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High temperature The optimal conditions for the synthesis of
superconduction (Pbo ,Cug3)Sr2(Y5Ca0 5)Cu,0O; & 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  (Pb;Cug3)Srx(Yo5Cag5)Cu0, .5 have super-
Article history: conductivity properties at temperatures below 77°K.

Received 28.07.2014

Received in revised form

15.08.2014

Accepted 22.08.2014
Corresponding author:

T. Voitenko

E-mail:

voitana@ukr.net

ONTUMI3ALIIA YMOB CUHTE3Y
BMCOKOTEMMEPATYPHOI HAONMPOBIAHOI KEPAMIKM
CKIApDYy PB-1212

T.A. Boiitenxo, C.A. Hepinbko, A.A. Alyes
Kuiscoruii nayionanvhuil yrigepcumem iveni Tapaca llleeuenxa

O.IL I'osioBueHKO
Kuiscoruii nayionanvhuii meouunuti ynisepcumem imeni O. bocomonvys

Y cmammi  eusHaueno  onmumaivbHi - YMOGU  CUHME3Y  3pa3Kié  CKAAQY
(Pbo7Cug3)Sra(YosCays)CruzOres 3 meepooasuum i 301b-2e1b MemModom 00epirca-
HHS NPeKypeopy. Bemanoeneno, wo Cunme306aHi 3paski 6UAGLAIOMb HAONPOGIOH]
enacmueocmi npu memnepamypi nudxcue 77°K.

Knrwuoei crnosa: eucoxomemnepamypra naonpogionicmo, Pbl212, meepoogasnuil
CUHME3, 301b-2elb CUHME3.

3 MOMCHTY BIOKPHUTTS BHCOKOTeMIeparypHoi Hamnposiznocti (BTHII) [1]
JOCTITHUKIB I[IKABHIH PI3HI CKJIAIM HAAMPOBIAHUX MATEPIasiiB, iX OACP:KAHHS Ta

Scientific Works of NUFT 2014. Volume 20, Issue 5 —— 233



mailto:voitana@ukr.net

XIMIYHI HAYKH

BIACTUBOCTI. Tak, CHHTE30BAHO 3Pa3Kui BUCOKOTCMIICPATYPHUX HAAMPOBIIHUKIB, 110
PI3HATBECS 332 KPUTHYHOKO TEMITCPATYPOIO, BMICTOM HaanpoBiaHoi ¢asu vy 3paskax i
aerkocti mposeaeHHst cunte3y. Tak, BTHIT cnoayku ckiany YBa,Cu;O7., (Y123) 3
KpUTHYHOK Temrieparyporo T.~92 °K y Burmsaal MmiBOK YK€ 3HAWIUIM CBOE
MPAKTHYHE 3aCTOCYBAHHS V MIKPOESTICKTPOHILI €JIeKTpOcHepreTHui [2].

[Momyk woeux BTHII mpoBoamBes mepeayciM NUIIXOM 3aMiHH  KaTIOHIB
METaNIB, MPH LBOMY 3MIHH CTOCYBAJIMCA CKIany, HapaMeTpiB U THIY KPHCTATIYHOI
rpatku. Tak, cknax Pb-1212 OyB oxep:kanuii zamimennsm Ba Ha Sry dasi Y-123
(YBa,Cu307.5 > YSr;Cuz07.5) 3 momanmeinuM yacTkoBuM 3amimensam Cu Ha Pb
[3—6]. 3yCI/IJ'IJ'I$IMI/I JMOCTITHUKIB BCTAHOBJICHO, IO ONTUMAJIbHUIN CKnan ¢asu Pb-
1212 micns 3amiments Buriasgac Ak (Pbg 7Cuqz)Sra(YosCags)CuyO7is [7—10]

