuaia, B YaCTHOCTY, MEXaHU3M KOM-
nakTupoBanud ((popMOBaHUI) M CHeKaHUA, UTO, B KOHEUHOM WTOTe,
BJNSET HA ero Mhe303JIeKTPUUeCKre CBOCTBa.

Ilensio maHHOI PabOTHI ABJASETCA WCCAEIOBAHNE BIUAHUA YCIOBUM
CUHTEe3a ¥ CIeKaHWs HAa MHUKDPOCTPYKTYPHBIE U 3JeKTpohusndyecKue
CBOIiCTBa Mh30KEePaMUKM Ha OCHOBE TBEP/IOTO PACTBOPA HMOOAaTa Kaausi—
HaTpusa cocrasa (K, ;Na, 5)NbO;.

2. OKCIIEPUMEHTAJIBHAA YACTD

B kauectBe mcxommoro cuipbA aasa cuHTesa KNN-marTepmasia cocrtaBa
(Ko 5Nay ;)NbO; uncroro u jserupoBaHHOIO KUCIOJIb30BAJHU CMECh IIOPOIII-
KOB [IBYX KOMIIOHEHTOB — IIeHTaokcuza Huobus Nb,O, B Buie o-
mMomupuKanum (MapKa «4aa», IPOU3BOACTBO « AMKUHOMOTO» , SITTOHMS )
U IpeKypcopa, IIPeAcTaBIIAIOIEro cob00il HU3KOILJIABKYIO IIPOMEIKYTOU-
HYIO OKCUTHYIO CUCTEMY, KOTOPAas BKJIIOUAET BCE JIEMEHThI CETHETOAJIEK -
tpuueckoii KNN-daswsl. IIpekypcop mnpeaBapuUTebHO CHUHTE3WMPOBATIU
KepaMuuecKkuM MeromoM mpu temmeparype 950°C, mucmouansysa Nb,O; u
kKapboHaTtel K m Na peaxTuBHON KBaauduranuu. IlolydyeHHYIO cMeCh
MMOPOIIKOB IpeKkypcopa u Nb,O; roMoreHu3upoBaIn ¢ IPUMEHEHNEeM Me-
XaHOAKTHBAIIMOHHOI'O IIOMOJIA. 3aTeM MOJYYEeHHYI0 AKTHBHUPOBAHHYIO
TIOPOIIKOBYIO cMech Imoasepranu Tepmoodbpaborke mpu 930—-940°C. Ilo-
cJe TepMOoOOpPabOTKM HOPOIIIOK M3MeIbUaln, IPUMeHAI BHOBb MEXaHO-
AKTHUBAIIMOHHBIA IIOMOJI.

YaenbHy0 MOBEPXHOCThL MCXOMHBLIX 1M TEPMOOOPaOOTAHHBIX ITOPOIII-
KoB ompenensanu meromoM BOT. OpdeKTuBHBIN UaMeTp YaCTHIL IIO-
POIIKA ONPeJeIsian, NCXOAS U3 COOTHOIIeHUs: d = 6/ (PS,,), rme p —
IIOTHOCTH mopommka (r/m?®), Sy, — yAeabHas HOBEPXHOCTH (M°/T).

B kauecTBe Jerupyoimero sjeMeHTa HCIOJab30Baau Mn (KOTOPBIH
BBIOMPAJIH, NCXOA N3 KPUCTALIIOXUMUUECKUX COOOPaKe ).

IToporrok aja cuekanua ¢GopMoBaau (KOMIAKTUPOBAJIN) B BUIE AUIC-
KOB auamMeTpoM 10 MM u TOJIIUHON 1 MM METOZOM OSHOOCHOTO IIPECCOo-
BaHuA upu yaeabHoM gaBiaennu 100—500 MIla. IIpeccmopoIiok s
(hopMOBaHMS rOTOBUJIN C MCIIOJIb30BAHNEM HETPASUIIMOHHON CBA3KH.

CumekaHne KepaMHUUYeCKHX 00pasIloB BBLIMNOJHAIN B MHTEPBAJIe TeM-
nepatyp 950—-1150°C B Teuenne 1-2 yacos.

