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ABSTRACT

The influence of cooling and annealing after sintering treatment on the superconduc-

ting characteristics of the Bi(Pb)SrCaCuO system was investigated
The best specimen may be fabricated when annealed at 500[°C] for 5[hr] after sinter-

ing treatment ;
1) The microstructure of the sample was dense and the volume fraction of high-T

phase increased.
2) The critical temperature and critical current density of the sample improved

~293-



247 % @xe] 27| Bi(Pb)SrCaCu0 2l 2HE E4o n|x)= &

.M 8

Maeda ol ojal A= & 110K
D247 80K AeAe TFPn UE
Bi-Sr-Ca-Cu-0 2AEH 7} FA4F o] T
1249 AL g 2UEAE A2}
7] isted B A7} o] Lo HLh

1 23 Takano & Bio] Pbg ¥
OB NPFo M T2 HHu|7}
ZAEA| Q] AZe] golgg BIF v}
o5, Endo 5 371980 R 4hagh
297104 Bulk A@g 2zshe] mey
o AR 27tE 2AEAE A, 2
E4& 2373% v} Yob? =, Matsuda &
< dALES JAHRYUE 540 nlxE
Annealing Go}oll taled B 13k u} 9k ®

olgiE e ATNE ETIR LLRAE
g &5 HaliAe o} AR a2l
of & Aol Bol goldrt.

2 dTodM e 22ZAEANE Aztste
34°] ALE 4 MRUE S43 ne
29 AHp] F7tell mE F23 JFL 0]
AAEE st 12 223 Pelletol o
8] W2tz A 2 Annealing 27A& t}oks)
Al MEA AHE A", 1 5428 Bo
&z} gt

=]
pus
p=%
3L

2 rlo X

=

24 H

2-1. A|82} HM&}

2 4A¥8dMe § ld Yed B0,
PbO, SrCO, CaCO, & CuO B¢ #Axpd

HE& AHE3sle] (B /Pby 3)SrCaCuy, 50,2
ZA4ol H§xE Mole vlo| we} A3 &
Phefdg ALg, &3 2siEiint.
SHELL FEATY XAHHH g B
o il 2 A sa2E 820[C]"
2 371%lA 24[hr] 5 saAF o,

- 294 -

H 1. ARREY
Table 1. Raw materials
Powder| Purity[ %] A x5 A
Bi,Os | 99.99 |Aldrich Chemical Co.(US.A.)
PbO | 99.99 |Aldrich Chemical Co.(US.A.)
SrCO,;{ 99.995 |Aldrich Chemical Co.(US.A.)
CaC0,| 99.995 |Aldrich Chemical Co.(US.A.)
CuO | 99.995 |Aldrich Chemical Co.(US.A.)
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Table 2. Conditions of thermal
tment in sintered samples

MS[T] x 2840hr]
Slatering la Alr
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Photo.1. SEM photographs observed un-
der different cooling conditions
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Photo.3. SEM photographs of the sam-
ples annealed under tempera-
ture between 400 and 800([C]
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3 434N FEs 24 ADsksol
NeE T+ ok ABE Aolol] 2 o)

= fley 500[CIelA 5[hr]ESt An-

nealingdt A|H J7} AR AW F A4
2o Fdol 7B 8t AT e A
43gt e ¢ e, &2 F A"
A4033a oA o] AlBe) vl =
2o H37F Y Ao 2 JEF = Ut
[~Me] AJH-& 4% R ERE 5T
XRD #d& 1% 4o Yehgidch
500~600[C]¢ Annealing &5 & A4
2 A4 44& #3384 3eH, 1
24 P43 LA AT e Ca,PbO,
Nq2(260=17.8°)2] =7} Annealing &
¥ Zao) wel doiF ez asta Qi
T3 700[Clol el Al AHEE  Anne-
aling® %ol 264[hr]& 23} &
A% AlHA SAHEHJD WD opRsbH]
2 373 43 A4S 838 + A
t}.
o] 4] A= 24 444 CaPbO.
Zoj2}8Y& 12{¥ 4 Annealingol| <]l

soo[C]
- O:high-Tc phase
1t @: low-T: phasc

700['(:1

: 600[C]
=L
z
S 0
=
lL.L.A.»AL«}L\ WW"M
- soo[ T}

X MLWMU

20 [ degree |
2] 4. 400~800[‘C]offAf 5[hr] anneal-
ing A|EHS| XRD T{&
Fig.4. XRD patterns of the samples an-
nealed under temperature between
400 and 800[ °C] for Shours

0249 4Fo] AYPHL ASE UERY
o, 500~600[C]o &% & AAZ 3d
n24e] FHEHAY HLPoE HolHE
ou]gtct.

