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R §. Am. Chem. Soc. 122,
N\ | 1832 (2000
G8H (Fld= C60) US20090101870
ZRsAY US20040036077
In (N'N) &4 USG528187
i S
F®A :
. . . A e A
scwieamiaiean i (1) w0 — (S s
N N
H N
H

IR I AL B0 E 550mL 2155 TP A VAU AR 120°C LAVA AR SR, 31 HLFE 5 43 v w4 200 =
B 100°C. 7EZIEE oSN AR AT, H HoK: S N4 (reaction) 78 100°C R gk 2 /)
o 1% SR A E1 3] 60°C 3 BN 500mL 7K, M-S 30K (T3 W % . 4 [
VUL PRI UK B . Bl R VAR AR CHCL P s NaHCO (7K NaHSO 57K ¥
T ERAAT AN BV 2V T B S R R T8 . DA DU B RHE A4, Bl 5 4
I AR = T ARFFE D 30 48k, 45 B4R T 38, R B/ NE I CHCL U B ik — IOOF
BEo W HFCE AR 500mL IR, EN N 100mL B8 2. B8 (EtOAc) , 7Efe s 7% K #% (rotavap)
AR E IS OU T AE 60°C T HERE 20 408, B 5 FF a6l a7 LA R BHE &4, S8 Ja s
fn 200mL CbEIF HAE L E 2 GO AE 55°C FREF 15 408h. BEEW IR =R, (RFF 30 &
B, TR H0 HIER 5 AL EER 3 3, s PRI A O LRI K & O el e . MR E B T
W, TR AL 24 (40 %77 22) 4iM)f5 .

[0201]
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$H2 o P
N | Npi”
4;:2??1::§ ] = KOH &~———— gzo

[0202] B ER 2. % 2- MR (29. 2g,0. Tmol) & f# 7 200mL (1975 7K TR B o, B8 J5 i\
SUAMBR (7. 84g,0. 14mol) I H 3t #i B 31 58 4 V5 i 5 BE J5 2218 in N FR 2R sk B & (22. 8g,
0. 12mol)o g BN CAE FJ 3 /e o R MR A A 1 &2 60-70°C, I HL7E LAME 2
LA RIS R K BRI B2 Ja gk s i bk — Benf ). PRy ve fE I RE -
75 30 438G, EE 2K, KBRS UTiE ), FE JG Fl B (ECOHD Sk IR o 18l R W0 i VA AT
CH,C1, 1, I H 343 7% & LA WL B A AR TE B, NN K& BtOH, JF H4ksk & K Frfs CH ,Cl, (K
JUKD o 1L 60°C FHEFE 10 %0 IF ELEE 5 v 1, (R FRAE 20°C IF Haky, I EtOH Feikiiie
IFH T, 2405 40g (90%7=5) ({4l 3— filt -9 FFORASEEE —oH- e,

[0203]

[0204] JDUR 3. 5 3-ff —O— FP ST fE 2L —OH- MR (31. 29¢,0. 07mol ). Cu (1) L4
(1.33g,0.007mo 1) BEERH (29. 7g,0. 14mo1) FIH:ME (14. 03g,0. 084mol ) & 3 3| = Fi e ik
H, JBAC 4 R BUINNAE 400mL TEAK B R R e -1, 3— & (1. 14g,0. 01 BE/R). FHIK
IR, R AT NI 78 S BLBEIE I Hon (el it 42 (20h) o W R B4 1 3 20°C, 8 & ik
i (T s ZE U, B R R R CHLCL BRI ITIA 28, 5 A A WU D R K . FRAR
YIVARBRAE 100mL CH,C1,, Jf ELAN 300mL EtOH ;B 5 CH,Cl 4 7% % . EtOH H %% B 4
T0°C N EREE 20 23580, BEJG A E1E 20°C, (555 2 /N 3 Lok, A 2B 4% [ A4 5 0F L
T4, $245E 302 (88% 7= F) =M.

[0205]

NaOH
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[0206] IR 4, 7F 150mL 7K T (S ALEN (27, 4g) VA TR N N BIVA i /€ 300mL  THF £
150mL, B S ) 32g9— FF T SL —9H-3, 9" — —hEMerh , [ e iRt . B S A AL
VEFNZE I, NN 100mL 57K 35 H R 3 X 200mL .18 LB A B, & A HLE , J8 i Na,S0, T4
FHAK . BRRMIEREAE 200mL CH,CL,H, I HIRUS/ERERS Fo @it Erikatifh, B
10:90 % 15:85 (IR EE « SRR IR AN . NI ZER / Sl AW 45 &

[ 44, $2fit 17g (78% 772 M4 .

