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C wHCIIo/Ib30BaHUEM M3MEPEHHUI TUaMarHUTHON BOCIPUMMYMBOCTH, PEHTICHOBCKOro (pa3oBOro aHajamsa M MeTona
MOIYJINPOBaHHOTO MHKPOIIOTJIOIICHUS] TIPOBEIEHO MCCIICNOBAHIE BIIMSHAS YCJIOBMI CHHTE3a M OTXKWTa Ha COOTHO-
IIeHre 00bEMOB I TeMIIepaTypy Hadasla Iepexoia B cBepxmposojsiee cocrosiaue (T,') pas 2212 u 2223 Ha ocHoBe
BHCMyTa, NOJIy4eHHbIX U3 pactBopa B paciuiaBe KCl. Haiinero, uro T.' ¢aser 2212 yMeHbIIaeTcst ¢ yBeIHYCHHEM
TeMIIepaTypsl ¥ BpeMeHH BBIIECpXKKH Ipu cuHTese. [lepexonm 2212-2223 B pacrtBope-pacmiaBe KCl mpoxomur B
ycnoBuAX AeuIuTa KUCIO0po/a, IMPUHA MHTEpBajla IIepexoia B CBEpXIpoBosiiee cocTosiHue (aspl 2223 3aBUCHT
OT CKOPOCTH OXJIKJICHHS PaCTBOPa-pacillaBa Mocjie H30TEPMUYECKOM BBIICPKKH, @ TAKXKE OT IOCJISIYIONIEro OTKUTa
Ha Bosgyxe. Ha HeoToxoKeHHBIX KprcTamax ¢asst 2223 co cpexsuM pasmepoM 50 X 50 pm obHapyxersr T = 107,
90 u 20 K. Omxur Ha Bo3Jyxe HPUBOIUT K HACHILCHMIO MX PELICTKH KUCIopogoM 1 T, = 107 mo Beeit cTpykType

KpucTasuia.

K HacrosiimeMy BpeMeHH YCTaHOBJICHO, 4YTO (hasa
(BiPb),SryCayCu30q9 (2223) B pacrBope-paciiase KCl
(bopmEpyeTCcsl B IPUCYTCTBHHU MPEIBAPUTEIIBHO CHHTE3HPO-
BaHHO#1 ¢asel (BiPb),Sr,CaCu,Og (2212) [1].  Onnaxko
BJIMsiHME ycyioBuil cuHTe3a B paciwiaBe KCl, a Takxe mo-
CIICAYIOIIEr0 OTXKUra Ha CTPYKTYPY H CBEPXIIPOBOJISILKE
cpoiictBa kpuctasuioB BTCII-¢a3 Ha ocHOBe BuCcMyTa erie
HE BBISIBJICHO B IIOJIHO Mepe.

B nmannO#l paboTe mpoBemeHO HcciienoBaHUE (Ha30BOrO
COCTaBa IIOJYYCHHBIX OOpAasIOB METOIOM PEHTTEHOBCKOIO
¢asoBoro anamsa (PPA), a Takke H3ydeHO BIHSHUE YCIIO-
B HMX CHHTE3a M OTXKHMIra Ha TEMIIEpaTypy H LIUPHHY
CBEPXIIPOBOJSILIIETO TIEPEXOfa C HCIOJIb30BAHUEM MarHHT-
HBIX M3MEpEHHil Ha 3BYKOBBHIX M CBEPXBBICOKHX YaCTOTAax
(CBY).

Oddext msmenenus noryomenuss CBY B cmabpix mar-
HHUTHBIX IOJISIX AKTHUBHO KCIIOJIb3YETCsl [UIA HCCIICIOBAHUS
BTCII-marepuanos [2-4]. TemmepaTypHble HCCIIEIOBAHUS
METOIOM MOJY/IMPOBaHHOrO MuKpororomeHus (MMIT)
HOKAa3aJIi ero BBICOKYIO YyBCTBUTEJIBHOCTb K HM3MEHEHHIO
CBEPXIIPOBOJSAIIMX CBOMCTB B 00pasiax MajbiX pasMepoB,
KakuMu sBisioTes: kpuctasuiel BTCII-gas.