KauecTBo cmeueHHOU KepaMUKNM KOHTPOJHPOBAJIH IIYTEM OIIpeaeie-
HUS TeOMETPUUECKOH IIJIOTHOCTH, a TaKsKe Kamkyllelcd IIJOTHOCTH U
IMOPHUCTOCTA METOLOM THIPOCTATHUYECKOro B3BermuBaunusa corjacuo OCT
473.4-81.

PenrrenodasoBerii anaaus (PP®A) BuimoaHAIM Ha AudpaKTOMeTpe
JIPOH-3 ¢ ucnosbzoBanueM oThpuabTpoBaHHOT0 CUK -U3IyUeHnd.

MUKPOCKOIINYECKNE MCCJIEIOBAHNSA BBIIOJHAJINA METOLOM IIPOCBEYI-
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Barorell anekTpoHHON MuKpockonuu (II9M) (muxkpockon JEM-200) u
pacTpoBoil sMeKTpoHHOI MuKpockonuu (POM) (murxpockom JSM-
6490LV ¢pupmer JEOL, fAmonns).

IusIeKTpuUecKyo IPOHUIIAEMOCTh M TAHTEHC yrjla AUIJIEeKTpuYe-
CKUX IIOTePh B CJIAOBIX 9JIEKTPUUECKUX ITOJISIX M3MEPSAIU Ha dactore 1
kI'm. IIbe303ieKTpHUUECK e TapaMETPhl NBMEPAIU PEe30HAHCHBIM METO-
mom B coorBercTBuUu ¢ OCT 11044-87 «Marepuasabl IIbe3oKepaMude-
ckue. TexHMYeCKUE YCJIOBUA» . [Ibe30MOayab ds; OTIpeIesAaln cTaTuye-
CKHUM METOJOM B COOTBETCTBUU C TEM JK€e CTAHIAPTOM.

3. PESYJIBTATDHI U OBCY:KIEHUNE

Kax mokasamm pesyJbTaThl MCCIETOBAHNMA, IMOJYUYEHHBIA HU3KOILIAB-
KU TpeKkypcop, o ganusiM PPA, npencraBiisger coboil cMmech TBEPAOTO
pacTBOpa ¢ poMOMYECKOW CTPYKTYpOii Tuma neposckura (a = 5,605 A,
b=5,629A, ¢=3,932A) u HeSHAUNTEILHOrO KOJIUUECTBA (A3BL
(Na,K);NbgO,;. Mopdosiorus 4yacTuil IOPOIIKa IPEKyPcopa U UCXOLHO-
ro mopoika Nb,O; mpeacraBiena Ha puc. 1, a, 6 COOTBEeTCTBEHHO.
Pesyabrarsr POA mpogyKToB TepM0o0oOpabOTKY ITOKAa3aJu, UTO B pe-
aKIuoHHON cMmecu mpexkypcopa u Nb,O; y:xe mpu 850°C obpasyercs
KNN-dasa ¢ xopoiiro chopMUPOBAHHONH OPTOPOMOMUECKOII CTPYKTYPOI
IIEPOBCKKTA, TOTAA KAK B CJydae TPaIUIMOHHOro caocoba [5] opTopom-
OuuecKasi CTPYKTypa IPU 3TOU TeMIepaTrype TOJAbKO HaunHaeT (hopMU-
poBaThcsa. O0pasoBanme OAHO(PAZHOTO IIPOAYKTA (UMCTOTO 1 JEeTUPOBaH-
HOTO Mn) B Busie (ha3bl MEPOBCKUTA C apaMeTPaM¥ OPTOPOMOUYECKOM
pemerku a = 5,651 A, b=5,680 A, ¢ = 3,948 A zasepmaercs npu 950—
1000°C. Ha pucyuke 2, a mpeacTaBJIeHbI 3JIEKTPOHHELIE MIKPO(OTOTPa-
dun (II9M) KNN-nmoportika, cuaTesupoBarnoro mpu 950°C, B cpaBHe-
HNMX C IIOPOIIKOM, IIOJYYE€HHBIM IIO TpaIII/IILPIOHHOﬁ TEXHOJIOTUHN IIPpHU
1100°C (puc. 2, 6). B Tabaure 1 nmpeacraBieHbl pa3MepHbIe XapaKTepHu-
cruky KNN-mopomika, a Tak:ke XapaKTepPUCTUKY MOPOIIKOB IPEKyPCo-

Puc. 1. 9nexrponubie Mmukpodororpaduu (II9M) moporika mpexypcopa (a) u
mopormka Nb,O; (6).
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a 0
Puc. 2. Onextpounbsie mukpodororpadpuu (ITOM) mopomrka KNN, cuHTesu-

poBaruoro mpu 950°C HOBBIM crmocoboM (uepes3 mpekypcop) (a) u mpu 1100°C
TPATUIIMOHHBIM cocobom (6).