OcHoBHI TEPEBArk CKIATY Pb-1212 nosasrarors y #oro ¢crabiIbHOCTI Ta CTIHKOCTI
[0 30BHIIIHIX ()aKTOpPiB — MOBITPS, BOMOTOCTI MOPIBHSIHO 3 IHIIMMH B1IOMHMU
BTHII (manpuxnan, Y-123, 3a 3BHUaifHUX YMOB BTPavae CBOi BIACTHBOCTI 3a 2—3
Micsiigi 30epiraHHs), a TakoX B MOPIBHSHO IBUAKOMY (hazoytBopenni [11—12].
3BaXKarOUH HA BHCOKY JICTKICTh IUTFOMOYMY 1 HOTO CIONYK, npsamuil cunTes Pb-1212,
Ha Kajib, HeMOX/MBUH. KpiM TOro, OCTaHHIM YacoM MiJBHIICHY 3allIKABJICHICTh
BUKJIMKAE PO3MIP YACTHHOK OACPIKAHHX 3Pa3KiB, a4 TAKOXK AKTHBHO BHBYAETHCS
3aJIC)KHICTD BIACTUBOCTCH MaTepialiiB BiJ PO3MIPIB X YACTHHOK.

Mera JoCniKEHHS: TOIIYK ONTHMAIbHUX YMOB CHHTE3Y 3paskiB CKIagy
(Pbo 7Cu3)Srx(Yo5Ca05)Cus0705, a TakoK BHBUCHHS BILTUBY METOMIB CHHTE3Y Ha
MOPQOIIOTiIo 0JCPKAHHX 3PA3KIB.

Excnepumenmanvra yvacmuna

3pazku ckaaay (Pbg7Cuos)Sra(Yos5Cags)CusOrs BUTOTOBMISIIA 1BOCTAIIHHHAM
TBepA0ha3HUM METOJOM 3 MOMEPEAHIM OJCPKAHHAM MPEKYPCOPY Ta MOAATBIIAM
BignamroBaHHsIM B atMochepi kucH. [Ipexypcopu oaepxysanu 3a TBepaodha3HOO
Ta 307b-T€Jb METOANKAMU CHHTE3Y.

VYci BUXiAHI peyoBHHH OVIIM HMPOMHUCIOBOrO BHPOOHHUITBA 1 KBamidikamii HE
HIWKIE «x.4.». Hamn BHKOPHCTOBYBATHCS KyNPYM D, irpi#, mmromOym (II)
OKCHIH, CTpOHLIlI/I KaabLin 1<ap60HaTH JUTsl CHHTE3y MPEKYPCOPY TBepaodazHIM
METOAOM 1 PO3UMHH ITPiH, KambLii, CTPOHLIH, KYNMPYM HITPATiB I 30Mb-TCTb
CHHTE3Y MPEKYPCOpPY.

V¢l peakTHBH, IO BUKOPHCTOBYBANHCEH Ul CHHTE3Y KEPAMIYHHX MAaTepiamis,
Oynu mpoaHami3oBaHI Ha BMICT KaTiOHY BIAMOBIZHOro Merany. Bwict ioHiB
PLIKICHO3EMENBHUX ~ CIEMCHTIB ~ BH3HAUaBCSA MNPSIMHAM  TPHIOHOMETPHYHUM
TUTPYBAHHAM 3 1HIUKATOPOM KCHICHOJOBHUM OpamkeBuM, Kympymy (II) — mps-
MHM TPHIOHOMETPHUYHHM TUTPYBAHHSM 3 ixukaTopoM mypekcua, Ca’ ta Sr*" —
OOCpPHEHUM TUTPYBAHHAM 3 IHIUKATOPOM epioxpoM dopauid «T» [13—14] .

Ha mepmiéi cranii tBepmodaszHOro CHHTE3y MPEKYPCOPY CYMIII OKCHIIB
KYIPYMY Ta iTpit0, KapOOHATIB KAIbLII 1 CTPOHLIIO, B3ATHX V PO3PAXOBAHOMY
CTEXIOMETPHUYHOMY CIIiBBIIHOIICHHI, PETCIBHO MEPETHPAIN B araToBii crymui i
BignamoBamu y ¢aphopoBux TUrIAX v MydenpHIEH nedi nporsroM 48 roauH 3
MPOMDKHHM — TepetupanHsaM npu  temmeparypli 900 °C 1o  3HHKHCHHSA
xapakrepuctuaaux cmyr normusanas COs™ B [U-cnextpax.

