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1.2.
Ceo 1985 H.W.Kroto
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[1] Ceo

R.Buckminster Fuller
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Smalley
Ceo  Cro
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(2] Ceo
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AT&T Bell R.C.Hebard [3]
1.1 Ceo Cro
1.3.Ce0 Cro
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1997 Rao [15] Ceo
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1.1 Ceo Cro

Ceo
720.66
720
( ) 0.71 nm 1.03 nm
C-C ( )0.139 nm
C-C ( )0.143 nm
cm! 528 bH77 1183 1429
( )
Cro

840.77
840
Dy 0.796 nm 0.712 nm
r1:0.1434 nm r2:0.1377nm r3:0.1443 nm r4:0.1369 nm

r5:0.1442 nm 16:0.1396 nm r7:0.1418 nm r8:0.1457 nm
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1.2 Ceo Cro

Ceo
/
fee-Ceo (Fm3m) 260 K
a=14.154
sc-Ceo (Pa3) 260 K
a=14.0708
Cro
/
fee-Cro (Fm3m) 430 K
a=14.976
rh-Cro (R3m) 300 K

a=10.129 c=27.852

mc(ABC)-Cro

(& Cm Py Pm

a=17.457 b=9.932

a=y=90 < [3=89.48 =

c=217.774

(15 K)
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1.3 Ceo (Cr0)
X
mpentane 4]
P 2=10.14  +=10.08 (=165 P=107.73 = 1991
_ (5]
mr-xylene a=23.694 c=10.046 1996
LY a=10.065  1=31.34  =10.059 16
dichloromethane ) ( ) ) ) 1998
CHBr 2=10.226  ¢=10.208 7]
’ ' ' 1999
dichloromethane a=9.88 c=16.134 L8]
' ' 1999
toluene ( 20 mm 100 pm) 9]
H 2000
mhexane a=10.249 b=31.308 =10.164 ( ) [10]
x ' ' ' 2000
tol [11]
oruene 2=17.03  5=10.344 =11.16 P=107.10 < 2003
PhI [11]
a=24.185  b=9.889  =17.462 [B=113.724 2003
[11]
o CetliBr: 2a=12.946  b=30.496 =13.253 P=117.35 < 2003
[11]
mrCeHaBra 19149 115985 9872 [B=91.59 © 2003
_ _ o [11]
oxylene (Cro) | a=11.162 5=11.201 =19.0 a=89.46 < B | 00q
=78.66 = }=73.36 <
[11]
CeHsCl 2=10.23  b=31.69 =10.06 B=932 < 2003
) [11]
oxylene 2=15.33  b=13.08 (=10.01 [B3=99.4 < 2003
_ [11]
mrxylene a=23.786 c=10.15 92003
-C6H4Cl =23.8098  ¢=10.130 [11]
m 6114 2 a= . — . 2003
CoHaM —23.742  ¢=10.167 L11]
eIl3ivies a= . = . 2003
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1.4 Cg1Ha(dihydrofulleroid) Ce1(CsH4OCH3)

(4,4-dimethoxydiphenylfulleroid)

Ce1Hz
(Fm3) 290 K
a=14.19
(Pa3) 30 K
a=14.06 [42]
Ce1Hs
S Ce1Hz
4090 Wavelanglh (nm)
Ceo
T e RS T RS T
Wavelength (nm) [ 4 3]
IR cm'l | 1427,1229,1172,642,623,580,570,557,539,526,494
IH-NMR | 2.87,6.35 ppm(1:1ration) [44]
13C-NMR 38.4 ppm, 135.15 149.25 ppm:30
Ce1(CeH,OCHs)
[45]

a=14.16 b=10.21 ¢=16.00 B3=93.09 =

14







193 K

173 K

|
[
s

153 K

143 K

133 K

Yailb—iay

I T B
300 200 100 0 ppm
(from TMS)
1.2 Ceo 1BC-NMR ( [13]).
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1.4 Ceo ( [15]).
(a) (b)
(c)
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(a)

(b)

1.8 (a)C61H2(dihydrofulleroid)

(b) C61(CeH4OCH3)(4,4-dimethoxydiphenylfulleroid)
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2.1.
2.1.1. LLIP F-NW
F-NW (LLIP)
15
F-NW
(IPA)
48
2.1.2.
Ce1Hz(dihydrofulleroid)
Cs1Ha(dihydrofulleroid) [1,2]