TABJIUITA 1. YcioBus cuHTe3a 1 XapaKTePUCTUKA ITOPOIITKOB cucteMbl KNN.

Yenosusa MeTon usmepeHuA
TepMOOOGPaAGOTKH A p
Cocras 1mopoIiIKa Merto, MeTo
P Temnepartypa, Bpema, Meron BOT HSMJI OKPH
°C q
Sy M°/1|dy, MEM|d,y, MEM| dogp, HM
(K,o,5Na, 5)NbO;
(TPagUITMOHHBIA 1100 1 1,86 0,70 0,80 23,4
crrocob cuHTe3a)
(Ko 5Nay 5)NbO,
(paspaboTaHHBIH 950 1 3,60 0,38 0,41 32,0
crocob cuHTe3a)
IIpekypcop 950 1 1,66 0,8 0,85 45,2
Nb,O; «umga»,
IIPOM3BOICTBO o o o . 0.40 30.1
«AIKIHOMOTO», ’ >
Anounsa

pa u Nb,O;. Kak ciengyer 13 MOJNyYeHHBIX MTaHHBIX, MIKPOpPasMepHbIE
yactTubl KNN-IopoIrKa cocTosaT U3 HAHOCTPYKTYPHBIX 3JI€MEHTOB —
KPUCTAJJIINTOB, KOTOPBIE OIPEAEJAI0OTCA IIPU PEHTTreH0(ha30BOM aHaJIN-
3e Kak o0Jsactu KorepeuTHoro paccesaus (OKP).

WcnonbsoBanme MexaHOAKTUBAIIMOHHOTO IIOMOJIA CHHTEe3WPOBAHHOTO
KNN-mopoirika, Takske Kak 1 MeXaHUUeCKON aKTuUBaIlUM cMeceil TBep-
IBIX peareHToB mpexkypcopa u Nb,O;, BeeT K 06pa3oBaHNIO B HUX MeXa-
HUYECKUX HAIPAKEHUH, UTO COIPOBOKIaeTCS BhIZieJIeHNeM TeIla, oopa-
30BaHMEM PasHoOro poja qedeKTOB, paspyllleHneM, JUCIIePrUPOBaHIEM U
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ITacTuuyeckou nedopmariueii yactuil. [lobaBiaeHne B MEXaHUYECKYIO IIO-
poIrkoobpasHyo cMmech ITAB cmoco6CTBYeT CHIMMKEHMIO IPOYHOCTH afTe-
sum yactull (adpdext Pebunaepa), ycKopseT paspyllieHHe arjioMepaToB
YaCTHUII, IIOBBIIIAA TEeM CAMBIM CTEIIEHDb JUCIEePTUPOBAHMS IIOPOIIKA.

