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IIOJIYYEHWE KPMUCTAJIJIOB CBEPXIIPOBO IAIIIETO
COEI[I/IHEHI/I.H (Bin)gSrzcazcu3010+6
B PACTBOP-PACIIJIABAX IHIEJIOYHbLIX XJOPUIOB

B.H.Ocunoe, FO.I'.Hocoe, B.H.['ypun, U.H.3umxun,
H.®.Kapmenxo, C.II. Huxanopos

UccnenoBanuce pexyMel cMHTe3a BucMyToBblx BTCII-¢pa3 B pacTBopax u3 pac-
NJ1aBOB IIEJOYHbIX XJ0opuaoB. HaiineHs! onTuManbHble TeMnepaTypa M JAUTENBHOCTD
BbLAEPKKM IA ob6pasoBaHusa KprcTadaoB (BiPb)SraCasCusOq045 ¢ Te = 100—-110 K

M mapaMeTpaMu KPUCTaJdIUYecKoi pemreTky a = b = 5.391, ¢ = 37.088 A.

Co BpeMereM OTKpbITUsA BUcMyToconepkamux BT CII Bo3rukia Heob-
XOIMMOCTb B MOJIy4YeHUM MOHOKpHUCTaJNoB coemuueruit BiyStyCaCuyOsgys
(daza 2212) u (BiPb);Sr2CayCu3zO1045 (dasa 2223), Tak Kak OpOIBIKEHNE
B noauManuy npupoisl BT CII tpebyer usydenusa pusudueckux xapakTepu-
CTHK MMEHHO MOHOKPUCTAJJOB aTUX coemureruit [12]. B macrosmee Bpems
MOHOKPUCTaJIhI 2212 monydeHsl pa3iudHbIMy cnocobamu (3], B Tom uncie
¥ ¢ DOMOILIBIO PACTBOPa B PacliaBaX XJOpUnoB Kaius u Hatpus [#76]. B
TO Xe BpeMs HM OIJHMM W3 U3BECTHBIX CHOCOGOB ellle He yNaJsoCh BhIPa-
CTUTb MOHOKPHCTAJLJIBI 2223 B Buae 060CO6IEHHBIX 06bEKTOB IPaBUILHON
reoMeTpuyeckoit dpopmsl [3].

B namHOM paBoTe MCCIENOBalach BO3MOXKHOCTH HOJNYyUYEeHUA MOHOKDH-
crannoB ¢aswl (BiPb),SryCazCu3Oq04s n3 pacrBopa B pacmiasax KCl
(T, = 760° C), NaCl (T, = 800° C) u uX 9BTEeKTUUECKOHA CMECH.

M cxomqEBIMM MaTepuaiaMy ABisAauch nopouku BizOz, CaCOjz, SrCOs3,
CuO u PbO,, nMmeromme ctenedb uucToThl TIIA, KOTOpBIE CMEMIMBAJIMUCH
B npomopmuu Bi:Pb:Sr:Ca:Cu = 1.7 : 0.3 : 2 : 2 : 3 u momBepraJguch
OoTXUTYy mpu Temmeparypax 720, 760, 810° C B Teuemme 5 h mpm Kax-
oM TeMmepaType C NPOMEXYTOUHBIM IepeTHpaHMeM OOCJe KaXKIOoro oT-
xura. PerTrenosckuit Gpaszonbiii ananus (P®A) nonygyersoro rakum obpa-
30M DOPOMIKa IOKa3aJl, UTO B ero COCTaB BXOLAT IBe OCHOBHBbIE pa3bl: 2201

(BigSryCu0645) c mapaMeTpoM pelleTKH ¢ = 24.6 Au2212cc=3074, a
Takke Hebombimoe koaudectso CuO, CaPbO4 u Opyrux CIOKHBIX OKCHUIOB
HUCXOIHBIX 3JIEMEHTOB.

HaBecka yka3aHEHEOIO MOPOIIKa Maccoil 5 g cMemmBanack ¢ ¢puocom KCl,
NaCl unu ux 9BTEKTHUECKOH CMeChbIO B BeCOBOM COOTHOMmeHMH 1:4. OmbIT
IO NJIaBKe-CUHTEe3Y BKJIOYal B ceGA HarpeB NaHHOW CMeCH B KOPYHIOBOM
THTI'JIe Ha BO3AyXe N0 TemmepaTypsl 1, IpeBblIalolled TeMIEPATypYy IIa-
BIeHMA $JIOCA, BBLAEPHKKY PacTBOP-pacljiaBa IpPU dTOH TeMmepaType B
TeueHWe t YaCOB M OXJa)KIeHWe THUTJIA BMeCTe C BBIKJIIOYEHHOU meunio. B
Pa3JIMYHBIX ONbITaX TeMnepaTypa 1 u3MeHAnach B mpelenax or 800 zo
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Puc. 1. PenTreHorpaMma BhIpawleHHbIX KpucTtaaaos BTCII.
Usnyuyenne K, gFe. MpucyrcTsyror otpasxenus {00!}, cooTBeTcTByomue Tonbko dase 2223,

830° C, a Bpemsa — ot 1 no 200 h. B nansreifmem duroc pacTBOpsica B
IUCTUIIMPOBAEHOMN BOLE, 2 OCTABIIAACA CMeCh NIPOCYUIMBAIACH U UCCJIEI0-
BajJlach =i [2ITresEoBckoM mudpakromerpe JPOH-2.0 (Ix Fe-uznyuvenue)
" onTudeckoM Mukpockome MBU-15Y-42.