[0207]

PRS

[0208]  BUR 5. FHRRIRHN (18. 18g, 132mmol ) VAMEAE/K (75mL) th, 874 AL, JFRE VA VUM
NEI =255 [b, d] BEWY —4- ZEANER (10. 00g, 43. 8mmol1 DA 1, 3— —¥RZK (13. 79mL, [ 14mmo1)
FEF 2K (200mL) F . AL (1. 013g,0. 877mmo 1), B/, 76 N4 R I el
U 24 /NI VA, ZE R, FERERR [ (250g) 1 I JE A Alifl, R O /CH.CL, (99/1) BE .
JEHT R RE A M C e 45, RO B AR, 10. 5 (67% 773,
[0209]

FH6

[0210] IR 6. 4 4-(3- IRIEHL ) =2 I [b, d] MEWY (14. 14g,41. Tmmol) VA fif B — 4K
FRIACUGE (200mL) MR RIR VAR, 4,4,4" ,4" ,5,5,57 5" - J\FE-2,2" -X
(1,3, 2— 5 EHIEE ) (12. 70g,50. Ommo 1 ) AEN—F43 NN, BE J5 I\ 2. B8 (8. 18g,
83mmo1).Pd, (dba), (0. 382g,0. 417mmol1)FN 1, 1" — XL ZEFLREI — %%k (dppf, 0. 254g,
0. 834mmo1), B J5 X S BEVR AW HREAT I o 7EN, T BRI AL, ¥ A, I 48 £ B (150mL )
B, B ER7K \NaHSO, 81 LiCL ) 10 %6 7KIEIRESES: » 138, 28K, Il AR Z A GaALTE 250g,
hex/dem9: 1) XPFR AR AT 204, St A Al AT R 2- (- Z283F [b, d] BEwy —4- 58 )
ZRHE ) 4,4, 5,5~ VU ~1, 3, 2- AN KA, 12. 8g (80%7=2K),

[0211]
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TR

Br

O
v

[0212]  BEB T, % 2-(3—( FFF [b, d] MEWy —4- 3L ) ZEHL) 4,4, 5,5- PUEHILE 1,3, 2-
AR AN (14, 50g, 37. 5mmo1 ). 1, 3— R (26. 6g, 113mmol ) ¥ fEAE 200mL H 281, i1
N K,CO7K AW (16g 7E 100mL H0), B S AIADY ( =283 ) 42 (0) (0. 434g) . KBt
TN, AR NSRRI . S AHUE, BB T8, It a k. sz
PHEAERERCFE (200g, P 95:5 [ CUkE /CHLCL B ) EXt sk A sE4T 4tk , BE G M e b
i, RO A AE 14, 10. 1g (65% 7 2),

[0213]

B8

Abdh 1
[0214] IR S8., ¥ 4-(3' - iR -[1,1" -BE2K 1-3-3) 2K Jf [b, d] ME Wy (6. 20g,
14.93mmo1).9H-3,9' — —REME (4. 96g, 14. 93mmo 1) B V% 7F — B 2K CF- 4, 200mL) =, i A
Pd,dba, (0.273g,0.299mmol), “FFCL L (27 |6/ - —HI&HE (1,17 - BE2E]-3- ) ik

(0. 245g,0. 597mmo 1) FIH T BN (2. 87g, 29. 9mmo 1), i, 78 NS5 N B 23 H: 11 [F] st
AR 24 ANE o R et ZE R R AR I SORLTR A, WA T BN B A (2508) 1o ]
Fi4:1 T %E /CH,CLEENR , We4a 4y, 13 TLC 1 HPLC Zifk. ViiE i Bt ik, B Okt
W H PG, I HMNOTR OB 45 i, et A A A TE U AL A4 1 (8. 5g,85% 77 3),
[0215]  ZRfsEita sl

[0216]  Hli&E S AR AWE a8 FHIEICNZ) 800 SR ALY (1T0). ¥
A 10 2 LiF B 5 2 1000 2219 Al ARk B S A B S FE4 (Klppm B HO0 F10,)
Hh FH 33 25 0 B I IS B 26 B, 3 B K A MR USRI AN e A 1) P 3