Mexanusm obpasoBanusa KNN-(dassl ¢ MCI0JIb30BaHIEM IIPEKypcopa
MOYKHO MHTEPIPETUPOBATDH CIAeAYIOIINM oopasoM. B mpoiiecce Tepmoo06-
paboTku npu 930—940°C peakIMOHHOM cMmecHu, cocrodmieir us Nb,O,; u
IpeKypcopa, 5JIeMeHThI IIePOBCKUTOBON KPUCTAJLINUYECKON CTPYKTYPHI
TIOCJIETHETO XapaKTepu3yITCsa BEICOKOH MOABUKHOCTBIO. IIpu aTOM 110-
HHI 111e10UHbIX MeTaJ10B (K, Na), nmeroniue sHaunTeIbHO 00JI€€ BHICO-
KYI0 IOABUKHOCTE, ueM Nb®!, nuddyaaupyioT B 00béM yacTuis: Nb,Os,
00pasys TBEPABIN pacTBOpP. KOHIIeHTpaI1isd NOHOB IIeJIOUHBLIX METAJJI0B
OyZzeT Bo3pacTaTh B mpezesax o0béma uacTuiisl Nb,O, 10 Tex mop, moka
He OyIeT JOCTHUTHYTA KOHIIEHTPAIUA HACBIIIEHU 1 IIepexo] B 00J1aCThb
KPHUCTAJNIN3AUN paspeménHoi (assl, T.e. (K, ;Nag;)NbO;. IIpomecc
BBIZleIeHUA HOBOI (ha3hl M3 TBEPAOTO PACTBOpPA 3aBUCUT KaK OT CKOPO-
cTu 06pa3oBaHUA 3aPOILIIIeli, TAK M OT CKOPOCTHU UX MOCJIEAYIOIIEero po-
crta. B paMKax Teopuu TOMOXUMUUYECKUX PeaKIuii [ 7] MOKHO IMOJTYUUTD
ypaBHeHUE IJsd OIeHKu pasmepa KpuctaaanToB KNN-¢asbel co CTPpyK-
TYypOii IEPOBCKHUTA B 3aBHCHMOCTH OT MCXOJHOTO pasMepa UYACTHIL
Nb,O;. Eciu Ha moBepxuHocTH YacTuilbl Nb,O; BOBHHKAaET e JUHCTBEHHOE
SIIPO IMIEPOBCKUTOBOM (hasbl, TO IIPU BEIOPAHHOM HAaMM COCTABE IIPEKYP-
copa OTHOIIIeHIe PasMepoB yacTull neposckura u Nb,O; pasuo 1,42. s
sKcmepuMeHTANbHLIX AaHHBIX OKP cunTesupoBannoii KNN-dasbsr co
CTPYKTYPOI mepoBCKUTA U AAaHHBIX IIOM 1ys pasMepoB MCXOAHBIX Ua-
crut, Nb,O, ciaenyer, 4To MIOIIangb aKTUBHLIX IIEHTPOB HYKJeAIlNH IIie-
poBCcKuUTOBOMH (asel paBHa S* =900 HM?. C yueToM HaMIeHHOIO COOTHO-
IIeHUsS ¥ BJIUAHWUS TeMIepaTypbl cuHTes3a T, MoJiyuyeHa 3aBHCHMOCTH
pasMepa KpPHCTAJLINTOB de KNN-(ass! oT ICXOZHOTO pasMepa YaCTHUIL
Nb,O; B unrepsane dy, , =17-100 mm:

. Y5
S
4. =1,675.107T| 2o
s

¥ TIPU MCXOAHOM pasMmepe uactuill Nb,O; menbiie 17 HM:
d.,=1,675- 10’3dNb205T .

AHans oIyYeHHBIX YPaBHEHUH ITOKA3LIBAET, UTO PEAIbHO VIIPABIATD
pasMepaMu KPHCTAJLINTOB MOXKHO TOJBKO B mpeaenax oT 10 1o 50 HMm.
Taxum obpasom, oOpaszoBaHMe HOBOM (hasbl B HCCIEAYEMOII cucTeMe
MOJKHO pacCMaTpPHUBATL C HO3UINHU €€ GOPpMUPOBAaHMUA Ha YaCTHUIIAX IIO-
pomika Nb,O;, pasmep KOTOPBIX OyAeT OIpeneasaTbh pasMep o6pasyio-
mietica ¢aspl. CiemoBaTesbHO, IIOABJIAETCA peaJbHasd BO3MOYKHOCTD
yrpaBaaTh pasMepoMm uacTull, KNN-¢assl 3a cuéT nsMeHeHUA pasmepa
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YACTHUIL TYT'OIIJIABKOTO «IIOKPBhIBAEMOT0» KoMIIoHeHTa — NbyOj;.