Pe:xxuMbl npoBeneEUs mIaBOK U pe3ynbTaTbl PPA monyyeHHBIX Kpu-
CTaJIMYEeCKUX DOPOIIKOB OpUBeneEbl B Tabu. 1,2 u Ba puc. 1,2. Haitnero,
YTO U3 BCceX ONpOoOOBAaHHBIX TeMIepaTyp BbLOEPXKKU da3a 2223 obpa3yercs
ToJIbKO B MHTepBaJe 820-860° C B pacTBop-pacniaaBe KCl.

Puc. 2. Pororpadmsa TUOIMYHOrO MJIOCKOr0 KpUCTataa dha3bl 2223.

2452



Tabauna 1

Pe>kuMpl npoBesieHMs N1aBOK U NpUMepHbIe KOJIUUYeCTREHHbIE
COOTHOUICHNSA MEXAY MOJNYyUSHHBIMA $ha3amu (Mo pesysnTaTaM

P®A). PacrBopuTenrs — xJopuCTBI Kaauit

Temmepa- KonunuyecTBeHHBIE cOOTHOmMEHU A
Typa Bbi- BFl’eMH MeXay o6pa3oBaBIIUMUCA B HaBeCKe lpyrue
nepxku, | BP m}e‘pﬁc- BTCII-dpazamu basbl (Masoe
T°, C KM, KOJIMUECTBO)
2201 2212 2223
820 5 Mausoce OcHoBHaa He o6ua- CuO, Cas PbOy
KosudecTBO | dhasa py’KeHa
820 50 He obua- To ke To xe CuO, CapPb0y4,
pysxeHa CaCuz03
820 100 To xe = Mausoe CuO, Ca;Pb0y,
konuvectso | CagCuOg
840 5 -1 lNMonasasio- | He oBna- CuO, CazPbOy
wasa dasa pyeHa
840 10 - OcHoBHaA Mausnoe CuO, CayCuO3
daza KOJIUYeCTBO
840 50 - Maunoe OcHoBHafA CuO, CasCuOg,
KOJIMUeCTBO | pa3a CaCu203
840 100 = He o6ua- NoagaBasio- | CuO, CagPbOy
pyxeHa mad pa3a
860 5 Maunoe OcHoBHaA Maunoe CuO, CayCu03
KOJMUYecTBO | ¢pasa KOJIMYECTBO
860 50 OcHoBHas He o6na- He obHa- CuO, CasCuOs3,
basa py>XeHa pPy>KeHa Caz PbOy, SryPbOy

Npumeuasnwue.

Maunoe konuuectso 10-20

pasiomasn dasa 70-90 %.

%, ocHOBHaA ¢ba3a 40-60 %, noma-

Peunibl 1t poBedeHMUA I1JaBOK U OCHOBHaA

Tabauna 2

BTCI-¢pa3za. Pacteoputean NaCl u NaCl-KCl

Bpemsa TemmepaTypa Beigepxku T, °C
PacTtsopuTtens
BblAEPIKKY, h 820 840 860
NaCl 5 2212 2212 2201
NaCl 50 2212 2201 2201
NaCl-KCl 5 2212 2201 2201
NaCl-KCl 50 2212 2201 2201

Ilns T = 860° C BblmepKa 5 h NpuBoIMT K nosiBienMio dasnl 2223 B
reGonpmux koauvectsax (10-20 % no namasiM P®A), omsako mpu yBenu-
veHuu t no 50 h aTa dasa ucuesaerT.
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Haa T = 820° C daza 2223 nosBiseTcs OpY 3HAUUTEILHO OOJbLINMX
BpeMeHax (¢t = 100 h) ¥ npucyTCTByeT Takke B HeOOJNBUIMX KOJNHUUYECTBAX.
IlanbHeliee yBenuyenye t He IPUBOIUT K YBEIUUYEHUIO ee CONEPKaHud.

B maubounsuem konudectse (70-90 %) paza 2223 obpa3yeTcs npu Tem-
nepatype 840° C. Haiineno, uto yem GoJsbillee BpeMs pacTBOP HaXOIUTCH
npu 840° C, Tem Gouablile KpUCTAJIJIOB ¢a3bl 2223 OyneT moJiydeHO, OTHA-
Ko mocie 100 h BbLOEPKM 5TOT IPUPOCT OCTaHABJIMBaeTCA. TakKuM ob6pa-
30M, onTUMalbHbiM ABJIs0TcA T = 840° C u ¢ = 80+100 h. TIpm sTux
yCJIOBUSAX OPOBEIEHWA ONbITa Ha PEeHTreHOTpaMMe MMEIOTCH JUWHUM TOJNb-
ko ommo¥t BTCII-dpaszer 2223 ¢ mapaMeTpaMu TeTParoHANLHON peleTKn

a=b=5391,c= 37.088 A napsamy c oueHb c1aGLIMU IMHUAMY COETU-
gerauit CuO u CayPbOy.

