5518 %5 17 W) Hh 5 B 5 5 5 2 Vol. 18,No. 17
2012 4£ 9 H Chinese Journal of Experimental Traditional Medical Formulae Sep. ,2012

JL G AR HPLC $5 40 B & ifF 5%

FHR, TP RGBS
(RIEEFRATLEFPHARE F L EELERE, T KiZ  067000)

(HZE] B d (R 2 7R 5 B FC Al 2 7 DX Al 2R s 0 5 b il 00 s 8 5 ok ) 55 2 2 FC HPLC-UV g S RT3
F ik R H ZORBAX SB-C (4.6 mm x 250 mm, 5 pm) @34, Z 5 F1-0. 5% H R K 75 55 28 G0 B8 PR A0t , 6r il 33 1 2 268 nm, 3
10 mLemin ™', JERE AL 10 Lo 555 0 0 B 5 AR B AN O 08 55 B A £ MV 143 o 0.072 ~2.29 g+ L7 (1 =0.999 6),
0.053 ~1.70 g-L™'(r=0.999 9) ; F-¥g [l it 43 52 98. 7% (RSD 1.5% ) ,100. 6% (RSD 1.9% ) ; #f§ 7. T A 48 7= Ik T MR (4 45
SUEITE I AT O A AT W, HAh 3 XA SO AT 13 AT o SR SRS Ok A M R R RE S S AL SR (R
) BR 2 SRR 0. 404 AP HABARE i > 0. 95 HoAl 3277 X 12 AL E MR (B ) BR 9 S HER O 0. 716 AbHABFE R >0.9, 4
W R EE MR, TR MR, At TR 2R A R 4 R AR AR

[XEIR ] JCTAR; WO E ORI WRIR B0, R RORAH G s R ARl

[hE4SZES] R284.1 [XHiFriIZE] A [XEHS] 1005-9903(2012)17-0127-04

[ Mg HRRAE]  http://www. cnki. net/kems/detail/11.3495. R. 20120704. 1742. 026. html

[ HARRE] 20120704 17:42

Research on HPLC Fingerprint of Rahizoma Menispermi

LI Yan-rong, WANG Ling-di, ZHANG Xiao-feng, PAN Hai-feng"
(Chengde Medical College, Hebei Key Laboratory of Study and Exploitation
of Chinese Medicine, Chengde 067000, China)

[ Abstract | Objective: To develop a RP-HPLC method for the quantitative analysis of daurisoline and
dauricine , and establish an HPLC-UV fingerprint of Rahizoma Menispermi. Method: The alkaloids were separated
on a ZORBAX SB-C,; (4.6 mm x250 mm, 5 pm) with gradient elution using acetonitrile and H,O-formic acid
(100: 0. 5) solvent system and detected at 268 nm. Flow rate was 1.0 mL -min "' and 10pL was injected every
time. Result; The linear range of daurisoline and dauricine was 0.072-2.29 mg -mL™" (r=0.999 6), 0.053-
1.70 mg -mL™" (r=0.999 9), respectively. The average recovery rates of daurisoline and dauricine were 98. 7%
(RSD 1.5% ), 100.6% ( RSD 1.9% ), respectively. In the fingerprint, 9 common peaks of Rahizoma
Menispermi from Chengde and 13 common peaks of Rahizoma Menispermi from other production areas were
confirmed. The accuracy and reproducibility of the method of fingerprint were good. The results of similarity
analysis were above 0.9 except No. 2 was 0.404 of Rahizoma Menispermi from Chengde and No. 9 was 0.716
from other production areas. Conclusion: The method can be used scientifically to evaluate the quality of the
Rahizoma Menispermi qualitatively and quantitatively.

