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INFLUENCE OF HEAT TREATMENT TEMPERATURE ON THE STRUCTURE
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VYcTaHOBICHO BIUSHUE TeMIEpaTypsl 00pabOTKH Ha CTPYKTYpHEIE CBOMCTBa 301b-reib mneHok BiFeO;, nerupoBaHHEIX cama-
pueM. OmnperneneHbl ONTHMaIbHbIe cocTaBbl IeHoK BiFeOs:Sm u pexumbl HX TepMuueckoil 06paboTku. MccnenoBano Bius-
HUE JIETUPOBaHHsA caMapueM (Sm) Ha KPUCTAJUIMYECKYIO CTPYKTYpPY M TOHOTrpaduio MOBEPXHOCTH TOHKHMX IUIeHOK BiFeOs;
(BFO) u BiFeOs:Sm (BFO:Sm). Pe3ynpratsl pentreHoBckoit audpakmuu (XRD) mis mreHok BFO u BFO:Sm, npokaneHHBIX
npu 600° C, BeisBUIN ojHO(a3Hoe cocTosiuue mieHok BFO (Sm:BFO) ¢ poM003aprueckoil KpUCTATIMYSCKON PEIISTKOM
(npoctpancTBenHas rpymmna R3c). IIpucyrcrBue camapust ObLIO HOATBEpkIEeHO ¢ nomolupio EDS (3HeproaucnepcroHHas
PEHTTEHOBCKasl CIIEKTPOCKOMNHs). Maioe HCKaKeHHe KPUCTAINYSCKON PElIeTKH OOBACHSIETCS MEHBIINM HOHHBIM pPaJiiyCcoM
HOHa caMapHsl, 3aMeIAIOIIEer0 HOH BUCMYTa.

Kntouegvie cnosa: 3010-2env Memoo, monozpagus, KPUCManiuyeckas Cmpykmypd, peHmeeHo8cKas ougppakyus, niéuxu, gep-
pum gucmyma.

The effect of the treatment temperature on the structural properties of sol-gel films of samarium-doped BiFeO3 was established.
Optimal compositions of BiFeO;:Sm films and their heat treatment modes have been determined. The effect of samarium (Sm)
doping on the crystal structure and topography of the surface of thin films BiFeO; (BFO) and BiFeO;:Sm (BFO:Sm) was
investigated. X-ray diffraction (XRD) results for BFO and BFO: Sm films calcined at 600° C revealed the single-phase state of
BFO films (Sm:BFO) with the rhombohedral crystal lattice (space group R3c). The presence of samarium was confirmed by
EDS. The small distortion of the crystal lattice is explained by the smaller ionic radius of the samarium ion replacing the

europium ion.

Keywords: sol-gel method, topography, crystal structure, X-ray diffraction, films, bismuth ferrite.

Brenenne

MynbTu(epporKn — 3T0 MaTepHaibl, KOTOpPbIE
OJHOBPEMEHHO 0071aJaloT OBYMsI TaKMMH HapaMeT-
paMu Kak CErHETORJIEKTPHYECTBO M (eppoMarHe-
TU3M. MaFHl/ITO:).HeKTpl/ILIeCKaH CBA3b OTHOCHUTCA K
JMHEHHOMY MarHHTORJIEKTpHUUecKoMy 3¢ derTy (Ha-
BE/ICHUIO HAaMarHWYEHHOCTH 3JIEKTPUYECKUM I10JIEM
WIHA TOJIApH3aliu MarHUTHBEIM moseM) [1]. Cpenn
BCEX M3BECTHBIX MYIbTH(PEPPONKOB TONbKO BiFeO;
o0yamaeT CIIOHTaHHOHM MOJSpU3aIlieid I MAaTHUTHBIM
YHOPSIAOYEHUEM TP KOMHATHOW TemmepaType. Bol-
cokast Temmeparypa nepexona (ot 640 mo 1100 K)
JENaroT 3TO COCIUHEHHE OIHUM U3 CaMbIX IOIY-
JSIPHBIX OOBEKTOB COBPEMEHHOIO MaTepHaOBesie-
Hus [2]. @eppur Bucmyra BiFeO; (BFO) moxHO
CHHTE3MpOBaTh KaK B BHIE OOBEMHBIX 00pa3loB,
TakK U B BHIC IIEHOK Ha Ppas3IMYHbIX IMOJJIOXKKaX.
IIpu nomyuennn BFO B Buje TOHKON IUIEHKH C UC-
MOJIb30BaHUEM TAaKHUX METOJIOB HAHECEHHUS, KaK MO-
JIEKYJISIpHO-TTyueBasi 3nuTakcus [3] W BaKkyyMHOE
pacnbuteHue [4], ObUTO YCTaHOBIIEHO, YTO IIHUPHUHA
ONTUYECKOH 3amlperneHHOd 30HBI OYeHb ONM3Ka K
TEOPETUYECKOMY 3HaueHHI0. HuzkoremnepatypHblil
30J1b-T€TIb MeTOoH NodydeHus MmieHok BFO [5],

