20214%12A16H

% 17[ESPring-8& B AR R/ JASR SPf‘ms .
#70ESPring-85 i FI AT T—o > a v 7

[N XAREREL I & 2 S EATE BB ST BT TokyoTech
ros4Y

INEXIRFRELEZ AW ERE S E PRI
58 L T B AT AL F D4 1 ZARHT

RRIFZKF PEEIFKR EENE

ITHRLFIC K H5R1E TS

CuCoti 7 E LB (R
j.! A Ty o ) s ﬁ
&=l
07 U HE
b
Tor IUT

FItER: 4y, S ATy FPOTH: s
KIEE.f, N\—H—ZARY F)L:b,
AIFHEF.r, RAIFREEERE: L

MFDRKES, RIEENEE

[1] V. Gerold,H. Haberkorn, Phys. Status Solidi, 16(1966), 675-685.




/N XHR BRUEL

INAXERELEL (Small Angle X-ray Scattering, SAXS)

B
HELXER
— \ | .I 1
AGTXHR
ARELERER HEImEI O 7ML

0" g ' L INAEREL OB E FE I

10" QJL ]
mzé 20 <5°
{10 nmDEF: 0.1184°

(30 keV, 4=10.0413 nm)

; ® HiFHAX
107 ] T 3456 2 [ ﬁ%‘?}fi

2 1
0.01 0.1 1
-1

BeY -1

ST FEXERIZ & D /INAXERELEL
cBIRILTF—XE — 3dEEOAITEHEE
« [RlygL o —  MXKRAFOEEHT

<

CuBEZETILMEE LT, SAXSEUSAXS
(K> THHEBFOY A XEEMETLY, &

EMEOBRER KT SIZET, DN
BEEHERMEIZDODWNTHRET 5.




EERAE - 1

HE A+ Cu-3 mass%Co Cu-1.6 mass%Fe
~— —~—
B 1323 K, 4 h 1323 K, 1 h
< <
iER DI 973 K, 0.3-24 h 973 K, 0.3-96 h
<=
SBHRIE(ESE ~ 200 pum)
~L—— —
SEIRIE
= INABREL(SAXS)
B FIAMREHE 1B/ EEL(USAXS)
(TEM, STEM) 5

TEM » STEMEHEZ

g=022
Cu-Fe

g=220 B=[112] g=200 B =[012]




MERIFORREE

5 ] [IIIIIII I LR

AR D)L FEERERS

3.3
r’—r, o« Kt

o=

IIIIII

SAXSHIEIZE >TIhibd

Average particle radius, 7 /nm

HFZHET 5.

L A Cu-Co TEM | |
' 0 Cu-Fe STEM

> | 1 ||||||l 1 | ||||||| | L 1 11111

| 2 4 68 > 2 4 68 3 2 4 68 4
10 10 10 10
Time, ¢ /min.
[2] I. M. Lifshitz, V. V. Slyozov, J. Phys. Chem. Solids, 19(1961) 35. 7

[3] C. Wagner, Z. Elektrochem, 65(1961) 581.

INBXERERELBITE

INAERELBIE BL19B2

E|/IVT

o -

. L HEXE ‘ q
iidh ! °
AGTXHR

HASEL— ||

PILATUS ZM\

g’;

/

<

SAXS  USAXS HELARY b IL(HE)
AASEL(Mmm) 3066 41568

IRILE—E (keV) 30 (1=0.0413 nm) g = M

RS (sec.) 10 300 A




INEERCEL I E (BL19B2@SPring-8)

[[ B /N XHREREL(USAXS) INE X EEL(SAXS)

h A Z&:40m ' hASE :2~3m
.5 e 2 f BCT95z—
—'."I 'H_.- : —-'--: a1 ll. [N} | ] [ PR I
- = —r—r—_ .’ Bim b2 oo —10m
KENYF  E1NYF BV F F3INYF
|
USAXS (BB I FyS5 B
5 5% : PILATUS 2M
SAXS |mm1 = |

