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Onucan memoo noayueHus KOMRIAEKCHOZ0 OKCUOHO20 Mamepuana YUpKonama npaszeo-
OUMA C NOMOWABIO CHCUZAHUA NPEKYPCOPA, ROTIYUEHHO20 U3 HUMPAMO8 COOMEEH CMEYIOUUX Me-
mannoe u mouesunvl. C yenvio onpeoeieHuUA xapaKmepucmuueckux memnepamyp azooopaso-
6anus Obl10 UCCTIC006AHO MEPMULECKOE NOBEOEHUE UCXOOHBIX HUMPANO8 NPA3e00uUMa U YUPKo-
HUa, @ MAKCe NOTYYEHHO20 RPEKYPCOPa MEMOOAMU CUHXPOHHO20 MEPMUYECKO20 AHAIU3A, CO6-
MeWeHHO20 C MACC-CReKMPoMempuell 6blOeNAMUXCA 2A308. YCMAHO061EHO, YUMo 00pa3osanue u
Kpucmannusayus (azel yupKoHama npazeoouma ocywiecmensemces ¢ unmepeaie 360 — 580 °C.
Yemanoeneno enuanue cocmasa ammocehepvl na mepmuueckoe nogedenue npekypcopa, a maxaice
Humpamoe npazeoouma u yupkonuna. Tepmuueckana oecmpyKuus OAHHBIX 6eU{€CME 8 OKUCIU-
menbHoU ammocghepe He CyuiecnmeeHHO OMIUYAEenCA Om MAK0Boll 6 UHEPMHOI ammochepe, HO
npueooum K d6onee dbiICmpoMy npOMEKAHUIO RPOUecca 00pazoeanus okcuonoi gaszvl. Ilpu mep-
MOOeCmPYKYUU NPEKyPCOPa MACCCHEKMPOMEMPUIecKU 3apezucmpuposano eploeieHue uacmuy
MOUeBUHbl, OKCUO06 A30Ma U Y2lNeKUuc1020 za3a. Penmezenoghazoewtii ananus omosxcrceHHo20 npu
560 °C 6 meuenue 6 u 0dpazuya noxkazan, YMo NOJIYUEHHLLIL MAMEPUAT ROJTHOCHbIO 00HO(A3CH U
cocmoum u3 YUPKOHAMA npa3eo0uma co CMpPYKmMypHbIM MUNOM RUPOXAOpA. 3HAYEHUe napa-
Mmempa pewremku, cocmasuio a = 10,64754 A. 3nauenue kpucmannuunocmu noayuennozo no-
powka cocmasuno 65,1 %. Ilpu ymenvuwienuu epemenu mepmuieckoi odpadomku odpazua ezo
cmenenb KpucmaniuyHoCmu cyujecmeenno ymenvuiaemca. Muxkpogomozpaghuu omoscocennozo
00pazya nokazvlearom HAIUYUE ME30- U MUKDONOD 6 MUKPOCMDPYKmYpe Mamepuand, 00pa3oeam-
HbIX 6 pe3ynbmame mepmuieckoii decmpyKyuu npekypcopa. UzyueHno nekmpoxumuueckoe noge-
OeHue mamepuana MemoooM YUKIUYECKOU 80bMAMNEPOMEMPUN C PASTUYHBIMU CKOPOCHMAMU
PazeepmKu ROMEHYUANa u paccuHumana e2o yoeabHas eMKOCmy 6 pacmeope cyivhama Hampus.

KiioueBbie ciioBa: MCTOJ CXXUTaHUA, HUPKOHAT IIpa3cognMa, MOYCBHHA, OKCHHHLIﬁ Marepualli, CUH-
XpOHHBIﬁ TepMI/I'-IeCKI/Iﬁ aHaJIn3, MUKIINYCCKas BOJIbBTaAMIICPOMETPHUA
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D.A. Myasnikov et al.