[0217] AT A, LA R A LT 45

[0218]
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N gl

[0220] VAN THOZSAF -

[0221] 40 R Arid il B84 SEHE B 1o LAY B AL & G B AR Sl . X T
HIL-1, b &5¥) G ZEVERP I E N 10 & % . thEW EFIL &Y G 238 Ol SR N
0.5 F 8% . N T 7ENZ (HILD, BiZIE R A 4000rpm £F42 60 F2HE iR 2 B R4
AR CITOO AR b BT RRAE 250°C R HERE 30 238t . BT IBEAEMEIE 2 5 A NATIE . 18
HIL P T3 , i e g I a2 7B g J2 (HTL) L BB G T 1 R 6 2 (BML) » 383 BL 40001pm
FFeL 60 O HEIRIL AW FAEFR KR 0. 5 F 8 % IR M B HTL . % HTL JEAE 200°C T HEKE
30 438t FEMEEE 2 5, HTL AR AT AR . R T TR R BML, & 80 % MALA4) 1 F1 20%
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ALY D )R 2P (A FF R AR R o 1 B8 %) LA 1000rpm FF4E 60 FPRER/EANT]
VPR HTL T, I FLRA S 7E 80°C N A5HE 60 4% AR A IR B BEJG, i s #ak
KOTER 50 IR BEIALEY) C ZAENBEEYZ (BL) . Ffa, i B2 B A DT 200 2B 1K) Alqg,
JE MAE N A& 2 (ETLD.

[0222]  ZSALLHb il 3 X6 LU 2R RS2 1, ASFZ AL AET MO A9 C iR & 1. 3R 2
R T B EEE

[0223] &2
[0224]
'y J 10 mA/ e’ L=2000
gas | a2k | DRA e od/’
GRR) 2R LE ,
1931 CIB | "o | (i | LT ®
BEHE | oh " el | (0,18, en
1 : 20% Bt | 018 10 | 14.4 | 153
B4 | LA ; s | (0,18, .
gl 1 | C 200 g | ey || WL 0¥

[0225]  FHASINGE KA

[0226]  EIE E S (10 FEOIME K Bl i 2 S iE ] 2 A1 3 DL RS L gs ok sE i) 2-9. &
3 TR ERARSEHE] 2 F1 3 DB LU AS A SEHE 1] 2-9 A HLE 2K B AR A% - A TTO 3%
I, 100 2[4 E59) D 1B N2 7ENJE (HILD, 300 321 a -NPD fE %3 74 2 (HTL), 5 2%
H 15 HE LAY DI 300 AL EY) 1 ALEY B BULA Y CHE AR IGIE (EML), 50 1211
WEW 1AM BALEY) CALEW) 11T Bl &4 TV /R NBETEZ (BL), BL A 400 3R (1) Alg,
VE N AR Z (BTL) . 8 3 Hn T 83 E5 A 25 3L

[0227] 3 2 WAL T VAWUIN TRIZEBE . 230Fseie] 1 BA s ERa 8 T 0 35 Tt
P 2SR SEitafsl] 1o SRPFsRitf 1 1Y LTy GE XON/EZIR T T E i B RIS Lok
100% P& 90 % BT 75 IS E)D 24 153 ZINGF, i EE AR AR S ] 1 /9 LTgo 2l 39 /MBS . LX)
EL 23R SEHER] | 4E J=10mA/cm” N {5 203 (LE) B & (19. 1ed/A), {H & 2R ESEHEH] 1 45
SRAH 44 % (14. 4ed/A)

[0228] %3

[0229]
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L=2000
1931 €18 £ 1000 od/a
. B cd/at
ol B
R = D * A LT LB EQE PE
g ey 54 ALLE
SV e | | e | ® | daw [P @
B-CY P Lo P —
g | et | o | EEM L e g | el | 72 18 6.2 | 166 | 1063
42 1 C
| Al Yo
SISl | o RSB el oaee | a1a | s | 66 | 15.6 | 148 | seie
#3 1 1
stEH | wod | . | e B . - o .
il s 15% ¥ loaso o7 | 414 | 11| 366 | 159 | 163 | e0or
MBS | | s ; - . - -
5 3 B 15% 8 0. 180 | 0,387 474 6. R 35,7 15.8 16. 5 604
MLBY | th btk - ; . »
i - 15% s ; < b 3 4, 530=
sl Rl 1 5% TF Lo foser| | ns | osas | 47 | 14 30
BN | o —_— e . : : .
. 5 3 ¥ T A 50
s | 15% A REURERTANE AN IR 55 | 149 | 144 | 750
s | et | . | e AT T B , . .
s | 5% ¥ loass | os0s | am | as | oant | ase | oass | soes
A BEH | bt R _ -
e | 15% S R Rl % | 154 | 139 | s
B | et e | ~ ~ . o
’;‘:?)@fﬁf g Ty 15% c . 185 | 0. 411 474 7.6 36 15.4 14 457
SR | ek | wew .
536451 9 v 15% v 8. 185 ‘ 0.414 474 8 35.5 15 14. 8 497«

