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AHHOTanusi: ABTOpamMH IMOJIydeHbl 00Opa3lbl U IMPOBEIEHO HCCIECIOBAaHUE CTPYKTYpPbl U
JTUDJIEKTPUIECKUX CBOMCTB IMbE30ICKTPUUICCKONW KEpaMHUKH Ha OCHOBE HHMOOATOB HATPUS U

JIUTHS (LiO,lNaO,Q) NbO, mpu pazauyHbIX TEXHOJOTHAX CHHTE3a MaTeprana HU0OaTa HaTpHUs.
IIpoBeneHO CpaBHUTENBHOE HCCIECNOBAHUE CTPYKTYpbl M AMDJIEKTPUYECKHUX CBOMCTB
nolxydeHHbIX oOpasnoB. [loka3aHa CyIIecTBEHHas 3aBHCUMOCTb 3€pHOOOpPA30BaHUS B
nporecce criekanus obpasios ot temmeparypbl cunre3a cocraBa NaNbO,. Ycranosieno,
9TO TemIeparypa (a3oBOro Mepexojia CHIBHO 3aBUCUT OT TEMIIEpaTyphbl IIEPBOTO CHHTE3a
HuoOara HaTpus (1epBblid cuHTe3 mpu Temneparype 650 °C — T ~375°C, npu Temneparype
nepssIii cuaTe3 700 °C — T, =425°C).

Kniouesvie cnosa: nvezosnexmpuueckas Kepamuka, 0eccéuHyosbie Mamepuansl, CmMpyKmypa
3epeH.

1. BBegenue

Hecmotpss nHa mnpunsarue B 2003 romy EBpomapiameHTOM 3akoHa,
OTrPaHUYMBAIOIIETO UCIIOIb30BaHUE COCTMHEHNI CBUHIIA, KaAMUS, PTYTH U psla
JIpyrux BeulecTB [1], Ha HACTOSIIMII MOMEHT OH HE 3aTparuBacT MaTepHualbl,
UCIIOJIb3yeMbIe B TMBE302JIEKTPUUYECKUX MpeoOpa3oBaTemsiX, MOCKOJIbKY He
HaWJIeHbl BEIIECTBAa, CIIOCOOHBIE BO BCEX TEXHOJOTUYECKUX MPUMEHEHUSIX
3aMEHUTh cucTeMy uupkoHara—tutaHata cBuHUOa (L[TC). 3HaunTenbHBIC
uccienoBanusi B oomactu OeccBUHIOBBIX anbTepHatuB L[TC Hawamuch Oonee
JBaJIaTH JIET Ha3ald, XOTA OCHOBHbIE MaTepuaibl HU3BECTHBI Yyxke Ooree
nosyBeka. HecMoTpss Ha 3HaUMTENbHBbIE YCHIIMA B Jej€ pPa3pabOTKU TaKuxX
MaTepHaioB, OKOHYATEIbHO 3Ta MpoOJeMa /10 CHX MOp OCTAETCs HEPEIIEHHOM
[2,3]. Takum oOpa3om, OYCBUAHO, YTO JOMHHHPYIOIICH Ha EBPOIEHCKOM
pbIHKE B OyAylleM CTaHeT MPOAYKIMsS, OCHOBaHHAsT Ha HCMOJb30BAHUU
MaTepUaJioB aJlbTEPHATUBHBIX CBUHEIICOJEPXkKAIIUM. B CBSI3U C 3TUM MOHUCK
HOBBIX ITh€30KEPAMUYECKHX MATEPUATIOB SIBJISETCS AaKTyaJIbHOW Hay4dHO-
IIPAKTUYECKOM 3a4a4eH.