Z, AnnealingAl 3thd FolluA]= 1
249 MAug Zardle 2AE 7HHL
o Ca,Pb0,o] 44& X84 dct.

w3 XRD syl 4 o8 500[ C ]
A] Annealing?dt J AJ#Ho] 12449 24|

-299-



47 % dxje) 2Ho] Bi(Pb)SrCaCuQ &l 25 E4o| v 4

7 2k 92[% ]2 A AW F 1249
Afuigo] 71 son TNl ke

ZAEAZ HojYEL ¢ + A

utebx SEM ARl 9 XRD e £40
o)sld 472 ¥ Annealingol] &8l ZAA
Aol S 5 E AYE 4& T U
25 500[ clz #Bdst
1104~
-~ K o __
S 105} o/ ¢ e
Q. .
e \
100} °
| I | ] !
400 500 600 700 800
Quenching Ten.{C]l
151
[ )
12—
3 o \
2
— 6
- 3 .\
.\.
0 ? { | | i

400 500 600 700 800

Annealing Ten.[C]
38| 5. 400~800[Cloir S[hr] Sot
annealing 8t A|JES T, ¥ J,
Fig.b. T. and J. of the samples annealed
under temperature between 400
and 800[ ] for 5 hours

a4 5 olg Aue) YASHE 25
Az I~M A8 2% T 100Ke}32l
g molw glew, 500[Clel4 Ann-
caling@ ABY T.& 108K2 3713l
FYARR A@F A2 oje ge
F#3& Yehliz 3ol SEMARIelY XRD
Ay $4e) Ao} Axs ok zei

peqel AHuZl wE LL 2 M AH

—300—

oAM= Te 100K o)4oz #ESHAE
ol LAY AHu|} AL Aleloll=
WA Bl BAZE dgetn AR o,
AR Sols 2R Gdo) 2
719& && onlc}. |

%, 124l AHH7E 2 AJHAME
BEEARFY @717 & Alm]eg 433
Ae 22 TI 358 + Yoy ol
2% B4 sdA AlAE For1 ¥ad
& %ot H, & A7EAME o9 T3
BHE 7R A7 Fojth
4, ARFIUE JE 24T A7 o
AzA, 1249 AFRu 2 Tot 718 §
239 500[ ‘ClolA4 Annealingdt A|H J
oA 13.0[A/cm’]e] FHXE AU
71eke] AJHA M= 0~4.1[A/cm?]2 B2
F2)& Vet

258 24 4% g TolE 278

.
[

’

1 J Ame 983 BAld Rexe e
J& e glen) olg M [ 7

Fe 2 JA = AZEo.

upetA v AFE, 1249 AHy] 3
A5l 71 3% 500[ClE Anne-
aling €58 1A% ¥ Annealing Azt
H3lo)] & EA4E& nFI] Hal N~Q
o] A HE A s

Annealing A|7t0] F7HgHol me} AR 4
o} o] AL Bz 4kt 12[hr]




A7 AR Aass A A4 43, 1991 124

o|4 Annealing@ AJHojA = Grain Bo-
undary7} Qoluiz|o] ol&l 52 ez W
FdE AL #2E + U

&, W2 4Rt AAo] Aoy @

AUzl e 8§HE oz Wusw
2 4899 #9ol= 5[hr] FE Anne
aling® Algo] 7pg $43 ®olm

3ok,

Q
23&

—301 -

ARRl 4. 500[ CJolA 0.5~24[hr] anneal
ing8t A|B{2| SEMAFRI

Photo.4. SEM photographs of the sam-

ples annealed under tempera-

ture, 500[ ’C] for 0.5~24 hours

g XRD #H& 24% 2 1Y 65
Zo) 5[hr] Annealingd A|¥EL AJF
A Aol A 24T 2 24te] EAE &
J1E F Jdeow, 5[hr]E 25t Ann-
ealingdl AlHolA= Annealing A7} &
7tol wit 24t Aarzt FAs 43
g #ZY T Uth ol SEM ARellA
FoHE Y Hygd B EC] |l
U= o] F7tell o3 AR Aolairl=
HYgor I & A°n, Annealing
T& A AEAA BAR £ AN
A3} Zo] Aohdt BolvA] = 2 2dE A
2420 2 HojA7l= Ao g AYzts o] Xt

2 A#e) QASHE 2Rse a9 7
o YJehligi=c}. 5{hr] Annealingdlt AjJH
& FAE B4l 373 43" AL ¢
4 =, SEM A1 2 XRD #d ¥4
273 opR7FA R Gy Aol o3 Z2APY
e #j7 8 4oz Algdnt. 53]
5(hr]& %%l Annealingdt AJHojA]
J7t M8 FAHHA &1 o} YAHAR
gol| uhe- R 5H4S B