C pocTOM IHCIEPCHOCTH YCHUJIMBAETCS B3aMMOIelCTBHE MEXXKIy da-
CTUIIAMHU ITOPOIIIKA, KOTOpoe BemeT K mx arsomepariuu [8]. IIpu xom-
MaKTHUPOBAHUY (B YaCTHOCTH, IIPECCOBAHMNN) TaKle IIOPOIITKY 00pasyor,
TaK HasbIBaeMble, KapKaCHbIE CTPYKTYPhI, KOTOPELIE IIPOTHUBOCTOAT
VILJIOTHEHUIO MOpoIiKa. VMcmoabp3oBanue IJisi IPUTOTOBJIEHUS IIPECCIIO-
pomka Ha ocHoBe KNN moBepxHOCTHO-aKTUBHBIX BelecTB (ILAB)
(HapAgy cO CBA3YIOIIUMU KOMIIOHEHTaMM), CIOCOOCTBYET CHUIKEHUIO
IIPOYHOCTH KECTKUX M MATKHUX arjioMepaToB 4aCTHIl, YTO 3HAUYMUTEJIbHO
objieruaerT mx paspylleHue. ITO IIO3BOJAET IOBBICUTh MAaKCHMAaJIbHOE
IaBJIeHNEe IPECCOBAHUA KepaMHUeCKUX ITOPOINKOB [9], B ToM umcie u
KNN-nmopor1ikoB, B 5—6 pas, obecrieunB IIPU 3TOM OCTATOUHYIO IOPU-
CTOCTHb CIIPECCOBAHBIX 00pasmoB Ha ypoBHe 30—35 00.% . Beamuwmna
OCTaTOYHOI MOPUCTOCTH SIBJIAETCSA BaKHBIM IIapaMeTPOM IIpoIiecca CIe-
KaHusA IOPOIIKOBOTO MaTepuaja, 0cCO0eHHO HamogucaepcHoro. Ilpu ee
yBeauuenuu cBbiie 35—40 06.% B cmekaemMoM MaTepuaJie, BCIEICTBLE
KoaJleCcIeHI[uK, 00pa3yoTCs MaKPOIIOPEI, UTO BEJeT K CHUMKEHUIO DJIeK-
TPO(PU3UUECKUX CBOMCTB Ib€30KEePAMUKHA.

C ucnooJsib3oBaHHEM pas3paboTaHHOTO CIIoco0a IIPecCOBAHUA OLIIN W3-
TOTOBJIEHEI 00pasIlbl B BUJE IIPECCOBOK C OCTATOUHOM HMOPUCTOCTLIO 35
00.% , uro mpubausuTesabHO B 1,5 pasa MeHbIIe, YeM HPU TPASUIIAOH-
HOM cIoco0e IpeccoBaHM’A.

CroekaHue IIOPOIIKOB C IPeIBapPUTEJIbHBIM MX KOMIAKTHPOBAHUEM
SIBJISIETCS OIIpeaesIsarolieil cragueil B GOPMUPOBAHNY KOHEUHO MUKPO-
CTPYKTYPHI ITbe3oKepaMuku. Kak mokasano B pabore [10], B mporiecce
MMOJIyUYeHHU IIbe30KepaMUYeCKoro MaTepralia Hapsiay C POCTOM 3€pHa OT
0,4-0,7 MKM B KepaMHUYeCKOM IIOPOIIIKe O0 2—4 MKM B KepaMHUKe,
HalOJIrogaeTcsa yBeJlnUueHre pasMepoB Kpuctaaautos ¢ 23—30 go 37—42
HM COOTBETCTBEHHO.

MuxkpocTpyKTypa JierupoBanuoit mapraninem KNN-kepamMuku, Io-
JYYEHHOH II0 TPAAUIIMOHHON TEeXHOJOTHMM M HOBBIM CIIOCOOOM, IIPeJ-
cTaBJIeHA Ha puc. 3, @, 6 COOTBETCTBEHHO.

Kax ciaemyer m3 puc.3, 3epHAa KepaMHUKH HNMeEOT MOPQOJIOTHIO,
OIU3KYI0O K KyOMYEeCKOl, XaOTUYHO PacHojiosKeHsl. [Ipu aToM 3epHa Ke-
paMUKM, IIOJYUYeHHON HOBBIM CIIOCOOOM, 0ojiee MeJIKIMe, UeM B cayuae
TPAOUIITMOHHOMN TeXHOJOTHH.