[Ipu cuHTE31 TPEKYpPCOPY 307b-TeIb METOAOM CYMIII PO3YHMHIB HITPaTIB
KYIPYMY, ITPIIO, KAIBLIIO Ta CTPOHLIIO YMAPIOBANHM IO VTBOPCHHS TEIIO, SKHHA

234 — Hayxosi npayi HYXT 2014. Tom 20, Ne5



XIMIYHI HAYKH

MOTIM PO3KIajany mpu moctynopoMy Harpisansi 1o 800 °C. fAx reneyteoproBau
BHKOPHUCTOBYBAJIH LIUTPAT AMOHIFO.

Ho onepxaHux TPEKYpPCOpPIB JOJABATH PO3PAXOBAHY KIMBKICT OKCHIY
mroMOyMy 3 HagmumkoM 5, 10 ta 15 % , perenpHO nepeTupany oxepx aHy MUXTY
B aratoBiil CTYIILI, OPeCYBAIH ii B TAOICTKH 1 BLAMATIOBAIN B IEUl 3 HOCTYIIOBHM
Harpisanssm (250 °C/rox) go temmeparypu 800 ‘C ang 3amobiraHHs JETKOCTI
mroMOyMy. [ami oxeprkaHi 3pasky 3HOBY MEPETHPANH 1 NpecyBanu B TaOICTKH,
AKI BIAMATIOBAIH mpotaroM 72 roxud mpu temmeparypi 850 °C 3 mpoMiKHHM
MCPCTUPAHHIM 1 TPECYBaHHSIM B TaONeTKU uepe3 KoxkHi 24 roamnm. Ha
3aBEpLIATEHOMY C€Tami 3pa3KH 3arapToBYBAIM V TpPyOuaTid MydenbHId meul 3
BUTPHMKOIO B TOLI KHCHIO. Temmeparypa B Iedi KOHTPOIOBATIACS 33 JOMOMOTOK0
TCPMOMNAPH XPOMENTb-aTFOMENb, 1O OyNia MMiA €IHAHA A0 PEryJsITopa TEMICPATYPH
(Tounicte perymosanns £ 5 °C).

Ilponec poskmany mwmxtn koHTpomoBam [Y-cnekrpampamM meromom. [Y-
CHEKTPU MOTTIMHAHHS MPOAYKTIB TEPMOII3Y 3amucyBany Ha crnekrpodoromerpi UR-
10 B o6macti 1200—1700 cM'', BUKOpHCTOBYIOUM MPecyBaHHs Tab1eToK 3 KBr.

dazoBuil cknax 1 mapaMeTpu KPHCTATIYHHUX TPAaTOK BH3HAYANH PEHTTCHO-
rpadiuaum merogom Ha mopomkax (JIPOH-3M; Cuy, BumpomintoBanas 3 Ni-
¢ineTpoM). PesncTrBHI BUMIPIOBaHHS NMPOBOIAMIN CTAHIAPTHHM YOTHPUKOHTAKT-
HUM 30HIOBHM METOJOM 3 BUKOPHUCTAHHSIM IHIH-rai€Boi EBTCKTUKUA B IHTCPBAJIL
temmeparyp 300—78 °K.  IlpocBiuyrouy enekTpoHHY Mikpockomio (ITEM)
MPOBOAMIH HA eIeKTpoHHOMY Mikpockomi SELMI-125K.

BumicT mmroMOymMy BU3HAYAIH METOAOM HOAOMETPUYHOTO TUTPYBAaHHS [3].