1
Ceo

120

99.95

Ce1(C¢H4OCHs)s (4,4-dimethoxydiphenylfulleroid)

Ce1(CsH4OCH3)s

Ce1H2

[3] 2.3

26

LLIP
2.1 LLIP
7 £
«C )
m-
Ceo
Ce1Ho2
(HPLC)



85 15

4,4, ( 9% )
4,4- 3 4,4-
( 57 ) Ceo 1
4,4- 24
Ce1(C6H4sOCH3)2 ( 20 ) Ce1(CeH4OCH3); HPLC
99.95
2.1.3. Ceo-NW
LLIP
« "UV )
LLIP Ceo-NW
( “ >*UV )
-« >>UvV
4.5 me Ceo TPA
2.4 Uv(400 W
) Uv 48
2.5 Uv 30
e UV
Ceo IPA CeoNW
4.5 me << id 0AY4
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2.2.

2.2.1. X
X
(¢p0.5 mm)
(¢p0.3 mm)
(KEK-PF BL-1B)
X A=1.00
X RIGAKU R-AXSIS RAPID
3
2.2.2. NMR
F-NW 13C-CP/MAS NMR, 13C-hp-dec.MAS NMR 13C-NMR
TH-NMR( : no)

AVANCE 300 WB(Bruker)(7.05 T) DSX 400 WB(Bruker)(9.39 T)

MAS NMR 6
4 mm 1B3C-,tH-NMR
3
2.2.3.NMR
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2.6

Xy

90<

Xy

T

NMR

NMR

Bo

90<

Xy

Ce0,C70

Xy

Xy

90<

Xy My

Ti

13C-NMR TT

1H-NMR
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2.2.4.

(19F  13C )
NMR

aiii,j=x.y,2)

49 - L oh@o, —Tre))  @1a)

NG

A" =F(o, + ic,,) (2.1.b)

1
2

A = Z4io,, 0, +i20,) (2.1.c)

T = 1{331 ~(B,I,+B,I,+B,I,)}- 21, -XB 1 +B1) (2.2.2)
6 z> z X7 Xx yoy z> z 3 z> z 4 + +

7 =%(lei +B.1,) (2.2.b)
(+2) 1

77 = EBJi (2.2.0)

B, =B, *iB, (2.2.d)

Bi(i=x,y,2) X,Y,Z

1 1
le;/h{(axx—gTr{a})BX[X+a BI +o_B.I +o, BI +(ayy—§Tr{a})Byly

Xy Xy XZ X~ Z yz Yy x
vo,B1, +o, BI, +o,BI,+(, —%Tr{o-})BZIZ} (2.3)
= 3 (D)7 AD
q
Z BZ:BO,BX:By:O
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T = %BOI (2.4.2)

T = :L%BOL (2.4.b)

7% ~0 (2.4.¢)

(2.3) BzzBO,BXZByzo

HhmB,(o,, - % Tro)l, +mByo I, +mByo I, (2.5)
(X Y2
1
O%,0y,0; —Tro
3
1 1 1
5,=0,-=Tro, S5y =——1-1n)s,, Sy =——=1-1n)s,, (2.6)
3 2 2
n

A®(0) = \Eyhaz (2.7.2)

A(0)=0 (2.7.1)
(+2) 1
A = > O (2.7.0)
H, =Y (-D"A"T"" =y1(5y By Iy + 5y By Iy, +35,B,1,) (2.8)
q
B.B,,B,
A0(0) A(Q) Q

31



A9(Q) = \/g;/h&Z {(3 cos® ,B—l)+77sin2 [ cos 20:} (2.9.a)
(D 1 . . .. . T/
A" (Q) =i§7h5Z {3smﬂcosﬂ—nsmﬂcosﬂcosZaimsm,[a’sta}e g (2.9.p)

A®2(Q) = 5, { sin® g+~ " (cos2 [ cos2a + cos 2a)¢ gjcosﬁsin Za}e”” (2.9.0)