2. [TocranoBka 3axa4uu

Bri6op kepamMuku cuCTeMBbl HHOOAaTa HATpus OOYCJIOBJICH, C OJIHOM
CTOPOHBI, JOCTATOYHO MIMPOKONW HM3yUYEHHOCTBHIO JAHHOTO Kjacca MaTepHasioB
[4-7]. Tlpm sTOoM umcTas kepamuika HuoOaTa HaTpus 00JIagaeT OOJIBIIMM
KOJIMYECTBOM Pa3HOPOJHBIX (a30oBbix mepexonoB [8-11] B temmepaTypHOM
WHTEpBAJIC 360—640°C C BO3MOYKHBIM CyIIECTBOBAHUEM

© 0O.B. Manemukuna, K.B. [Tantyes, A.1. BaHosa, 2020
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aHTHCETHETOYJIEKTpUYecKOM (a3pl [11] u HanMUMeM peakCOpHbIX CBOMCTB [12].
ABtopel [13] moxkaszanu, 4YTO 3aMeHa HWOHOB HATpPUs HOHAMHU JIUTUS B
KOHIIeHTpanuu Oosee 3% MNpuUBOIUT K cTabmimm3anuu Q-—dasbl, U 00pa3isl
UMEIOT CTPYKTYPY, XapaKTEPHYIO IS OJHOPOIHBIX CETHETOAICKTPHKOB. ITO
JenaeT KepaMHuKy HHoOaTa HATPHUSI—JIUTHS TMEPCHEKTUBHBIM MAaTEPUATIOM IS
MoauduKaIu CBOUCTB. B Toke BpeMs, Oonbie KOHIEHTpauu JuTus (20 % u
0osee) MpUBOAAT K CYLIECTBEHHOMY YXYJIIEHUIO MEXaHWYECKON MPOYHOCTU
00pa3lioB U HEBO3MOXKHOCTH WX TOJSPU3ANUHA BO BHEITHEM JJICKTPHYECCKOM
nose [13]. B cBs3u ¢ »THM, B JAaHHON paboTe sl MPOBEPKU BIHSHHUS
TEeMIIepaTyphbl CHHTE3a UCXOJJHOTO COCTaBa Ha CBOMCTBA KepaMUKU ObLI BHIOpAH
coctas (Liy,Na, g ) NbO; .

[lenbto HacToOsmIeH pabOTHI SBISUIOCH MONYyYCHHE U HCCIICIOBAHUE
00pa3oB KepaMuKH HHOOaTa JTUTHS — HATpUs (Lij,Nay,)NbO, B 3aBHCHMOCTH

OT TeMIIepaTyphbl CHHTE3a MaTepuasia HuoOaTa HaTpusl.

3. DKCIepUMEHTAJIbHAN YaCTh U ONKMCAHNE Pe3YJIbTATOB
TBepnodaszueiii cunTe3 marepuanoB LiINDO, um NaNbO, cymecTBusics

Pa3dcCiIbHO U IIPH PAa3HbBIX TCMIICPATYypax. beun IMOJIYUYCHBI WM HMCCJIICAOBAHBI
06pa3111>1, CHUHTC3 HCXOIHBIX KOMIIOHCHT KOTOPBIX OCYHICCTBILAJICA IIO
CICAYIOIINM CXCMaM:

I) LiNbO, cuHTe3upoBasicss oauH pa3 mpu temmneparype 700 °C, a NaNbO, mpu
temmeparype 650 °C.

I1) LiNbO, cunTesnpoBanu asa paza npu 700°C, a NaNbO, nBa pasa mpu 650 °C.
[11) LiNbO, cunTe3mpoBanu nBa pasza mnpu Temrmeparype 700 °C, NaNbO, Toxe
JIBa pa3a, HO IIPU Pa3HBIX TEMIIEpaTypax: NMEpBbIM cUHTE3 Ipu 650 °C, BTOpOH
npu 700 °C.

IV) LiNbO, u NaNbO, cuHTe3upoBanu aBa pasa, 00a mpu 700 °C.

CmemmBaHve B ONPEACIICHHBIX MOponopuusax nopomkoB LiNbO, wu
NaNbO, mpoucxonuno mepen  mpeccoBaHueM  oOpa3uoB. CrnekaHue
OCYIIECTBISUIOCH Mpu TemnepaType 1100°C. Bce 3aroTroBKkd HMMeENH JUAMETP
10,4 MM, mocie cnekanus pasmep oopa3uoB coctaBuia 9,1+0,1 mm. U3menenue

pa3MepoB CBI3aHO C YIUIOTHEHHWEM MaTepuaia B mpoiiecce criekanus. Hecmorps
Ha TO, YTO BCE OOpa3Ilbl MMOCIIC CIICKaHUs UMEH OJAMHAKOBBIN JHAMETpP, HO UX
MJIOTHOCTH paznuuanack (cMm. Tadmuiry 1).

