2010 41 H

5535 %552 1 @\'#EIFP;@/WM

/' China Journal of Chinese Materia Medica

Vol. 35, Issue 2
January, 2010

RP-HPLC [a] if 0 € 9 6 52 v 3 it M 0 (9 75

MEAR, X, &
(dbwkF

[fHE]

L, 27T

HFERE RAGYE5GASHBEARTEELE T, R 100191)
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Bms 7k

V49 A R RO AR 5 1, S r 24 1 B B o ) ol E 42

HERYE . Fi%k R B PR R ER, DA Kromasil Cg (4.6 mm %250 mm,5 Mm)j‘]rﬁlm*ﬁ FH - 7K (60: 40 ) Ayt shAR , K 4

236 nm, i3 1 mL - min ™" FEE R 25 C,

F10.0102 ~1.020 g - L™, ke @i 24351 100.5 % ,99.2 % F1 100.2 % .
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[REEIA ] FE 2 M 5 AR SRR s HPLC

i K o 25 A B A BF s AR ) 3 8F Dictamnus
dasycarpus Turcz. BYTEAR Bz, BAT 18 #i 3% 1E X
1EFESEIIRL, _IFH?{ I IRIIERE B RIRFE LA 2
PR S L A, p R R X R R A e T
¥ 4 A% ik i R S i g L A — E B IR T AR
SR T R R R i, 2005 4F i
L2 L) KA O SR AR A4 1 2 it AT T
E A A T A U B A BT SR RaE T
SR, AT (R N AT ST, 3 68 Bz v T & B9 AT 2880
JE O3 BRAS RN 11 e i A , BRI - H AT R 4 1A A
PURTRPE . IR H FERT BRI R fE
BB b, 1 66 1 2504 T g By 2 — 1
PR, Sy 7 S A TP B B 24 1 B i, AR Sl

ST HPLC IR (8T 3 FF AR A —— %
P B AHALTR 5 40T
LS

Agilent 1100 f=5 230 M (AN, — M 4% [ 510 6 )
R (DAD) , DU TR R BR 8 2E , HL28 AR, FEIELAS
FISIERERS s [ SR 4K 60 as (SZ- T /Y, i 5%
MR A BRATD) o

LS, 2P R0 AL o R A S 2 4
H'H-NMR, " C-NMR F1 MS $ 48 5 Sk iz
(1 P SR L R R R A R AH — 3%, 4B 28 HPLC 43
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ZERR % 3 P B B, R M JE MK YR M 0. 002 1 ~0. 106 0, 0.020 1 ~0.920 0

B AT LR REE L BE LS ERR R

Br, KT 98 %, AflEZRK(CRA RAFKE A D)
XU 4K ZE R A8 28RS ) 5 (3 9 P B (R v
AR .

VR WO 1T AN [R) ™ M P o B 24564 3 18 4t , 220t

RF BRI AR E , S FHE Y A
D. dasycarpus AT HRAR Y o
2 JikSY
2.1 fajEsk ﬁ: Kromasil 100 A C, 4% 4 (4.6
mm x 250 mm,5 pum) , 474K Phenomenex 100 C,g
%A (4.6 mm x50 mm,5 wm) ;i S AH K B EE-7K
(60:40) , 4~ 1.0 mL - min ™" KG9 K N 236
nm; AR 25 C 5 #ERERE 10wl 78 FIRAIETR, P
B BT T 0 R4 ) £ B N ] O3 S Oy 117,12, 8,
16.7 min, JoZ 5 T4, = FH T E R (K 1),
2.2 IRURECH] 0T R VAR RS % R I B e B
FAT | *KEHXTEHDDLE IR e AR 1 mL 3 )
PR 60 wg FIEERK 10 wg AR 100 pg HYIR &%
R ARV, BIA

PGPV - SR B e ok (3 4 S0 ) 29 1.0
g, A 10 mL, AR HC T h, 0%, 82 25 mL &
R, I/ TP BT U R I A B A 3 I, B IT IR,
IR AR R B $R AT B,

2.3 ZMOCHRFEES B S SO SRR ) R

st B, PP S O R T ) 8 2R 9 R 2, e 26 11 B
ik ot == e JE 4 3 A 0.002 1, 0.006 4, 0.010 6,

0.021 2,0.063 6,0.106 0 g - L~", &A1 o & 4 B 43

)24 0.020 1,0.080 4,0.100 5,0.201 0,0.251 3,

0.920 0 g - L™ B4R oG F vk 54351 0. 010 2,0. 020 4,
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A RA XTI B IR S L IBER2. BRI 3. R
1 XA Bk b HPLC 5]

0.040 8,0.081 6,0.102 0,0.408 0,1.020 g - L',
S1OMEERE 10 WL, DL RE il Bt v B X 0T €833 g T
FLY fbm o it £, 45 01U 5 2 0 00 o - (e Y =
148 599X-62. 14, r =0.999 1(n =6) ; # I ¥ =

5374.6X —15.227,r =0.999 4 (n=6); KA ¥ =
20 686X +71.577,r=1.000(n=7)

2.4 fEEEE B TIA TR, ESLIERE 6 IR,
S5 TR 1B 6K 2 AT TR B B4% R 06 1T AR RSD 43 331 Dy
1.3% ,2. 1% F10. 77% , F WAL K % R AT .

