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=% % 10.0g(31l.0mmol) ~1—:& ¥ 19.7g(89.0mmol) ~
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7.94g(12. 4mmol) > m i % 83.2%) - X » H 2 L4 Hh 2 &
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R Syoh Syes
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F

v~

RERAT  EMAGAASETRHBRB ;M 100m]
= 0 B | N e AN 2,T— = % — 99— = F A ¥
4.90g(8.94mmol) ~ — Z & 20ml ~ F %X 10ml - » KB T &
ANETHEEI KR ZEZRC.O6M6. Inl1(9. 76mmol) - K& # £ T
ABOURBERIBAN > BRELA L EHIL - B EEHFBPE
Bl g AT AR XA 1.03g(4.21mmol) >
AR ERMEREEAT

RELTH%  BREREFRREFLIFAABFZERRYEL
BERE O B REYD X EH EBEREKRE RS (200C
/0. ImmHg) A 2K FE RS - £ % > dABBELERE
T B (R B RRRTHE T KX=6: 1) R
Rf=0.7T1 v » ABEMHBA B AZK(10) &% A - XK
it s ek (B g 2.77g @4 £ 60.9%) - 43 3 1t
X EXTHE LT
'"H NMR (CDCl,, d)
7.67-7.14(m, 22H), 1.90(t, J=7.5Hz, 8H), 1.22-
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1.03(m, 40H), 0.82(t, J=6.9Hz, 12H), 0.61(brs, 8I)
13C NMR(CDCl,, d)

153.2, 149.3, 141.4, 139.7, 136.2, 135.1, 134.7,
132.9, 130.7, 129.9, 129.5, 127.8, 126.1, 121.4,
121.3, 119.3, 55.4, 40.2, 31.9, 30.1, 29.40,
29.37, 24.0, 22.7, 14.2-

29Gi NMR(CDCl,, d): -13.3 -

FAB-MS: 1116(M*)

T E S

A C75.1%, H8.1% (CqyHgoBr,Si)

¥ o8l f& C75.5%, HS8. 1%

' %l 2

(9K =_F A RZAER)
1) uBaLi/ €10, toluene O O Me O O
_iOdeg g |
/0-r p-Oct’ Dn-Oct 1-Oct n-Oct

REARRT > EMABRASERBERBF 4 100nl
= v B RN koA 2,T— = % — 99— = F A ¥
5.00g(9. 11mmol) ~ = Z & 20ml ~ F % 10ml - N A% T &
NIETASE T ZEKRC.6M6.2m1(9. 92mmol) - K 2 £ T
AREZHEN BRELACESI - BREFHEH 1 )55
%o AT AKX _F AW 520mg(4.33mmol) >0 B I
B RERE#AT -
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RE®% T % > #REKRER
BB R E W UAE G
/0. ImmHg) A B X &K % FE &R &% °

% IR O

r R AT (R BB

RO P AF 2 ERR &
& B G R B R & (200°C

NN Y EE TN
PR BER TR FE=T: DK
RE=0.75 s > MM AF SR K (1) E£HA=F &%

aEemKy (BK=E

M 2 8 E BIFE T o

3.20g @R T75.0%) - 4F 2/ 1L &

'H NMR (CDCl,, d)

7.67-7.14(m, 12H), 1.93(brs, 8H), 1.23-1.05(nm,
40H), 0.823(t, J=6.9Hz, 12H), 0.62(brs, 14H) -

13C NMR(CDCl,, d)

153.0, 149.3, 140.8, 139.9, 137.3, 132.9, 129.8,
128.3, 126.1, 121.12, 121.07, 119.0, 55.4, 40.1,
31.9, 30.0, 29.28, 29.25, 23.8, 22.7, 14.2,-1.68 -
29Gi NMR(CDCl,, d): -7.08 -

FAB-MS ; 992(M*)

T E A

2 s CT72.4%, H8.7% (CyogeBr,Si)

%Al C73.3%, HS. 9%

% ) 3

(1,2—4 B Xw P A w2 4m%)

O O 1) aBuli/EyO, totucae
l

Br

. 2) 1/2 McSiCly /0

-l

n-Oct n-Ocl

:;:
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HERAMRT  AMABDRANETRBAERRBFH 100m]
= o ¥R ON A AN 2,T— = % — 9,9— = ¥ A ¥
4.99g(9.10mmol) ~ —zZ & 20ml ~ ¥ X 10ml » #» KB F &
ANET A E T &R (L6M6.2n1(9. 92mmol ) - K # E T
REZEAN  BREAGLEGYIL #BEEFHFY 1 I8
% o AN 1,2—— &8 wFHX —w 810mg(4.33mmol) » FH #
HEREREELT