\A“”(Q)\2 _ ‘A(")(O)‘ 2 2252 (1e n° ) (2.10)
2
J ' (w) = 3 y2h?s? (1+ n—]J(w) (2.11)
10 3
B=I,

b :%(—l)e](l)(a)[){[T(_D,[T(_D,[Z]]+[T(l),[T(_l),IZ]]}

(2.4)

1,
2 2

d<d§2 - :—37/250 522(1+1772]J(a),){< I,>—<-->,} (2.12)
1 6 ,,0 772 62
— =—y?B25?| 1+ | J(w) (2.13)
T 07 0 z[ 3 @,

B=I-
d<lI, > ©[77(0) [r(0) JOTD [ @ [p-D

dt+ {J (79,70, 1 N-JArr®, 1 N+ TP T, T ] > <>}
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1 1 5. 00 772 ~ —~
— == 2B25%1+ L {4J(0) + 3J (@)} (2.14)
7, 40 " ( 3 “

z

(2.13) (2.14)

1

Ti — L By~ 0 ) ) (2.15)
1
L _1 2p H4J (0) + 3 ()} (2.16)
7, 90/ TN e '
(I: Vg o: Ty )
2.2.5.F-NW
(SEM:HITACHI:
S-900/S-4500)
(TEM:JEOL:JEM-2010F) SEM
F-NW TEM
F-NW TEM
TEM
3
2.2.6.F-NW _FTIR
Ceo"NW
(FT-IR:SHIMADZU
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IRPrestige-21)

3 KBr

2.2.7.
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(1)T.Suzuki, Q.Li, K.C.Khemani and FWudl, J.Am.Chem.Soc., 114, 7301 (1992).
(2 R.Arnz, J.W.M.Carneiro, W.Klug, H.Schmickler and E.Vogel,
Angew.Chem.Int.Ed. Engl., 30, 683 (1991).

(3)S.Shi, K.C.Khemani, Q.Li and F.wuld, J.Am.Chem.Soc., 114, 10656 (1992).
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(a)

(a)15me
(b)

@ -
48

(e) F-NW

(b)

2.1

(c)

LLIP

36

(d)




AT\

CGO .
pyrazoline

(a)stirring for 1hour,toluene
(b)reflux for 1hour,120°C

2.2 Ce1Hz(dihydrofulleroid)
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(a) _

44- T bR AL TS 44- SARF LT LEFSY Y

(a) /
(b) /

44- SARRL U LTLOAF (C) CGO/

( CH3O©—}2CN2

44- DAREL DT LUTI AR

85 15

2.3 C61(C¢H4OCH3)2(4,4-dimethoxydiphenylfulleroid)
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—HENHT

(%)

100

- 50
200 300 400 500 600
M le (nm)

2.4

(400W )
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25UV
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2.6 - (70 - (7).
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3 Ceo- Cro-NW

3.1. <Ce0-NW>
3.1.1.Ce0-NW (- )
Ceo 1 Coo"NW (ar )
SEM 3.1 32 3.1 « )
C ) SEM 300 nm
X
3.3 X
Ramm [1] Ceo
Rietan2000[2] Ceo-NW
3.4 (a) X
(b) 3.5
Ceo"NW (- ) ( Po6s)
a=24.158 (=0.003) = 10.183 (0.007)
3.5  CeoNW(mr ) Ceo-NW (121- )
c Ceo m-
36 24 (5>10Torr) CeoNW X
Ceo-NW nmr Ceo
(a=14.154 )
3.7 Coo-NW (22r- ) 13C-CP/MAS NMR
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143.8 ppm Ceo 135.9 131.2 129.8 126.6
23.4 ppm m- Ceo-NW (-
) mr
30 ppm sp? [3-5]
CeoNW [2+2]
(6]
TEM
3.8 Ceo'NW(m' ) 1BC-NMR
293 K 250 K
CGO CGO
[7]
120K
120K Ceo
( KHz) (8]
3.9 Ceo'NW(Gnr ) BC-NMR 71
250 K 250 K
250 K Ceo
250 K
T1(CSA)
1 B¢ 2 3 2 l O-tz [ T jl
_ 2 1+= rans (31)
TlcSA ( yHO) (1O)O_|ong |: 3(O'|ing ) l+(()2’[2
[9] PR H,
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T ® Olong = %(2022 “O0w ~ Oy )