Method has been described for the preparation of a complex oxide material of praseodym-
ium zirconate using combustion synthesis with urea and nitrates of the corresponding metals. Dur-
ing the work, a viscous homogeneous precursor was synthesized. In order to determine the charac-
teristic temperatures of phase formation, the thermal behavior of the initial nitrates of praseodym-
ium and zirconyl, as well as the obtained precursor, was investigated by methods of simultaneous
thermal analysis combined with mass spectrometry of evolved gases. It was found that the formation
and crystallization of the praseodymium zirconate phase occurs in the range of 360 - 580 “C. The
influence of the composition of the atmosphere on the thermal behavior of the precursor, as well
as praseodymium and zirconyl nitrates, has been established. Thermal destruction of these sub-
stances in an oxidizing atmosphere does not differ significantly from that in an inert atmosphere,
but leads to a more rapid course of the formation of the oxide phase. During the thermal destruction
of the precursor, the release of urea particles, nitrogen oxides, and carbon dioxide was detected by
mass spectrometry. X-ray phase analysis of the sample annealed at 560 “C for 6 h showed that the
resulting material is completely single-phase and consists of praseodymium zirconate with a pyro-
chlore structure type. The lattice parameter was a = 10.64754 A. The crystallinity value of the ob-
tained powder was 65.1%. With a decrease in the time of heat treatment of the sample, its degree
of crystallinity significantly decreases. Micrographs of the annealed sample show the presence
of meso- and micropores in the microstructure of the material, formed as a result of thermal
destruction of the precursor. The electrochemical behavior of the material was studied by cyclic
voltammetry with different potential scan rates, and its specific capacity in a sodium sulfate so-

lution was calculated.

Key words: combustion synthesis, praseodymium zirconate, urea, oxide material, simultaneous thermal

analysis, cyclic voltammetry
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BBEJEHHME

Oxcuapl penko3eMenbHbIX 31eMeHToB (P3D)
SIBJISTFOTCSI TIEPCIIEKTHBHBIMHA MaTEpHAIaMHU JJIsI COBPE-
MEHHOU TeXHUKH U MMPOMBIIINICHHOCTH, & METOJIbI CHH-
T€3a M MX CBOWCTBA B HACTOSIIEE BPEMS TIIATEIHHO
uzydarorcs. OHM MOTYT BBICTYIIaTh B POJH BBICOKO-
TEMIIEpaTypHBIX KEpaMUK M OTHEYIIOPHBIX MaTepua-
508 [1]. Takxe okcuapl P32 Haxonar nmpuMeHEHUE B
KaueCTBE AIIEKTPOXUMHUYECKUX CEHCOPOB [2], yHKIH-
OHAJIBHBIX MAaTEPUAIOB B COBPEMEHHBIX MCTOYHHKAX
SHEPTHH, TAKUX KaK TBEPIOOKCHIHBIE TOTUTMBHEIE Ile-
MeHTHl (TOTD) u nceBnokoHaeHcatopsl [3, 4]. B 00-
JacTH (PU3UKH KOHJICHCHPOBAHHOTO COCTOSHHSI aK-
THBHO U3y4YarOTCs CIIMHOBEIH JIe]] HA OCHOBE MTUPOXJIO-
poB npazeonuma [5].

Hupkonatsr P33 — 310 MaTepuaibl Ha OCHOBE
okcu10B P3D u arokcuia MUpKoHus ¢ oomieit Gpopmy-
noii Me2Zr,07, rne Me — peako3emenbsHbIil MeTa. B
nuteparype [6, 7] 1aHHbIE COeIUHEHUS pacCMaTpUBa-
I0TCS KaK TBEpIbIe pacTBOpbl okcuaoB ProOs u ZrO,.
CaM mpa3eo UM B CBOHMX OKCHJAaX MOXET 00JajaTh
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KaK CTeNneHbo okucienus Pri3, tak u Prt* [3], uto mMo-
YKET TOBOPHUTH O MIEPCTIEKTUBAX MCIIOIH30BAHUSA €TI0 OK-
CHJIOB B TICBEJOKOHIEHCATOPaX M THUOPUIHBIX MCTOU-
HUKaX TOKa, IIOCKOJIbKY TIPOUCXO/UT YBEITUUSHHE EMKO-
CTH KOHJICHCATOPa 33 CYET BOHUKHOBEHHUS TICEBI0EM-
koctu. OHa Bo3HHMKaeT Oaroaaps (hapajieeBCKUM MPo-
[eccaM OKHCJICHUS-BOCCTAHOBIIEHUS, IIPOUCXOISIINM
Ha BBICOKOPA3BHUTHIX TOBEPXHOCTSIX IIIEKTPOIOB [4].
BosbmmHCTBO paboT MO 3JICKTPOXUMHUU IIHP-
KOHATOB TPa3eorMa CBOJUTCA K MCIIOJIb30BAaHUIO MX
B TOTO m n3ydeHHr0 MOHHOW MpoBOIUMOCTH [§, 9]
be3ycinoBHO, MHTEPECHBIM OyIeT MCCIeIOBaHUE BO3-
MO>KHOCTH TIPUMEHEHHUS TaHHBIX COSAMHEHUH B Kade-
CTBE 3JIEKTPOAHBIX MaTEPUAJIOB B TICEBIOKOH/IEHCATO-
pax [4]. 3onb-Trenb TEXHOJIOTHH MPUMCHSIIUCEH IS
CHUHTEe3a HaHOOKCcHIOB mupkoHus [10, 11] u mpaseo-
numMa [12] co cTpykTypaMu NepoBCKHTa U (IIIOOPHUTA.
B pabore [13] Obula ommucaHa TEXHUKA IMOMyYEHHUS
LUPKOHATOB JIAHTAHOWJOB C IOMOILIBIO MOYEBHHBI.
Bce omumcanHble METOIBI CHHTE3a XOPOIIO TMOAXOIAT
JUTSL YIIPaBIICHUSI pa3MepoM 1 POPMOIT YacTHII IToTyva-
€MbIX COEJMHEHUH, KaK U B KJIACCUYECKOW TJIUIUH-
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HUTpaTHOU TexHoJjioruu [14], XOTsA 3a4acTyro MPHUBO-
JST K MHOTO(a3HBIM MPOJYKTaM, YTO HEXKEIATEILHO
NpY HampaBJIeHHOM cuHTe3e. TakuMm o0pazom, 3a1ada
MOKMCKA ONTUMAIBHOM TEXHOJIOTUU CHHTE3a IUPKOHA-
TOB JIAHTAHOUJIOB M U3YyYCHUS MX CBONCTB, B YaCTHO-
CTH ITUPKOHATA MPa3eoanMa, SBISICTCS aKTYabHOM.