,—‘,,_n_
" s

HE. 7O 774 ILDZEIE

Cu-Co Cu-Fel4
; 1 T IIIIIII I 1 IIIIIIT . I 1 ||||J|| I 1 I.IIIIII
10" Koosy, O 24h |7 10 O 96h |
il 0O 3h |7 O 4h |
10° - O 20 min.| 0 O 20 min.
B 3 .3
E 10 5 10
3 )
~ 1 ~ 1
> 10 é‘_ 10
g 8
E 10 ﬁ 10
10° 10"
10° 10°
107 ——4— =t 7 W —3 i
0.01 0.1 1 0.01 0.1 ; 1
g /nm’ ¢ /nm

MHEAFINOBEL SN F=XIRIZEY ¥ 3 LT —(CEB) A AL
=nb.

[4] T.Miyazawa, Y. Tanaka, T. Fujii, J. Jpn. Inst. Copper, 58(2019), 103-108.

10




BRTE—o28RAEkETIL

BT E— 7 AR E T ILP) (} <>
I(A.F.q)= A[ F*(r.q)N (r.7)dr
V ¢

F(r, q): BAKEF, N(r,7): BiFY A XML

A RBERE, 7 HFHAX, ¢ BEARY L Q Q
WIFhDEEEA R FTILREREIZHES.
0.02
KT A X5 7RG S
7/3 11/3 ?
oot () () |
9 \3+u 3-2u 3-2u E'[)_(n
u=rlr ;E’
.
0.00

1 1
00 05 1.0 1.5
[2] I M. Lifshitz, V. V. Slyozov, J. Phys. Chem. Solids, 19(1961) 35.

[3] C. Wagner, Z. Elektrochem, 65(1961) 581.
[5] J.S.Pedersen, Adv. Col. and Inter. Sci., 70(1997), 171.

HE. 7O 7 74 ILDOEEFT

BBl E
— 2 _ |(}4§ T T T T T T T T T T g
I(A,I’,q)ZA.[VF (r,g)N, (r,r)dr o B O Cu-Fe,4h]
- "'{._._,. — simulation | 5
BREF: 5% H”E:'“a !
. 2 5 100 € E
F(r.q) = 3[sin(gR) qR3cos(qR)] V() = e E
(gR) 5 0" E .
HFY 1 X5 TR £ 0 :
4 3 7/3 3 11/3 _9 10‘3 7y =12nm
-t () i)
9 \3+u 3-2u 3—2u 10
u=rl7 B g
- 0.01 0.1 1
{7.'.( *ﬂ ¢ /nm !
4
% _T 3
r(r) 3 r

12




particle radius, 7 /nm

MMM F DY A XELER

Cu-Co(nm) 20min 3h 24h
SAXS 7.0 13.5 37.6
TEM 6.7 16.8 352
| Cu-Fe(nm) 20min 4h 96h
: . SAXS 50 150 396
¢ i STEM 48 12.0 35.0
S ¢ ® Cu-Co SAXS|
4 A Cu-Co TEM | A N . N
Cu-Fe SAXS | | KT A XD
0 Cu-Fe STEM
2 1 1 IIIIII| 1 1 IIIIIII 1 1 1 1111l
- 2 4 6 8 2 4 6 8 2 4 6 8
10" 10° 10’ 10°
Time, ¢ /min. EL\_E&

=&H -1

* SAXSE K UNUSAXSIZ LK o TCuEERICHEB LI=HF

DY A XFEZTL, EFEMRETORBRELERL,

TDMERRE AR ERE L.

a. [hlVg SEEICRELZ G L, BRTE—RIKERETIL
[Ck>THITLERF YA XXEFEMEICEL -
THEONERFHARXRERBWLV—HZTRLT-.

b. I FRKEY A X HMBEAHMNETIERTENIL
TR HIEETHF YA XDOEMATEETH S.