Otrans =0 xx ~ Oy

Ceo 13C-NMR
Olong = —109.667ppm, s = 31ppm [10]
T (3.2
E
T=1, eXp( ij (3.2)
To- Ey:
T
Ceo Ey 250 K
Ceo-NW (zr- ) Ceo
FEa=14.7 kd/mol 280 K Ceo
Fa=24.1 kJ/mol[7] Ceo-NW (i )
nr Ceo Ceo
3.10  CeoNW(mr ) 'H-NMR
1.5 ppm 6.5 ppm m- -CHs3 -CH
170 K CH3 (three spin )
114 K 1H-NMR
M:7.82( G2)
CHs M 32.7(G?)  1/4
CHs G
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3.1 'H-NMR 71
1H
E, 17.04 kJ/mol
CH; Cs E,
3.12  Ceo NW(mr- ) FTIR
4 Fiy
528 cm1)[12] m (769 cm™)
3.13  Ceo NW(mr ) TEM
( 200 kV) 5
9
3.1.2.Ce0-NW( )
Céo LLIP
TEM 3.14
)
SEM 5 Mm
3.15 X
a=24.117 (%0.003)
3.16 3.17
1H-NMR

45

BPP [11]

(1429 1183 577

= 17.883 (2=0.05)

13C-hp dec./MAS NMR

sp’



Ceo

3.2. <Cr0-NW>
3.2.1.C7o-NW(unr- )
Cro SEM
3.18 3.19 3.18
3.19
500 nm
3.20  CroNW(mr ) X Boeyens [13]
Cro X
Cro-NW (- ) a=31.025 (==0.031)

b=18.077 (40.078)  ¢=10.585 (=-0.064)
Boeyens Cro-NW (- ) Ceo'NW mr

321 CroNW(mr

) (5><10* Torr) X
Cro Cro-NW X

24 Cro (a=14.976 )

3.22  Cro'NW(mr ) 13C-CP/MAS NMR 151.0
148.6 148.0 146.1 131.6 ppm Cro 4 136.3 129.2
128.1 23.4 ppm mr
C70-NW (- )
Ceo"NW (- ) sp?

[3-5]
3.23  CroNW(mr ) 270K 170 K
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13C-NMR

Crol14]
3.24 BC-NMR 73
Cro Cro
270 K Cro
FEa=13.7 kJ/mol 280 K Cro
Fa=22.0 kJ/mol[13] nr

Cro Cro

3.25  Cro'NW (mr ) 'H-NMR

1.5 7.5ppm m- -CHs -CH
3.26  'H-NMR T CeoNW

(mr ) mr G E,
6.70 kd/mol

3.27  Cro-NW(ar ) TEM

( 200 kV) 3

3.28 Cro-NW (zr ) TEM

C7o-NW (- )
500 nm nr IPA LLIP

[15]
3.2.2.C10-  ( )
Cro LLIP
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3.28
3.29 X

a=24.03 (£0.02) b=23.59 (%0.07) ¢=19.03 (0.09)

3.30 13C hp-dec. MAS NMR Cro

3.3.Ce0-  C70-NW

Ceo-NW
Ceo ( ‘mr ) LLIP
(1) mr NW
(2)Ceo-NW (- ) (P63) a=24.158
(20.003) = 10.183 (2=0.007) c ( ) Ceo
.
(3) Ceo-NW (- ) (a=14.154 )
(4) CG()'NW(HT ) 250K Ceo
250 K Ceo
Ceo-NW (- ) Ceo
13C-NMR 7} Ea=14.7 kJ/mol
(260 K ) Ceo Ea=17.4 kJ/mol
Ceo-NW (- ) Ceo Ceo
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(5)1H-NMR Th Ceo-NW(m- ) mr

Cs Fa=17.04 kdJ/mol
C7o-NW
Cro ( Lnr ) LLIP
(1) mr
(2)C70-NW(m- )

a=31.025 (=2=0.031) b=18.077 (20.078) c=10.585 (#0.064)
Ceo-NW (- ) m-
13C-CP/MAS NMR