Pesynomamu i obecosopens

Jns1 BCTAaHOBIICHHS TEMITEPATYPHUX PEKUMIB 0OOPOOKH IIMXTH, IO CKIAIAETHCS 3
kynpym (II), itpi#, maromOym (I1) okcuaiB, CTPOHILIH, KaibLil KapOOHATIB, HAMU OYB
MPOBCACHUHA TEPMOTPAaBIMETPHYHUI aHAII3, 32 JOMOMOIOK SKOro OVIO BCTAHOB-
JeHO, mo yrBopeHHs daszu Pb-1212 nounnaerses mpu Temneparypi 850 °C.

Jns 3HaXOMKEHHS ONTHMATIBHOTO HAMIHMINKY OKCHAY ITIOMOYMY Ta BUXOASIH
3 PE3yNbTaTiB AHAMI3Y TEPMOrPaMH, MICHS JOAABAHHSI OKCHAY ILTIOMOYMY
peakuiiiHa cymim Oyrma Harpita crymingato o 850 °C i BuTpuMaHa mpu il
temmeparypi npotsarom 30 rox.

TBepaoQa3HIi MeTO

30JIL-T'CJIb METO/L

IurencusuicTh

20 40 60

Puc. 1. Indpaxrorpavu spaskiB (Pby,Cuy3)Sry(Y(5Cay5)Cu,O0n; 3 10-BigcoroBum
BMmicrom PbO i pisanvu cioco6aMn oxep:kaHHsi MpeKypcopy
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Ilicns mpoBeacHHS PEHTrEHOGA30BOrO aHAMIZY, a TAKOXK TMOPIBHSHHA 3
JITCPATYPHUMH JaHUMH, OY/I0 BCTAHOBJICHO, IO 3pasok (Pby7Cug3)Sra(YosCag5)CuyOrs
3 10 % wHagmukom PbO, micms mposkaproBaHHst mporsroM 15 rog mictuts dasy
Pb 1212, aje mpu 1poMy HasiBHI TAKOK 1 IOMIMIKOBI (hazu. BHACTIIOK mposkaproBaHHS
mporsirom e 15 rox 3pazku ckaagy (Pbo7Cuos)Sra(YosCags)CuyOns BusIBHIHCS
MOHO(]AZHAMH.

BusHauenHs BMICTY TUOMOYMY B OZCpIKAHHMX 3pasKkax MPOBOXWIOCA HOIO-
METPUYHUM TUTPYBAHHSAM KYIPYMY 3 TOAAJTBIINM MEPEPAXVHKOM Ha ILTEOMOYM. Y
Tabs. 1 HaABEACHO JaHI MPO BMICT IUTFOMOYMY Y CHHTC30BAHUX 3Pa3Kax.

Tabnuya 1. BmicT mmoMoymy vy 3paskax ckaanxy (Phy,Cuy;)Sry(YesCags)Cuy O

% maumamky PbO W(PD ¢e0p))=22,559 %
JIO BIAATIOBAHHA B1ATIOBAHHS B1ATIOBAHHS
15 rog 30 rog

Trepaodaszunii MeTo o1epRaHHS PEKYPCOPY
5 % Ha UIHITOK 24,18 % 20,36 % 20,17 %
10 % mauIuImok 25,22 % 21,57 % 21,24 %
15 % ma oK 25,63 % 21,04 % 20,92 %

30/1b-TeJIb MeTO/I O/lepKAHHS TPEKYPCOPY

5 % Ha UIHITOK 25,19 % 21,20 % 18,83 %
10 % mauIuImok 24,88 % 21,68 % 22.59%
15 % ma uIuImok 2577 % 23.33 % 23,10%

Buxonsum 3 pe3ynbTaTiB SKCIICPUMCHTY Ta XIMIYHHUX PO3PAXYHKIB, MOXHA
CTBEPAKYBATH, IO HAMOMIHKYHUMU [0 TCOPETUYHOTO 3HAYCHHS BMICTY ILTEOMOYMY
€ 3pasku 3 10 % HaaIMIIKOM OKCHAY IUTIOMOYMY, TOMY CaM€ TaKWUH HaTHINOK
ontumaneHui ipu cunTe3l BTHIT 3paskis cknany Pb-1212.