[ Key words | Rahizoma Menispermi; daurisoline; dauricine; HPLC; fingerprint
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AW PR EE KRR 2 R ST A T ARG
WA BV Il AR AR, MR ERME SR JL EAR
SR YA SO AL A R AR BT R B PO
G5 T A A i 98 200 454 7 A P EL o g i B 9
R 0 25 s T A AR R RO e
G55 95 PR B 7 L /0 A B R A A 5
N F I 97 40 i #k HL260 F1 K562 (1) A & H 41 il /&
A A 2010 4F AR € Hb R 25 8) A L 6 % )
J2 035 S VE S b S 2 R Y B R 4R AR, JE
I E I, A AR AL SR Y BT, AR ORI
RP-HPLC # & P M 72 , 3 181 8 7 () s 00 5 s 0 55 9
AR FIT 8 ) O 7
1 UHFE5RHH

Agilent 1200 & %k AH 14, % 1% ( Agilent DAD £
Mm%, WOt , B sh it ke 2%, Agilent Chemstation T./F
uhi) , AG245 ML 7 or i KAF AL AR 25 A (W3R 1,
oL ~S SRR AL AR B ,6 ~ 17 SRR S AL
SRR ) R Tl b B U A e A ) AR o R AR
HEAT T M5 5 Wit B 55 IR AR (L5 110120, f1E 55 &30
SE ) W T b T R R 2 R AT BR A H i B R e
(15 111867-201001 , Ht % 12 P % ) Mg T v [ 24
a2 Wy A E BT, S R g A, A0 TR R
G3 AT AL, K SRy I Al K

F1 JLERE KR

No. R R Aemp(a]|| No. IR KA 1]

1 LR R R 2010-10 || 10 ffdb4s (B ) 2010-10
2 WHERMERCSFE 2010-10 || 11 RIEHEA (k) 2010-10
3 WHERFETEME  2010-09 || 12 RIEHEA () 2010-09

4 WJLKMEFRTE 2010-10 || 13 ARJEARAE (Rr)  2010-09

5 WHLRERELE 2010-09 (| 14 HUNAE (BRT) 2010-09
6 WALE () 2010-10 || 15 BEpY4E (TKA) 2010-10
7 WAEE (KA 2010-10 || 16 A ZA (ThA) 2010-10
8 Wb (KA 2010-09 || 17 THEA (KH) 2010-09

9 WL (KR 2010-10

2 FHiE

2.1 8 %% ZORBAX SB-C, ff i

(4.6 mm x250 mm, 5.0 pum), WshAl A 0.5% H

BRI W, B LMo WEMEAEEE (0 ~45 ~60 ~90 ~

92 ~100 min, 10% ~37% ~60% ~81% ~100% ~

100% B) , ¥ 268 nm, i 1.0 mL-min ™", 4

1 30 °C,#ERER 10 pl,

2.2 WFUAUIAS O RV A < R R R

W 5 D5 AT R i M S O R O i & 10 mL &R
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Hh PR R ) R A B R 2,29 g+ LTI i B O
ARBEAT 1. 70 g- L~ " e 55 06 140 VR A B 45 . B iR
fiff £ VT £ 3 10 mL S Jff v o PR A R L R
7, il B AR M BE 43 A 0. 575,0. 425 g+ L7 (1) i
5 AR T g 5 ) Y A5 T RV

P R A T A% L EAR AR 24 2 g, K %
Froe, B ELZE =AM, A 80 mL, FRE
30 min, 338 IR ZE T FRE W EERITEAE
5 mL fEf, A WAL 0,45 wm AL B BEEAE At
VW o
2.3 A ARZ AL 2 i AR R A Y R D
2.3.1 LMEXFEREZE P2.29,1.70 gL~ Y i g
B I MR W I 5 B TR S A A TN 1 SRR,
SR JE R A LU B 1k i B 3R 20 vk B AV R, 15 2,3,
4,5,6 SR A 0T RE S, (Wl 6 5 9 PRI A B A R
BE 4R 1.15,0.575,0.286,0. 143,0.072 g-L°';
Wi U 5 B ) JBT R R 43 S 0. 852,0..425,0. 212,
0.106,0.053 g- L"), 7F 2.1 [ {a i & F, B 10
L VR AR £ 1 AN, I Sk e i g v AR, DA 0 T AR
(A) RYAEBR , XF BR R BE (C) Ry R Ak b, R 4T 2
WU, 18105 95 B2 Ayapnn = 142 x 10°C — 69. 30
(r=0.999 6) ;A4 =1.91 x10°C = 10.90 (r =
0.999 9) . U &5 5 M B ) e PR S LA 0,072 ~
2.29 g+ L7, W g B B A9 £ M VO B A 0.053 ~
1.70 g-L°',
2.3.2 MHEmEIRAE RS 2.3.1 W FLHE3
SR A X RN W, A HERE S R, B RGHERE 10
w30 57 6 3% 0 T AR, ORI R 0 P B e
i €, 7 e e g 1A R, FLE TR AR Y RSD 43 51 1..0%
1.2% , R WK% B R AT
2.3.3 HEMNKE KSR BURE - OAR
M (6 SREM)2 o, 3 2.2 TR r ik B ME S
3 ) A A S A, AT I A 1 SR R e i R, 3
Al R 5 3 R T s R R ) e (O 34 40
J90.879 2,0.121 8 mg-g '), it RSD 4 %K
1.3% ,1.1% , R Ir ik E LR
2.3.4 RoEthiRE R — R s U, o i AE
#%J50,2,4,6,8,12 h #EFE 10 L, i 5% f0 3% 06 1 £,
THA b S I AR TR B e S R € 3 0 0 T AR £
RSD 2354 1. 0% ,1. 2% , Ut AL SHAE 12 h NFa &2 .
2.3.5  JAERIREE RS B RRE O 0 B I 5
AT B 5 5 B 0 [] — AL AR 2541 (6 5
i) 6 4y B2 1 g, Ay BN 2 Bk BE IS A
2.2 TR (7 B A AR A W, AT I E , DARE
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o s X B SR IR SR LR 2,
%2 4T 4R oh o 0 25 5 9L 0B B R LR (1 =6)