de =
B "2

Cu-Ni-Si& &1 Cu-Ni-Si& & D4 4 77

FIFH A XEHl: I2KIEIRE T HIHEENZ LD,
AT AL F(EBR & TR 5780y,
B
MHEAFORRZEZE LBTHALE

6] Y. Takahashi, ef al., Mater. Trans., 48(2007), 101-104. 15
7] C. Watanabe, R. Monzen: Journal of Materials Science, 46(2011), 4327-4335

Beg -2

2IBFHDCUEEZ ALY, BLDEHTORNUIE
&> THHEAFZRHESETL-ETILHAIZT,
SAXSEIZK AR FRIKREZE LI-FEHRFH A
ADEFTEITS.

BEDFEBEEFIEMBF(TEM)IC K SHTHALFD
HRER I L, SAXSHIEIZ L BHIK, A
A EDEMECEEZRETT 5.

16




EERAGE -2

{#34$4: Cu-2.15mass%Ni-0.49mass%Sig €
Cu-1.31mass%Co-0.69mass%Fe& &

S AEAEE: 1323 K, 1 h, W.Q.

e S AL EEE:
a8& iy hm Fiy 330 B ] T H R F

Cu-Ni-Sig & 923 K 4h, 24h, 96 h Ni, Si#iF (H§ A RZAK )]

Cu-Co-Fed% 973K 4h, 24h. 96h  CoFeliF(E A A IK)E-10

[7] C. Watanabe, R. Monzen: Journal of Materials Science, 46(2011), 4327-4335 [9] HWIE R B AR L3R EH#H12011)
[8] C. Kanno, K. Aoyagi, T. Fujii, M. Kato: Philosophical Magazine Letters, 90(2010), 589-598  [10] F#& &]: HUR T3¢ K5 52 iR 52(2009)

INBXERERELBITE

INAERELBIE BL19B2

E|/IVT

-

: HEXE ‘
2yss BBE 20 )
— \ :
AFiXiR T haSEL —/\
E—LH 4 X: 300 um x 300 um PILATUS 2M
AAE X200 pm e

SAXS USAXS

BRELAN Y M IL(RER)
HhAZE, Limm 3092 41644

IHJL¥—, E/keV 30 (1=0.0413 nm) g= M

THEER, /sec 10 150 A




HELREO I 7AIL
Cu-Ni-Sig €M Cu-Co-Fe&g£M

B T T T TTTT 108 | T T T TTTT] T T T T 11171

10 Yo 1 1 e I I
e h g ) 9
h 6 g o 2
- 10, \ o4
-Q - I. e, : 1 . o

“if] “- k )
10° fon, . o
& LT 1 ' e O

Intensity, 7 (a.u.)
Intensity, 7 (a.u.)

Scattering vector, ¢ /nm’’ Scattering vector, ¢ /nm’’

DAL FT—DEADL T FoTEAFDOEAKIE
Ya)F—nDTa— Me-RFRIRDEL

19

[4] T.Miyazawa, Y. Tanaka, T. Fujii, J. Jpn. Inst. Copper, 58(2019), 103-108.

Cu-Ni-Si& E DR FHZIK

HrHEHLF: Ni,SiiFL7]
24K e K

AR EF: B

2 ¢Z 2 )
FXq.r,5,8,)==[? |? F}(¢,r")sinadadps
T

r' = \/ (r’sin® f+&; cos’ B)sin’ a+&'r’ cos” a

V(r)= %72’81827”3

)2 (l"” q) _ 3[sin(qr")—qr" COS(QI"”)]Z V(I"”)
o (gr"y’ hif/fEE e, © —E(=2)

r B&Vg(RE/EEHL)ZRITEEL, 21499 T2VT%175.

20

[7] C. Watanabe, R. Monzen: Journal of Materials Science, 46(2011), 4327-4335
[517. S. Pedersen, Adv. Col. and Inter. Sci., 70(1997), 171.




