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High temperature The optimal conditions for the synthesis of
superconduction (Pby 7Cuyg3)Sry(Yy5Cags)Cu,O; . 5 composition using solid
Pbi212 phase and sol-gel methods for the preparation of the
Solid-state synthesis precursor were identified. It was determined that solid
Sol-gel synthesis solutions  (Pbg7Cug3)Sra(Yos5Cags)Cu,O7.5 have super-
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ONTUMI3ALIA YMOB CUHTE3Y
BUCOKOTEMMEPATYPHOI HAONPOBIAHOI KEPAMIKU
CKNAL#AY PB-1212
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Kuiscoxuii nayionanvnuti ynisepcumem imeni Tapaca [llesuenka

O.1. 'onoBYeHnko

Kuiscokuii nayionanvruti meouunuil ynisepcumem imeni O. bocomonvys

Y cmammi eusnaueno onmumanbHi  YyMOSU  CuHme3y  3pA3KI6  CKIA0Y
(Pby.7Cuy 3)Sr:(Yo.5Cays)CuyO7is 3 meepoopasuum i 301v-2e1b MEMOOOM 00epiHCa-
HH5L npekypcopy. Bemanosneno, wo cunmeso8ani 3pasku 6UsGIsI0mMb HAONPOBIOHT
eracmusocmi npu memnepamypi nudicue 77°K.

Knrouoei cnosa: sucokomemnepamypra naonposionicme, Pb1212, meepooghasnuii
cunmes, 30b-2ellb CUHMES.

3 MOMEHTY BIAKPHUTTS BHCOKOTeMIlepaTypHOi HajmposimHocti (BTHII) [1]
JOCHITHHUKIB IIKABWIM PIi3HI CKIAAM HAANPOBIAHUX MaTepialiB, iX Omep:KaHHS Ta
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BIacTUBOCTI. Tak, CHHTE30BaHO 3pa3Ki BUCOKOTEMITEPATYPHHUX HaIIPOBIIHHKIB, IO
PI3HSTHCS 32 KPUTHYHOIO TEMITEPaTypOro, BMICTOM H/NpPOBiAHOI (asu y 3paskax i
nerkocti npoenenns cunatedy. Tak, BTHII cionyku cknamgy YBa,Cu;O7, (Y123) 3
KpUTHYHOIO Temriepatyporo T.x92 °K y BHIMsAi IUTBOK YK€ 3HAWIUIH CBOE
MPAKTUYHE 3aCTOCYBAHHS y MIKPOCJICKTPOHILII eJIeKTpoeHepreTutli [2].

Iomyx woBux BTHII mnpoBomuBecs mepemyciM IIISXOM 3aMiHM KaTiOHIB
METaJiB, MPH IbOMY 3MIiHH CTOCYBAaJHCS CKIIaJy, TapaMeTpiB i THUITY KPHCTAIIYHOL
rpatku. Tak, cknax Pb-1212 OyB oxepskanuii 3amimenasm Ba Ha Sry dazi Y-123
(YBa,Cu307:5 > YSr,Cu3O7.) 3 momanbiiuM yacTKoBUM 3aMitieHHsM Cu Ha Pb
[3—6]. 3ycHiissMHU TOCTIAHMKIB BCTAHOBJICHO, 110 ONTUMAaJIbHHUN CKian (a3u Pb-
1212 micns 3amiteHHs Burisaae sk (Pbg7Cug;3)Sra(YosCags)CuyOoes [7—10].

OcHoBHi nepeBaru ckiaaay Pb-1212 nonsaraiors y Horo ctabiibHOCTI Ta CTIHKOCTI
JI0 30BHIMHIX (PaKTOpPiB — TIOBITPsI, BOJNOI'OCTi MOPIBHSAHO 3 IHIIMMHU BiJJOMHMH
BTHII (nanpuxnan, Y-123, 3a 3BMUaifHUX YMOB BTpadae CBOi BJIACTHBOCTI 32 2—3
MicsIi 30epiraHHs), a TaKoX B IOPIBHAHO IIBUAKOMY (hazoyTBopeHHi [11—12].
3BaXkarouM Ha BHCOKY JICTKICTh IUTFOMOYMY 1 HOTO CIONYK, IpsiMuid cuHTe3 Pb-1212,
Ha JKaJib, HeMOXKJIMBUH. KpiM TOro, ocTaHHIM YacoM IiJBHIICHY 3alliKaBJICHICTh
BUKJIMKAE PO3MIP YaCTHHOK OJIEPKaHUX 3pa3KiB, & TAKOXK AKTHBHO BHUBYAETHCS
3aJIGKHICTh BIIACTUBOCTEH MaTepialliB BiJl pO3MIpiB IX YACTHHOK.

