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_Study of anthraquinone component from rhizoma of
Rubia cordi folia by preparative chromatogram
of medium and low press

LIN Shun—Quan, GAO Jun-Fei, WU Li, YUAN Xiao*

( Wuhan Botanical Garden . the Chinese Academy of Sciences, Wuhan 430074, China )

Abstract: A new technique of middle and low pressure preparative chromatogram was established.and the anthraqui-
none monomer from rhizoma of Rubia cordi folia were separated and purified. Purity of the compounds was analyzed
by HPLC,and the structures of the compounds were confirmed by MS. 1 'H-NMR and “C-NMR. IR. The result
showed that monocases were successfully obtained from ethanolic extract of Rubia cordi folia , with purities of 99.
87%0399.56%;99. 42 % ;. 98. 21%. Mollugin was separated from petroleum ether extract; 1, 3, 6-trihydroxy-2-
methyl anthraquinone was separated from chloroform extract; 1,3, 6-trihydroxy-2-methyl anthraquinone-3-O-(3'6'-O-
acetyl)-a-rhamnose(1—2)-3-D- glucoside and 1, 3, 6-trihydroxy-2-methyl anthraquinone-3-O- neohesperidoside were
separated from acetic ether extract.
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(5~15 Mpa) . 3 7.5 g, 0.15%;
(HSCCC) , 3
, . 14 g, 0.28%.
, g , HSCCC HPLC 1.2.4
mg TLC 35 g )
s s 3 300~400 ( 100~200 )
, ) s 400 mL
( ,2009), Flash , ,
, o 30 min ,
) , , 2 )
o ) : (95 3 5)
o s . 20 s
TCL 4 o
TCL )
1 :
1L5g, I.
1.1 1.2.5
Dr Flash ]| ( 7.5 g ,
) 31-2000 ( s s
) 3 X-5 ( ) ; Avatar 360 FT- - 30+ 70 ,
IR ( Nicolet ) ; Varian Mercu- 3BV (3 )
ry VX-300/600 ( Varian ); 20+ 80 3BV,
Flash ( ) 20:80: 0.5 3BV,
2009 20+ 80 ¢ 1 3BV,
) (Ru- ) 20, TLC
bia cordifolia) o 4 . )
1.2 ) ) I.
1.2.1 100~ 1.2.6
200 Psi, 100 mL/min, 14 g, R
395 nm, 280 nm, ,
7 ml., 30+ 70 s 3BV,
1.2.2 [-2130 , - 20 ¢ 80 3BV,
2200 , : YMC-C5 (250 mm X 4, 6 20:80:0.5 3BV,
mm,5 pm); A . B 0.2% 20 : 80 : 1 3BV,
,(A.B ) ; 20 ,TLC
28 C; 1 mL/min; 280 nm; 4 . TLC ..
5 pl, 3 , )
1.2.3 5 s 2 mL
kg, . 95 % , 30~50 pm  Cyg
; ; . 70mL, 28%  -0.2%
) 3~5 ., 710 g, , ) .



6 859
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2.1 HPLC .
1 R 278 nm i ,mp 240~242 °C,
. HPLC . . IR(KBr)em': 3547, 3494, 1671,
. 99.87%.,, I 1569, 1590,' H-NMR ( CDCl,, 300MHz) §: 2 50
289 nm . (3H, S,-CH3), 7. 19 (1H, S), 8 18 (1H, d, ] =
. 99.56%, I 8§ 6Hz). 7. 23(1H.dd ] =8 6Hz. ] =2 55Hz).
274 nm 418 nm 7.90 (1H, d, J = 2. 55Hz),"” C-NMR (CDCl,,
. 274 nm , 418 75MH2)5:162 9(C-1),114. 6 (C-2),163. 7(C-3),
nm . , 107. 8(C-4), 135, 4 (C-4a),110. 3(C-5),162 2(C-
99. 42% ., HPLC \ 6),121. 8(C-7),129, 4(C-8),185. 4(C-9),182 5(C-
274 nm 430 nm , 274 nm 10), (1992) R
, 430 nm 1,3,6- -2~ .
, , 98.21%,4 I , mp260~262; IR(KBr)
1, em'! :3389, (FOH) ,1675(C=0),1600,1583(
), . H-INMR (CDCl; , 300)
0.3 5:8 12(1H.d,J =8 1Hz),7 48(1H.,d, ] =2 0Hz),
7. 253(1H.dd,] =& 1Hz,] =2 0Hz)
2., a ; ABX .2 158(3H.S)
%‘ . , 2 .1 082(3H,d, J =
=J 5 1Hz)." C-NMR (CDCl, , 75MHz) §: 164 3 (C-1),
121 2(C-2),160. 8 (C-3), 105 7(C-4),113 2(C5),
0.04 & -, b 162 0(C-6),122 2<C—7’),130. 3(C—8/>,182. 3(C—9/),
BEapakaiag kExgo LRIz Lrbrr R A R LD Ramea ek e 187. 0(C-10), 98 1 (G, 77. 1 (2,77 0 (3",
o 0 ﬁgggﬁ(mm“)" M9 6 1) 136 0(C-4a) 125 1(C-8a) .
) [.I.0.F HPLC (2000) . 1,3,6-
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Separate result of different equipments to Rubia cordi folia

Chromatogarphy Name

Normal pressure

Low and medium pressure

HSCCC HPLC

Separate time (h)
Filling chosen
Solution chosen
Separate samples

Separate purity (%)

72
(100~200 )

10 g
80

3 10 2
(300~400 ) 5 pm Cig
30 g 2g 100 mg

90 95 98

100 ¢
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