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(D2-3 )  -1.3- 3 .
A . 3¢l 3 50mL 2.25g NaHCOs,
. 3.3 mlL ( ), 4 h,
3, pH=5, 200 ml. 4 .
MgSO4 ’ , P=50% - 300 mg
. 2 63¢g 2 1.12g .
1.42 g, 20%. HNMR (90 MHz) 1.8 ~3.05; FAB. 183 (M-+ 1), 165 141, 139,
125, 123, 99, 97, 71, 69.
B :995mgl, 3 10 mL , 0.8
ml ( ), 70 ~ 140
, . 30 h, . $=50% -
1.12g 3, 70%.
(2) 6- 3, 4, 7, 8- -1 CH) - @ .
lg 3 20 mL L2 0.68 mL , Dean-stark
4h ) 5 mL, . -
Oy 158 ~160 C ( 148 ~150 C), NMR (500 MHz)
1.95(2H, ), 2.35(4H, ), 2 30(2H, ), 2. 55 (2H, )4.24 ~4. 28(2H,
), 4.32(1H, )4. 796 (1H, ), 7.29 ~7.39(5H, ) IR(Wem 5 KBr):3 275
(NH), 3 050(=C—H), 1 588( ), 1 489 ¢( ).
3 (1
700mg  3) ©)) 4, . 25mlL ¢
=5% HCl . , TLC . .
, 1.5 mL , Dean-stark
. 2h , . . .
$=30% - 200 mg . 25 %, H NMR(90
MHz): 1.8 ~2.5(C12H, ), 3. 98 (4H, ); C NMR (500 MHz)21. 427, 22. 365, 30. 582,

31 058, 37.735, 41. 362, 64. 505 (2C), 107. 413, 131. 398, 153. 493, 198. 393; FABMS: 209 (M + 1,
), 165, 147, 136, 123, 105, 99.
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2.2 &M AT FABMS 3 183, 182,

CioH 1403, 1. 8 ~3. 05, s I, 3

3 4, 10
q ; .3
725 an ' NH . 3050 , 1588 ;
489 4.32
s s 3 4.24~4.28, 2H, s
3 7.29~7.39, 5H, , s
4.796 s 10 1. 95(2H), 2. 30 (2H), 2. 35(4H),
2.55(2H), 4 . 1 ,
209 M—+1) C12H1603; 3.98 4
, 1.8~25 s s
107. 413 131. 398 1 s 198. 393
3 64.505 s 2
s 1.
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Synthesis of Selectively Protected Decalone

WU Xiong-yu, LIN Yong-cheng i‘i, CHAN Wing-lai

Abstract: On the surface of silica gel the Michael addition of 1, 3-cyclodione to methyl vinyl ketone
was accomplished efficiently. The product 2- (3-oxo) -butyl-1, 3-cyclodione was wreated with benzy-
lamine to fom dienaminone. Then hydrolyzed by 5% HCI aqueous solution and reacted with ethylene
glycol/ toluene sulfonic acid to give the title compound, which is a medium compound in the synthesis
of terpenes.
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