METOJIMKA SKCIIEPUMEHTA

Jnsa momydeHusT LHMPKOHATa Ipa3eonuma
Pr2Zr,07 ¢ moMoInbpio coxuranus MPEKypcopa, opaiu
B KaueCTBE MCXOAHBIX BEIIECTB IeKcarnpaT HUTpaTa
npazeoauma Pr(NOz)3-6H,O (x.4.) u auruapar Hurt-
pata tpkonmta ZrO(NQOsz)22H,0 (x.4.). B xadecTBe
KOMITIIEKcooOpa3oBaTeis W CTaOmiIm3aTopa 3051 MC-
noab3oBaigack MouesuHa (NH)2CO (o.c.u.). HaBeckn
KPUCTAIUIOTHAPATOB HUTPATOB Mpa3eoanuMa U IUPKO-
Huia ¢ copepxanuem 0,005 Monb (Ha OKCHUIIBI TTPa3eo-
OUMa W IHUPKOHUS, OMpeJelieHHbIE MO pe3yibTaTaM
TEPMOTPaBUMETPUIECKOT0 aHanm3a), u 0,07 Mois Mode-
BUHBL, pacTBOpPsUIUCH B 50 MJI JIE€HMOHU3UPOBAHHOU
Boabl (R = 18,2MQ), mosryueHHOH C TOMOILBIO CH-
crembl ourcTkr Bojbl Milli-QAdvantage A10 (T'epma-
HUsT). PacTBop TIIATENBbHO MepeMeIrBaics A0 TOJ-
HOTO pacTBOpeHus cosieid. IlomydyeHHyro rereporeH-
HYIO KHJKYIO CUCTEMY yIapHBajM Ha IeCYaHOU OaHe
npu 95 °C no oOpazoBaHHUsl BSI3KOTO Telie00pa3HOro
NPOJIYKTa. 3aTeM JIBe HABECKH ITOy4YSHHOTO MPOTYKTa
OTXKHUTATUCH B My(ETIbHOI Ie4r Ha BO3AyX€E MPU TEM-
nepatype 560 °C B Teuenue 3 u 6 u. TemnepaTypy OT-
JKUra ONpeAessUId METOJOM CHHXPOHHOIO TepMHYe-
CKOT'0 aHaJIn3a.

