XIV MEXAYHAPOAHAS KOHOEPEHLIVA CTYAEHTOB, ACIIMPAHTOB U MOJIOABIX YUEHBIX

«TEPCIIEKTUBbI PAZBUTUA ®YHAAMEHTAJIbBHbBIX HAYK» 81

HCIOJIb30BAHUE PEHTTEHOBCKOM JAUDPAKIIUUA IN SITU JJIA UCCIIEAOBAHUS
JAUDPDY3NUU KUCJTIOPOJA B OKCHJIAX C KI/ICJIOPOI[HOI?'I MMPOBOJINMOCTBIO
3.C. Bunokypos'?, H.®.Epemees'?

Hayunsrit pykoBomutens: n.¢.-Mm.H. A.H. [lImakos
! UrctuTyT Karanmmsa um. I.K. Bopeckosa CO PAH
Poccus, r. HoBocubupck, np. Akanemuka JlaBpeHTtsesa, 5, 630090
2 HoBocHOMPCKHIi HAIMOHAIBHBINA HCCIEN0BATEILCKII TOCY IAPCTBEHHBIN YHHBEPCHTET

Poccus, r. HoBocubupck, yi. [Tuporosa, 2, 630090
E-mail: yinzux@mail.ru

USE OF IN SITU XRD FOR STUDYING OF OXYGEN DIFFUSION
IN OXYGEN CONDUCTING OXIDES

Z.S. Vinokurov!?, N.F. Eremeev!?

Scientific Supervisor: Dr. A.N. Shmakov
! Boreskov Institute of Catalysis, Russia, Novosibirsk, pr. Lavrentieva, 5, 630090

2Novosibirsk State University, Russia, Novosibirsk, Pirogova str., 2, 630090

E-mail: yvinzux@mail.ru

Abstract. The present work is devoted to the research of structural changes in oxygen conducting materials
caused by the oxygen loss in the oxygen-deficient atmosphere. The in situ XRD study was performed using
instrumentation of Beamline 6 at the synchrotron radiation facility of the VEPP-3 storage ring (Siberian

Synchrotron and Terahertz Radiation Center, Novosibirsk, Russia).

BBenenune. Oxcuabl ¢ BBHICOKOH KHCIIOPOAHONH HPOBOJMMOCTBIO SIBJISIOTCS OCHOBOI TBEPIOOKCHIHBIX
TorunBHBIX 31eMeHToB (TOTD), KoTOpHIE, B CBOIO OYEpellb, SIBISIOTCS aKTUBHO Pa3BHBAIOLICHCS TEXHOJIOIHEH
Ha ceromHsmHAN nensp[l]. VMx mnpuBmexatensHOCTE 0OYCIOBICHAa BBICOKOH A(PQPEKTHBHOCTHIO KOHBEPCHH
YTIEBOAOPOAHBIX TOIIMB M 00JIee BBHICOKOHM IKOJOTMYHOCTHIO B CPABHEHWH C TPAINIMOHHBIMH HCTOYHHKAMH
SHEpPruy Ha OCHOBE YTIeBOAOpoAoB. B mocnenune romsr ¢poxyc passurus TOTD Obln HampaBiieH Ha CMEIEHHE
pabouell TemrepaTypsl M3 oOsactd BbeIcOkHX Temueparyp 900-1100°C B cpenHeremmepaTypHyIO 00JacTh
500-800°C st yMEHBIICHUS CTOUMOCTH U YBEIMUYCHHS U3HOCOYCTOWYMBOCTH [2]. Takum 0Opa3om, B OCIICAHES
BpeMsl BCACTCS AaKTHBHBIM IMOWCK HOBBIX J(QQEKTHBHBIX MaTEpHajOB s  WCIOJb30BaHHUA B
cpenneremneparypusix TOTD m B mepBylo ouepelpb INpH CHHTE3€ HOBOTO MaTepHana Hac HHTEPECYIOT
XapaKTepUCTHKH KHCIOPOJHOW MOIBIKHOCTH. B maHHOW paboTe I HWCCIeNOBaHUS IMPOIECCOB MU y3HH
KHCJIOpPOAa B CIOXHBIX OKCHAAX HCIIONB30BAJICS OPUTHMHAIBHBIN METOJ peJaKcaluy oObeMa 3IIeMEHTapHOU
sueiiku [3]. MeTox BXOZWT B TPYNIY pEITaKCAlMOHHBIX METOJAOB (METONBI peJakcanmuu Maccel [4] u
MPOBOIUMOCTH[S5]) ¥ HCHOIB3yeT aHAIIOTUIHBIE MOAEIH M MOIXO/IBI IS pacdeTa Kod((UIMEHTOB XUMIUECKON
T dy3un Depen 1 KOHCTaHTBI IIOBEPXHOCTHOT'O OOMEHA Kcjerm.