1. OkcnepuMeHT

B pabote wucnomp3zoBan Meton cuHTe3a (a3 BTCII Ha
OCHOBe BHcMyTa B pacTBope-paciuiase KCl, panee mpencra-
BiieHHbld B [1]. CMech mpeBapuTENbHO CIEYCHHOIO MO-
porka ucxogHoro coctasa 2223 ¢ KCl Obuta npurotoBjieHa
B BecoBoM coorHomenuu 1:10. IlIpoBeneHwl nBe cepuu
9KCIICPUMEHTOB: a) CHHTE3 IPH IIOCTOSHHOW TeMIleparype
(Ts) 840°C u pasnu4HBIX BpeMeHaX BbIICPXKKH (7s): 5, 25
1 50h; b) cHHTe3 HpPH MOCTOSIHHOM BPEMEHH BBIICPIKKU
7s = 5h u pasmuuneix Ts, paBHbix 820, 840 u 860°C. Ilocre
OIIbITA CJIUTOK MPECTaBIIsET COOOH cMech paclpe/IeICHHbIX
mo o0beMy 3aTBEepAEBIIEro pacTtBopa KpucrauioB. [locie
yaajeHus ¢uroca IPOMBIBKOH B AUCTWLIMPOBAHHOH Bonie
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OCTaBUIMICA KPHUCTAJUIMYECKUI OCAIOK MCIIOJIb30BaJICHd B
JaJIbHEHIINX MCCIIeNOBaHUAX.

V3mepeHnst MarHUTHOM BOCTIPHUMYNBOCTH TIPOBEICHBI Ha
KPHUCTAJUINYECKOM IIOPOLIKE, IOTyYEHHOM B Pe3yJIbTaTe CHH-
te3a. s m3mepennit B CBY-n1namna3one KpucTasuTbl B BUAC
TOHKHMX HPSIMOYTOJIbHBIX IUTACTUH CO CPEIHHM pPasMepoM
50 x 50 um oTOMpasUCh C IMOMOIIBIO ONTHYECKOIO MH-
Kpockona. OTKHUI' TOJTy4eHHBIX 00paslioB M OTOOpPaHHBIX
KPUCTAJJIOB IIpoBoamyics: Ha Bo3ayxe npu 830°C B TeyeHue
5h. Pe3ynbraTbl MarHUTHBIX U3MEPEHUI KPUCTAJLITYECKOTO
MOPOIIKA IPUBEICHBl B BUJIE TEMIIEPaTypPHOU 3aBUCHUMOCTH
MarHATHON! BOCTIIPUMMYHMBOCTH X B IICPEMEHHOM MAarHHT-
HoM mojie uactotoi 1kHz.  HccnegoBanua B CBY-
auanasoHe 9.35 GHz oTaesbHBIX KPUCTAJLIOB IIPOBOAUIINCD
C HCIOJIb30BaHMEM METOla MOMY/JIMPOBAHHOI'O MHKPOIIO-
rionterust (MMII) B c1abbix MarHuTHBIX mossix [2,3] Ha
cunektpometpe DIIP Varian E-112. B OIIP-cnekrpockonuu
IUIS TIOBBILICHUS] YyBCTBUTEIHOCTH PETHCTPUPYETCS MIPOU3-
BoziHas moromenus curdaga CBY mo MarHuTHOMY OO
Hanpsbkennoctd H - dP/dH f(H), rme P — wuHTeR-
cuBHOCTh Torytonienus curaaga CBY. B kadectBe Xxapak-
TEPUCTUYECKOro Napamerpa 3¢dekTa NOIJomeHus y1o0Ho
HCIIOJIb30BaTh TAHI'CHC YIVIa HakJioHa 3aBucuMoctu dP/dH
Bomsu H = 0 v = d?’P/dH?  Tlockoibky B ci1abbix
MAarHUTHBIX MOJSAX Hpexmnosaraercs, yro dP/dH smaeitHO
sapucut ot H, v = H~!dP/dH [3]. Tlpu npubmwkenun K
T (T < T") v pacteT ¢ pocToM TeMneparypsl, a Bomsu T,'
9TOT POCT CMEHSETCsI PE3KUM CIaioM. MUHUMYM BEJIUYHHBI
~ cootBercTByeT T.'. lyisi mpoBeneHust (pa3oBOro aHaId-
3a WCIIOJIb30BaH peHTreHoBckuil audpakromerp JIPOH-2.0,
FeK,-u3myuenue.

