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Separation of akabids fran Cephalotaxus fortunine
by pH- zone- refning countercurrent chram atography

JIANG Hua DU Q i~ zhen WANG Kui-wu XIU Li- L

( hstitute of Food Bilogical Engineering Zhejiang Gongshang U nversity H angzhoy Zhejiang 310035 China)

Abstract Objective Separatbn of cephalotaxine— type akalods n Cephalbotaxus fortunine by pH — zone— ref:
nng countercurrent chrm atography was studied n this paper M ethod Trifioroacetic acd was added to the staton-

ary phase of a solvent system canposed of acetate— light petroleum — water( 31 17 4) as a retainer cephalotax ine —

type alkabids were elited by step— gradient acetoelution w ith 10% ammonia water water and trifioroacetic aci

orderly Result In each separaton 500 mg cmude sanple can be successfully separated nto 4 sectons of cephab-
taxne— type akalods inwhich wowere acetylcephalotaxine and cephalotax ne ientified bylH and "’ C NMR. The
purity of the wo alkabids was 95. 4% and 98. % . Conclusiorx It is a good way to separate the alkabids fran

Cohalotaxus forunine by fH — zone— refining countercurrent chram atography
Key words Cephalotaxus fortuning akaloids pH — zone— refinng countercurrent chran atography
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Tab1 'HNMR spectrum data of akabids A and B
H [ chemical shift(5) |
(akaloids) 1 3 4 14 17 18a 18 b I
A 4.9 s 4.75d(95)  3.67d(9.5) 6.67 s 6 64 s 5.9 s 5905
B 4.9 s 5.73d(95) 3.76 d(9.5) 6.56 s 653s 5.82 d(8) 582 d(8) 1525
(note): (The datm i the brackets are the coup Ing canstants)
2 A B “CNMR (500MHz CDCL) 4
Tab 2 “C NMR spectrum data of akabils A and B 4.1
s ,
C [ chem ical shifi( §) ] C [ chen ical shif( §) ]
A B A B 7
1 97 42 100. 97 12 127.93 131. 95 '
2 160 87 159. 48 13 134. 09 126 77 [s) ( )
3 73 30 74.37 14 112. 63 113 52 ’
4 57 81 57. 54 15 146. 89 147, 14 ’ >
5 70 9 72.26 16 146. 09 146 06 ,
6 4319 41.74 17 110. 34 109. 79 o8l
7 20 22 19. 62 18 100. 92 100 97 tel
8 53 70 53.36 19 57.24 57 54 ()
10 48 41 47.89 I 170 12
1 3L 48 30.07 2 20 09 '
. tH
2
)
42 H
(3:1:4) "
) pH ;
3 (A) (B) ’

Fig 3 Stwctures of cephalotax ne (A) and acetylcephalotax ne ( B)
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