Marepunaiabl u MeToabl ucciaenoBanmsi. Hanokpucrammmueckue oxcuabl Pri,NijxCoxOss (PNC;
x=0...0,6; z=0, 0.2), Ce0oY0.1025 (YDC) u CeossPro25Y0.1025 (YPDC) Obuir CHHTE3MPOBaHBI METOJOM

TNOJIMMEPU30BAHHBIX CJ'IO)KHOS(i)I/IpHLIX OpeAIICCTBEHHUKOB (MGTOZ[ HGKI/IHI/I)[6] C MOCJICAYIOIMUM OTKUTOM IIpU
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700 — 1300 °C na Bo3nyxe B Teuenue 24. Hanoxomnosutsel PNiC-YDC npuroraBnuBanuchk yabTpa3ByKOBBIM
JMCIIEPTUPOBAHUEM CMECH ITOPOIIKOB NEPOBCKHTA W (IIIOOPHTA B PABHBIX COOTHOLICHUSX B IPONAHOJE-2 C
nobaskoit 1% mommBuHWIOyTHpans ¢ wucnonb3oBaHueM 125 (ULTRA-TURRAX IKA, Germany) wu
MOCIIEAYIONNM OT)KATOM Ha BO3/IyXe MPU COOTBETCTBYIOLIEH TEMIIEPATYpE.

OKCHEepUMEHTBI M0 in Situ PEeHTTEHOBCKOW TU(PAKIIUK MPOBOIMWINCH Ha cTaHnuu «IIpenu3noHHas
mudpaxromerpus II», Bxomgsmei B cocrtaB IKIT «Cubupckmii Ilentp CuuxpoTpoHHOro u TepareprioBoro
Uznyuenuss» (OI'BYH Wucrturyr snepuoit ¢uszuku CO PAH, Hoocubupck). OOpasubl 3arpyxajiuch B
BBICOKOTEMIIEPATYPHYIO PEHTTeHOBCKyl0 Kamepy-peakrop XRK 900 (mpousBoactBa Anton Paar). Jlanee c
MIOMOLIBI0O aBTOMATH3MPOBAHHOM CHCTEMBI HAIlyCKa Ia30B B KaMepy-peakTop I0JaBajd Ta30BYI CMeECh
HEOOXOAMMOr0 COCTaBa, HArPEBAJIH A0 ONPENCICHHON TEMIIEPATYPbI, OCJIE YETO CMECh MEHSIIACh M C TIOMOIIBIO
MTO3UIIMOHHO YYBCTBUTENBFHOTO OecmapamiakcHoro nerextopa OJ-3M (mpomsBoacta UAD CO PAH, [7])
PETHCTPUPOBANNCH IU(paKTOrpaMmbl oOpasna. KoHTponp cocraBa rasa IpPOM3BOAMICS C IOMOIIBIO Macc-
cuektpomerpa UGA-100 (Stanford Research Systems, USA). Kpome Toro, mns arrecrammm 00Opa3moB
MIPUBJIEKAINCH METOABI IeKTpoHHOH MuKpockonuu ([I1OM) ¢ sHepromucnepcronHsiM anainnzom EDX, meron
peJlaKcaIuy Macchl, a TaKXKe METO/] M30TONHOro obmeHa ¢ 180, u C'30,.

PesyabTaTsl. JlaHHble 1O in situ peHTreHOBCKOW amdpaknuu aias HaHokomnosutoB PN C-YDC
MoKa3aly Hajim4yKe AByX (a3 uiroopura ¢ pa3iIuyHbIM ITOBEJCHUEM B KUCIOPOA-AehHINTHOH cpeae. Kak BuaHO
3 pucyHka 1,a mapamerp dazsr YDC-1 mpakTudecku He MEHSETCs IOCiIe HarpeBa B aTMocdepe reius, Toraa
Kak peduekc ¢pa3sr YDC-2 cMecTuics B CTOPOHY MEHBIIIHNX YTIIOB, YTO, KaK MBI TIPEATIONI0KIIH, OBUIO CBSI3aHO C

BBIXOJIOM KHCIIOPOJIa U3 CTPYKTYPHI BTOPOii (assl.
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Puc. 1.a — JJugppaxmoepammer PriNigsCo0.503-5-YDC 930°C 6 oboracmu pacnonodxcenus peprexcos 111 a3
oopuma npu nazpeee u nocredyrowem oxiaxcoenuu 6 ammocgpepe 100%He. Juuna eonnvt 1.6475 A. 6 —

Hsmenenue napamempa snemenmapnou auetixu 011 YPDC npu naepege/oxnasicoenuu 8 2eauu.

