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Preparation and Structural Elucidation of
3B- acetoxy-19-hydroxy Cholest-5-en -24-one
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Abstract 3B-acetoxy-19-hydroxy cholest-5-en-24-one (5) is an intermediate used for the synthesis
of 24-methylenecholest-5-en-38, 78, 19-triol (1), a cytotoxic natural sterol from the marine
organism. (5) was prepared in 52 % yield by the photocyclization and hydrolysis of 3B-acetoxy-5a-
bromo-§3-hydroxycholestane-24-one (3) which was obtained by the reaction of 3B-acetoxycholest-
5-en-24-one (2) with N-bromoacetamide (NBA) .

Key words sterols. 3B-acetoxy-19-hydroxy cholest-5-en-24-one, synthesis

24- T HAERBE 5438, 78, 19-ZF (1) 2N NGRS, 2 6 PRMBALSY
R ER (N. tiexieral verseveldt) 4B BRI B HRE DO, REMIET () Bk, Bt 8 ERMER
BEE, RAREMAREE . hTH-SHIERAL 24 ERREME-S, 6-8-38. 78, 19-=8 (D, K
B HIGEH Rt~ Xz & YT R, AT X

Bz E Y.
0 % 0
~ JL - /\/J\r -~ k{
" - W / RN
J’; N \( . | ‘ T ‘
N NBA | f/\ Pb (AcO), \m Zn, AcOH
B \\*J\/L_J 0 R T — o L. th, PN (\)\ .
[ - JoAeT
Ac) AcO BrJ)H AO Br
2) (3) )
0
I
AN )KT I//\/Jt\( N \r
- )\ HO N AcO N
T O T S S RSO g
- L et SR e [/ AT e -
P N PN
AO HO AcO
(6) <7

2002-05-20 Wi ,2002-09-11 B E,

EFEFARBEES AT 29932030); " HERA ¥ EE HEH
8 0135002,

» « T RFERFSHETR¥BE "N 510275 (Department of
Chemistry. Zhongshan University. Guangzhou, Guangdong, 510275,

Chima),
36 Guangxi Sciences, Vol. 10 No. 1,February 2003



AcO

CeCl,
AcO (6] AcO OH
(8 9

MERRBFATLUER, S8 19-BEMZIA
RUBYDEBIABRFH - NEESL T ALHE,
BRINEAEY T HEESIH 19-BE ALEHB)
HEEE—FSARBATHAEY(S.

1 XEHS

1.1 A58

B BT AR B A St e iR LA (O R
XL & BRRER T ESHTAE, T
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1.2 XRSE
1.2.1 3B-ZMEAXK-Sa-i8-6B-£ X2 g-24-(3) ¢4
&

EEW(20.24 g BEFEAH 0.01 ml HCIO, F0
0.11 ml H,O #J 2 ml Z& A+, MAE QBEMRE,
REZER,BEBHET 2 4 KINA N-RRZ B
(NBA)O. 22 g, B I EIREAS [E] 24 10 min, ik 52
Be ke B 30 min. % 1E KB, INA 5% Na,SO, fif
REBBRERILE. AGA_EFRERIK.&
ZEHK, 4 51Kk ¥E.5% KHCO, ¥ ./K¥% .Mk
WCEFHE, KB TR, SR BERLEN, &
BEEWSTE,185 020 g AEBEEK™Y ), R
Bl R 25 mg, =& 76% ., mp. 145~ 147C; IR
(KBr)v:3 409,2 945,1 735, 1 707.1 574.1 461,1
370,1 271,1 243,1 159,1 039, 969,610 cm™', 'H
NMR (CDCl,,500 MHz) :8=0. 675(s,3H,18-CH,),
0.907(d,3H,J=6.5 Hz,21-CH,), 1. 091 (d, 6H,] =
7.0 Hz, 26-CH,, 27-CH, ), 1. 318 (s, 3H, 19-CH,),
2.039 (s, 3H,C,;-CH;CO),2.608(m,1H,]J=7. 0 Hz,
25-CH), 4. 181 (brs, 1H, 6-CH), 5. 471 (m, 1H, 3-CH
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HT,H24 300 WITHH#THRERME. 7h5&1E
BB, B BN A A R . 8, B A
AR R E VR, AR MR, K% 2 R R
KB 1 R EAKBLMST R

o, BUERREEN BRI R AR E
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W B LT8R .15 BRIk B A B R Y 5E R
REEWABEORIAE: Bk : W =8: 1,153
HEE &Y 553 mg, % 52%, mp.132~133C;
IR (KBr)v:3 465,2 945,1 735,1 707,1 635,1 468,1
370, 1 271, 1 243,1 039, 920, 800 cm ''H NMR
(CDCl;, 500 MHz) ; 8=0. 725(s, 3H,18-CH,) , 0. 912
(d,3H,]=7.0 Hz, 21-CH;),1.089(d,6H,J=7.0
Hz, 26-CH,, 27-CH,), 2. 032 (s, 3H, CH,CO), 2. 606
(m,1H,J=7.0 Hz,25-CH), 3. 615(d,1H,J=11.5
Hz, 19-CH), 3. 831 (d, 1H,J = 11.5 Hz, 19-CH),
4. 642 (tt,1H,J=11.5 and 5.0 Hz,3-CH),5. 776 (t,
1H,J=2.5 Hz,6-CH),

[ ag 53 B8 85— 0 B EA 16 mg(FF 13%),
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-ZBEE-6.19- A E MK -24-88 (4) . '"H NMR
(CDCI3, 500 MHz) . & = 0.692 (s, 3H, 18 — CH,),
0. 896 (d,3H,J=6.5 Hz,21-CH,), 1. 093(d, 6H,] =
7.0 Hz, 26-CH,, 27-CH;), 2. 032 (s, 3H, CH,CO),
2. 603(m,1H,J=7.0 Hz,25-CH), 3. 738(d,1H,] =
8.5 Hz,19-CH),3.920(d,1H,J = 8. 5 Hz, 19-CH),
4.058( d,1H,J=4.5,6-CH),5.192(m,1H,3-CH),

L BEE KB -5 4-24-8-19-8 . 'H NMR
(CDCl,, 500 MHz) :8=0. 621 (s, 3H, 18-CH;), 0. 889
(d,3H,J=6.5 Hz, 21-CH;),1.093(d, 6H, ] = 7.0
Hz, 26-CH,, 27-CH,), 2. 008 (s, 3H, CH,CO), 2. 606
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(m,1H,J=7.0 Hz,25-CH), 4. 592 (1t, 1H,J=11.5
and 4.5 HZ,3‘CH)95- 880(d71H9J=5- 5 HZ)G‘CH),
9.655(s,1H,19-H),
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R— =B S BE PR C—C W@, WH
NMR % B BB R E ,05. 776 fy t W 5§ A% 0 C—
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1.089,d i) K& Z B Ak b B B (8 2. 032,s ) fY I ik
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REGRARIRER
AASHEMNKEARESTEKEH HREG (MRSA) B LR KBRS, TR AIRE LA RAOAR

RERARY,

R—MFEAAAR—FTUAF A BHOETRRE, HALARE—AEL A B MRSA, 2R iEAEH
#K,24h BEA L QOY £ RS-, it % —4AA % MRSA 692 S & lh HiEAEE K, XEE KM LHFEL
F, EABALEARS HACMELARD AL FEANHREEBEMHR, AREH LB AFRARTEE THH

E-H BAFREIAL FLALMTIHEAD.

AERBEALIRT 2 F B MRSA FRHHhmE FREANBREE G MBLTRERRE
B, HARERAELEHER B RATRAARBANNEABEROTE,
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