Penrrenodazosuii ananiz oaep:kaHux 3paskie 3 10 % HagIuIIKOM OKCHIY
ITIOMOYMY TOKA3aB, IO BCl BOHM 130CTPYKTYpHI (azi Pb-1212 1 kpucranizyiorbes
y T€TparoHabHIN CHHTOHII (mpocTopoBsa rpatka [4/mmm).

Jna nux 3paskiB OyiIu po3paxoBaHi MapaMeTpy KPUCTATIYHUAX IPATOK.

Tabnuya 2. IlapamMeTpu KPpUCTATIMHOT IPATKH JUISI 3pa3KiB cKiIaxy
(Pbo.7Cug3)Sry(Y.5Ca5) Cuy 075

a, A c. A v, A’
1 0,
Teeprodaszna cepist, 10 % HammHIIOK 3.86 (2) 11,78 (9) 175.0 (3)
PbO
3omp-rens cepist, 10 % magmumokx PbO 3,84 (1) 11.83(8) 175,0 (2)

MeroaoM eneKTPOHHOI MIKPOCKOMii OyI0 JOCTIIKEHO MIKPOCTPYKTYPY 3pasKiB
(Pb0.7Cu0.3)Sr2(Y0.5C30.5)Cu207i5.

B o0ox Bumagkax CTpykTypa 3pa3KiB € MOCTATHhO OJHOPIMHOKW 1 Jisi HEl
XapakTepHi JOCUTSH 4iTKI 3epHA. Posmip 3epen 3paskiB (Pbg/Cug3)Srx(Y o 5Cag5)Cuy0zs
(puc.26) 13 307b-TeNb METOAOM OACPXKAHHS MPEKYpcopy Maibke v 20 pa3iB MCHIIHH,
HDK v 3pa3kiB (puc.2a) 3 TBepaodhasHUM CIOCOOOM OACPIKAHHS MPEKYPCOpPY 1 CKIaaae
npubmzHo 40x40 HM.
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B o
Puc 2. TEM-¢dotorpadii aas 3paskiB (Pby;Cug;)Sry (Yo sCae5)Cuy 0.5 2) 3 TBepaohazHIM

CIocoOoM OfiepsKaHHs PEKypPCopy, 0) i3 30JIb-rellb METOIOM
oJiepKaHHs MPEKypcopy

INopiBHAHHSA AaHWX PEHTreHO(A30BOrO aHAN3y 1 MPOCBIUYOUOT eNeKTPOHHOT
MIKpPOCKOMIT T03BOJISIE TOBOPHUTH NPO Te, 10 CKIIAJ 3pa3KiB Binnopinae ¢asi Pb-1212.

PesvcTrBHI BUMIpIOBaHHS 3pa3KiB JaHOI CHCTEMH B iHTepBalli Temmeparyp 77—
300 K nokasanu, 1o HaAnpoBimHWE mepexin npu Temneparypi Bume 77 °K He
crioctepiraetbes. B niTeparypi MOBIIOMISIIOCS, 1O KPUTHYHI TEMIEPATypy st
3pa3kiB 3 OMIOHUM THITOM 3amiliieHHs Hikue 72 °K [9].

BucHOBKM

VY pe3ynbrari mpoBeeHOro AOCTIIKEHHS! BU3HAYCHO MapaMeTpu TepMOOOPOOKH
3pazkiB ckiany (Pbo7Cug3)Sra(YosCags)CuyOrs 3 TBepnodasHUM i 301b-Teb MeTo-
JIOM Ofiep>KaHHs Tpekypcopy. [loka3aHo, 10 ONTHMANTbHUM HATUILOK TUTIOMOYMY
JUTs 3pasKiB LBOro ckjiaay ctaHoBUTh 10 %. Takox BCTaHOBJIEHO, L0 CHMHTE30BaHi
3pa3ku 3 TBepAo(A3HUM i 30JIb-Tellb CrOcOodaMK OfIepIKaHHS TIPEKYPCopy € Hapo-
BiTHUMH TIpH TeMrieparypi Huxkde 77 K.
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