(3) C70'NW(11T ) 250 nm C70'NT
(4) C70-NW(mr ) a=14.976
(5) 13C- NMR Ti CorNW 270 K 170 K
(6)270 K 170 K Cro-NW (- ) Cro
13C-NMR 7} Ea=13.7 kJ/mol
Cro Fa=22.0 kd/mol Cro
Cro
(7)'H-NMR Ti nr s
6.70 kd/mol
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3.1 Ceo-NW (- )
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3.2 Ceo-NW (- ) SEM
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Intensity

(@) «C )
(b=~ C D)
i
(a)
it v'r‘\‘/.r‘ .’—\. n (b)
e o A ——te __,_i"\_
1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 1 1 1
10 15 20
20/Deg.
3.3 Ceo'NW(m' ) (a)
(b) X
(KEK-PF BL-1B A=1.00 10 )
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(a)

(b) 5 10 15 20 25
100 —
80 —
60 —
40 —
N L/\z\_M MMM
0] | | | | " i rn L 1 I (e N N R R N RN A RN LI AR RN TR TR ]
I I I I ]
5 10 15 20 25
3.4 Ceo-NW(m- )
X ( )(a) ).
(KEK-PF BL-1B A=1.00 10 ).
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3.5 Ceo-NW (-

CGO
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C

60

)

3.6
X

(Rigaku R-Axis Rapid

(5><10"4Torr)

A=0.709
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Ceo-NW(m-

(MoKox)

30 ).



Ceo

S A e I i i et sl e TR T e
150 140 130 120 110 100 90 80 70 60 50 40 30 ppm

From TMS

3.7 Ceo NW(mr ) 13C-CP/MAS NMR
(Contact time=1 msec Repetition time=30 sec

MAS frequency:9 kHz ).
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o 293 K

- e e adan e

A 250 K

/\ 210 K
/\ 170 K

\ 130 K
MM&R
e TN~ _ 40K
T~ 30K

N 20K

T T T T T T T
© 300 250 200 150 100 50 O

From TMS

3.8 Ceo-NW (- ) 13C-NMR
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50K
100 |
oo
O O
O O O
(V)]
- 10} O
— n
— O -
[ |
[ |
1 | | | |
2 3 4 5 6
1000/T (K1)
3.9 Ceo-NW (- ) 1BC-NMR 7i(75MHz)

Main relaxation mechanism of 7i(long)(o) 71(Short)(m)
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3.10 Ceo"NW (ar ) 1H-NMR
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Tq (sec.)

'H-NMR(400MHz)

© 0 49 o o
® °
°
°
4 6 4 8
1000/T (K™)
3.11 Ceo-NW (- ) 1H-NMR 7}
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Transmittance %

¢ :Originated from solid Co
0 :Originated from m-xylene

2000

1800 1600 1400 1200 1000 800

Wavenumber cm™

3.12 Ceo-NW(mr- ) FT-IR
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(a)

(b)

3.13 CeocrNW TEM

®) 7
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TEM
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3.14 Ceo-NW(
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114

66

_ 7 9
> N _
)
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(D] e o~
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< o «¥ o~ i
- o~ #;N o™ >
‘: <
L I L I L L
0 5 10 15
20 (deg.)
3.15 Ceo-NW( ) X
(KEK-PF BL-1B A=1.00




Ceo

T T ] P

200 180 160 140 12|D 100 80 60 40 20
ppm (from TMS)
3.16 Ceo-NW( ) 13C-hp dec./MAS NMR C ).
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———

N

T I T T ] T T T T
80 60 40 20 0 -20 -40 -60 -80 -100
ppm
(from TMS)
3.17 Ceo-NW( ) 13C-hp dec NMR ).
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3.18 C70-NW (zzr-
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3.19 C7o-NW (- ) SEM
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[T9

TEC

0To

(s11un-gae)Arisuaiui

25

20

15

10

20/deg.

3.20 C7o0-NW(m-

A=1.00

(KEK-PF BL-1B
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Intensity(arb.unit)

N Cm—NW (0] )
A Cm—NW (24 )
- — S
L L I L L L L I L L L L I L L L L I L L L L I L L L L
5 10 15 20 25
20/deg.
3.21 (5><104Torr) C7o-NW (12 )
X
(KEK-PF BL-1B A=1.00 2 ).
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.
Cro
.
) [
0 i — = =1
160 140 120 100 80 60 40 20 ppm
From TMS
3.22 C70-NW(m- ) 13C-CP/MAS NMR
(Contact time=1 msec Repetition time=30 sec ).
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270 K

230 K

170 K

|
200

3.23 C70-NW(mr-

0 -200

ppm
from TMS

13C-NMR
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1

T, (sec.)

