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Solid-State Reaction Method

Bi203,Pb0O,SrC03,CaCO3,Cu0

'

Mixing

" 100MPa
Pressing | 3%3x 15mm?

.

Calcination | TXt
(T=1073~1143K,

l t=0.25~100h )

Bi:Pb:Sr:Ca:Cu
= 1.65:0.35:1.9:2.1:3.0

Pulverizing

Pressing | 3328% smms

I

Firing 1133K X t
l (t=0.25~100h )
Specimen

(2.1 BEHREEICLZEHOSR 70—,
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Citrate Method

—

Bi(NOa)‘SHzO,Pb(NOS),Sr(N03),
Ca(NO;),Cu(NO;)-3H,0 H,O | | HNO,

Bi:Pb:Sr:Ca:Cu= l ]
1.85:0.35:1.92:2.02:3.06 H3(06H507)'H20

- (CH,0OH),

Gelation | 363~373K
l X1~2h

Thermal Decomposition | 673K 1h

--l E> Calcination

Pulverizing 1A

:

Pressing | 100MPa
l 3X 3X 15mm3

Firing 1133K Xt
(t=1.25~50h)
Y
Specimen

H22 I EIBEICSLIRBOSK IO,




[ Compound Method

Bi203,SrC03,CaCOs3 CaCOs,PbO

e A L, |
Mixing Mixing
Pressing Pressing
l 100MPa l 100MPa
3X3X15mm3
Calcining Calcining
1173K X 2h 973K X 2h
Y
Bi2SrCaOs Caz2Pb0s4 SrCOs3 CuO
[ [ l |
*1 Bi:Pb:Sr:Ca:Cu=
1.85:0.35:1.92:2.02:3.06

Mixing-Pulverizing

l E> Calcination

Pressing 100mpa 1073K X1
i 3X3X15mm3
L 1133K X t
(t=1.25~50h)
Y
Specimen

23 {c&#ixE (Bi2SrCaOs, Ca2PbOs, SrCO3, CuO) ICE2EBOER 70—,
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I 1
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SOlld State Reactlon Method (1 073K>< 5h)

==

BEI

——
Tum

3.4 I#Efir,ﬁt_;uﬁmzw-iﬁmmmsa (ZREF®) &BEl (KHEFSR) .
R4 (31073K X5h.

#&3.1 BEHERICEICE ) SR L R DEDX &R, Pointa~d 13, EBAILRTHMAETT.

Point Bi Pb Sr Ca Cu O/ mol %

a 0.3 0.1 0.2 48.7 0.7 50.1 (CaO)

b 0.6 0.1 0.7 0.7 47.7 50.2 (CuO)

c 1.0 13.8 4.4 26.2 4.4 50.2 (Ca,PbO,)
d 0.6 2.1 11.9 2.8 32.4 50.2 (Sr,.Cu,0,)




Solid-State Reaction Method ! =
1073K X 5h, 1133K><t * | P. ’“.l o % o
t'—"1 OOh U&.\j\ . ] I ﬂ }r\\ / f\ =____._ﬁ__~_~

=200 d\_&_JUUJJ\J\“JUu
W YN Y

t=10h A | J\ub\,__

t:s h IFI ll l A rl
il _.JI I‘-u‘_..-jl\.__,,_n__/ll ﬂk\-_—/ o f\._»‘ ll .,_FJ'\.\m._.r'\._,...__H_,_ ==

t=2.5h | W e dbs
el . q'J'\.. _.,-._-/I'Ir\#} \»___zj LJ\L_) \'\_-j-\\_/

f
t=1.0h — e J ) \_,_Jwtm_,\

Intensity, | / a.u.

wﬂ“ PR i
i1 TR JLJ\_,JKJU\\ML“
t=0.25h s MM\MVH

N — 2

10 15 20 25 30 35 40
Diffraction Angle, 2 6 / degree

H3.5 {RBLEE1073KT5h, 1BAEE1133KT t = 0.25~100hHNEALE L 7-EH D
XRD/Y&2 — DO FAL.

1) 2223. @ 2212. A 2201. A CazPb0s, < CuQ. []CaO. B Ca2xSrxCuOs3.
¥ Bio.sPb3Sr2.5Ca2CuOx. X unknown
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§ 0.8 Solid-State Reaction @

< 2T Method

§ - 1073K X 5h, -

2 06| 1133K Xt

= | 5 &

S 04

E A x=2201 o

™ 5 ® x=2212

£ 021 o x=2223 5

3 i o

S ®

> 0.0 L =00 O— A A
o 1 10 100

Holding Time, t/ h

3.6 XRDOMEIFE—V&EEZRAVTIMEL /=, BABEIIC S 2 BEZBEBOHREIS
DEAE., RBEFEHFIE1073KX5h, BAFEAFIZ1133KXt (t=0.25~100h) .
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Citrate Method | 2
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(Thermal I
Decomposition) Al .
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A7 | ¥V FE, s
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a d s i o a 1 o 2 2 2 0 2 2 2 2 0 2223 20 a2 230 s333d s
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Diffraction Angle, 2 6 / degree

X438 #BHABEEEGE73KT1h, BAEFE1113~1143K T10hINERALIE L
=B OXRD/INZ — > D EAE.

