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3
et 2o
s+ 8 Pd(PPh3), / NapCO; LiAIH,
sFdI=
1:1- —4— ( 1)
(100g, 0.57mol) 900 , (1.41g, 9mmol)
0 (32 , 0.62mmol)
, IN KOH
MgSO,
60g 42%
"M NMR (CDCls) &
(ppm): 0.88 (t, /= 6.9 Hz, 3 H), 1.26-1.31 (m, 8 H), 1.54-1.59 (m, 2 H), 2.54 (t, J
=7.8 Hz, 2 H), 7.04 (d, /= 8.2 Hz, 2 H), 7.38 (d, /= 8.2 Hz, 2 H). FD-MS: m/z
255 (M.
2:2,6— (t— ) ( 2)
20 — 2,6— (80.0g, 0.33mol), (108.8g, 1,6mol), t—
(115.5g, 0.77mol)  DMF 600 . 3 90
. TLC . 20

- 25 -
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85.1g 54%
"H NMR
(CDCl3) 8 (ppm): 0.28 (s, 12H), 1.00 (s, 18 H), 7.14 (dd, J; = 8.5 Hz, J, = 2.5 Hz,
2 H),7.64 (d,J = 2.5 Hz, 2 H), 8.17 (d, /= 8.5 Hz, 2 H). '>C NMR (CDCl): -
4.36,25.53, 117.35, 125.34, 127.57, 129.73, 135.73, 161.26, 182.17. Mp 131-133
°C. FD-MS: m/z 468 (M").
3:9,10—- (4- ) —2,6— ( 3)
2(37g, 0.079mol) THF 200 —-78 . n—BuLi( 2.
5M, 94 , 0,24mol) -60 ) , 1 -78
1(60.2g, 0.24mol) THF 100
. HI ( 47%, 143 , 0.79mol)
TBDMS . 10 ,
, 3
' MgSO 4
10/90 / 22.4g
51%
'H NMR (CDCly) & (ppm): 0.91 (t,
J=7.0Hz, 6 H), 1.26-1.43 (m, 8 H), 1.71-1.81 (m, 2 H), 2.73 (t, J = 7.8 Hz, 2H),
5.21 (s, br, 2H, OH), 6.89 (d, J=2.3 Hz, 2 H), 6.96 (dd, J; = 9.5 Hz, J,= 2.5 Hz,
2H),732(d,J=8.6Hz 4H, md),735(d, /=86Hz4H, d ) 7.57(d,
J=9.4Hz, 2 H). '*CNMR (CDCly): 14.16,22.72, 29.26, 29.52, 31.60, 31.86,
35.90, 106.84, 118.58, 127.07, 128.46, 128.98, 129.64, 131.04, 134.94, 136.30,
142.10, 151.69. Mp 162-164 °C. FD-MS: m/z 558 (M").
4:9,10—- (4— ) -26— ( ) ( 4)
3(17.8g, 0.032mol) 65 0
(16 , 0.096mol) .
(3x 200 ) . 2N HCI(2x 200 ) MgSO , ,

13.1g 50%

"H NMR (CDCls) & (ppm): 0.92 (t,
J=17.0Hz, 6 H), 1.26-1.43 (m, 8 H), 1.76-1.81 (m, 2 H), 2.81 (t, /= 7.9 Hz, 2H),
7.25(dd, J;=9.6 Hz, J,=23Hz,2H),7.34(d,/=79Hz,4H, =Y ) 7.44(d,
J=79Hz 4H, ®E ) 7.61(d,J=2.2Hz, 2H),7.86(d,J=9.6 Hz, 2 H). FD-
MS: m/z 822 (M.
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5:2,6— 2,2- )—9,10— (4- ) ( 5)
4(2.7g, 0.003moal), ( ) (1.6g, 0.007mal), 1,1' —( (
) C ) (0.164q, 4 6mol%), 1,1' — ( )
11g, 4 6mol%) (1.99, 0.02mol) 50
80 . 50
, 1.3g 53%

'"H NMR (CDCls) § (ppm): 0.91 (t, J= 7.0 Hz, 6 H), 0.98 (s,
12 H), 1.34-1.45 (m, 8 H), 1.80-1.82 (m, 2 H), 2.80 (t, J= 7.9 Hz, 2 H), 3.70 (s, 8
H), 7.39-7.40 (m, 4 H), 7.64-7.65 (m, 8 H), 8.24 (5, 2 H). °C NMR (CDCly):
14.16,21.93,22.73, 29.30, 29.38, 31.39, 31.79, 31.92, 35.89, 72.21, 125.97,
128.24, 128.27, 129.98, 130.97, 131.29, 134.42, 136.17, 137.75, 141.67. M.p.
172-174 °C; FD-MS: m/z 750 (M").

6: 2,5— ( 6)
2,5— —p— (35¢, 0.13mol) (210g, 1.32mol) 1.2¢

lite) em . pH 1 HCI
P20s

'"H NMR (DMSO) & (ppm): 5.06 (s, br, 2 H), 8.02 (s, 2 H); FD-MS: m/z
324 (M.

7: 25— ( 7)

6(19.2g, 0.059ml) 30 . 20

29 90%

"H NMR (CDCls) 8 (ppm): 8.20 (s, 2 H). Mp 80-82°C.
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7(19.2g, 0.059mol) CH ,Cl,100 (16.6g, 0.12mol)
0 , CH ,Cl, 50
(45.3g, 0.21mol) . .1
N HCI , CH,Cl, MgSO, .
' 31.8g 74%
"H NMR (CDCl5) &
(ppm): 0.88 (1, J=6.7 Hz, 6 H), 1.26-1.32 (m, 28 H), 1.62-1.67 (m, 4 H), 2.69 (1, J
=7.6Hz, 4H), 7.32 (d, J= 7.9 Hz, 4 H), 7.58 (s, 2 H), 7.76 (d, J= 7.9 Hz, 4 H).
Mp 128-129 °C.
9: 1
5(1.18g, 1.57mmol) 8(1.14g, 1.57mmol) 7 . (A
liquat, ) 336(0.11g, 0.27mmol) 2N Na ,COg (2.6 , 5.2mmol) . 10
( ) (54mg, 3mol%) . 24
100 — 6
1IN HCI 1.589 92%
(Soxhlet) THF
2 60 13.1g 77%
6810 , 1.88(THF
) . 436 47
10: 1 2
1(0.5g, 0.46mmol ) THF 10 THF 15 LAH(0.14g, 3.6mmol)
0 1 , IN HCI CH ,Cl,
NaHCO; MgSO,
0.3g 60%
11: 2 3
2(0.2g, 0.18mmol ) CH ,Cl, 10 . 0 BF; s ,
12.2mmo) . .20 , , NaHCO ;
MgSO, . 45
0.159g 75% . .
18800 , 2.38(THF )
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