Mera JOCHIPKEHHS: TIOIIYK ONTHMAaJbHUX YMOB CHHTE3Y 3pa3KiB CKIaIy
(Pbg.7Cuy3)Sra(YosCags)CuyO7es, @ TAKOK BHBYCHHS BIUIMBY METOMIB CHHTE3y Ha
MOPQOJIOTi0 OJIepKAHUX 3PA3KiB.

Excnepumenmanvna vacmuna

3pazku ckaagy (Pbg;Cugs)Sra(YosCags)CurOrues BUTOTOBISIIN JIBOCTAIIHHUM
TBepA0(ha3HUM METOJIOM 3 TMOIEPEAHIM OJIEp)KAHHSAM TPEKYPCOpy Ta MOAAIBIINM
BiIAFOBAaHHAM B aTMOcdepi KucHIo. [Ipekypcopu ofepKyBaiiv 3a TBepao(a3HO0
Ta 30JIb-T'eIb METOANKAMHU CHHTE3Y.

VYci BuxifHi pedoBUHHU OyiaM MPOMHUCIOBOTO BHPOOHHIITBA 1 KBamidikaiii He
HWK4Ye «x.4.». Hamu BukopucroByBamucs kynpym (II), irpiit, mmromOym (II)
OKCHUJIM, CTPOHIIIM, KallbIlii KapOOHATH IUIS CHHTE3Y MPEKypcopy TBepAoQazHIUM
METO/IOM 1 PO3YMHU ITpii, KaJbIiif, CTPOHIIIH, KylIpyM HITPATiB Ui 30Jb-TElb
CHHTE3y IIPEKypCopy.

VYci peakTHBH, 110 BUKOPUCTOBYBAIMCH ISl CHHTE3Y KEpaMidyHHX MaTepialiB,
Oymu mpoaHai30BaHI Ha BMICT KaTiOHYy BIJIOBLAHOTO Merany. Bwmict ioHIiB
piIKiCHO3eMENFHUX  EIIEMEHTIB  BU3HAYaBCS MPSIMHAM  TPHIOHOMETPHYHUM
TUTPYBAaHHSM 3 THIUKATOPOM KCHIJICHOJOBUM OpaHkeBuM, Kymnpymy (II) — mps-
MHM TPHJIOHOMETPUYHHM TUTPYBAHHAM 3 imukaTopoM Mypekcua, Ca® ta Sr*° —
00EpHEHNUM TUTPYBAHHSM 3 IHJUKATOPOM epioXxpoM dopHuit «T» [13—14] .

Ha mnepmiii cramii TBepAo(da3HOro CHHTE3Y MPEKYpCOPY CYMIII OKCHIIB
KylpyMy Ta iTpil0, KapOOHATIB KalbI[if0 1 CTPOHIII0, B3SATHX Y PO3PaXxOBaHOMY
CTEXIOMETPHYHOMY CITIBBIIHOIICHHI, PeTeJbHO MEepPEeTUpa B araToBid CTymmi i
BigmamoBan 'y GapdopoBUX TUTISX Yy MydenbHiH nedi nporsroM 48 roauH 3
MPOMDKHMM  TmepetupaHHsM mnpu  Temmeparypi 900 °C 1o  3HUKHEHHS
XapakTepucTHUHUX cMyr normuHanHs CO5” B [U-crieKkTpax.

[lpu cuHTE31 TpeKypcopy 30ib-Telb METOJAOM CyMIIl PO3YMHIB HITpaTiB
KyIpyMy, ITpif0, KalbI[if0 Ta CTPOHIIIO YMaploBajlHM O YTBOPEHHS TEI0, SKHH
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MOTIM PO3KJIaJaid MpH MOcTynoBoMy HarpiBanHi q0 800 °C. Sk reneyTBoproBay
BHUKOPHUCTOBYBAJIH [IUTPAT aMOHIFO.