SFH R RSD

A RS A

T 5E 173
/mg /mg /mg /% /%
W W 5 R KB 0.823 5 0.876 9 1. 689 98.7 1.5
0.8235 0.8796 1. 698
0.8235 0.8687 1. 669
0.8235 0.8621 1.701
0.8235 0.8647 1.679
0.8235 0.8732 1.674
Wi 5 5 Bk 0.1250 0.1221 0.247 7 100. 6 1.9

0.1250 0.1236 0.2512
0.1250 0.1287 0.2529
0.1250 0.1221 0.244 5
0.1250 0.1247 0.251 3

0.1250 0.1232 0.2512

2.3.6 FEMERNE  HS T AL GARGIRY 2 g,
KGR E , H 2.2 THUT 5 125 il 48 XoF REV R IR it
W, o3 W 2 B 4% 10 o, T ACBOR 635 4%,
BEOYRE SR I 3 UK, MU S 25 HEAE A, 15 B e S O
AT T i U B B T, SR LR 3

x3 LERPRIESHFHAGEM

RIEEFHSE(n=3) mg-g~!
No. W e 555 Bt 555 No. W 05 55 Bt 855
PN W PININC R
1 0.1359 0.668 3 10 4.188 0.562 1
2 0.180 0 0.707 2 11 1.272 0.546 1
3 5.061 3.3590 12 1.236 0.719 8
4 1.011 2.9380 13 5.376 1.326
5 5.360 1.322 14 2.380 0.420 5
6 0.879 5 0.122 8 15 2.698 0.742 2
7 1. 680 0.274 6 16 3.752 1.838 0
8 1. 197 0.707 1 17 2.386 2.293 0
9 1.522 0.7399

2.4 JLEMRMOEENESL S0 RHEZRS
ML FE 53 23 T A 1 v 25 (83 45 SO TS A LB SR R 4
WFFERR (2004A) o iz B A BA Az O IR P 3 1 )
RE, AL BE TH 5 05 1k O e M R Bk, T R 2
KIE

2.4.1 JrikerdB g R LU R —JE AR R
AR (6 5 ) 4% 2.2 R Jr ik il A U, #2401

TR o3 S TS ERE 5 U, DA W 0 5 I MR Y 0
TR R B s 0] 35 4% SH A 0 174 A XoF 06 T R AR o
PR BA B[] A5 13 /> A 0 R o) 06k T AR RITAR X R BR
B ] ) RSD 43 546 0.8% ~1.4% f11.3% ~1.8%
FWZIT A S 1 SRS R R BR