HUccnenoBanre TepMUUECKOTO MOBEICHUS T10-
JY4EHHOTO TMpPeKypcopa OBUIO BBITIOJIHEHO HA MPH-
O0ope cuHxpoHHOro Tepmuyeckoro anammza (CTA)
NETZSCH STA 449 F1 Jupiter (I'epmanus) B aT™Mo-
chepax aproHa W BO3QyXa, HAarpeB MPOBOAWICA OT
KoMHaTHOH Temmepatypsl 10 1000 °C co ckopocTsiMu
278,15, 283,15 u 293,15 °C/MuH. AHaau3 BBIIEISIO-
mmxcs ra3oB (ABI') ocymecTBissics ¢ MOMOIIBIO COB-
MmemeHHoro ¢ npudopom CTA macc-cnekTpomerpa
NETZSCH QMS 403 C Aeolos. ObpaboTka pe3yibTa-
TOB IPOBOAMIIACH B mporpamme Proteus 8.0. Pentre-
HO(a30BBIA aHaNKU3 O0Pa3IOB OCYIICCTBIISAICA Ha
mudpakromerpe BRUKERDS8 Advance (Pentrenos-
ckast Tpyoka Co Kal, WL = 1,78897). Ilporecc ocy-
mectBisuicss ¢ marom 0,019 ¢ u Bpemenem 1iara
159,00 mc B muTepBane yrinos 10-140°. Cranmaptsl,
COOTBETCTBYIOIINE KPUCTALIHICCKAM (hazaM, ObLTH
10100paHHbI C UCIIOJIb30BaHHWEM 0a3bl JaHHbIX PDF2.
MUKpOCKONMYECKUH aHallM3 OCYIIECTBIISUIM Ha CKa-
HUpYIOIEM 3JeKTpoHHOM Mukpockone HITACHI
S-3400N.

Jns wuccienoBaHUS DIEKTPOXUMHUYECKUX
CBOMCTB MOJYYEHHBIH MOPOLIOK LIMPKOHATA IPa3eo-
JIUMa CMEIIINBaJICsS C TOPOIIKaMu rpaduTa U IMOIUBHU-
HWIHJICHPTOPUIA B KAYECTBE AJICKTPOIPOBOJHOIO U
CBSI3YIOIIETO MaTepualia COOTBETCTBEHHO IO Macce, ¢
cootHomenneM 80:15:5. Jlamee momydeHHast CMecCh
TIIATENBHO NEPEMEIINBAIACh. B MOIy4eHHBI KOM-
IUICKCHBIA TOPOIIOK A00aBisiiach Karuit N-METHII-
MUPPOJUIMIIOHA, U TOJNydeHHas TyCTas CYCICH3US
HaKJIaIbIBATach Ha TPadUTOBBIA AJIEKTPOH, KOTOPHIi
3aTeM BBIJIEPKUBAJICA B CYXOBO3IYITHOM TePMOCTATE
nipu 120 °C B TeueHue CyT.

JI1st OCyIIeCTBICHHS DIICKTPOXUMHUYCSCKUX UC-
CJIETOBAaHHUN MCIIOIB30BAJICS MOTEHIINOCTAT-TAIbBAHO-
ctat Metrohm Autolab PGSTAT302N (Hunepnanssr).
OKCIEPUMEHTHI OCYIICCTBISUINCh B YCJIOBUSAX ©CTE-
CTBEHHON a’paluy | CTalHOHApHOW IH(GY3HH.
CpeMKH IUKITHYECKUX-BOIBTAMIIEPHBIX KPUBBIX MPO-
BOJIWJINCH B JUAra30HE CKOPOCTEH pa3BEPTKU MOTCH-
nuana ot 10 mo 200 MB/c ¢ ¢hmkcupoBaHHEM MOTSHIIN-
ala OTHOCHTEIHHO HACHIIIEHHOTO XJIOpUAcepeOpsH-
HOTO DIIEKTPOJa C TUTATHHOBBIM BCIIOMOTATEIHHBIM
ANIEKTPOIOM.

Bce pacTBOpBI 3J1EKTPOTMTOR OBLIN IPUTOTOB-
neHsl u3 cyxoro mopomka Na;SO, (kateropus «x.4.»,
«PEAXVIM») n neniornsnpoBanHoii Boze (R = 18,2MQ),
MOJIyUEHHOW ¢ TIOMOINBIO CHUCTEMBI OYUCTKU BOJBI
Milli-QAdvantage A10 (I'epmanus).

PE3VJIBTATBI U NX OBCYXIEHUE

MoueBHHa, KaK U3BECTHO, MOYKET 0Opa3OBbI-
BaTh C PaCTBOPEHHBIMU COJSIMA METAJJIOB arperarthl,
KOTOpBIE B IIPOLIECCE TeTUPOBAHMUS 307151 HE IAIOT KOJI-
JIOWJHBIM YaCTUIAM THIPOKCHIIOB METAJUIOB DPACTH
[15]. Takxe oHa MOXKeET (HYHKIIMOHUPOBAThH OJHOBpE-
MEHHO B POJIM MaTPUYIHOTO, COOCAXKIAIOIIET0 U IIOPO-
oOpa3yromero arenTa [16].