2.5 foEtEiAs BRI, T 0,2,4,
6,8,10,12 h PEFFIAE , 25 5 1 ff e L AT A2 A4
W T AL RSD 4345147 0. 56% ,0. 84% F1 0. 55% , 3
HRE SRV TRE 12 h NFRE .

2.6 AP BRI —HEZAARIR 6 ), 4% BRI
TR R T T A AT I, 45 SR 1 i
BRI e K4 5 5 0 RSD 43 1 R 1. 6% ,3. 1% Al
2.6% , R INIEHEE R

2.7 [FICRIE RIE S ENZ MR RY
0.5 g, 36 {5, Frfr i 43 A P EEG  8ATR K
AV Xof R VS VAR A, e R VR 1 o 4 v
A%, S m il iR e . SRR, B AN
Fi K A% B A4 [0 0 22 43 03 2 100.5% , 99.2% ,
100. 2% ,RSD 4351k 3. 7% ,2. 7% F1 1. 7% , $iBH 1%
JrkERE (R 1),

2.8 REFEIF=HAES BRI E S FREBUR R =
M 2 AR, 42 BRI S VA T A o 25 T A, 40
SRS 5 W BN FES A WS A A TR A 10w, T
A R SRR G, DU, BIFR (R 2) o

F 1 EEENE . FRAER AR IR IR (n=6)
— FReE B AR RS MR FHE RSD
/g /mg /mg /mg /% /% /%
£ i 0.499 4 0.089 9 0.084 0 0.1715 97.1 100.5 3.7
0.497 8 0.089 6 0.084 0 0.174 2 100.7
0.497 5 0.089 5 0.084 0 0.178 4 105.8
0.499 7 0.089 9 0.084 0 0.177 3 104.1
0.500 2 0.090 0 0.084 0 0.1722 97.9
0.502 8 0.090 5 0.084 0 0.172 1 97.1
B 0.499 4 1.358 1.320 2.610 94.8 99.2 2.7
0.497 8 1.354 1.320 2.654 98.5
0.497 5 1.353 1.320 2.684 100. 8
0.499 7 1.359 1.320 2.694 101.2
0.500 2 1.360 1.320 2.651 97.8
0.502 8 1.367 1.320 2.714 102.0
P41 0.499 4 0.464 1 0.634 0 1.092 99.1 100.2 1.7
0.497 8 0.463 0 0.634 0 1.093 99.4
0.497 5 0.463 4 0.634 0 1.115 102.8
0.499 7 0.465 0 0.634 0 1.111 101.9
0.500 2 0.465 0 0.634 0 1.093 99.1
0.502 8 0.468 3 0.634 0 1.096 99.1
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2t £ 55 ST P KT HRIBUREH  HI &, VE & 0 il 548 1 S350l
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"%iii 0-055 0.809 0.222 AR SRR, BRI 7R 8 R 2548 TP Y
INZR B -1 0.010 0.129 0.042 S Bl B2 kA A B 22 B A 4% DA
g 0 011 0 207 0. 04 o A B ,%XT,E&1T & EUJJEE%IE i W B
D] A 0.020 0.224 0.203 B o 386 R FA T B AE T 3 R A R a0
WERE2 00 098 0,356 RIS, RS 18 K2 b 6 TR A
VLI 0.025 0.236 0. 148 B2
HE-1 0.020 0.205 0.100 E 1/]% l:':!j’?jjﬂi LS. 200572
HHH AR 0.023 0.312 0.080 i ﬂ;ﬂ ' R
pre o0 0,360 0.0 [2) ia:\zﬁf%m. PR M. L LR 3
s M 0.033 0.252 0.171 R AR, 1998 :737.
Jbse 0.019 0.388 0.123 (3] ZRPHUE, BRIE, R 2 . o OB 35 TR 5 1 Bz v 44 1
ST 2 0.025 0.245 0.191 R[] PEARIRES,1998,29(4) :319.
AR, HL 0.016 0.383 0.093 (4] ORPHUE, TR0, BRREA: . R b S A I E (V] MY
PR 0.015 0.322 0. 100 YEUR SR ,1998,7(2) (61,
(5] ZFHld, 240> BRMe, 55 . HPLC 3k 1 ff 52 b i 6 e 1
3 e Frik[J]. HEGHE,2006,29(8) :802.
NN . . (6] AT, P2 K. AR TR ARENT T[], B2y
3.1 (BRI R fEE A T Kromasil 100 l 20;)5 23(9) -158; IR o
A Cy5 (4.6 mm x250 mm,5 pm) , Phenomenex 100 A (77 prgagy jmmy ¢ . 1168 B 60 X A BRSE )], oh
Ci(4.6 mm x250 mm,5 pm) I Polaris C3-A (4.6 K245 A ,2006,7 (1) +49.
mm X250 mm,5 pum) , 4t R Kromasil 100 A Cis [ 8] MEMEA, EZBt,REM. gl gz im s g [J].
(4.6 mm x 250 mm, 5 ym) {1953 B FEHAT . % 1E ] PERZRRSEAEL 1983, 18(6) 1
YN . NN o N 9 Jung H,Sok D E,Kim Y, I. Potentiating effe f obacunon