JlaHHBIE PEHTTEHOBCKOM JHEPrOAUCIICPCHOHHOW CHEKTPOCKONMHM IOKa3ald HAJINYME B HAHOKOMIIO3UTAX
PN1xC-YDC nomeHoB ¢ioopura ¢ BBICOKAM cojepxaHueM mpa3eonuma. Ha ocHOBe 3TOoro ObUIO CHETaHO
MPEAIOI0KEHUE O TOM, UTO UIMEHHO BHEAPEHUE MPa3eoqrMa MPUBENIO K BBICOKON MOABHKHOCTH PELUIETOUHOrO
KHCJIOpOJa. DJTO TMPEIINOJOXKEeHHEe OBIJI0 MOATBEPXKICHO MHPOBEJICHUEM aHAJOIMYHOTO SKCIEPHUMEHTa IS
otaenbHbX (arooputoB YDC u YPDC, koTophlii mOKa3asl BKJIAJ XMMHYECKOI'O PACIIMPEHMs] PELICTKH IPH

Harpese B reauu ui1 Y PDC (puc.1,6) u orcyrerBue TakoBoro st YDC.
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Puc. 2. Kpuswvie peraxcayuu npusedennozo o0vema diemMeHmapholl aueiky 00pasya noayyentoie oisl
Ce.65Pr9.25Y0.102-5 npu usmenenuu napyuaibHo2o oasnenus kuciopooa co 100 mobap oo 10 mbap npu 3a0annoii
memnepamype. CRAOWHBIMU TUHUSMU YKA3AHbL PACUEmHbLE KPUGbLe 05l OnpedeneHus Koapduyuenmos

NOOBUINCHOCIU KUCTOPOOU.

Jns o6pasua YPDC Obutn mostydeHs! peakcallMOHHBIE KpUBBIE (PHC. 2), U 10 HAUM OBUIM PacCUMTaHbBI
k03 (UIUEHTHl HOBEPXHOCTHOIO 00MEHa, KOTOphle cOCTaBUIH 10g(Kchem/[cM ¢ 1]) =—5.3 m —5.0 s 500°C u
600°C, COOTBETCTBEHHO.

3aknouenne. bbulo 1oOka3aHO, YTO KHUCIOPOAHBIM TpaHcnopT B HaHokoMmmosutre PNiC-YDC
OTIPEZICTACTCS MPEXKAE BCEro JOMEHaMH (UIIOOPHTA, YTO TAKKE COIJACYETCSl C MPEINOJI0KEHHEM, 4YTO
BHEJPEHHE NIPa3eoIuMa B JOMEHBI (QIoopuTa (JOPMUPYET JOMOTHUTEIbHBIC KHCIOPOJHBIC BAKAHCHH M UTPACT

BaYXHYIO pOJIb B Iporiecce Tudy3nu.

CIIUCOK JIMTEPATYPBI

1.  Carter, D., Wing, J. The fuel cell industry review // Fuel Cell Today — 2013 — p. 146

2. Jacobson A. J. Materials for Solid Oxide Fuel Cells // Chem. Mater. — 2010 — Vol. 22 — No. 3 — p.
660-674

3. Sadykov V., Okhlupin Yu. et al. In situ X-ray diffraction studies of Pr>xNiO4-5 crystal structure relaxation
caused by oxygen loss // Solid State Ionics —2014 — Vol. 262 —p. 918-922.

4. Katsuki M., Wang Sh., et al. High temperature properties of LaeSro4CoosFeo203.geita 0OXygen
nonstoichiometry and chemical diffusion constant // Solid State Ionics — 2003 — Vol. 156 —p. 453.

5. Okhlupin Yu.S., Anan'ev M.V. et al. The Effect of Phase Composition on the Transport Properties of
Composites Lag gSro2Feo.7Nip303-5—Ceo.9Gdo.101.05 // Russ. J. Electrochem. — 2011 — Vol. 47 — p. 663.

6. Sadykov V., Usoltsev V. et al. Functional Nanoceramics for Intermediate Temperature Solid Oxide Fuel
Cells and Oxygen Separation Membranes // J. Eur. Ceram. Soc. — 2013 — Vol.33 —p 2241.

7. Aulchenko V.M., Evdokov O.V. et al. One-coordinate X-ray detector OD-3M // Nucl. Instrum. Methods.
Res. A —2009 — Vol. 603 —p. 76-79.

Poccus, Tomck, 25-28 anpens 2017 r. Tom 1. dusuka

83