C 1enpio OIpeeneHusl XapakTeprUCTUIECKIX
Temreparyp ¢a3oo0pa3oBaHUsl IIETIEBOTO MPOIYKTa
ObUI IPOBEJICH CHHXPOHHBIN TEPMUYECKUHN aHAIIU3 HC-
XOAHBIX HHUTPATOB M CHHTE3WPOBAHHOIO INPOAYKTa-
MIpeKypcopa, pe3ysIbTaThl KOTOPOTO MPEACTABICHBI Ha
puc. 1.

PaznoxxeHue KpHCTAJUIOTUAPATOB HMCXOHBIX
HUTPATOB HAET cTyneH4yaro. B uaTepsaie ot 40 1o 170 °C
3a()MKCUPOBAHBI XapaKTEPHbIC MUKH IJIABJICHUS U Pa3-
JIO)KEHUs1 KpucTautoruaparoB. Cremyromue CTaauu
MOTEPU MACChI IIPOUCXOJIAT C BBIZCTICHUEM Ia3000pas3-
weix H2O, NO, N2O, NO,, O, 3adukcupoBaHHBIX
Macc-CrieKTpoMeTpudecku. CTOUT OTMETHTH, YTO KPH-
craumzanus coequaenus — muk JICK 560 °C — npo-
HUCXOJUT MPH JOCTATOYHO HU3KOM TeMIleparype, B OT-
JUYUE OT MOJOOHBIX MaTEpPHajoOB, CHHTE3UPOBAaHHBIX
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C MCIT0JIb30BaHUEM APYrux MeToauk [17-19], a Ha Tep-
MOTpaMMax HCXOIHBIX HHUTPATOB OTCYTCTBYET 3K-
303((eKT, ONMMCHIBAIOIIHI KPUCTAILTU3AIIIO COCTUHE-
HUS [IPU TEPMUYECKON AecTpyKuuu npekypcopa. Ilpu
3TOM IIJIsl HUTPATa MUPKOHIIIA 3aUKCHPOBAH K303~
(heKT KpucCTAIUIH3AMH TUOKCH A ITUPKOHUS ZrO; npu
470 °C [20], npu atom TT" u ICK xpuBbIe 15t HUTpaTa
npa3eofiMa W HHATpaTa UPKOHMIIA, XOPOIIO KOPPEIH-
PYIOT ¢ IUTepaTypHBIMU TaHHbME [21, 22], a 0Opa3oBa-
HUE W KPHUCTALIM3aIUs IMPKOHATAa Ipa3eouma
ProZr,07 MoxkeT ObITh OOBSICHEHAa CHHEPIrEeTHUECKUM
3dexToM TpH KPUCTALIN3AIUA MHOTOKOMIIOHEHT-
HOMW CHUCTEMBIL.

JICK, MmBT/nvr

200

400 600 800
Temmeparypa, °C

Puc. 1. Pe3yJ'H)TaT CUHXPOHHOI'O TCPMHUYECKOI'0 aHaJIn3a B PIHepTHOfI
armocdepe (Ar) co ckopoctbio Harpesa 293 °C mum: 1 — kpusast JJCK
ZrO(NO3)2 2H20; 2 — kpusas JCK Pr(NOs)3-6H20; 3 —xpusas JICK
Tiony4eHHoro npekypeopa;4 — kpusast TI' ZrO(NOs)z: 2H20; 5 — kpu-
Bast TT" Pr(NOs)3-6H20; 6 —xpuBast T momydeHHOT0 TIpeKypcopa
Fig. 1. Result of simultenious thermal analysis in an inert atmos-
phere (Ar) with a heating rate of 293 °C/min: 1 — DSC curve of
ZrO(NOg)2 - 2H20; 2 — DSC curve of Pr(NOz)s - 6H20; 3—DSC
curve of the obtained precursor, 4 — TG curve of ZrO(NOs)2 - 2H20;
5—TG curve Pr(NOs)s - 6H20; 6 — TG curve of the obtained precursor