H T A Kromasil 8354 (19 {5 1A H Tz, 4t ik e fu ¢ ¢ Tolentiaing et © acunone
) ) rom Dictamnus dasycarpus on cytotoxicity of microtubule inhibi-
)EH T Kromasil 100 A C]g @15 *fo tors, vincristine , vinblastine and taxol[ J]. Planta Med,2000,66
3.2 KR AYRERE VR R S A (1):74.
FOAATR T FE T 04 FR BV W AT 17 S84 A , B3 et [10] Chidambara Murthy K N, Jayaprakasha G K, Patil Bhimanagouda
Eﬁ\ﬁ*ﬂ@ﬁﬂgudﬁ\l@m E@%ﬁwqiyﬁ&mwﬂ\ﬁ 236, 212, S. Induction of apoptosis mediated cytotoxicity by citrus oba-
A3 A N e cunone and its glucoside in human prostate carcinoma cells[ C].
215 nmo\ m}‘;ﬁ/]i)AD *_‘LU\J%%, ’VE%‘I}VJJELJ& 37 {EZ New Orleans; ACS National Meeting, April 6-10,2008, AGFD-
KX AR T TR S5 R, 7E 236 nm N, & 004.
(LTSS R, JRACP R, FLRAIN 3 PO AUEETET (00 Romsy B G (9 2SS ). i KA 2
BB S TI7E 212 1215 nm FRUENT,3 (6 0 0 #.2003,2; 94
UG T AR 2 S A v oy ek g 0 e B (/N (12] 5%, RV &G . WG R s T]. gy,
FEFRE T ERRIY 7 RATTEEE , T 4041 P 1993.20(11) 303
- NN N . —“TI"J” - [ [13] Brown N M D,Grundon M F,Harrison D M, et al. Quinpline al-
E,:J H %*H;H‘iﬁ_(‘lﬁj ’ jﬂ{%ﬁ[{ Eﬁﬁ&{l“ﬂiﬂ@ﬁﬁig ’ IE] Hﬂ‘ kaloids -XXI'; The *C-NMR spectra of hemiterpenoid quinoline
J‘EﬁEEﬁﬁ? - 7J(/% %E*%Yﬁﬁﬁ%éiz:% qu%ﬁ/ﬁ}% alkaloids and related prenylquinolines[ J]. Tetrahedron, 1980,
R , Fe A @ A K 236 nm,, 36 3579.
3.3 SMEIREONE  SCHRE SR A IR 30 [14] BWER R W TR O], il
min "% 11 70 C LI 60 min' > % (188 B g i 158 B T
[15] M4, Z8% . WM A B T A sE [ M. JE5T.

SRS B EA T SR O A o AR LA 3 Ao sl o Y
EEARRR, XX IR O R T B AR R

JERBERL S APIE PP R R 21 A R, 1996 :340.
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Simultaneous determination of three active compounds in root barks of
Dictamnus dasycarpus by RP-HPLC

YANG Xiaojuan, LIU Yanfang, BAO Zhong, JIANG Yong” , TU Pengfei
(State Key Laboratory of Natural and Biomimetic Drugs, School of Pharmaceutical Sciences, Peking
University, Beijing 100191, China)

[ Abstract] Objective: To develop a RP-HPLC method for simultaneous determination of three active compounds, dictamnine,
obacunone and fraxinellone in root bark of Dictamnus dasycarpus and supply a reference for the establishment of the quality standard of
D. dasycarpus. Method: A Kromasil C5 column was used with methanol-water (60:40) as the mobile phase, at the flow rate of 1 mL

- min~'. 236 nm was selected as the detected wavelength. Result: The determined three compounds were well separated with a linear
range of 0. 002 1-0. 106 0, 0. 020 1-0. 920 0 and 0. 010 2-1. 020 g - L™", respectively. The recoveries of them were 100. 5 % ,99. 2%
and 100. 2 % , respectively. Conclusion: This method is simple, rapid and accurate, particularly suitable for the quality control of D.
dasycarpus.

[ Key words| Dictamnus dasycarpus; dictamnine; obacunone; fraxinellone; HPLC
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