W3yuyeHre NoJy4eHHOrO NOPOUIKA NON MUKPOCKONOM IOKa3aJlo, YTO OH
CONEPKUT NPEeUMylleCTBEHHO TOHKUE, NJIOCKKe, IPAMOYTOJbHbLIE KPUCTA-
abl (npemnonoxkutensao BTCII-da3a) v kpucTaniuydeckue arperathl He-
NpaBUJIbLHON (opMbl (OPEANONTONKUTENbHO OKCHIbI). Pa3Mepsl miockux
KPUCTaNI0B JexarT B npenenax 10-100 ym no uivpure ¥ npuMepHo 1 um no
tonmune. C HeJbio HOATBEPKAEHUS TOr0, UTO MJIOCKUE KPUCTAJJIBI Ipel-
cTaBasAOT cobolt da3y 2223, onu OblIM OTOOpAHBI IJ1A NONONHUTEILHOIO
PEHTTeHOBCKOTO aHaJu3a. KpucTaib OblIM OpUEeATUPOBAHBI Ha KPUCTAJI-
JoLepXKaTese TakUM oOpa3oM, 4TOGbl MONYy4UTh OTpaseHMA Tuma {000}.
Ilast aTOro 1 ¢ MEeNbI0 YCUIEHUA UHTEHCMBHOCTU OTPaKeHUU cbeMKa Be-
Jachk oqHoBpeMeHHO ¢ 30-50 KpUCTAJJIOB, HaKJEEEHbIX 0L MUKPOCKOIOM
Ha IUIOCKYIO CTEKIAHHYIO MOANOKKY. PenTrenorpamma (puc. 1) moka3ssiBa-
eT, yto orpaxernus (0010), (0012) u (0014) oT MOHOKPUCTANIOB COOTBET-
CTBYIOT pedniekcaM Todbko dha3bl 2223. Kakux-nubo cienos dasz 2212 unn
2201 He obuHapyxeno. Ha puc. 2 npuBenesa ¢pororpadus TUIMYHOrO MJIOC-

KOTO KpUcTaJtia ¢hasbl 2223, IONYUYEHHOrO B ONOBITE [IPOAOTKUTEIbHOCTHIO
100 h opu 840° C.

[IpoBenena oneHka TeMnepaTyphbl CBePXIPOBOLALLErO Nepexona T, Kpu-
CTaJJIOB, IOJIYUEHHBLIX B 2Tol miaBKe-curETe3e. [lo BeluynHe cHUrHaja IUa-
MarHEUTHON 3KPaHUPOBKH, IPONOPHHUOHAJNBHOM JUaMarHUTHON BOCOPUUM-
YUBOCTHU KpucTasios, 1. = 100+110 K.

W3 tabn. 1 cienyeT Takke, UTO cyllecTBYyeT ONpeneleHHAS NOCIENOBA-
TeJbHOCTb 06pasoBanua BT CII-¢pa3. CHavasia U3 UCXOMHBIX KOMIOHEHTOB
obA3arenbHO dpopMupyercsa daza 2212, a 3aTeM, npu O6OJIBMMUX BpeMeHax
BBLOEDIKKM, pa3BUBaeTca ¢aza 2223.

OnbIThI Opu Tex Ke TeMIepaTypaXx ¢ UCIOJb30BaHUWEM pPaCTBOpPUTEIA

u3 NaCl unu ssrextunueckoit cmecu NaCl-KCl e nprBONAT K NOSABIIEHUIO
dbasbr 2223 (Taba. 2).

Takum oGpasom, B pabore noka3aHa BO3MOxKHOCThL noaydesus BT CII-
dasel 2223 B pacTBOp-pacniaBaX IIENOYHBIX XxJOopuaoB. Tonbko »Ta
BTCII-pa3a dopMupyercs B pacrBop-pacniase KCl B y3xoM urTepBaie
TeMIepaTyp ¥ OpU DONBUINX BpeMeHaX BbLAep:KKU. IlosyueHbl KpUCTAJIIbI
da3nbl 2223, npencrasasoomue coboit ToEKME MIOCKME NIACTUHKYA KBaAPAaT-
HOM niu mpaMoyroabaOit dopmel. Ilo pesyabraram P®A malineno, yro
KpUCTalnbl He comep:aT ¢a3 2201 unum 2212 u ABNAIOTCA MOHO(A3HBIMMU.
dusnyeckue cBoiicTBa BBIPAIEHHBIX MOHOKPUCTANJIOB 2223 B HacTosllee
BpeMsA M3YYaloTCH.
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