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Minor Alkaloid Impurity of a Cepharanthine Preparation

CHEN Jiang-tao' , TENG Rong-wei' , LIU Chen-jiang?, WANG Qing-duan?, YANG Chong-ren'*
(1. State Key Laboratory of Phytochemistry and Plant Resources in West China , Kunming Institute of Botany , Chinese Academy of
Sciences , Kurmming 650204, China; 2. Laboratory of Pharmacology , Henan Institute of Medicinal Sciences ,Zhengzhou 450052, China)

Abstract: By means of repeatedly column chromatographies, a minor alkaloid was isolated from a cepharanthine preparation
which content is more than 99.5% . The structure of this impurity was identified as ( + )-cepharanthine 2’-3-N-oxide by spec-

tral data.
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A4 B LC-10A BRBAE IS (H A ZERA
A])CLC-CN 18,34 (4.6 mm x 250 mm, 5 pm), F 3N
#H:MeOH: H,0: NH,0H (97.5:2.5:0.2), ¥ii#:0.8
mL/min, %3 :282 nm, FEE:25 C,
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MDS SCIEX QSTAR A8 € 3%- 50 i 6 2.1
{X(FEE ABI 2 7)), Aglient 1100 %I ¥ 48 5% (% (£
E Aglient 24 7). ¥ 31 #H: MeOH: H,0: NH,OH
(97.5:2.5:0.2) ¥ii#:0.5 mL/min, 1 :283 nm,
ESI FL % (B JE + 3800 eV) , B FURIRFE 350 C,
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a1 CyHuN,0,, MK, UVAEM (1m) ;
208,284; EI-MS(m/z,%):622(M*,50), 606 ([ M-
16]*,100), 379 (75), 365 (56), 190(93), 174 (48)
NMR $#ERZE 1,2,
F1 TOBH.TEER Y FRELNDRLEY 1400

NMR 48 (500 MHz, CDCl;)
Table 1 'H NMR data of cepharanthine, ( + )-cepharanthine 2'-3-

N-oxide, and compound 1(500 MHz, CDCl;)

H FoEH AW TLER 2 - RELyD
Proton  Cepharanthine Compound 1 ( + )-Cepharanthine 2'-3-N-oxide

1 3.60(m)  3.69(m) 3.64(m)
2N-Me 2.56(s)  2.62(s) 2.58(s)
6-OMe  3.73(s)  3.76(s) 3.71(s)
12-0Me  3.88(s) 3.91(s) 3.89(s)

-0-CH-0-  5.59(brs)  5.66(brs) 5.71(d,1)
5.54(brs)  5.58(brs) 5.66(d,1)

o 417(m)  4.71(m) 4.63(m)
2' N-Me 2.64(s) 3.39(s) 3.31(s)

F2 TEHEHEHRLEY1HC NMR #4125 MHz, CDCL)
Table 2 *C NMR data of cepharanthine and compound 1(125
MHz, CDCl;)

WEF ToBw A1 BREF TR kAWl
Cabon  Cepharanthine  Compound 1 Carbon Cepharanthine Compound 1

C1 64.2 63.2 cl 61.8 75.6
NMe 43.9 4.1 NMe 4.3 56.5
c3 51.2 50.4 c3' 45.3 59.0
c4 28.9 29.0 c4 25.8 27.0
C4a 130.8 130.4  C4a'  132.8 125.2
C5 111.1 111.6 .c5' 102.2 103.3
c6 148.7 149.2 c6' 147.0 150.8
c7 141.8 482 ¢ 136.1 137.0
c8 117.8 118.5 (oR:3 137.0 137.0
C-8a 128.0 129.0 CS8a  126.4 122.5
Ca 37.8 37.5 Cao' 40.3 40.9
c9 132.3 131.8  C9 138.1 137.0
c10 116.8 1158  C100  131.7 131.6
c11 148.8 149.2  C11' 1209 121.8
12 147.6 148.2  C12°  152.4 151.8
c13 110.8 1.2 c13 1.2 122.5
C14 123.8 123.9  C14'  128.3 130.4
6-0-Me  55.0 54.9 - - -
12-0-Me  55.9 55.8 - - -
0CH-0  100.4 100.9 - - -
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(a) TE2HWHE ; (b) 9.5%T2HM; (c) TL£HEW N-Eit

Fig.1 HPLC of(a)crude alkaloids from . delavayi Diels; (b)
cepharanthine(99.5%) and(c) ( + )-cepharanthine 2’-
f-N-oxide [ CLC-CN column (4.6 x 250 mm, 5 pm),
moblie phsae: MeOH: H,0: NH,OH (97.5:2.5:0.2).
speed:0.8 mL/min, wavelength:282 nm]
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Fig.2 HPLC-MS of (a) ( + )-cepharanthine 2'-3-N-oxide and (b) cepharanthine
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