[0230]  * T J=20mA/cm” N (¥ 77 il B T 5
[0231] 3 30445 T ARG R BT BAE . B PESLiif) 2 FS o 2 pEseiti) 2 B4 AH
[PIE5 A, X BT3RS ol 2 BAAEY) | BTk, xS L fhsei@s) 2 a5 C
VERNEAR . X2 B AL 22 () 16 % 19 EQE) o (HIE, 5 X bh 28k szt s 2 AHE,
BAFSCHE] 2 B TR . BRFSLHER 2 (K LTg A 1063 /NI, 156 L2 F S i 6] 2 (1) LT 4
600 /N o ZRAFSERERE] 3 AR L AR AR SRS 3 B A R R S50, X A5 T 281 S2 a9 3
BAEWAY 1 AERNFARR BL, M0 LA s2 i 3 A WA B /E N FARHF BL. iXFIFhs
B A ML R0 (2 16 % 1 EQE) . {H 2, S5XF L 32 3 AL, 2 F st 3 B
FaSE o BRIESEHE] 3 () LTey 861 /N, TR L2 AE SEREW] | (1 LT o4 604 /NTF. 284S
Tt 2 FnS L s F s i) 4 EE MR A5 4, IX A AE T 28 4F seitits) 2 KAk & 1 fEhE
1, T LE 2R AR S 4 BAED) T E TR, ST LS SiEg] 4 AL, 2245 SLE ] 2
A EAT T s R, i B2 W RaE . B SEREN 2 11 LTg A 1063 /NI, 1Mt Eb 2848
S 4 1 LT 530 /N
[0232]  iZEUER T BEA X1 FL AR RANEREIE. B0, 5 3, 9- BRI IR SR Mo
BRI IR IRy 3 ELFEA A FIL S A L, 3, 9— B2 ARG SR R e 8 43 1 — R ey
A IE IS A R R B LAY | SREER SRR E . PR, IR I AE AE X I
PEEAT R, T8 T 2R M o FEUR, EAT REIOR 2R IRy S A AL A 2 T B
3, 9 BRI (101 SR v P R — 2R R IR o AL B, B LA S5 iR ke 3t o 3, 9- BRI R
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R CAR SRR AL AL A0 1 32 22 HOMO TTiRAAD LU & S i+ (LAY | A ATE
JiE BT 433 M 0. TAV Rl 2. T3VAEXT T Fe/Fe Do A4 C AL RTIE JE AL 437 4 0. 91V
M =2.84V, AbEY) | HEL S ) HOMO §EZ¢mT LASE N A HTL (92 73 AN BA R AE EML HR 25 5T
4. X ] FECE LTS AF e P AT A/ B B A B AL B, AT B0 1) 28 1 A5 o
[0233] L&) B RIEALALE R HLA7 4> 5 0. 74V F1 2. 78V, RUEAY | FIALE ) B 1)
HOMO BEZEAHARL, {HAE AL A4 1 (1) LUMO BEZRMEA , Him 4 I A B T B IR IR B2 2 B L (1) 0
Ah AR R T, B B SRR 3, 9— B RS BRI 5 40— 28 IR EW) 55 4
LA, B BRSNS o — JLH0 . SRR S AN 45/ IR RE LU I i i LEAS B
F IR A A IR LE . B T BRI E R, IR (A L IREERIER
AEARE T TS B FALEY C T FEUH W20 . B, B ARG
TN 3, 9— BRAZ R R MR 25 4 R AR AT DASR LS RO RS o ik B U A N & R T
AP EIAS T FRES F 1T BRI 25 S 45 51 X CopliE ol Al Brid A & 04 R =465
B RUIM T2 1 -0k 25 SR BriESE

[0234] 7Y ER MR A2, AR SR (1) 4% Fh St 77 AR 7], i A 2 B PR 1l A R BR 1)
JEH o N, AR SCHTR A BRI 450 R 2 7] LA e M R g 3 T SR AT B A
REARER . AU BN ORI 2, SRR (143 % BH BRI AT L6 A S BTk (4 A%
S 9 AL ST R AR A . RS IRAE IR, R T AR B AT TAER S AR HA B E
AT PRl o
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