O
@)

10 N O

[ O

- @)

i @)
1 | 1 | 1 | 1 | 1

3.5 4.0 4.5 5.0
1000/T (K™Y
3.24 CroNW(ar ) 13C-NMR 71(75MHz)

Main relaxation mechanism of 71(long)(o).
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283 K

250 K

| ! | ! | ! | ! | ! | ! | ! | ! | ! | ! |
100 80 60 40 20 0 -20 -40 -60 -80 -100
From TMS

3.25 C7o-NW(ar ) 1H-NMR



T (sec.)

10

'H-NMR

C.,-NW(m-xylene)

3.26 C70-NW (-

6
1000/T (K™

) 1H-NMR 7}
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(a)

(b)

3.27 C7o-NW (- ) TEM
(a) b)) 3
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1S
N\

T
B ) 0 o L6
1 Jm ENG218 206KV

3.28 C7oNW(m- ) TEM
((a) (b) ).




f Ao
) 5 :
;- :
;-ﬁq}t
v .
¢ ! 1 mm
3.29 LLIP Cro
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201
o4z
135

121

O rthorhombic
a=2403 A

b=2359 A
1903 A

; v A C70
1 1 1 1 1 1 1 1
5] 10 15 20 25
7aldeg)
3.30 LLIP
Cro X
(KEK-PF BL-1B A=1.00 5 )
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Cro

| |
Wil l\w W’ \WWWNWW}WW

| | N
200 180 160 140 120 100 80 60 40 20

From TMS
3.31 LLIP
Cro 13C-hp dec./MAS NMR (MAS frequency ; 9 kHz )
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4 -

4.1. <Ce1H2-NW (- )>

Ce1Ha-NW(m- ) SEM 4.1

4.2 4.1 «C ) «C )

0.1 mm 3 mm
4.2 SEM 300 nm
4.3  CeaiHoNW(mr ) TEM
CertHo NW (- ) 700 nm
4.4 Ce1Ho-NW (ar- ) X

CerHo-NW (- ) ( : PB3)

a=23.994 (0.004) ¢=10.203 (0.008)

Coo-NW (22r- ) ( a=24.1575  ¢=10.1833 )
4.5 100K Ce1tHo"NW (- )
X 200 K 150 K
( )
4.6 250 K
Ce1Ha-NW(m- ) CeiHo 250 K
200 K 150 K
13C-NMR
4.7  Ce1HaNW(ar- ) 13C-NMR
137.2 ppm 143.4 ppm Ce1H2
Ce1Hs

21.2 ppm 126.4 ppm
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nmr nmr
4.8  Ce1HoNW(m- ) 13C-NMR
253 K Ce1Hz 2 (143.4ppm 137.2 ppm)
143.3 ppm
137.2 ppm 253 K
[1,2] 253 K
170 K Ce1He
Ce1Hs
mr (126.4 ppm 21.2ppm) 170K
Ce1Hz nr
Ce1H2 X
Ce1Ha-NW (1r- ) Ce1Hz
4.9
410 CaHoeNW(m- ) 1BC-NMR T
250 K 185 K
Ce1Hs Fa 250 K
Fa=6.31 kJ/mol 250K 185K Fa=3.36 kd/mol
411 CeiHa-NW(ar ) TH-NMR
170 K CHs
Ce1Hs
412 H-NMR T 185 K Ce1H2  CHy-

m- CH3'

185 K
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4.2. < C61(CsH4OCH3)2-NW (m- )>
Ce1(CsH4OCH3)s m LLIP
SEM 4.13 4.14 4.13
( ) 8 Mm
2 mm 4.14
4.15 Ce1(CeH4OCHas)2 X
a=14.16 (20.03) 5=10.21
(2=0.01) c=14.00 (2=0.01) B=104.69 (%0.14) <
Ce1(CsH4sOCHa3)2
4.3. -NW
Ce1Hz C61(CeH4OCH3)2  mr- LLIP
(1)Ce1Ha-NW (12r- ) 300 nm
1 mm
(2) Ce1Ha-NW (P83) a=23.994
(20.004) =10.203 (%=0.008) (c )
Ce1Hz m
(3) CGlHZ'NW(HT ) Cele 250 K
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185 K

