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612 ) 30
Pa 66. 03 g, 91.2%. GC— MS L1 pH< 3, (30mL  3)
1 95%.IR(  , ):3326 , . 5% 10 mL :
em” '(OH) . MS(m/z):180 182(M*).'H NMR ,10mL 3 , ,
( ):1.35~ 2.01(br, 84, CH,  4);2.29(s, , , 0.55 g(TCL
IH, OH);3.38(t, 2H, Br CH, ); 3. 61 (t, ), 60.95%, 5 mL ,
2H, OCH:2 ). , 34,
1.3 2- (6- ) - (2) ,m.p.52~ 54 _IR( ,em )
50 mL 9. 00 g(0. 050 mol) 6— 2500~ 3600( OH);1704(C  0); 1 654(C
5.00 g( 0.060 mol) 0.10g C).MS(m/z): 183(M* + 1) .'H NMR( ): 1. 10
; 2 h, 30 mL 30~ 1.70(br, 6H, CH2 3);2. 21(s, 3H, COCH3);
mL L, s 2.22(q, 2H, CHoCH  ); 2. 43(t, 2H, CH,CO);
’ 1 5.82(d, IH, CHCO); 7. 08(dt, 1H, CH,CH );
13. 20 ¢, 94. 29% .'"H NMR( ): 10.3- 1L1( . IH.COOH).
1.30~ 1.90(br, 12H, CH,  6); 3.30~ 3. 88 (5]
(br, 6H, OCH2 2, BrCH2); 4. 55(t, 1H, O-
CHO). ”C NMR( ): 19. 78; 25. 56 (2C) ; 28. 09; 2
29. 64; 30. 85; 32. 83; 33. 96; 62. 46; 67. 48; 98. 87. (1) 2- (6 -
1.4 1,7- (3) 25 mL 1.6
1.65 (0. 01 mol) 2— (6- ) _
- 10 mL 0.30 (0. 013 2 2 (6_’ -
mol) R 2.5h, ,
, 2h, 10 mL , ’ _
: (20mL 3) : (3 7- ’ ’
\ 10mL 95% 0.3g
, 3 h, 0.3¢g \ 10 ' ’
min, R , , (V(
) VA )=161 )
0.81 g, 55. 48% .'"H NMR( ): 1.05~ 1.60

(br, 13H, CH, 5, CH3); 1.90~ 2.50(  , 2H,
OH 2);3. 60(t, 2H, CH0H); 3. 70 (m, IH,
CHOH). >CNMR( ):23.56; 25. 79( 2C); 29. 47;
32.71;39.27; 62.96; 68. 19.

1.5 7- (4 0. 81 ¢
(0.005 5 mol) 1, 7- 50 mL
20 mL 6 g(0. 012 mol)
PCC, 3h, 10 mL , )
0.71 g , 87.86% (
).
1.6 - 9- - 2- (5
0.71 g(0.004 9 mol) 7—- 50 mL
0. 63 g( 0. 006 1 mol) 10
mL 0.3 mL , 6 h,
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A simple synthesis of Queen substance

LI Quanl, YANG Xiae—meiz, CHENG Xiae—hongl, 7ZHAO Yuaﬁ-hong1

(1.School of Chemical Science and Technology, Y unnan University,

Key Laboratory of Medical Chemistry for Natural R esource, Ministry of Education, Kunming 650091, China;
2. School of Traditional Chinese M edicine, Y unnan University of Traditional Chinese M edicine, Kunming 650200, China)

Abstract: A simple synthesis of Queen substance (trans— 9— Oxo— dec— 2- enoic acid) was reported.

M onobromination of 1,6— hexandiol followed by protection with 3, 4— dihydro— 2H- pyran afforded com

pound 2. After addition betw een Grignard reagent of compound 2 and acetaldehyde, deprotection and oxidation

by pyridinium chlorochromate( PCC), a Kaoevenagle reaction finally provided the Queen Substance in 25.

55% overall yield.

Key words: 1, 6— hexandiol; Queen substance; synthesis
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