C menpio ompeseneHus Hauboaee ONTHMAITb-
HOW TeMIlepaTypbl OTKUIa HPEACTaBISIO HHTEPEC
MPOBECTH TEPMHUUECKHI aHAIN3 ITOYISHHOTO IIPEKYP-
copa B MHEPTHON U OKHCIUTEIHHON (BO3IYIITHOM) aT-
Mocgepax npu ckopoctu HarpeBa B 293 °C /muH. Pe-
3yabpTaThl CTA npuBeneHsl Ha puc. 2. YCTaHOBIEHO,
YTO HajJW4yhe OKHCIHMTENLHOW arMochepbl cyie-
CTBEHHO HE BIIHSIET Ha XOJ MHPOJIN3a CUHTE3UPOBAH-
HOH CHCTEMBI, OTHAKO BeJeT K OoJiee OBICTPON U HOJ-
HOW TEPMOOKHCIUTENHFHON JECTPYKIMH MOYEBHHBI,
WHKAICYJUPOBAHHONW B IOJIOCTH MEXIY YacTUIaMU
okcuaoB. Kak BUAHO W3 TepMorpaMm, Ipu UHTEpBaax
360-440 °C u 500-580 °C ¢uxcupyrorcst 3x303¢HeKTsl
($ha3000pa3oBaHUs U KPUCTAUIM3ALNHN 1CJIEBOTO LHUP-
KOHaTa npazeoauma, a mpu 600 °C moxHOCThIO 3aKaH-
YUBAIOTCS IPOLECCHl JECTPYKLUUH C BBIJICICHUEM
BOJIbI, OKCHJIOB a30Ta, YIIIEKUCIIOTO Ta3a 1 MOYCBHHBI.
upoxwuii 3x303¢ ekt B uareppaie 600-730 °C otse-
YaeT OKHCJIEHHIO KOKCOBOT'O OCTaTKa OPraHMYECKHX
COCIMHEHMH, 4To noaTBepkaaercs BeigeneaueM CO..
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BxumroueHnsi MOYEBHHBI MOTYT COZIEPKAaThCs B ITyCTO-
TaX KPUCTAIUTMYECKON PEIIECTKH, HCKAXKATh CTPYKTYPY
MaTtepuaja, MpH TEPMOACCTPYKIIMU B XOJC OTXKHIra
croco0cTBOBaTh 0OpaszoBaHuto mop. Hambomree onTu-
MaJbHOW TEMIIEpaTypoi OTKHTra B My(enpHOU Tedu
SIBJIICTCS, TAKUM 00pa3oM, TeMIIepaTypa MaKCUMyMa

Ha kpuBoit JICK npu 560 °C.
HoHsERD TOK, %107 A
T % JICK, MBT/™Mr
0
-5
-10

Puc. 2. Pe3ynbTaT CHHXpOHHOI'O TEPMUUYECKOTO aHAJIN3a CO CKO-
pocteto Harpesa 293 °C/mun: 1 — kpusast JICK npexypcopa B
WHEpTHOH cpexe; 2 — kpuBas JJCK npexypcopa B BO3AyLIHOM

cpene; 3 — kpuBast TI” mpekypcopa B HHEpTHOI! cpene; 4 — KpuBast

TI" nmpekypcopa B BO3AYIIHOM cpene; 5 — KpuBas HOHHOTO TOKa

NOg2; 6 — kpuBast nounHoro Toka H20; 7 — KpuBast HOHHOTO TOKa

CO2 + mouesuna; 8 — kpuBast noHHOTo Toka NO + N20
Fig. 2. The result of simultenious thermal analysis with a heating
rate of 293 °C/min: 1 — DSC curve of the precursor in an inert me-
dium; 2 — DSC curve of the presursor in air; 3 — curve of TG precur-
sor in an inert medium; 4 — TG curve of the precursor in air; 5 — NO2
ion current curve; 6 — curve of the ionic current of H20; 7 — ion cur-
rent curve CO2 + urea; 8 —ion current curve NO + N20

PenTtrenoda3oBslii aHAIN3 OTOXKEHHOTO TIPH
temmeparype 560 °C obpasia B Teuenue 3 u 6 4, npea-
cTaBiieH audpakrorpaMmmamu Ha puc. 3. Ilpu orxure B
TedeHue 6 4, MoJydaeMbli IPOIYKT IPEACTABIISET CO-
0011 oHO(a3HBIN IUPKOHAT NPA3EOMMa CO CTPYKTY-
poli mpoxJiopa u Kyonueckol cuHroHuei. s kyou-
YECKOM BJIEMEHTapHOU SYEUKH COCOUHEHUS Xapak-
tepHa rpymmna Fd-3m (227). bt BelYUCIIeH mapameTp
pemerky, cocrapummii @ = 10,64754 A, uto moxer
yKa3bIBaTh HA HEKOTOPbIE MCKaKEHHS KPHCTaJUINYe-
CKOH CTPYKTYypbl MaTepuaia [21], BO3MOXXHO CBs3aH-
HBIC C paCIIMPEHUEM PEUIETKU 3a CUET MEHBIICH CTa-
ounsuocTu csaseit Pr — O, uem cBsizeit Zr — O, umu ¢
YaCTUYHOU aMOP(HOCTHIO MOTYYEHHOTO COSANHEHHUS.
Y cTaHOBIIEHO MPOIEHTHOE COOTHOIICHHE KPUCTAILITH-
4yeckoi ¥ amop¢HOi (a3 B aHAIN3UPYEMOM TOPOIIKE
—65,1% n 34,9% coorsercTBeHHO. [Ipn ymMeHbIIEHHN
BPEMEHH OTXKHTa KOJINYECTBO KPUCTAIUINIECKOM (a3bl
nazgaet J0 28,8%.