AnekTpodU3NUECKEe XAPAKTEPUCTHUKU IIhe30KepPaMHUKM Ha OCHOBE
tBepzoro pacrsopa (K, ;Na, ;)NbO; (KNN) npexgcrasierns! B Tabi. 2, us
KOTOpPOIi caedyeT, uUTo JieTrupymoliiaa gobaBka Mn mposBiseT MHTepec-
HYI0 0COOEHHOCTD: IIOBLIIIIAET Ihe30MOLYJIb ds; KAK CErHETOMSATKASA I0-
0aBKa, HO IPHU 9TOM YMEHbIIIAET AUIJEKTPUUECKYIO IPOHUIIAEMOCTD € U
3HAUEHMs TaHIeHCa yIrja IUSJIEKTPUUCKMX II0Teph tgd KaK cerHero-
sKecTKas mobaBka [5]. IIpumeuaTenbHO, UTO 9TOT 9PPEKT TPOABIIIETCS
cUJIbHEE B cJyuae Ibe30KepPaMUuKU, II0JYUYeHHOM HOBBIM CIIOCO0OM M Xa-
PaKTepUayIoIneiica MeHbIIINM Pa3MEePOM 3epHA.
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Puc. 3. Mukpoctpykrypa KNN-KepaMUKU, MOJYYEHHON MO TPAAUIIMOHHOM
TexHOJOTUU (@) M pasdpaboTaHHBIM cIlocoboM (uepes mpeKypcop) (6), mo mam-
weIM POM. Temneparypa cunekaunus 1100 u 1050°C coorBeTCTBEHHO.

TABJIAIA 2. 9nekTpodhusnyecKre XapaKTePUCTUKU The30KepPaMUKU Ha OC-
HoBe (K, ;Na, 5;)NbO;.

Cocras €33/€0 tgd,% ds1, K dss, 8335 Viss T, ps
Marepuaia (1 xT'm) | (1 xTm) | nKx/H " | oKa/H MB-m-H™Y| m/c °C | r/em®

BeccBuHIoBasa IIb€30KepaMUuKa (TpaﬂI/IIII/IOHHaH KepaMu4decKas TeXHOJIOI‘I/Iﬂ)

KNN 250 566 27 0,31 160 72 3890 405 4,14
KNN + Mn 182 2,13 13 0,15 300 186 3488 410 4,29
BeccBuHIloBasa npe3okepaMuKa (paspaboTaHHBIN c10co6)
KNN + Mn 174 2,10 16 0,14 340 220 3518 400 4,29
CBI/IHeIICOILepH{aH.Iaa IIbe30OKepaMuKa
Cergfg}f;fmﬁ 2000£200 <2,00 >200 >0,65 >600 35-50 2200 >265 >T7,5
IITCC,-3

., 1400+140 <0,55 =140 =2>0,55270-350 35-50 2900 290 =>7,5
CeTHEeTOXKeCTKHIH

OueBUIHO, CETHETOMATKMNE W JOHOPHBLIE CBOMCTBA MapraHIla MOTYT
MIPOSIBUTHCA IIPU 3aMeIlleHNY MapraHileM MOHOB B y3JaxX A KPUCTaJLIN-
yecKoii pereTku nepoeckuta ABQO;, Korja cTemeHb okucjaeHus Mn pas-
HseTca +2. IIpu cTemeHu OKMCJIeHUA MapraHiia +4 u Bbillle, HauboJiee
BEPOATHO, (MCXOAA U3 KPUCTAIIOXUMUYECKUX cOOOpaskeHnil) 3aMelrie-
HUe MOHOB HMoOus B yajax B. Mz-za mMajiocTu MOHHOTO paguyca BO3-
MOKHO TaKxe BHeZipeHre Mn*" B meaxgoysnne.

AHanus pesyabTaTOB 3JIEeKTPOGU3NUECKUX M3MEepPeHUU ITOKa3bIBaerT,
YTO MOJVUEHHAas BeJiMYHa IIbe303JIEKTPUUECKOr0o MOAyJIA ds; (340
MB-Mm/H) nmpeBocxoauT sHaueHUA 3apyOeKHbIX aHajioroB [11], a mbeso-
YYBCTBUTEJNHLHOCTD S35 MOUTH B 4 pasa IPEBOCXOIUT IIbE30UYBCTBUTEIb-
HOCTB JIVUIIINX IThe303JIEKTPUUeCcKnX MaTepuaioB Ha ocHoBe [ITC[11].