}®32 BHMBEBEG673KT1h, BEEE1113~1143K T 10hhN&L LR |
RHEOBETIE. 0SS ((O~M) &, H3.80iE &G,

673K 1113K  1123K 1133K 1143K

[ Bi,CuO, = - = -~
¥ PbO, O — — — =
& SrCO, @ — e - o
$ Cu0 By > L — — —
X unknown O = = — -
® 2212 phase — > > < 0
A Ca,PbO, - > ) > 0O
O 2223 phase —~ % < > 0O
A 2201 phase i < < < 0O
¥ Bi,,Pb,Sr,.Ca,Cu0, — 2 £ Oy
B Ca, SrCuO, = O % O % 0O < O
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Citrate Method
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(a) Bi:Sr=1:1
Bi2Sr20s5* l
C.S.zorthorombic, S.G.=Pcmm,
a=1.4293nm, b=0.7651nm, ¢=0.6172nm H

A | \ | | ﬁ

—— I I . | &, v I\J'.I-_J\._/'I N’ ‘J\,

;! (b) Bi:Ca=1:1

AE BisCa7O16**

_-. C.S.=?,S.G.=?,

.é\ a=?, b=?,¢c=? I!‘

7)) |

GC) ——— AN JLM\-J‘———-—JH—-@W 1
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(c) Bi:Sr:Ca=2:1:1
Bi2SrCaOs***
C.S.=monoclinic, S.G.=C2/m,
a=2.187nm, b=0.4385nm, ¢=1.302nm
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*) R.Guillermo, P.Conflant, J.Boivin and D.Thomas, Rev.Chim. Miner., 15, 153-59(1978)
**) P.Conflant, J.Boivin and G.Tridot, C.R.Acad.Sc.Paris, Ser.C, 279, 457-60(1974)
***) R.S.Roth, C.J.Rawn, J.J.Ritter and B.P.Burton, J.Am.Ceram. Soc., 72, 1545-49(1989)
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RENDSEMBIER. (SEl: —XEF%. BEl: RETFS§)

R5.1 BUEMRURBMIBEHDS £ 5RBE4M %, 1053KE T LASMIE L -5
REDEDXAER. Pointa~did, F5.309 #1450,

Point Bi Pb Sr Ca Cu O/ mol%

a 23.9 47 45 6.3 4.7 56.0 (Bi,Sr,,Ca0,
b 6.0 119 1.3 26.0 3.3 51.5 (CaPbO,)
c
d

1.9 0.9 42.3 3.0 1.5 50.5 (SrCO,)
0.5 0.1 0.3 0.2 48.9 50.1 (CuO)
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BEI (Solid-State Reaction Method, 1073K X 5h,1133K X 1)
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#&5.2 REBEERE1073KT5h, BRE/E1133KT0.25~100hiNEANIE | /-5
FHREOEDXAHIER. Pointa~rid. [5.100 94 & & #1is.

Point Bi Pb Sr Ca Cu O/ mol%
s 1.3 0.2 7.0 9.0 321 650.3 (Sr,.CacCu,0,)
b 2.0 04 6.6 9.1 31.5 50.5
c 0.4 0.1 6.8 86 34.0 50.1 /
d 0.4 04 9.0 88 81.7 50,1 ’
e 11 0.3 7.1 9.2 321 50.3 %
f 0.3 0.3 6.6 10.4 32.4 50.1 ’
g 06 0.5 57 5.7 37.4 50.1 ’
h 0.4 00 7.6 8.3 33.6 50.1 2
i 0.6 0.1 7.5 7.9 33.7 50.2 /
j 0.3 0.1 25 28,2 18.8 50.1 (Ca, Sr.Cu0,)
k . 09 A1 .55 298 15.5.'80.1 %
| 0.1 0.0 2.3 31.3 16.2 50.0 2
m 0.0 0.1 22 304 17.3 50.0 ’
n 0.2 0.1 2.4 29.0 18.3 50.0 ’
o 08 0.1 3.3 2007 171 502 /
\ p 0.1 0.1 2.3 27.7 19.8 50.0 2
q 0.2 0.1 3.4 28.8 17.6 50.0 2
| r 0.2 0.1 3.4 31.9 14.5 50.0 2
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BEI (Solid-State Reaction Method,
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1133K—W.Q.