XapaKTEPU3YIOLUICS TaKXXe HEBBICOKOW CTOMMO-
CTBIO TOTOBBIX M3JIEJIHH, TAK)KE TI03BOJISIET OIY9IaTh
YUCTYI0 a3y C HIMPOKUM JHAana30oHOM 3HAYCHUi
HIMPUHBI 3anpelieHHon 30Hb1. Vceaenosaunus ¢oro-
BoJIbTan4yeckux cBoiictB BFO garoT ocHOBaHuS mo-
Jlarath, 9TO €ro MOXKHO OyZeT IIMPOKO NMPUMEHATH B
OIITORJIEKTPOHHBIX IprOopax. OxHAKO HEOOX0ANMO
pemuTh npolieMy CHIKEHHS! TOKOB YTEUKH, KOTO-
past 9acTo OOHAPYKUBAETCS TIPH HCCIICIOBAHUH CET-
HETOAJIEKTPHYECKIX CBOUCTB (eppura BUCMyTa [5].
[ostomy HEoOxoammo serupoanne BFO pemkose-
MENBHBIMH 3JIEMEHTaMH, B YacTHOCTH, B JAaHHOW
pabote B KaudecTBe Jerupyromeii 100aBku BEIOpaH
HOH camapusl.

I_[eﬂbIO IMPpOBOAUMBIX l/ICCJ'leIlOBaHI/Iﬂ SABJISAJIOCH
nonyuenne BFO (BFO:Sm) c¢ wucnonb3oBanuem
30JIb-TeJIb TEXHOJOTUH W HCCIIEJI0OBAaHUE BIMSHUS
JIeTUpOBaHMs caMapueM (Sm) Ha KPUCTALIMYECKYIO
CTPYKTYPY, TONOTpa(huio NOBEPXHOCTH TOHKHX ILIe-
HOK BiFeO; (BFO).

1 MeTtomuka 3KcriepuMeHTa
IIpu cunresze mienok BiFeO; B kauectBe mc-
XOJIHBIX COEJMHEHUH HCII0JIb30BAIM HUTPATHI JKere3a
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1 BHCMYyTa (TIPH TOIYYEHUH JISTHPOBAHHBIX IJICHOK
BiFeO; MOmMONHUTENBHO HCIOIB30BAIM HUTPAT Ca-
Mapus), a30THYI0 M JUMOHHYIO KHCIOTY, 2-METo-
KCUdTaHoJlaMKH. B kauyecTBe crabwimzaropa K pac-
TBOPY IIPH TOCTOSIHHOM II€pEeMEIINBaHUM 100aBIIs-
JIM HECKOJIBKO KareJlb MOHOITAHOJIAMHUHA JUIS PEery-
nupoBaHus ero Bsizkoctu [7]. [IpuroroBienue 30:s
MPOBOJIWIOCH TP KOMHATHOW Temmepartype. Oun-
CTKY 30JI OT CIIy4aiHBIX TEXHOJOTHUYECKUX IpUME-
ceil ¥ 4acTHIl IPOBOIIIN B JIBA 3TaIa:

1 — nentpudyruposanue 3o npu 500 06/mMuH
B TeueHne 20 MUHYT;

2 — ¢ubTpOBaHKE 301151 Yepe3 IUIOTHYIO (riib-
TPOBaJIbHYIO Oymary.