(5)Ce1(CsH4OCHs)s

Cs1(C6H4sOCHs)s

(6)

LLIP

LLIP

185 K

Ce1Ho-NW
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Ce1Hz
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(1)L.Cristofolini, M.Ricco, G.Viola and E.Dalcanale, Springer Series in

Solid-State Science, 117, 354 (1993).
(2) M.Ricco, L.Cristofolini, G.Viola and E.Dalcanale and J. Phys. Chem.Solids, 54,

1487 (1993).
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4.1 Ce1Ho"NW (222 )
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4.2 Ce1Ho-NW(m- ) SEM
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4.3 Ce1Ho-NW(mr- ) TEM
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(KEK-PF BL-1B
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200K

250K 100K
240K
4.5 Ce1Ho-NW(m- ) X
(KEK-PF BL-1B A=1.00 5 )
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(a)

241
24.05
> 24
S
7]
S 2395
o
[}
L
c_zs 239
2385 |
23.8
100 150 200 250 300
Temperature/deg.
(b)
10.2
D
c
g
2
S 10.15
o
[}
L
E P
10.1
100 150 200 250 300
Temperature/deg.
4.6 Ce1Ho-NW (- )
(a)a b b)e
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CHNT) TN N SO N N S IR SN TR [N S S ) [ U T (SO T L TR
250 200 150 100 50 0 -50  ppm

from TMS

4.7 CeiHa-NW (a1 ) 13C-NMR
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i R = R
250 200 150 100 50 0 -50 ppm

from TMS

4.8 Ce1Ha-NW(mr- ) 13C-NMR
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N (250K) akiir (185K)> =y

Ce,H. D EMOBEREE CyH.,DEMEYD CyH,NEWAYD
—afttEiEEE —RitEinEE 0
4.9 Ce1Ho-NW(m- ) Ce1Hz2
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[ )
°
10 |+
[ 250K
o - @ 185K
| ¢ ®
2 °
— i
a [
°
- °
°
1F
[ 1 | 1 | 1 | 1 1 | 1 | | |
3.0 35 4.0 4.5 5.0 55 6.0 6.5 7.0
1000/T (K}
4.10 Ce1Ho-NW(mr- ) 1C-NMR 7%
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T T T L}
Ta &0 50 40 3

|

175 K
150K
A 135K

) 120 K
e ey R o S

4.11 Ce1Ho NW (ar ) IH-NMR
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T, (sec.)

10

185K
L O
O
O |
v
QQoooon @) m E
g Q
| | \ | | | \ |
3 4 5 6 7 8
1000/T (K'Y
4.12 Ce1Ho-NW(ar ) 'H-NMR 71(75MHz)
(Main relaxation mechanism of 7i(long)(o) 7i(Short)(m)).
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4.13 Ce1(CeH4OCH3)2(m- )

100



(a)

111174 20.0kV

(b)

111174 28.8kV
4.14 C¢1(CeH4OCH3)2( - ) SEM

((a) (b) ).
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Intensity

10-1

”I/\_J| 1 1 1 1 1 1
5 10 15 20 25
20/Deg.
4.15 C61(CeH4OCH3)2 (- ) X
(KEK-PF BL-1B A=1.00 10 ).
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5.1. “ UV
5.1 Uv
5.2
5.3 SEM
500 nm Mm
5.4 TEM “ 77Uv
2 Mm
5.5 “* >*Uv X
5.6
5.7 “* i A FT-IR Ceo
Cao'NW(m' ) C60
Rao [1]
IR ( 1.8 5.7
)
5.8 “ >*UvV 13C-NMR
sp? 30 ppm 4.2 K
Ceo
140 ppm
Ceo
« Uy )

103

(A%

(A%
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5.2. °c >Uv

5.9 5.10
SEM 500 nm mm
Cso-NW(m- )
1 4 pm 5.11
TEM “e i VA 50 nm
( 5.11(b))
5.12 “* il MY X
5.13
5.14 “e id UMY FT-IR “e >*Uv
Ceo
5.15 =* >Uv 13C-hp.dec. MAS NMR Ceo
mr sp’
5.16 1BC-NMR
sp?
“ *Uv FT-IR 13C-NMR
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5.3.