Ni, S F D4 1 21

g m C. Watanabe[7] | /]
o= ® SAXS(ellipsoid)
<100 © SAXS(sphere)
w“ 1
2 I
E S V = 4—72- r3
© a- 3
9 (31/ Js
@ T L
= 4
G 4nl | | | a

10 1 Ll - R L Ll L L 1Lt

10’ 10° 10° 10° 10

Aging time, ¢ /s

BRERRTORFICE YRELNRE

[7] C. Watanabe, R. Monzen: Journal of Materials Science, 46(2011), 4327-4335

21

Cu-Co-Fe&E DA FHIK

M1 HiF: CoFefiF8-10
AR EF: B

~sin(gresinacos B) sin(qresin acos ff) sin(grcosa) . sinadadf

Fz(q,r,g)zi J.OZ j

gresinacos gresinasin qreosa

V(r)=8¢r

r ZfEHTIE
¢ (RE/fE8LL): 2(—EfE)

[5]J. S. Pedersen, Adv. Col. and Inter. Sci., 70(1997), 171.

[8] C. Kanno, K. Aoyagi, T. Fujii, M. Kato, Philos. Mag. Lett., 90(2010), 589-598

[9] 7P =]: HU5 T3 7% 5 L3 3 2011) 22
[10] MR A TR - HimsL(2009)




CoFetiFDH 41 XZE 1k

100 T T TTTTTT T TTITIII] T T T TTTTT

E oL 0 K. Aoyagi[9]
. 7| ®m SAXS(cuboid)
¥ 6| O SAXS(sphere)
) S &
= N
©
E 472- 3
e 7 177357
g 1
9 i & 3
S ,%:(EKJ
© 47
5
103'2468 2 468 zéé'a's
10 10' 10’ 10
Aging time, ¢ /s
BEAF AR EZERE L CTEHRITBREREDLLT.

[9] W ] HR THEKRY: & LR o011)

WIREAHEDOREL 7O 7 7 A4 ILADEE

Rk BEAEAG o e
FARET 5 ey LSy g

Fz(q,l’,é‘l):jzFsz(q,r',gl)sinada 1065 T T T T ITTT T T T TTTIT] E|
0 = e
r':r\/sin2a+812 cos” a 10° =
F. (. q.6)= 3[sin(gr') — gr'cos(qr')]* V() ; 10" ;g ?;
(qr')’ T F ]
e 210 F =
AYELTRE: 2 :
T .2
IF.q.e0) =] F*(r.g.e)N,(idr = "0 F
v u
1
e 10 &
TRE M -
_ _ 2 100 L 1 | IIIlJI 1 1 1 |||I|I
RSS = "[{InI(F,q,.)} - {InI(¥,q,.&)}] 0.01 0.1 1

Scatterirg vector, g /nm”’

24
[5]J. S. Pedersen, Adv. Col. and Inter. Sci., 70(1997), 171.




MFRIROEAMEE TR T 7AILEIL

15IIII[ T T Illllll | I IIIIIII

Residual sum of squares, RSS

Lol I R N A ! Lol
-5
56 2 3 456 2 3 456 2

0.1 1 10

Aspect ratio, &

FARY FHEA0.52TIEHKOEIZHES
JOJ77A4ILDOEEIZ/IE L.

[4] T.Miyazawa, Y. Tanaka, T. Fujii, J. Jpn. Inst. Copper, 58(2019), 103-108.

25

F=&H -2

cFEADBNEHETHFERMEIE-CuEEZ ALY, /I
AXBEELAEIZE > TEORIREEE L-9 4 XL
#1To1=.

a. WYIEHINREAFEERAYT - & T, HKBEKEL
EEEEAKEUEYSVVEETHEAFOKRES
ZFHMET A EAFRETH D,

b. BIRDEABMENNS N (e=2BB)HFDIHZE, HF

RIRZEHREEMULTY, BREBETOT 7405
STHAFORESEZTFMI S EARRETHS.

26