SEI

X5.15 BLMRUVRBIEEFRID 54 2RS¥ %, 1073K T5h{RIE®, 1113KR U j
1133K % THE L AKSAIE L - XK BREOSEMBIEER (SEI : — A BFE. /
BEl : R EF&) . *

®54 BILMRURBIBEFEHAD S L 5B %, 1073K T5hiRB#E, 1113KB U '
133K % THnE LK SR U - REBEOEDXSHEER. Point a~dit, [E5.15(C :
R RIS, |

Point Bi Pb Sr Ca Cu O /mol% [1
a 1.1 05 14 0.7 461 503 (CuO)
b 17 04 35 406 34 504 (CaO)
c 06 02 76 108 30.8 50.1 (Sr1sxCaxCu240a41)
d 22 05 41 249 179 505 (CazxSrxCuOa)




(15.16 BEMRURBIEER D >4 2 BEW %, 1073K T5h{REHE. 1133KE THl
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®55 BMILVRURBIBERF» 541 2 EE¥W%, 1073K T5hiRE#, 1133K TH0#
LAKAANE L - REREOEDXSITER. Pointa~fid, F5.16(07 3 947 Al 115,

Point Bi Pb Sr Ca Cu O /mol%

a 05 03 06 03 48.1 50.1 (CuO)

b 80 33 52 25 29.0 520 (Liquid+CuO)

c 07 02 91 76 322 50.2 (SrisxCaxCu24041)
d 14 08 29 419 26 504 (CaO)

e 75 21 6.8 105 213 519 (Liquid+CaO)

f 11 02 22 293 16.9 50.3 (CazxSrxCuQs)
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BEI (Solid-State Reaction Method, TX5h, 1133KX 5h)
T=1073K T= 1083K T=1093K T=1103K
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6.3 1RBLEE1073~1143KT5h, 1R E1133K T5hhN #ALIE | 7- &t
FREIDEDXAMER. Pointa~nld, 6.5\ T 9478 &3S,

Point Bi Pb Sr Ca Cu O/ mol%

a 0.2 0.2 5.8 9.7 34.1 50.1 (Sr,.CaCu,0,)
b 0.4 0.1 5.4 8.2 35.8 50.1

c 0.3 0.1 5.3 8.1 36.2 50.1

d 0.4 0.0 4.4 6.2 38.9 50.1 %

o 0.4 0.1 8.5 8.8 32.2 50.1 7

f 0.4 0.1 5.8 8.3 35.4 50.1

g 0.0 0.1 2.0 30.1 17:2 49.8 (Ca, Sr,CuO,)
h 0.6 0.1 3.1 29.6 16.4 50.2 v

i 0.6 00 3.3 28.5 17.5 $50.1 4

j 0.5 0.0 3.3 29.6 16.5 50.1 %

k 09" 0.2 2.8 27.7 18.5. 850.:2 v

| 0.2 0.1 3.2 29.0 17.6 50.0 7

m 0.1 0.0 2.4 31.5 161 50.0 v

n 2.3 0.9 4.1 22.5 19.8 50.6 “




1.0
Solid-State Reaction Method
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Solid-State Reaction Method
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| Solid-State Reaction Method
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6.6 E{EMEBURERRIEEF DS L2 EEHME1103KE THmM#E L K50
BL-SHOEDXSER. Point a~fl2X6.161CR T 94 A & IS,

Point Bi Pb Sr Ca Cu O/ mol%

14.3 2.1 14.0 4.1 11.8 53.6

26 8.6 5.8 17.7 14.7 50.7 (Ca:Pb0y)
3.0 1.0 40.3 1.1 3.9 50.8 (SrCO,)

0.5 0.2 1.6 0.1 47.5 50.2 (CuO)

5.2 8.2 12.7 10.9 11.7 51.3 (2212 phase)
8.1 2.5 19.7 1.6 16.1 52.0 (2212 phase)
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SOIId State Heactlon Method (1 133K X1h—W.Q.)
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+?6.7 BMIEMRURBIEFEFE S L2 RE¥W%E, (RESEE1133KT1h il
BAIBE, KASWNEL -HHBEOEDXSHiER. Pointa~fld, [X6.18
(SR T 9 R & XTI,

Point Bi Pb Sr Ca Cu O/ mol%

2.0 0.8 4.5 39.0 3.3 50.5 (CaO)

2.4 11.7 21.5 4.9 9.0 50.6 (Sr,PbO,-rich)
8.0 2.3 145 6.7 16.5 52.0 (2223 phase)
0.8 0.5 2.3 2.2 44.0 50.2 (CuO)

8.2 2.3 9.9 9.4 18.2 52.1 (2223 phase)
10.6 2.1 13.2 6.6 14.9 52.7 (2223 phase)
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