[Mocne ¢unbTpoBaHMS MPOBOJHUIICS KOHTPOIIb
YUCTOTHI 30JI MMyTEM JIETKOTO BCTPSIXUBAHUS U TIPO-
CMaTpUBaHUs YKYIIOPEHHOTO (pJIaKOHA C PACTBOPOM
B TIPSIMOM U OTpak€HHOM cBetre. B ciydyae oOHapy-
JKCHHUS B3BEIICHHBIX YACTHUI] 3076 (PHIBTPYIOT IIO-
BTOPHO.

[Mnéaxkun BFO momydensl metomoM meHTpUdy-
THPOBAHMUS C HCIIOIB30BAHNEM IIEHKOOOPA3yIOMIEero
pacTBopa (307s1). B kadecTBe MOAIIOKEK HCIOIB30-
BAJIW MOHOKPHUCTANIMYECKUM KPEMHUM C IJIATHHO-
BBIM TIO/ICJIOEM, KOTOPbIE OYMIIAIM C HCIOJIb30Ba-
HHEM YJIbTPa3ByKoBO#l yctaHoBku. [locie kaxmoro
ocaxJeHus: oOpasupl oGxuramuch npu 250°C B
TEUEHHE 5 MMH, a 3aTeM I10Cje ISITH TaKuX IHUKIIOB
00pasiel omxuranuck mpu 500°, 550°, 600° C coot-
BETCTBCHHO B TeueHue | 4.

HccrenoBanust peHTTCHOBCKOW — Aupakuu
(XRD) mnst mmeaxok BFO (BFO:Sm) npoBoanmm Ha
mudpaxkromerpe PANalytical X'Pert MPD Pro B
pexumMe oTpakeHus: (reometpusi bperra-bpenrano)
¢ ucnonb3oBanneM m3inyusenus Cu-Ka, yron ckanu-
poBanusi 20°. Mnentudukanms ITUPpaKMOHHBIX
MMKOB Obljla BBIIIOJHEHA C HCIIOJIb30BAaHUEM IIPO-
rpammHoro obecredenuss JCPDS 0a3bl  maHHBIX
Search-Match ¢ JONONHUTEIBHBIM aHATU30M COCTa-
Ba BemlecTBa ¢ momoinkio EDS (3Hepromucnepcron-
Hasl PEHTIEHOBCKasl CIIEKTPOCKOIUS) U HCCIIe0Ba-
HUEM TONOTpauH MMOBEPXHOCTH METOAOM pPacTpo-
BOM MHUKPOCKONHUHN (PAaCTPOBBIA 3JIEKTPOHHBIH MHUK-
pockon S-4800 (Hitachi, Anonmus)).