ITosmyueHHBIE PE3YAbTATHI UMEIOT BajKHOE IPAKTHUUECKOe 3HaUeHNeE.
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BeccBuHIOBAA MbEe30KEPAMUKA C BHICOKOM IIHE30UYBCTBUTEIHLHOCTHIO B
COUETAHNM C BHICOKOM CTENEeHBIO YKOJOIMUYECKO 0€30IIaCHOCTH ABJISIET-
¢ 0COOEHHO IIEePCIEKTUBHOMN I IPUMEHEeHNA B MEIUIINHCKON J1arto-
CTUUYECKON TexHuKe. Kpome TOro, oHa ¢ ycuexom MOKET IPUMEHITHCA B
npubopax A HepaspylIaroIero KOHTPOJIS JIETKUX CIJIABOB HA OCHOBE
Al, Mg, Ti u np., B cocTaBe BBEICOKOTEMIIePATYPHLIX JATUNKOB, O0Jaro-
Iaps BeIcOKOM Temuepatype Kioopu (= 400°C), a Takke B BBICOKOUACTOT-
HBIX IIPeo0pas3oBaTeIAX U JPYIUX TeXHUUECKUX YCTPOMCTBAX.

4. BBIBOAbI

WccaemoBaHbl YCIOBUS CUHTE3a 1 CIIEKAHUA Ibe30KePaMUYecKoro MarTe-
prana Ha ocHOBe Huobara kanmua—Harpuda (K, ;Na, ;)NbO;. IIpennosxen
croco0 CHHTe3a MaTepHajia, B KOTOPOM B KaueCTBe MCXOIHOIO ChIPbS
HUCIIOJIb3YeTCSA CMECh IIOPOIINKOB ABYX KOMIIOHEHTOB — II€HTAOKCHIA
unobuss Nb,O, 1 mpexypcopa, KOTOPBIM IIpeicTaBJseT CO00N HU3KO-
miraBkyio (950°C) mpoMeKyTOUHYIO OKCUIHYIO CCTEMY CO CTPYKTYpPOit
IIepoBCKHUTA, comepskarnyro nonsl K, Na u Nb.

YcTaHoOBIE€HO, UTO MCIIOJL30BAHNE B KAUECTBE OJHOTO M3 HMCXOMHBIX
KOMIIOHEHTOB HU3KOILIABKOTO IIPEKypPCopa II03BOJISeT MHTEeHCH(DUIIIPO-
BaTh quddysnoHHbIe Iporecckl TBepaodasHoro cunTresa (K, ;Na, ;) NbO;
IIPY HMOHUKEHHLBIX TeMIIEPATypax, CIIOCOOCTBYS TE€M CAMBIM IIOJIYyUYEHIIO
0oJiee MEJKOAUCIIEPCHOr0 OMHO(AZHOTO CHUHTE3NPOBAHHOTO IIOPOIIIKA aK-
THBHOTO K CIeKaHuio. Kpome TOro, IOSABISETCS BO3MOMKHOCTH IJIs
yOpaBJIeHUA pPasMepoM dYacTull (KPHUCTAJINTOB) CHUHTE3UPYEeMOI'O IIO-
pomka (K, ;Na, ;)NbO; 3a cuéT nsmMeHeHNA pagMepa YacTHUIL IeHTA0KCHUAA
Huobus Nb,O;. B paMkax Teopun TOHOXUMUYECKUX PEAKIUi II0JyYeHbI
YPaBHEHUS AJIA OLleHKU pasMepa Kpuctaaiutos ¢assl (K, ;Na,y;)NbO; B
3aBHUCHMOCTH OT MCXOAHOr0 pasmepa yactuit Nb,O;.

Haiingens cocrasel IIAB, o6ecnieunBaloiine MakcuMaJIbHbBIE 9(h(EeKThI
IIP MeXaHOAKTHMBAIITMOHHOM IIOMOJI€ CMECH MCXOJHBIX KOMIIOHEHTOB 1
CHHTE3MPOBAHHOTO IIOPOIIIKAa, IIOBhIIIadA CTEIIeHDb AVCIIEPCHOCTHU CHUHTE-
3UPOBAHHOrO IIOPOIIKA ¥ KAaUeCcTBO CIIPECCOBAHHBIX 3aroToBoK. Haiime-
HBI OIITIMAaJIbHbIE YCJIOBUA CIIEKaHNA 06pa3u03.