A




27 & @xgl z2ao] Bi(Pb)SrCaCu0 A 2% E4el miAl: 9%

O:high-Tc phase
@: low-Te phase

0.8

S

\MA‘V

1
“H\»«\ = | !u
,‘;.J\i@s. / ‘\ak

:: 124}
2
g
+
— ) ! | &
M J sl W,
b (Y]
B
1
|
“»l,‘&w\_, ,‘,Mu J K\MMM\
By ] II.AH .‘nl.uil i!‘ﬂ . 9.0 ..
26 [ degree ]}

2] 6. 500[ CJoA 0.5~24[hr] anneal-
ing3t AJEI2] XRD I{E
Fig.6. XRD patterns of the samples an-
nealed under temperature, 500[ C ]
for 0.5~24hours

o] 43 Zo] Annealing 2718 W37
AlH9] A EAE #2438 H, A2 F 4

3 %9} Al7teE AlH-E Annealing
gozH nAza, 124 A 9 JA
EX4ol Wglg 7t E F USS st
o ol ZAY 4% ¢ R H¥¥d F
g Yo e Ao A

-302 -

Te (p=0) [K]

Jo [ Aea? )

110}
«—®
100— o \
..\
ol °
| N S O S SN N |
o5 1 v 5 7 12 ¥ 24
- Annealing Time [h]
15
/.
T/ \\
5 o \
or L J ®
[l e 1 e 1 4 |
05 1+ 7 s Y 12 YV 24

Annealing Tiwe [h]

gl 7. 500[‘CJoilA 0.5~24[hr] anneal-
ing®t AJE2| Tc H J

Fig.7. Tc and J. of the samples annealed
under temperature, 500[ ‘C] for 0.
5~24 hours

.3 &
472 ¥ AlHel W2z} Annealing 27
& HEA A B4 HES AR

o By,
ET’__“.!

7+

) 44 34
ol )7} A2
49 Brhg gl
2 2Rz Aol o7}
shich.

2) meAe) ARuZE Re Aol E
3ol gelrt Do AR AL
YALEE: ¥7 B2Y 4 Yo,

2

Aers e Ay wo

2ol we} 24

ol
22.2.% [=33

L



A7 A Haasa M4 45 19919 124

ARFeiet 4As BA de HeE
gt

3) AJHE AHA3) Annealing F22X4 Al
Hulol RS M eate] A7z gol
3t o™, Annealing 2% 500~600
[CIE AR o)} olRolWE &
T AU

4) Annealingol| 9]} AJH9] uwlAzA
Hig 500[C]ell A 5{hr]
Annealing®dt A|#H9] mjAxHo] 73
| sHch.

5) AnnealingA] #ti3t o= 2AHY
Hol B Fuksin Aeqel FAD
48 E 2 EHA Hol RAZA Y A &
Qg N7 ASAIBE T + AR

6) w3, neAdel MHu 2 YA
o] $4% ZATAE AZstr] YA
= A7 & AHEL AA3] Annealing
slodok 540, 5000 ‘ClellA4l 5[hr] An-
nealing®t ¢ FHdlo] 84 AXE
Qg + At

= fead

Ao

1) H.Maeda, Y.Tanaka, M.Fukutomi and
T.Asano ; Jpn J.Appl.Phys., 27, (2) L209
~ L210 (Feb. 1988)

2) M.Takano, J.Takada, K.Oda, H.Ki-
taguchi, Y.Miura, Y.lkeda, Y.Tomii,

and H.Mazaki ; Jjpn.J Appl.Phys., 27, (6)

L1041 ~ L1043 (Jun.1988)

3) U.Endo, S.Koyama and T.Kawai ;
Jon J.Appl.Phys., 27, (8) L1476 ~ L1479
(Aug.1988)

4) Y.P.Park, G.Y.Hwang and J.U.Lee;
KIEEME, 4, (3) (Sep.1991)

5) 8.Narumi, H.Ohtsu, LIguchi and R.

=303 -

6) M.Matsuda, A.Kikuchi, M.Takada, M.
Ishii, T.Yamashita and H.Koinuma;
Jpn J Appl.Phys., 28, (6).1940 ~ 942,
(Jun.1989)

7) E.Holguim, H.Berger, K.Schenk, Liu
Shaoping and F.Levy;, Solid State
Commun, 72, (11) 1087 ~ 1091 (1989)

(1991€ 9¢ 9Y AH)