[Tonyuensr mMukpodororpaduu MOBEPXHOCTH
MOPOLIKA MOCJe OTKUTra. XapaKTepHO HAIUYHE MUKPO
U ME30I10p B MaTepuaie, KOTopbsle 00pa3yloTcs 3a cHeT
TEPMHUYECKOTO Pa3JIOKEHUSI MOUYEBUHEI B COCTaBE IIpe-
Kypcopa (puc. 4 a) IlodydeHHBI MOPOIIOK 00NanaeT

9



J.A. MsICHUKOB U JIp.

MIPEUMYIIIECTBEHHO MUKPOPa3MEPHOI CTPYKTYPOM, UTO
MO>XET HETaTUBHO TOBJHATh HA €MKOCTHBIE Ka4eCTBa
MpH TIPOBEACHUM DIICKTPOXUMHUYCCKUX H3MEPCHUH.
[IpoBeneHo uccnenoBaHUE SIEKTPOXUMHUYECKOTO TIO0-
BEJICHUS DIIEKTPOJa, MOAU(DUINPOBAHHOTO MOTYYEH-
HBIM ITOPOIIIKOM ITPKOHAaTa mpazeoanma ¢ 65,1% cre-
MEHBI0 KPHUCTALUTHYHOCTH METOAOM IHKINIECKON
BOJIbTAMIIEPOMETPHUH C PA3TUIHBIMI CKOPOCTSIMH pas-
BepTKH (puc. 4 0).

3500 :
3000 -
2500 -
2000 -
1500 - 1
1000
500 -

0 .

0 50 100 20, ° 150

4500 +
4000 -
3500 -
3000 -
2500 -
2000 -
1500 - 2
1000 -
500 -

0 50 100 20, ° 150

Puc. 3. ludbpakrorpammsr asst Pr2Zr,07 mocie oTkura mpexyp-
copa mipu 560 °C B Teuenne 1 —3 4,2 -6 1
Fig. 3. Diffractograms of Pr2Zr,O~ after annealing the precursor at
560°Cfor1-3h,2-6h

Bua [IBA-kpuBbIX ISl BCEX CKOPOCTEH paz-
BEPTKH CXOX 10 (hopMe, HO OTIIMYALCTCS 1O TUIOTHOCTH
TOKa Ha TPaMM 3JIEKTPOaKTUBHOTO Marepuana. [lourn
BBIPOXKJICHBl TTUKW OKHCIICHHS/BOCCTAHOBIIEHUS, yKa-
3BIBAIONIME Ha Hajwuue riceBnoeMkocTd. 1lo dopmyre
IUIS pacdeTa yAeabHOW eMKOCTH TICEBIOKOH/IEHCATOpa!

1)

rae A — miomaas BoJIbTaMIIepHON KpUBOM, M — Macca
3JIEKTPOAKTUBHOTO MaTepuaia B T, » — CKOPOCTh pa3-
BEPTKH MOTeHIMaga MB/C U pa3HOCTh HMOTEHIMAJIOB
AV B B., Obutn paccuuTanbl 3HaueHus Cs I KaXk 101
U3 CKOpOCTeW pa3BepTku (Tabmmua). MakcumanbHOe
3HaueHUe eMKOCTH cocTtaBuio 1,2 d/r mpu ckopoctn
paseeptku 10 MB/c, 4to siBisieTcst KpaliHe HU3KUM 3Ha-
YEHHEM JIJISl JICEKTPOJIHBIX MaTepuayoB. PaHee ObLIO
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_ A
ST 2mwAv