RELTH% BRERFRIEKAFZIERRELRE I
ko BB RE Y X EH &R KR E R & (20T
/0.Immig) A &2 FEARSD - B F > BABRAERE
B A (ER B D ARRKR TR FX=T: Dy R
RfE=0.73 9o > M EARAXIA(12) 12— B A w
FA_whaehiRkY (BKE 2.04g = d £ 46.8%) °
HEILE Y ZEZHEL T -

'H NMR (CDCl,, d)

7.68.7.31(m, 12H), 1.93(t, J=7.5Hz, 8H), 1.2T7,
0.93(m, OH), 0.826(Ct, J=6.9Hz, 12H), 0.64(brs,
8H),0.37(Cs, 12H)

'3C NMR(CDC1,4, d)

152.8, 149.3, 140.3, 140.0, 138.1, 132.2, 129.8,
127.9, 126.1, 121.1, 121.0, 119.0, 55.3, 40.3,
31.9, 30.1, 29.4, 29.3, 23.8, 22.7, 14.2,-3.8 -
29Si NMR(CDC1l,, d); 21.3-

FAB-MS ; 1050(M*)
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T E M
W C70.7%, H8.8% (CgplyyBr,Si,)
% a4 CT71.3% H8. 9%

tBu
) n-Oct n-Oct
2 woe - (L a#s 1>

SiCly » Cl—8i——Cl1

Et,O, taluene, 40deg : Et,0, toluana, wd;r B
n-Ocf Oct : O Oct

e et

HERART  EHABRANETRFHRKBIT & 100ml
Z U B A MmAm RIS 1.16g(6.82mol) ~ = Z & 10ml

TR 1bml - BAB SN A R 4— % =T A R A&
(14. Tmmol )z — Z & & & (15ml) » E» 40C R E#H T2 /)
B e BAAAAS AR 22— —T—42—-9,9—=F X% (
44 9-1)(14.5mmol)x = Z & (25ml) « ¥ X (15ml)R &
Bk N A0CC R B T2 B e A LBREERLILE R
5 > B A BB & B ERE R (200C /0. ImmHg) X B £ 1K
T ERS  BE O BABAAENTEEN(EH B
R Tk FR=3: 1) B Rf=0.80 & Ao 0 BEAH
BEAELE ®BEFEZHERHAELEYD 14 ©KRE
4.89g(3.97mmol) » Mt % 58.2% - F B tbh 2 & HHE
o F
'H NMR (CDCl,, d)
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7.65-7.34 (m, 20H), 1.90(brs, 8H), 1.32(s, 18H),
1.28-0.83(m, 40H), 0.83(t, J=6.9Hz, 12H),
0.62(brs, 8H) -

13C NMR(CDCl,4, d)

153.7, 152.3, 149.1, 141.2 139.9, 136.0, 135.2,
133.5, 131.3, 130.7, 128.1, 126.1, 124.7, 121.3,
121.2, 119.2, 55.4, 40.3, 34.7, 31.9, 31.3, 30.2,
29.50, 29.46, 24.0, 22.8, 14.2-

29§61 NMR(CDC1l,, d); -13.9 -

FAB-MS ; 1228(M")

T E S

% % C76.1%, H8.6% (CogH,osBrySi)

g A1 C76.4%, H8.6%

-ap-
2 1 n-Oct’ - Oct
e &#s l)
SiCly P Cc1—ai—=Cl
EO, toluene, 40deg : E40, toluene, 40de¢

: e&Mm13)

RERAAT  AMADRAGERBRREFH 100ml
Z o AN mAw R 1.19g(7.00mol) ~ = & 10ml
S P % 15mlc WA B A 2 kA (14, 6unol) = 2 & %
& (15ml) > 7 40CREH T2 B - BAAAZIS AR
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2—% —T—8#—9,9—=F K% (&% 9-1)(14.5mmol)
Z = & (25ml) - F X(1SmD)R & E &R > 7 40C R E &
T2 NBF - MR ERILE - RE > BAUAEH & BB
B R % (200C /0. ImmHg) A £ & FE R - % > &
ABARAEAUEREREN(BER OB ARKR Tk F X
=3 1) 8 Rf=0.82 9o > AT EABEL REFTEX
mRk it &4 13- md g 2.42g(2.01lmmol) - ® 4k %
28.T% - H 2o hzEXTHELT -