2 Pe3ybTaThl U HX 00CyKAeHHE

Ha pucynkax 2.1-2.2 mpuBeneHBl PEHTICHO-
rpammsbl IeHOK (epputa Bucmyta (BFO) u deppu-
Ta BHCMYTa, JierupoBanHoro camapuem (BFO:Sm).
W3 pentrenorpamm mieHok BFO cnenyer, uro co-
€/IMHEHUE KPUCTAUIM3YETCSI B POMOODIPUYECKYIO
cTpyktypy (R3c) ¢ mukamu my6nera npu 31,75° n
32,06°. Tarxke MPUCYTCTBYIOT WHTCHCHUBHBIC ITHKU
40°, 42,8°, 64,01°, 80,08°, 83,7°, COOTBETCTBYIOIIIEC
MOJICTIOI0 TUIATHUHBI MOMIOKKHA. DaKT BKIIOYCHUS
HOHOB Sm B KPHUCTAINYECKYIO CTPYKTypy pe-
meTkn BFO MoxHO noKa3aTh CIMSHHEM JABYX
nudpakurnoHHBIX UKOB mpu 31,75° u 32,06°, ko-
TOpBIE COOTBETCTBYIOT TIOCKOCTU pemeTku (104)
u (110), B pe3yabpTaTe 4ero B CEKTPE MOSBIAETCS
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nudpakinuoHHbIN MK 32,0. DTOT CABUI MMUKA IPO-
UCXOJIMT M3-32 CTPYKTYPHOTO HWCKa)KEHUsI, NPUYH-
HOM 4Yero SsBISETCS JIETUPOBAaHHME HWOHOM Sm ¢
MEHBIIMM MOHHBIM paauycoM (0,96 A°), KoTOpbIi
3aMellaeT OH ¢ OOJNBIIMM aTOMHBIM panuycoM (Bi,
r=1,03 A). 3amemieHne BUCMyTa Ha peIKO3EMEIIb-
HBII 5MOH HE MOBJIMSIO Ha KPUCTALIMYECKYIO OpH-
eHraiio mieHok BFO, XoTs UKW CMECTHIINCH B
CTOpOHY OOJIBIIEr0 yriia. DTO TOBOPUT O TOM, UYTO
JN00aBICHHE PEIKO3EMENBHBIX JIEMEHTOB MOXKET
OO0 YCTPaHWUTH KHUCIOPOIHBIE BaKaHCHH, JIHOO M30e-
JKaTh KoJicOaHMi cocTaBa cTereHu okuciaeHus Fe [8].
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PucyHok 2.1 — Pentrenorpamma ruieHok BiFeO;
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Pucynox 2.2 — Pentrenorpamma mienok Sm:BiFeO;
I0CJIe TEPMOOOPAOOTKH IIPU TEMIIEpAType
500°, 550°, 600° C

Taxxe u3 pucyHkoB 2.1 u 2.2 X0opomio BHIHO
BIMSHHUE TEMIIEPATypbl OTKUra Ha (OPMHUPOBAHUS
¢as3bl BiFeO; YBenuuenue temmneparypbl o0paboT-
ku BiFeO; mpuBoauT kK mosBiIcHHIO NUGPAKIIMOH-
HBIX ITUKOB mpu 31,75° u 32,06° u BO3pacTaHUIO UX
UHTCHCUBHOCTU. Y CTAaHOBJICHO, YTO ONTHMAJIbHOU
TemriepaTypoil ¢popmupoBanust dasel BiFeO; sBis-
ercst 600° C B Teuenue 60 munyT. B Tabmumax 2.1,
2.2 mpoBeieH XMMHUYECKHH cocTaB (ar. %) IUIEHKH
BiFeO; u BiFeO;:Sm mocie TepmMooOpaboTKu mpu
temnepatype 600° C, onpenenénnsiit meronom EDS.
Tomorpaduss moBepxaoctn tin€HOK BiFeO; u
BiFeO;:Sm mocie TepMo0OpabOTKH NpH TeMIlepa-
Type 600° C npuBeneHa Ha pucyHkax 2.3, 2.4.
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Tabmauma 2.1 — Xumudeckuii coctaB (ar. %)
wiénku BiFeO; mocie TepMo0OpaboTKH pU TeMIIe-
patype 600° C, onpenenénnsiit Meronom EDS

(0] Si Bi Ti Fe Pt
14,6 43,1 0,8 | 2,1 1,1 38,3

——1.0um-

Pucynox 2.3 — Tomorpadust TOBEpXHOCTH TUIEHKA
BiFeO; nocnie TepM000paboTKH IIpH TEMIIEpaType
600° C, momy4eHHasi METOJIOM PACTPOBOM
MHKPOCKOIIUH

Tabnuma 2.2 — Xumudeckuid coctaB (ar. %)
wiénkn Sm:BiFeO; mnocne TepMooOpaboTku mpu
temnepatype 600° C, onpenenénnslit merongom EDS