Jlo oaepxkaHUX TIPEKypCOPIB JOAaBaid PO3PAaXOBaHY KUIBKICTh OKCHUIY
IroMOyMy 3 HajumuiikoM 5, 10 ta 15 % , perenbHO nepeTupany ofepXKany IUXTY
B araToBiil CTyIII, MpecyBaju ii B TaOJICTKH 1 BIAMAIIOBAIN B IeUi 3 MOCTYIIOBUM
HarpiBaumaM (250 °C/rox) o temmepatypu 800 C 1 3amobiraHHs JIETKOCTI
wiroMOymy. Jlani omepikaHi 3pa3kd 3HOBY IMEpETHUPAN 1 MpecyBaikd B TaOJETKH,
SK1 BiANAIIOBAIN MPOTAToM 72 romuH npu temmeparypi 850 °C 3 mpoMiKHUM
MEPETUPAHHIM 1 MPEeCyBaHHSAM B TaOJIETKH uepe3 KokHi 24 roauunu. Ha
3aBeplIaibHOMY €Tali 3pa3KH 3arapToByBald y TpyOuaTii MydenbHid medi 3
BUTPHUMKOIO B TOIi KMCHIO. TemrepaTypa B Iedi KOHTPOIOBaIacs 3a JIOMOMOT OO
TEpMOIIapH XPOMeTb-aTIOMENb, 110 Oyia Mmia’eIHaHa O PeryssiTopa TeMIepaTypH
(Tounicth perymosanHs £ 5 °C).

IIponiec posknagy MWMXTU KOHTpodtoBaid [YU-criekTpambHuM wmerogom. [U-
CTIEKTPHY TOTJIMHAHHS MIPOYKTIB TEPMOIII3y 3anmucyBaiy Ha crekrpodoromerpi UR-
10 B o6macti 1200—1700 cM™', BHKOpHCTOBYIOUHM MpecyBaHHs TabieTok 3 KBr.

dazoBuil cknaa i mapaMeTpu KpUCTAYHUX TPaTOK BH3HAYAIM PEHTTEHO-
rpadiuaum MeronoMm Ha mopomkax (JAPOH-3M; Cug, BumpomiHioBaHHS 3 Ni-
¢inbTpoM). Pe3ucTrBHI BUMIpIOBaHHS MPOBOJVIIN CTaHJAPTHUM UYOTHPUKOHTAKT-
HUM 30HJIOBUM METOJIOM 3 BUKOPHCTAHHSM IHIIM-TraJli€BOI €BTEKTUKU B IHTEPBAJII
temmepatyp 300—78 °K. IIpocBiuytouy enektpoHHy Mikpockormito (I[TEM)
MPOBOAMIIM HA efeKTpoHHOMY Mikpockori SELMI-125K.

BwMicT mimromMOymMy BU3HAYAIH METOJIOM HOIOMETPHYHOTO TUTPYBaHHS [3].

Pezynomamu i 062060penns

J171st BCTAaHOBJICHHS TEMITEPATYPHUX PEKHMIB 00OPOOKH HIMXTH, IO CKIIAJa€ThCs 3
kynpym (II), iTpiit, maromOym (I1) okcuaiB, cTpoHIIiH, Kajblliii kKapOoHAaTiB, HAaMU OYB
MPOBEICHUI TEPMOrPaBIMETPUYHUI aHaji3, 3a JOMOMOIOK SKOro OyJIO BCTaHOB-
JIeHO, 1110 YTBOpeHHS ¢a3u Pb-1212 nounnaeThbest pu Temmeparypi 850 °C.

JA7ist 3HaXOKEHHS ONTHUMAIbHOTO HAUTHINKY OKCHAY IUTIOMOYMY Ta BUXOJSTYH
3 pe3yNbTaTiB aHami3y TepMOrpaMH, IICHs JOAABaHHS OKCHIY IUTIOMOyMY
peakiiiiina cymim Oyna Harpita crymiHdato gm0 850 °C 1 BuTpuMaHa Opu Iid
Temriepartypi npotsirom 30 rox.