2. Pe3synbratbl 1 06cyXxaeHue

B Tabnure npencrasiens nanasie POA obpasios, nmomy-
YeHHbIe [JI1 o0emx cepuii ombiToB. Ilpenmosnaraercsi, 4To
OTHOCUTEJIbHOE KOJIMYeCTBO oOpasoBaBuieiica ¢as3bl 2223
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OtHocutenpHblil 00beM C daspl 2223 mpu pasMyHBIX peXUMax
U30TEPMUYECKOH BBIICPIKKH

o h (T, = 840°C) C T.,°C (15 = 5h) C
5 0.12 820 -

25 063 840 0.12

50 0.87 860 023

u ocraBieiica ¢aspl 2212 mpomopuUOHATBHO HHTEHCHUB-
Hoct | mukoB (0010)223 u (008)2212 COOTBETCTBEHHO,
C= |2223/(|2223 -+ |2212) [5] Hsmepenue x mosBosseT 3a-
¢uxcuposats Hanuuue ¢as3sl BTCII mo Havyasy ee nepexofa
B cBepxmpoBojsiiee coctosHue T (puc. 1,2). WsmeHeHune
X TpofospkaeTcd A0 TeMIepaTypbl >KUAKOIO a3oTa, Ipu
KOTOPO# M3MEPEHHs 3aKaHUUBAIOTCA.

CorlacHO aHHBIM TaOJIULBL U pe3yJbTaTaM, IPUBECH-
HBIM Ha pHuc. 1| 1 2, B OOJIBIIMHCTBE CITyyaeB IOCJIe CUHTE3a
oOHapysxeHa cMech (a3 2212 u 2223 B poNOpIHsX, 3aBHUCS-
IIUX OT YCJIOBHIA IPOBEICHHUS OIBITa. MaKCUMaJIbHBII 00beM
¢aser 2223 nomyuen npu 840°C mocie BEIAEPIKKA B TCUCHHUE
50h. Kak B ycnoBusix yBenudeHus1 Ts IPH IOCTOSHHOM Bpe-
MEHH BbiIep)KKH 5 h (puc. 1), Tak U B yCJIOBUSIX YBEIMYCHUS
75 ipu 840°C (puc. 2) HaOOmAETCS CMEIICHHE Tepernta
Ha KpHUBOI TeMIlepaTypHOH 3aBUCUMOCTH X, COOTBETCTBYIO-
mero TJ' 1is ¢assl 2212, B CTOPOHY HUSKHX TeMIIEpaTyp.
Taxoe cmemenne oObsicHAETCS CHIDKeHHEM T¢' daser 2212
B mopomike, kpuctaumsyoomemcs B paciviase KCl.  Kax
OTMEYEHO B [6], N3MEHEHHE MapaMeTPOB pelieTok a3 2212
u 2223 B mpolecce CUHTe3a HOCHUT CJIOXKHBIN XapakTep, U
HauboJiee CyleCTBEHHBIM U3MEHEHUAM II0IBEPraloTcs napa-
MeTpHl a u b ¢azpr 2212,

MexannsMm nepexoma 2212-2223 1o HACTOSIIETO Bpeme-
HU ellle HedceH. B smrepaType mpensiaraiorcsi B KauecTBe
BO3MOXKHBEIX C€Ioco00B ¢opmupoBanusi ¢asel 2223 ymbo
VLS-nporece (nmap—KUAKOCTb—TBEPIOE TEJIO), IPOXOMSIIIIIA

%A, arb. units
1
T

1 | Il |
60 0 00 10
T.K

Puc. 1. Temmneparyphas 3aBucumoctb x (a3 BTCII, moyveHHbIX
IpH TOCTOSIHHOM BPEMeHH BblIepkkH (7s = 5h) m pasmmuHbix
temneparypax Ts (°C): 1 — 820, 2 — 840, 3 — 860 (oxnaxmenue
C BBIKJTIOYCHHOM MeYBI0).

Ha TOBEPXHOCTH TOHKOH IUTACTHHBEI (a3bl 2212 B KepaMu-
ke [7], 6o mporecc OBICTPOro HMPOPACTaHHs IJIOCKOCTEH
Ca/CuO, BHyTpb pemierkn (ase 2212 ¢ mosepxHoctu [8].
B oboux ciayuadx mpolecc IpeBpallleHus JUMHUTUPYETCS
muddysueil. Micxonsa U3 pe3ysibTaToB HJaHHOU PabOTHL U pe-
3yJITaTOB [6], MOYKHO JIHIIb IPEAIIOJIOKUTD, YTO H3MCHEHHUE
T 1 mapamMeTpoB KpHCTaINYECKO pemeTku (assr 2212
OTpa)kaeT HPOILeCChl NEePeCTPOUKH ee CTPYKTYpHI, ompene-
Jisronue dopmupoBanue ¢assl 2223.