O Si Bi Ti Sm Fe Pt

17,1 | 414 | 0,7 | 2,1 0,2 1,0 | 37,5

AHanu3 XuMH4Yeckoro cocrasa (tabmuusl 2.1,
2.2) (ar. %) BiFeO;:Sm noarBepxmaer mpucyTcT-
BHE TmpuMecu camapusa. HaOiromaeMelid MpouneHT
BKitoueHust npumecu camapus (0,2 at. %) B aTtom-
HoM cootHomreHnn B BFO cornacyercst ¢ dakruye-
CKOM KOHIIEHTpauuei Sm3+, BBEJCHHOH B 30JIb. Xa-
pakTep PpEHTI€HOTPaMMBl, JaHHBIE 3JIEMEHTHOTO
COCTaBa M PacTPOBOM 3JIEKTPOHHOW MHUKPOCKOIHMHU
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YKa3pIBaIOT Ha TO, YTO TPHTOTOBJICHHBIE IUICHKH
BFO u Sm:BFO umerot ofgHoda3Hyo0 CTPYKTypy BO
BceM oObeMe oOpasla, pa3Mep 3epHa COCTaBIISET
okouo 100 um (pucynku 2.2, 2.3).

WD k —1.0pm—
10.0 mn KFM

Pucynok 2.4 — Tonorpagusi MOBEpXHOCTH IUIEHKH
Sm:BiFeO; mocne TepmooOpaboTky npu TeMmnepa-
Type 600° C, momy4eHHass METOAOM PACTPOBOH
MHUKPOCKOIIHU

3aki0ueHue

YCTaHOBIEHO BIMAHUE TEMIEPATypbl 00pa-
0OTKH Ha CTPYKTYpHBIE CBOMCTBA 30JIb-Tellb TICHOK
BiFeOs;, nerupoBanHbiXx camapueM. OrmnpeeneHsl
onTUMalIbHbIe COCTaBbl IUIeHOK BiFeOs;:Sm u pe-
KHUMBI MX TepMHYecKoi oOpaborku. MccnemnoBaHo
BIIMSIHHE JIETHPOBaHUS camapueM (Sm) Ha KpHcTal-
JIMYECKYIO CTPYKTYPY W TOHOrpaduio MmoBepXHOCTH
ToHKHX TuieHOK BiFeO; (BFO) u BiFeOs;:Sm
(BFO:Sm). Pe3ynbraThl peHTTEHOBCKOM An(paKIun
(XRD) nns maenok BFO n BFO:Sm, npokaneHHbIX
npu 600° C, BbUSIBWIM OJHO(A3HOE COCTOSHHE Ilie-
Hok BFO (Sm:BFO) ¢ pombosapudeckoii kpucTai-
JIMYECKOHM pemeTkoi (IpOCTpaHCTBEHHAst Tpyma
R3c). [IpucyrcrBre camapusi ObIIO TIOATBEPHKICHO C

73



C.A. Xaxomos, A.B. Cemuenxo, B.B. Cuockuii, O.1. Tionenxosa, A.H. Moposoéckas

nomotisio EDS (3HEproaucnepcuonnas peHTTeHOB-
CKasl CIIEKTpOcKomus). Majoe HCKakeHHe KpHUCTa-
JIMYECKOM PEIICTKH OOBACHICTCS MEHBIITUM HOHHBIM
paarycoM MOHa caMapusi, 3aMeLIalolero HOH BHC-
MyTa.

HabmogaeMplil IPOICHT BKIIFOUCHHS TIPUMECH
camapus (0,2 ar. %) B aTOMHOM COOTHOIICHUH B
BFO cormacyercs ¢ ¢axTrueckoll KOHIICHTpaIlUeH
Sm’*, BBenEHHOI B 3011b. XapakTep PEHTIEHOrPaM-
MBI, JaHHBIE 3JIEMEHTHOTO COCTaBa M PaCTPOBOU
3JIEKTPOHHOW MUKPOCKOTHMH YKa3bIBAIOT HA TO, YTO
npuroToBieHHble WieHkn BFO u Sm:BFO umeror
onHO(a3HYIO CTPYKTYpPY BO BceM oObeMe obOpasiia,
pasmMep 3epHa coctapisgeT okoso 100 HM.
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