(1)Ceo-NW

>* UV
@< oV
(3)<< 77UV
(4) < >*UvV

Ceo-NW

~ & ”UV

FT-IR

13C-NMR

Ceo-NW
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(1)A.M.Rao, P.C.Eklund, U.D.Venkateswaran, dJ.Tucker, @ M.A.Duncan,
G.M.Bendele, P.W.Stephens, dJ.-L.Hodeau, L.Marques, M.Nunez-Regueiro,

1.0.Bashin, E.G.Ponyatovsky and A.P.Morovsky, Appl Phys.A, 64, 231 (1997).
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5.1 “* 77UV
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72UV

5.2 “*
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5.3 “¢ 77UV SEM
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CoBNR-TNsity
EXBB30 200.6KV

t

5.4 ¢ 77UV TEM
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Intensity (arb. units)

(a)
. S e - .. ) (b)
. o ° ‘ ® ® ® o o o e
b o r .‘
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S U AR
, .\-./ ~\"\.~’ (c)
o - e - ous © o=
”
! ! !
5 10 15 20
20 (degree)
5.5 “¢ UV X
(a)Ceo-NW(m- ) (b) == 77UV (c) Ceo.
(Rigaku R-Axis Rapid A=0.709 (MoKo) 60 ).
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(a)

COBNN-INsity
ENBB59 260.8KV 1{8dca

(b)

AANN-TNsitu

(
ENBBS1 200.8KV 106cn

5.6 (a b)

°c >?UvV
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(a)Pristine C_,

l)(b)CGO-nanowhiskers under fluorescent lamp
D

neo

| .

H

(c)C,,-nanowhiskers under UV-lamp

2000 1800 1600 1400 1200 1000 800

-1
Wavenumber / cm

5.7 < > UV FT-IR (

(a) Ceo (b)Ceo-NW(m- ) (o)< 77UV
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A T U A b Y

15 K

42K

T T T T
400 IO 200 0o 0 — 100 o gwiis

From TMS

5.8 “* UV 13C-NMR
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59 “¢ A%
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5.10 ¢ 77UV SEM
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(a)

(b)

5.11 “* UV TEM
(a) (b)

117



(a)

(b)

(0

e o e © o

~
0
=
c
>
e
—
©
~
>
=
7))
c
QO
)
E
o
”
]
S
5.12 ¢
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A=0.709
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X
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C* NNAsCrovd
ENBS76 200.6KV 186ca
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Transmittance %

(@)C,-NW

(b)C,, -NW(=* >y )

Wavenumber cm’™

5.14 <= >>UVv FTIR (

(2)CeoNW  (b) “* 77UV
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i M 1 S

T T T T T T T T T T T T T T T T T T T
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Cso C70 Ce1H2
NW
F-NW

(1) Ceo-NW(mr- )

a=24.158 (2=0.003)

) ¢ Ceo
250 K Ceo
Ceo Ceo
(2) Cro-NW(mr )

a=31.025 (+0.031) b=18.077 (20.078)

c= 10.183 (%0.007)

Ce1(CsH4OCHsy)s

(P83)

-
13C-CP/MAS NMR

1BC-NMR 71

Fa=14.7 kJ/mol

Ceo Fa=17.4 kd/mol

¢=10.585 (2=0.064)

13C-CP/MAS NMR C7o-NW(m- )
13C-NMR 71
170 K Cro Fa=13.7 kd/mol
Cro Ea=22.0 kdJ/mol
Ceo Cr0NW(mr )
F-NT
(3)Ce0-  Cro'NW
(5>104 Torr) Ceo Cro
(4) Cs1H2(dihydrofulleroid) Ce1Ho-NW (- )
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(P6s3) a=23.994 (#=0.004)

(2=0.008) Ceo'NW(m' ) c
Ce1Ho mr
Ce1Ho2 CHq
(mr ) F-NT
(5) Ce1(CeH4OCHs)2 (4,4-dimethoxydiphenylfulleroid) LLIP
8 Mm
(6)CeoNW <« i
(7) Ceo-NW FT-IR
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