TBeprodazHuii MeTox

IaTeHcuBHICTE

30JIb-T'CJIb METO/

20 40 60

Puc. 1. Iuppaxrorpamu 3paskiB (Pby,Cuy3)Sr;(YysCays)Cu, 075 3 10-BigcoTkoBUM
BMmicTom PbO i pisHuMu ciocobamu ojiep:kaHHsI PEKYPCOPY
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[licns mpoBeneHHS pPEHTreHO(A30BOr0 aHaNily, a TaKOK TOPIBHSIHHSA 3
JITEpaTypHUMH JTAHUMH, OYJI0 BCTAHOBJICHO, 110 3pa3ok (Pby7Cug3)Sra(YosCags)CupOrus
3 10 % wagmmkom PbO, micns mpoxaproBaHHS TpoTAroM 15 rom Mictuth Qazy
Pb 1212, ane npu 11boMy HasiBHI TaKOX 1 JOMIIIKOBI (pa3u. BHacHimok mpoxxaproBaHHS
mporsiroM 1ie 15 rom 3paskum ckiaamy (PbgsCugs)Sra(YosCags)CuyOrs BUSBHIIHCS
MOHO(Da3HUMH.

BusnauenHst BMICTy TUTIOMOYMY B OJIepKaHMX 3pa3Kax MPOBOAWIIOCS HOJO-
METPUYHUAM TUTPYBAHHSM KYyIpPyMy 3 TOJAJbIINM IEePEepPaxyHKOM Ha ITIOMOyM. Y

TabJ1.1 HaBeJACHO JIaHi PO BMICT IUTFOMOYMY Y CHHTE30BaHHUX 3pa3Kax.

Tabnuys 1. Bmict niiromoymy y 3paskax ckiany (Pby,Cuy3)Sry(YysCay5)Cu, O

% Haamumky PbO W(PD (re0p.))=22,559 %
JI0 BITIAIIOBAHHS BiJIaTFOBaHHS BiJIaTFOBaHHS
15 ron 30 rox

Teepaodazunii MeTO oiep:KaHHSA MPEKYPCOPY
5 % HaJUTUIIIOK 24,18 % 20,36 % 20,17 %
10 % HaAIHIIIOK 25,22 % 21,57 % 21,24 %
15 % HaAIHIIIOK 25,63 % 21,04 % 20,92 %

30J1b-reJib METO/1 0/IeP:KaAHHS PEKYPCOPY

5 % HaJTUIIIOK 25,19 % 21,20 % 18,83 %
10 % HaAIHIIIOK 24,88 % 21,68 % 22,59 %
15 % HaAIHIIIOK 25.77 % 23,33 % 23,10 %

Buxonsun 3 pe3ynbTaTiB €KCIIEPUMEHTY Ta XIMIYHHUX PO3pPaxyHKIB, MOXHA
CTBEPUKYBATH, 110 HAUOIMIKYMMH JI0 TEOPETUYHOTO 3HAUECHHS BMICTY TUTFOMOYMY
€ 3pa3ku 3 10 % HaIMIIKOM OKCHAY IUTIOMOYMY, TOMY caMe TaKWi HaJJTHIIOK
ontuMmanbHui ipu cuHTe3i BTHII 3paskis ckiagy Pb-1212.

Pentrenodaszosuii anami3z onepkaHux 3paskiB 3 10 % HaUIMIIKOM OKCHUIY
TUTFOMOYMY TOKa3aB, 1110 BCi BOHH 130CTpYKTYpHi (a3i Pb-1212 i kpucramizyroTbes
y TeTparoHajbHil CHHIOHII (TIpocTopoBa rpatka [4/mmm).

Jnist X 3pa3kiB Oyl po3paxoBaHi MapaMeTpr KPUCTAIIYHUX TPaToK.