Kak cienyer n3 kpuBoil 5 Ha puHC. 2, TOMOJTHUTEITHHBIN
OTXUT Ha Bo3myxe B TeueHne 5h npu 830°C mociie cunTe3a
Cy’KaeT UHTepBaJl Iepexofia B CBEPXIPOBOJSAIIEE COCTOSHUE
¢a3er 2223, noryuernoii B paciiaBe KCL. Tlo nanasmv POA,
OTXWT Ha BO3IyXE BMECTE C TEM HE MPUBOIHUT K U3MCHEHHIO
nHTeHcuBHOCTel peduiekcoB (a3 BTCII, xoTsa nuku craHo-
BATCS Oosiee Y3KUMM U 3HaueHue napamerpa C ajs (asel
2223 ymensmaerca ot 37.19 mo 37.06 A MpPU COXPaHEHUHN
pa3sMepoB KpHUCTAINYeCKoi peruetku B miockoctd (001).
Hcxonst U3 9TUX TaHHBIX, MOKHO CHEJIaTh BEIBOL O TOM, YTO
¢aza 2223 popmupyeTcsi B yCJIOBUSIX AedUIMTa KHCIOPONa,
a IOMOJIHUTENBHBI OTKUT CIOCOOCTBYET HACHIIICHHIO ee
CTPYKTYPBl KHCJIOPOIOM M YJIYUIICHHIO CBEPXIIPOBOJISIINX
CBOICTB.

Heobxomummo oTMeTHTh, YTO IOCJIE CHHTE3a 0Opasibl
MTOKa3bIBAIOT YMCHBIICHNE BEIWYMHBI X MpPU MOHIKCHUH
temmepatypsl oT T ~ 110K, paxe ecyiu oHU B3ATH HJIS
M3MEPEHNIA U3 HIDKHEN YacTh CJINTKA, Iie He ObUTO KOHTaKTa
¢ atMocdepoil. DTOT (aKT MOXKHO OOBSICHUTH TEM, UTO
npoucxoguT auddys3us aToMOB KUCJIOpPOAa U3 pacTBopa B
PELIeTKY CBEpXIPOBOAALICH (a3bl B IMpoLecce OXJIaXIeHHs
pacTBOpa-paciuiaBa. Ha creneHb HacblleHUs! CTPYKTYpPbI KU-
CJIOPOIIOM B TaKOM CiTy4ae OyIeT BJIMATb CKOPOCTb OXJIaxe-
HHUS pacTBOpa 1O OKOHYAHWH HM30TEPMHUUYECCKON BBIICPIKKH.
[IpoBeneHHBIE AKCIEPUMEHTH MO OXJIAXKICHHUIO pacTBOpa-
paciuiaBa ¢ pasHbIMH CKOPOCTSIMH IIOKa3aJld, YTO yBeJIUYe-
HUE CKOPOCTH OXJIAXKICHHs [IOCTIe CUHTe3a (OXJIAXKICHHE Ha
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Puc. 2. Temmeparyphast saBucumocts x (a3 BTCII mocie
H30TePMHUYECKOU BHICpKKH mpd Ts = 840°C W passmyuHbIX
Bpemenax 7s. Ts(h): I — 5, 2 — 25, 3-5 — 50. 3 —
OXJIOKJICHHE C BBIKJIIOYEHHOH 11eYblo, 4 — OXJIK/ICHIE Ha BO3IYyXe,
5 — [OTOJHUTE IbHBIA OTKUT Ha Bo3ayxe B Teuenue 5 h mpu 830°C.
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Puc. 3. TemneparypHrast 3aBucuMoctb Y MMII B kprcTaiax ¢assl
2223. 1 — po omxura, 2 — ToCie OTKHUra Ha Bosmyxe mpu 830°C
B TedeHne S h.

BO3JyXe), BEleT K TOMY, YTO HHTCHCHBHOE M3MCHECHHE X
caBHraeTcs B 00J1acTh Oosiee HU3KKUX Temmeparyp (Kpusast 4
Ha puc. 2) BeiencTBue Gosbluero aeuuura KHCJIOpoaa B
cTpykType ¢as3nl BTCIL