1moka3aHo [23], 9To0 HaHOKOMITO3UTHI M3 OKCHIA Tpa-
(heHa W IMOKCHIA IHUPKOHHUS OO0JIANAIOT HETUTOXHMH
€MKOCTHBIMH XapakTepucTukamu. [1noxas snexrpude-
CKasi MPOBOJMMOCTb, CJIa0ble aHOAHBIE M KaTOIHBIE
MUKH, XapakTepHbIE IS ICEBIOKOHACHCATOPOB, U
HU3KHE 3HAYEHUS €MKOCTH ITOJIy9eHHOTO 3JIeKTPOaK-
TUBHOTO MaTepuana CBUACTENIbCTBYIOT O CIHIIKOM
OOJIBIINX pa3Mepax MOTYISHHBIX OKCHAHBIX YACTHII 1,
BO3MOXHO, HEIOCTaTOYHOM KPHUCTAJUIMYHOCTH, UTO
KOCBEHHO MOATBEP>KAACTCS AaHHBIMH 3JIEKTPOHHON
MuKpockonuu 1 POA.

120215 10.0kV 1% 1mm x1.00k SSE30 7/

i, Alg
0,08 -
0,06 -
0,04 -
0,02 -

0 4
-0,02 -
-0,04 -
-0,06 -

PNowao

faYo)
-U;U0

-0,5 0 0,5 1
0

Puc. 4. a) Muxpodororpadus nopomuika Pr2Zr207 ¢ ysennueHueMm
B x1000 6) LIBA-kpuBsIe 11t MOAUGHUIIMPOBAHHOTO SIIEKTPOJIA CO
ckopocTsimMH pa3BepTku v 1 — 10 mB/c, 2 — 25 mB/c, 3 — 50 MB/c,
4 -100 MB/c, 5 —200 MB/c
Fig. 4. a) microphotography of the Pr2Zr.0O7 powder with a magnifica-
tion of 1000 6) CV-curves for a modified electrode with scanning
speeds v 1 — 10 mV/s, 2 — 25 mV/s, 3 — 50 mV/s, 4 — 100 mV//s,
5-200 mV/s

158V

Tabauua
3HaueHne y)le.]'lbl-[oﬁ €MKOCTHU IIPHU Pa3JIUIHbIX CKOPO-
CTHX Pa3BEPTKHU MOTEHIHUAJTIA
Table. Specific capacitance value at different sweep rates

Cs, Flg v, MB/c
1,21 10
0,55 25
0,42 50
0,33 100
0,25 200
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BBIBO/IbI

B xome wuccnemoBaHus ObUI CUHTE3MPOBAH
npekypcop PraZr,O W3 HUTPATOB COOTBETCTBYIOIIUX
METAJJIOB C WCIOJh30BAHUEM MOYCBUHBI, KOTOPBIH
MpH JANbHEHIIEM CXHUTaHUM TepexoauT B (opmy
TBEPAOTO OKCHUAHOTO mopormka. Kpucrammszanus no-
JYYEHHOTO MaTepuaia MPOUCXOJUT B UHTEPBAJIC TEM-
nepatyp okomno 360-580 °C. BeinepxaHHbIH IPU TEM-
neparype 560 °C oOpaser; moIHOCTBIO ofHO(DAa3eH U
COCTOMT M3 IUPKOHATA MPA3eOANMa C HATUYHEM B CO-
CTaBe KaK KPUCTAUTMICCKOU, TaK M aMOpGHOH (a3sl.
ITokazaHo, 9TO ¢ TOMOIIBIO H3MEHEHHS JITUTETFHOCTH
OT)KUTA MOXKHO JIOCTUTATh HEOOXOJUMOTO COOTHOIIIE-
HUS KOJIMYECTB aMOp(PHONW M KPHCTAIUTHYECKON (a3.
brutn paccunTaHbl 3HAYEHUS yIETHHON €eMKOCTH KOH-
JIeHcaTopa M3 JAHHBIX LUKIMYECKON BOJIbTaMIIEPO-
MeTpuu. B panpHelneM BO3MOXHO HCCIEAOBAHUE
BIIMSTHHSI YCITOBHM CHHTE3a M TEMIIEPaTyphl OT)KUTA Ha
KPUCTAIUIMYHOCTh 00pasiia, pa3Mep KPUCTALIUTOB U
€MKOCTh KOHJICHCATOpa.

Hccneoosanus evinontnenvl npu urarcosot
noooepaicke Ilepmckoeo HayyHo-00paA308aMenTbHO20
yeumpa «Payuonanvroe neopononvzosanuey, 2021 2.
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