'"H NMR (CDCl1;, d)

7.70-7.40(m, 12H), 6.83(s, 4H), 2.34(s, 12H),
2.26(s, 6H), 1.91(brs, 8H), 1.25-0.90(m, 40H),
0.82(t, J=6.9Hz, 12H), 0.60(brs, 8H) -

15C NMR(CDCl,, d)

153.0, 149.3, 146.0, 144.3, 140.9, 139.8, 136.5,
134.5, 130.3, 129.8, 129.4, 129.1, 126.1, 121.3,
121.1, 119.2, 55.5, 40.3, 31.9, 30.1, 29.4, 29.3,
26.1, 24.0, 22.8, 21.2, 14.2¢

29Si NMR(CDCls, d); -16.7

FAB-MS ; 1081 (M'—Mes)

TE A

@ C75.9% H8.5% (CqeH,p,Br,Si)

KA 1E C75.3%, H8.TY%

T 5% B 6
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(% B EHx 4 m(SiPh E8# 4 % £ 10%))

30~ TPIRAL - R g-

' 05 0.1
cat Pd(PPhs), K;CO3 O 0 fh
aomcwm;/}IzOlwdez | ! ‘ l!! q‘ll’h !I J
oa’” “oa
09 01

RRART  ERARDAAHZ R FHRBFe 100ml
ZORMAMAE(T—8 -9, 9——F R Y R X A K
518mg(0.463mmol) ~ #» 2,7 A ML 2 9,9—— F &
% 1.55g(2.41mmol) ~ 2,7T—=73%% 1.06g(1l.93mmol) ~ &
Bk 47 2.26g(16.4mmol) ~ THF15ml ~ % 4 K 8ml > i fo#t %
60C - #AREA T CHEMRE > WwA— 34w (= X8 )
i A B EH L 48 N o B o m AT R Snl BB EAY
24 NBE o AB B ANT R BETRBLRER F3 5
B Mg 4 B -

AR BAK IN BE - IN &b KkEk -~ %
WMKMIRF R F > R E B B EAENY B 2E THF
 EEFH 2 RETFTEARLRAOENSE > LBTH 48 2
F# A4 (Soxhlet) ¥ R (A& )R 4t » F 8 4 4F & (4)F
BREM(EPAEA XA HRII0 EF%EKX (DY Em 90 2
Fhey EL e (w2 1.228) - % 4%z GPCChizm
- THF > 2 FEC 4o 2B ERRXTIHLBE)ILE 2 H T M
EEFHS T E)R 34686 Mn(# 5 F8)H 14181 -
X ZReVFIREKLBLERE R EDX( 8 5 A
FA X HERAZT)Z B 4EMB0.1%) -
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Tl T
(% B4 Mz 4 &R (SiPh B 4 % % 25%))

"h O’ Oct
0.50

=N OvO Sl

RRRRTFT > £AMABDRALS T 100nl = o KK N
e N & (T— % — 99— = F X % X )= X A ®» K
1.28g(1.14mmol) ~ # 2, 7T R F AR 2 9,9—=F R Y
1.51g(2.35mmol) ~ 2,7— =% % 648mg(l.17mmol) ~ = B
47 2.20g(15.9mmol) ~ THF15ml ~ A 4 K 8ml > 3% w#H £ 60

C - #HREGOCERKL  mA—FN YW (=X )ée > i Ao
B H Y 48 N o B AT X Snl B m Ry 24 )5
c R X mANTFT XK BRETRBRER > FE MY
W B o

Mg ik IN BEE - IN & &L KER ~ %
MKW IEFRF > R EREES - F 0 EENDY E 2R THF
it EHR 2 RBFERNKROBANA > LETH 48 2
ERAHER(AE )RG> F2 48 X4)EH B m (48
DE_KERKRIL EFKEX(2)Y E4 75 F Fhey EL &
e (B & 958mg) - =R &4z GPC(m ik : & THF -
TTFEOOZIRBRERREALHLEBRIEREAT Mw(EE Y 5
F+E&)4/ 13667 Mn(H 3o F=)h 8979 X > Z K &

[
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Pz b B AERELRE EDX(SEE A EL X £ A
)z A A& MR (0.1%) -

T 5 5] 8

(B REeHmz e m(-Si(Ph),-E# 2 H F 50%))

B L

Oct” Oct Oct

cat. Pd(PPhy)y Ko00;
lolucndTHF/HZOIGOd—Og .O 'O ‘
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