IToxasano, uTo Jerupymoiasa gob6aBka Mn HOBBIIAET ILJIOTHOCTE CIIE-
YeHHOII KepaMUKU 1 ABJsgeTcA 3(pPeKTUBHON J00aBKOI IJA ITOBLIIIIE-
HUS Tbe30YYBCTBUTEIHHOCTH g33. OHA yMeHbIaeT € u tgd, HO mouTH B 2
pasa, II0 CPABHEHUIO C HEeJIETMPOBAHHOM Ibe30KEePAMUKOIl, YBEJININBAET
IbEe30MOAYJIb d3; U Mbe30UYBCTBUTEIBLHOCTD ZJ53. lIpuueM, moayueHHAST
HOBBIM CIIOCO0OM 00Jiee MeJIKO3epHHuCTas JiernpoBamHas Mn mbesoke-
paMMKa XapaKTepus3yeTcs IIOHMKEeHHBIM 3HAaYUeHNeM € 11 00Jiee BBICOKUM
3HAYEHUEM d33, 110 CPABHEHHIO C IIbe30KePaMUKOi, M3rOTOBJIEHHOM Tpa-
OIUIINOHHBIM MeTOogoM. IloJyueHHbIe 3HAUCHUS IIHe30MOAYJIA ds; Ipe-
BOCXOIAT 3HAUCHUS 3apYyOeKHBIX aHAJIOI'0OB, a IIbe30UyBCTBUTEIHHOCTD
835 TIOUTH B 4 pasa IPEeBOCXOIUT HThe30UYBCTBUTEJIbHOCTD JYUIIIUX 00-
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pastoB IITC-marepuaios.

ODUTHUPOBAHHAS JINTEPATYPA

1.
2.

e

10.

11.

E. Ringgaard and T. Wurlitzer, J. Eur. Ceram. Soc., 25: 2701 (2005).

M. Matsubara, T. Yamaguchi, and W. Sakamoto, . Am. Ceram. Soc., 88, No. 5:
1190 (2005).

E. Hollenstein, M. Davis, D. Damjanovic, and N. Setter, Appl. Phys. Lett., 87:
1829 (2005).

H. Takao, Y. Saito, Y. Aoki, and K. Horibuchi, J.Am. Ceram. Soc., 89, No. 6:
1951 (2006).

JI.T. T'ycaxoBa, H. A. Cnupuznonos, [. B. Kyseuko, H. I'. Kuceas, B. M. Mmyx,
Hayrosi npaui JorHTY. Cep: Ximia i ximiuna mexunonozisa, 5, Ne 163: 86
(2010).

B. fAdde, V. Kyxk, I. ddde, ITvesosnexmpuueckasn kepamura (Mocksa: Mup: 1974).
A. 1. PosoBckuit, Kunemurxa monoxumuieckux peaxyuit (MockBa: Xumusa: 1974).
II. ®. OpuurnuKOB, H. H. Kpyraounxuit, H. B. Muxaiinos, Peosozus mukco-
mponusix cucmenm (Kues: Hayxkosa nymra: 1972).

JI.T. I'ycakoBa, H. A. Cuupugonos, B. M. Iloru6ko, T. E. Koucrantuaosa, A. B.
Topox, I'. K. BonkoBa, Hanocucmemu, HaHomamepiaaiu, HAHOMeEXHOA02iLl, 2,
Butl. 4: 1269 (2004).

JI.T'. I'ycakoBa, H. A. Cnupugonos, B. M. Iloru6ko, T. E. Koucrantunosa,

H. A. Cnupugonos, Tp. ITepsoii mesxdynapodroil kongepernuyuu « Hanocmpyx-
mypuoie mamepuaav. — 2008» (Munck: Benopycckas Hayka: 2008).

Y. Saito, H. Takao, T. Tan, T. Nonoyama, K. Takatori, T. Homma, T. Nagaya,
and M. Nakamura, Nature, 432: 84 (2004).