HccnenoBanust CTPYKTypbl Ha pacTPOBOM JJIEKTPOHHOM MHUKPOCKOTIE
JEOL 6510LV LKII Tel'Y moka3zano, 94TO M3MEHEHUE TeMIEepaTyphl CHUHTE3a
coctaBa NaNbO, cumbHO MOBIHANO Ha pasMep 3€peH kepaMuKH (Liy,Nay, ) NbO,

(cMm. puc. 1).
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Puc. 1. POM wu3zo0pakeHus: MOBEPXHOCTU 0Opa3lOB KEPaMHUKU (Li()’lNa()’g)NbO3 TS

COOTBETCTBYyIOIUX cxemax cuHTe3a: a — |, 6 — I, B — Ill, r — IV. Macmrabnast MmeTka cieBa
10 MKM, cripaBa — 5 MKM.
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Tabmuna 1. IlnotHOoCTh 00pa3LoB (Lio’lNao‘g)NbO3 B 3aBHCUMOCTH OT YCJIOBUSI CHHTE3a

NaNbO; .
Ycnosusa cunTesa OJMH CHHTC3 IIBa CUHTE3a IIBa CHUHTE3a JBa CUHTE3a
NaNbO, 650°C 650°C, 650°C 650°C, 700°C 700°C, 700°C
I[InorHocts r/m° 3,740,1 4,040,1 4,140,1 4,3+0,1

3epHa BO BCceX Ciyyasix MPUJIETaloT IPYT K APYyry IJIOTHO, 6e3 mycToT. B
TOXKEe BpeMs, TemriepaTrypa cuHte3a cocraa NaNbO, CUIIbHO BIMSIET Ha pa3Mep

3épeH. B ciiyyae oguHouHOro cuHTte3a (oopaseln |) mumeer MecTo JBa TUMA 3epeH
— KpyIHBIE 10 100 MKM M MEJKHE ~5-10 MKM. B ciyyae OBOMHOrO cCuUHTE3a y
obopasma Il 3epHa wumeror pasmep ~15-100 MKM, TOTJa KaKk HW3MCHCHHH
TeMIiepaTypbl BTOporo cuHTe3a (oOpazen |ll) mpuBOAMT K YMEHBILIEHHIO
pa3mMepoB 3epeH ~10-30 MkM. Korjga o0a cuHTE3a OCYHIECTBISIIUCH TMPH
temmneparype 700 °C (oOpazen; V), 3epHa MONIyYUIUCh MEHBIIETO pa3Mepa Mo
CPaBHEHUIO C JPYTUMH OOpasllaMu, BBITAHYThIE (1-3 MKM B IIUPUHY U JO
7 MKM B JUIMHY) U HE TaK TUIOTHO MPUJIETAIOT APYT K JIPYTY.

NHTEepecHO OTMETUTH, YTO HM3MEHEHHE YCIOBHHA CHHTE3a MPUBOJIUT K
CYILIECTBEHHOMY U3MEHEHHIO cjioeB pocTa. Eciu y o6pasna Il oHu yeTko BUIHBI
U CTYIIEHH POCTa UMEKT pa3Mep 300-500 HM, TOo y oOpaszoB | u Il onu c
TPYAOM Pa3IHNuMMBbI U UX pa3Mep MEHbIIE B ABa pa3a. PopMbI 3€peH U CTyIeHEH
pocta y obpasua |l mpaktudyecku ugeHTHUHbI HaOMt0aeMbIM Y Kepamuku [[TC
[14].