UccrenoBanne necaT KpUCTaJUIOB, OTOOPaHHBIX M3 00-
el MacChl KPUCTAJIMYECKOTO 0CaKa, IOJIy4eHHOro 1ocJe
Beiiepkky pu 840°C B Teyenue 50 h, npoBogusocs OT TeM-
nepaTypsl kuakoro resms MmeronoM MMII. Heorox:xeHHbBIE
KPUCTAaJLTBl UMEIOT Havasio nepexoma T = 107 K (kpusas /
Ha pHC. 3). DTO CBHUACTEIBCTBYET O CYILICCTBOBAaHHMH B He-
OTOACKEHHOH CTPYKType KpHcTajLioB 2223 o0siacTeil ¢ BbI-
cokoit TJ' BciencTBre U y3nn B UX PEMIETKY KACIOPOJa.
Kpome Toro, HabimonaeTcs cyimecTBoBaHue obJiacteii, ume-
IOMUX XapaKTepPUCTHICCKUE TeMreparypsl 1., pasHble 90
n 20K. OTxur Ha BO3MyXe 3TUX KPUCTAJJIOB COXpaHSET
T = 107K, HO MeHseT (yHKIMIO paclpencicHAs Be-
JIMYMHBI CHTHAJIa 1Mo Temmeparype (kpuBas 2 Ha puc. 3).
WuTtepBan nepexofga KpUCTAJUIOB B CBEPXIPOBOAAIIEE CO-
CTOSIHUE CTaHOBUTCSI Oojiee y3KUM BCJICCTBHE HACBIIECHUS
CTPYKTYpPBl KUCJIOPOZOM M PaBHOMEPHOIO pPacHpenesIeHUs
€ro II0 pelIeTKe KpucTajlia.

VHTepecHo OTMETUTH IOSIBJIEHUE I10CJIe OTKUra Kojeba-
HUIl MHTEHCUBHOCTU CUTHAJIa B MHTEpBajle TeMIepaTyp OT
20 mo 80K, mpuymHa KOTOpBIX MO HACTOSINETrO0 BPEMEHH
noka HeusBecTHa. IlonoOHble oclyuIAIMU HAOIOHAOTCA U
B BTCII YBa;CuzO7_4 [4]. OnHako MOXKXHO HPEIIOIOKHT,
YTO MUHUMYM BeJIM4YMHHL ¥ B obsactu 20 K mociie oTkura
oTpaxaeT Je(eKTHOCTb KPUCTA/UIOB U3-3a 3aXBAYCHHBIX B
Iporiecce pocTa BKJIIOYCHWI M 0Opa3oBaHWsl BOJIM3HM HUX
oOJsiacTell CTPYKTYpBl, HAaXONAIIMXCA B CBEPXIIPOBOAAIIEM
cocTosiHUM Tosibko 10 20 K.

Takxum obpasom, B cucreme Bi—Pb—Sr—Ca—-Cu-O B ycio-
BUSIX TPHMEHSIEMOro MeTola CHHTe3a (opmmupyercsi dasa
2223 ¢ T ~ 110K Ha ¢one pacnama mpeaBapuTesIbHO
cuHTEe3upoBaHHOU (a3l 2212, T KOTOpOil 3aBHCHT OT
TeMIIepaTypbl U BPEMEHH U30TEPMUYECKON BBIIEPIKKUL.
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HormoHuTebHBI OTKUT Ha Bo3gyxe mpu 830°C B Te-
yenne Sh He usmensier T' ¢asel 2223, mHOMyYCHHOU B
pactBope-paciuiaBe KCl, HO mHTepBas mepexoma B CBEpX-
IIPOBOJIAIIEE COCTOSIHUE CTAHOBUTCS OoJiee y3KHM, YMEHb-
maeTcsi napaMeTp C KPUCTAJUIMYECKON PEIeTKU.

ITocne cunresa npu 840°C B Teuenue 50 h oToOpaHHbIe U3
o0mieit Macchl KPUCTAILIBL CO CTPYKTYpoit a3l 2223 nmeroT
(GopMy MPAMOYTOJIBHBIX IUIACTHH CO CPEOHUM pasMepoM
50 x 50 um. Ompenenennas Meromom MMII T stEx
KPUCTAJUIOB 0 oTxkura cocrasiser 107K, uro cBda3aHO
C CyIIeCTBOBaHHEM 00JacTel, HACHIIEHHBIX KHCIIOPOIOM,
mnddyHIMpOBaBIIMM U3 pacTBOpa-paciviaBa. Bmecte ¢ Tem
B KpHUCTaJUIax CylecTBYOT obactu ¢ TJ' Boimm3u 20 u 90 K.

OTXAT KPUCTAJIJIOB HA BO3TYXE MPUBOIUT K HACHIICHUIO
UX pelIeTKH KUCIOPOIOM U CO3IaHHUIO YCIJIOBUM, CIIOCOOCTBY-
IOIUX NIEePEeXOy KPUCTAJIJIOB B CBEPXIIPOBOAALIEE COCTOS-
HHe 110 Bcell 00J1acTu cTpyKTypsl dasel 2223 ot T' = 107 K.
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