FEEMIRE . WA —JL GRS R (6 5)5
O KGR RRAE 45 2.2 T F 5 ikl s R, 1 2.1
TR €% 25 R4 AR A 13 A kA 04 A X 06 TR
FEURUAH T 44 8 B5F 1) 1) RSD 435 7E 0. 7% ~ 1. 6% Al
0.2% ~1.4% 75 &1 SUEIE AR BR ™

e MRS - B SR 2GR R K (6 5 ) RS B AR
FE L 2.2 TUT 7 A AR, 2. 1 TR (g A%
F, 5 F 0,2,4,6,8,12 h i A 13 A4 0
A X W T AR R X O B4 B (8] 9 RSD 43 5l 7E 0. 6% ~
1.4% 1 0.7% ~ 1.6% , £ & & 50 B 1% i K
gk,
2.4.2 FEWMIBLRIERAE XS I RME SIS
M IR 2G4 ) Je 12 S H A 32 7= X G AR (kR ) ik 47
M5 iE 5% 100 min fA 3% &, WLE 1,2,

0 1449 2899 4348 5798 7247 8697 101.46
t/min

(S1~S5 735K E 1 o 1 ~5 Sk R WX B8 8 R )
Bl s#H&RE~ILEROEIER

6 1449 2899 4348 5798 7247 8697 101.46
t/min
(S1~S12 G5k 1 h 6 ~ 17 S 4 R g xf IR 468U A )
2 R2#HtHMFFRAEZROEE

N

A3 JEAWRIE XA R S 15 I
T34, 1 0 R T 0, W W A, E ) S 010 €6 3
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Wy A W o RAE A AR (25 8F) Ao 9 A3t
AU (1B 3) , HoAt 327 AL BAR (PR ) b 13 43t
AW (B 4) Al 1 35 b o 496 0TI AR | e
I R0 3E AR RE 1R 5 Wi 5 I R € 3% 0 A O 2
MR g

5 6 7
1 3 8 ?
4

0 14.49 2899 4348 5798 7247
t/min

86.97 101.46

2. U B TR MRER 5 3. W D
B3 REFILERAMNIELEE

0 1449 2899 4348 5798 7247 8697 101.46
t/min

4. IR B DR PR S, W A
B4 HtFEFRICEREGMHOBLERE

2.4.4 JLEMRAMELIEEMUERE KR8
AR R BT R T R 24 i 2 5y 23 0T R B rh 25 (B
5 SR T A DL PP AR GEBE 5T IR (2004 A) BEAT 3T
B H e OB Al B T A b 2598 S IR A A
FETHRA A, LU o Bk 7 A X IR S0 20 i)
TS TRt Y A i 5 0 1 PR 33 22 ] A AR RLEE o A
ARE SR RIE™ S AL TR (JE25 41 ) Bk 2 S5 RE
0. 404 SR HABKFE S EIFE 0.9 DL HoAl 3277 X 12
AL AR (KR ) BR 9 5 FE b4 0. 716 F1 H Al R b
0.9 E,
3 ifi

28 TR I B A N s 00 AR I K, 4 R 268
nm T @GR H B L, & @ A R EE T,
B 268 nm O RGBS L T Y BE-OK L SRR
AR B LI R R K R S8, 45 R R W L -0. 5%
HIR K 2R G873 B9 8CR e i, OF ) I o0 €8 3% A kA7 T
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Ak, 45 5 A ZORBAX SB-C, (4.6 mm x 250 mm,
Spm) @35 H, ZHE-0. 5% B R K A 345,268 nm
i 45 €0, 3 W W T2 B O, 0 8 B e A

& SR 15 A BLRE 20 2R BRI DE L 25 1 B K
= 5 b AR (IR 256 ) 19 9 A~ A 0 0 T AR Y
RSD JE [} 13.3% ~ 131.05% , Hifth /= X 12 it
SR (PR ) 13 A A g i i ALY RSD 3 [ 4
18.15% ~69. 6% , /K& = 4t G AR (S 25 41 ) 7245 2
R 1) o i 0 LG N8 B s & nTee St
ARG I AE R A A OC, 5UE 5 a2 4
JERIR R A OG, BRI A T i — D058 . L 4h
JEPT R 1 22 R R BLAE I R bE S 23 7= AT AL
ANTR], Ry 52 B 24 0 1) o A e 1 — , X L AR 24
M EAT o s AR ), LR AIE I R YT 2

I A R W R P AL SRR (SR 2R ) B
5 P R W R S B ) U s RO, A
XILEMR (KR & mfA — 25, (AR &%
N BRI G AR 2 AR M A Y R
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