[TockonbKy NpakTUUECKOE IPUMEHEHUE MbE303JIEKTPUUECKON KEPAMUKH B
NEPBYI0 oOuepelb OOYCIOBIEHO JAMUAIEKTPUYECKUMHU CBOMCTBAMH, ObUIH
IPOBEJCHBl HCCIEIOBaHUS TEMIIEpAaTYpHOW 3aBUCHUMOCTH JHUAJIEKTPUUYECKOM
nponuiiaeMoctd (cMm. puc. 2). Kak MoOXHO BuUAETh, BCe 00pa3ibl HUMEIOT

MaKCUMYyM Ha TEMIIEPATYPHOU 3aBUCUMOCTH JIUDIICKTPUYECKON
MPOHUIIAEMOCTH.
Y obpasuoB |-l  Makcumym AMAIEKTPUYECKONW MPOHUIIAEMOCTH

HaOI0aca B TeMIepaTypHOM UHTepBaie 360—380°C, 4TO CBUIETEIILCTBYET O
HAJIMYUKM CETHETORJIEKTpUuecKkoro ¢a3oBOro mepexoja B JaHHOW 00JacTH
temriepatyp. Y obpasma IV ¢a3oBbiii mepexo uMen MeCTO MpU TeMIeparype
425°C. 3 3TOT0 MOXHO CHENaTh BBIBOJ, UTO TeMIlepaTypa (a3oBoro mnepexosa
CHJIPHO 3aBHCHUT OT TEMIIEpaTyphl TIEPBOTO CHHTE3a HHOOATa HATpHUs (TIEPBBIN
cunare3 650 °C — T__ ~375°C, nepsblii cuaTe3 700 °C — T =425°C). Oobpaser |
UMEET Pa3MbBIThII MaKCUMyM, TIOCKOJIBKY y 3TOro ke obpasma (cm. puc. 1 a)
HaOJIOMAaeTCsl J1Ba Pa3HBIX TUIA 3€PEH MOXKHO CJENaTh MPEANOJI0KEHUE, UTO
ocJe OAMHOYHOro cuHre3a y marepuana NaNbO, cymecTByrOT Kak MUHUMYM

JIBE€ Pa3JIMYHbIE CTPYKTYPBI.
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Puc. 2. TemmeparypHble 3aBUCUMOCTH AMDJICKTPUUECKON MPOHMUIIAEMOCTH 00pa3loB,
MOJIYYEHHBIX TIPH COOTBETCTBYIOMIEH cxeme cuuTe3a | — V.

4. 3akjao4yeHue
B pesynbraTe mpoBEACHHBIX MCCIIECIOBAHUN IOKa3aHO, YTO W3MEHEHHUE

TeMnepaTypsl nepBoro cuHTeza cocraBa NaNbO, ¢ 650 °C go 700 °C Ha mopsiaok
YMEHBIIAeT pazMep 3EpeH kepaMuKH (Liy,Na,,)NbO,. Torma kak aHamormaHoe

YBEIMYCHUE TEMIIEpaTypbl BTOPOTO CHHTE3a NPHUBOIUT K CYIIICCTBEHHOMY
M3MEHEHHIO (YMEHBIIICHUIO BBICOTHI) CTyneHel pocrta. Temmneparypa (azoBoro
nepexoaa CHIBHO 3aBUCHUT OT TEMIIEpPAaTyphl MEPBOTO CHHTE3a HHOOATa HATpHUS
(nepBbiit cunTe3 650 °C — T, ~375°C, nepBbiit cunte3 700 °C — T, =425°C).
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Original paper
EFFECT OF THE SYNTHESIS TEMPERATURE ON THE STRUCTURE OF
SODIUM-LITHIUM NIOBATE CERAMICS
O.V. Malyshkina, A.l. lvanova, K.V. Patsuev
Tver State University, Tver, Russia
DOI: 10.26456/pcascnn/2020.12.644
Abstract: The authors synthesized samples and studied the structure of piezoelectric ceramics based
on sodium and lithium niobates (Lioleaoyg)NbO3 with various technologies for the synthesis of

sodium niobate material. A comparative study of the structure and dielectric properties of the obtained
samples was carried out.. A significant dependence of grain formation during sintering of the samples
on the synthesis temperature of the NaNbO, composition is shown. It was found that the temperature
of the phase transition strongly depends on the temperature of the first synthesis of the sodium niobate
(T ~375°C if the first synthesis temperature was 650°C; T, =425°C if the first synthesis
temperature is 700 °C).

Keywords: piezoelectric ceramics, lead-free materials, grain structure.
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