Tabnuys 2. TlapaMeTpH KPUCTAJIYHOI I'PATKH JJIf 3pa3KiB CKJIaxy
(Pby7Cuy3)Sry(Y5Ca95)CuyOrss

a, A ¢, A vV, A’
1 0,
Teepnodaszna ceggic,)lo % HaJTUILIOK 3,86 (2) 11,78 (9) 175,0 3)
3onb-rens cepis, 10 % Hamnmumok PbO 3,84 (1) 11,83(8) 175,0 (2)

MeTrooM elneKTPOHHOT MIKPOCKOMiT OyII0 TOCHIPKEHO MIKPOCTPYKTYPY 3pa3KiB
(Pby7Cug3)Sr2(Y0.5Cag.s)CurO7ss.

B 000x Bumagkax CTpPyKTypa 3pa3KiB € JIOCTaTHbO OJHOPIAHOI 1 Ui Hel
XapaKTepHi JOCHTH YiTKi 3epHa. Po3mip 3epeH 3pa3kiB (Pby;Cug3)Sra(Yo sCags)CupOrss
(puc.20) i3 30Mb-TeNlb METOAOM OfIEPKaHHS TPeKypcopy Maibke y 20 pa3iB MEHIIHH,
HDK y 3paskiB (puc.2a) 3 TBeproda3HUM criocoOOM OfIepKaHHsI TPEKypcopy 1 CKiIanae
npuom3Ho 40x40 HM.
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Puc 2. TEM-¢otorpadii nius 3pa3kiB (Pb,;Cuy3)Sr,(Ys5Ca5)Cu, 07,5 a) 3 TBepaodazHum
CIOCOOOM OfIEpXKAHHSI IPEKYPCOpPY, 0) i3 30J1b-TeIb METOIOM
OJICpPIKaHHS MPEKYPCOPY

[opiBHSAHHA JaHUX PEHTreHO(A30BOr0 aHali3y 1 IPOCBIUYIOYOI EIEKTPOHHOT
MIKPOCKOITIi T03BOJISE TOBOPUTH TIPO T€, 1110 CKIIAJ 3pa3KiB Biarosigae ¢asi Pb-1212.

PesucTiBHI BUMIpIOBaHHS 3pa3KiB JaHOI CUCTEMHU B IHTepBasi Temieparyp 77—
300 K mokasanu, 10 HaAnpOBiAHWEN Iepexia npu Temmeparypi Buiie 77 °K He
criocTepiraeThes. B mmiTepaTypi HOBIIOMIISIIOCS, IO KPUTHUYHI TEMITEpaTypH JUis
3pa3KiB 3 MOAIOHUM THITOM 3aMiliieHHs Hiokue 72 °K [9].

BUCHOBKM

VY pe3ynabTari NPOBEACHOr0 JOCTIHKCHHS BU3HAYCHO MapaMeTPH TEPMOOOPOOKHU
3pa3kiB ckiany (Pbg7Cug3)Sra(YosCags)CuyOrss 3 TBEpAOGhA3HUM 1 30J1b-T'elIb METO-
JIOM OfiepKaHHs TpeKypcopy. [lokazaHo, 0 ONTUMAaNTbHUNA HAJUTMIIOK ILTFOMOYMY
JUTSL 3pa3KiB IbOTo CKyaay cTaHoBUTh 10 %. Takoxk BCTaHOBJICHO, IO CHHTE30BaHI
3pa3ku 3 TBepAoGha3HUM 1 30JIb-TeIb CIIOCO0AMM OJICPIKaHHS IIPEKYPCOPY € HAINPO-
BIIHMMHU MpH Temreparypi Huxdae 77 K.
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B cmamve onpedenenvl onmumanvbHble YCI08Us CUHmME3d 00pPA3UO8 COCMABA
(Pby.7Cuy.3)Sr>(Yy5Cays) CuyOr.s ¢ meepooghasubim u 301b-2e1b MEMoOOM HOYHEHUS
npekypcopa. Ycmanoeneno, wmo CUHMesUposaHHvie 00pazyvl NPOSGISION CEepxX-
nposodsyue ceoticmaa npu memnepamype nudice 77 K.

Knrouesoie crosa: svicokomemnepamypuas ceepxnposooumocmo, Pb1212, meepoo-
haznvlil cunmes, 301b-2€b CUHMES.

238 ——Hayxosi npayi HYXT 2014. Tom 20, Ne5



