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W OE R, 23 PR HGRMEE(HPLC) L A S AR B2 L P Zdair O FHLS TN T E. ik kA
HPLC %, &i&4 4 Zorbax SB-Cis, RN A8 A ¥ B82-0.2% LB A% (#6 B2 BL) , ik 2 1.0 ml/min, 0] 5% & 4 306 nm, 4238 %
30 C,#AEFH 20 plo A EFT4a3 A ARy, *F 13 3e4f &b HPLC B3 R A 25 €38 45 S0 B 35 A8 30 £ 48) (2004 A BR) 34T
FALSE RN . 45 R 13 BLAE S HPLC B3E A 124340 A0 UE 39 >0.90, % 44a 3 & 25 B R R 2R SRS E > 5 4
6.65~425.6.1.72~110 pg/ml(r34 # 0.999 9) s #5 55 B A2 & F X549 RSD<3.0% ; MmAf ek 54 %) 4 97.30% ~102.30%
(RSD=1.97% ,n=06) ,98.12% ~104.02% (RSD=2.57% ,n="6) , %5t ZHF LITEIG LB 3E T A L HE XM 53 R R0
RAEAS M 8 7 kB R AR FAMRI, TR TLREAM P EIadf g P EAF RN,
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Study on the Quality of Commercially Available HPLC Fingerprint and Content Determination of Principal
Component of Smilacis rhizoma

ZHANG Yonggui, ZHAO Li, YANG Xiaoying (General Hospital of Ningxia Medical University, Yinchuan
750004, China)

ABSTRACT OBIJECTIVE: To establish the HPLC fingerprint and determine the contents of astilbin and resveratrol in Amilacis
rhizoma. METHODS: HPLC was performed on the column of Zorbax SB-C;s with the mobile phase of methanol-0.2 % acetic'acid
solution (gradient elution) at a flow rate of 1.0 ml/min, the detection wavelength was 306 nm, column temperatute was 30 °C , and
injection volume was 20 pl. With reference of astilbin, the similarity analysis was conducted for the HPLC'chromatograms of 13
batches of samples by using TCM Fingerprint Similarity Evaluation System(2004 A edition) #RESULTS% There were totally 12 com-
mon peaks in the HPLC chromatograms of 13 batches of samples, similarities were all higher than®0.90. The linear range was
6.65-425.6 pg/ml for astilbin (+=0.999 9) and 1.72-110 pg/ml forwesveratrol (z=0.999 9); RSDs of precision, stability and repro-
ducibility tests were lower than 3.0% ; recoveries were 97.309%-102.30%/(RSD=1.97% , n=6) and 98.12% -104.02% (RSD=
2.57% ,n=6). CONCLUSIONS: The established fingerprintcan provide reference for the identification and quality evaluation of S.
rhizoma, the method is simple with good_preCision; stability and reproducibility, and can be used for the identification of S. rhi-
zoma simultaneous determination of astilbin and resveratrol in S. rhizoma.

KEYWORDS Smilacis rhizoma; Astilbin; Resveratrol; Fingerprint; Content determination
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zoma [ THEARZE A BRI S# 2R GE RS Z s, R
£ 300 Fl, F E 2047 60 Ff, F7=F0U)i] L BOMN©, T REAEY)
MR L JESAHEE, SRR 2 T TR L e AR
PPN LS o ARE T BB AR IO B AT
FIAE PR AE ), 2015 A R E 25 B0) (—330) B T 4%
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Tab 1 Source of S. rhizoma

e Tt

sl TRAMIAROK
) AR EEA RS
$3 g R

s4 e BTG

$5 BN R
$6 LV

Ni A Ty

S8 HEARER

59 HbE LB
$10 T BRI

sl THERREBEL
512 TRERK:BER
s13 THER AR ER

2 HEEER

2.1 $EQEEREL

2.1.1 (g (AFER: : Zorbax SB-Cis(250 mm>4.6 mm, 5
um) 5 VSN « H B (A)-0.2% Z BRI W (B) , B T DEAR (Ve 7
PG 2) 5 3 < 1.0 mU/min; #0054 - 306 nm; M3 : 30 °C;iF
K20 pl.

2.1.2 WA (D) IRG KR AR RSB EE B g
L EE T B A 2, R R B LA | R B
R 435100 532 550 pg/ml AYTR -G A ST (2) Ak s
T BURES R AL 80 H i, FRELZ 1 g AEEFRE, BT 10 ml
T, N 75% FBE 10 ml, K 9% FR o i, 8 A A 3 30 min,
BB A ZEW, N 75% P EEANE R R, LB 125
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cm. 14 000 r/min 250> 10 min, B35, BI7S .
K2 MEXRBER

Tab 2 Gradient elution program

it {E) min A% B,%

0~5 —I15 9585
5~10 15-20 8580
10~20 20-25 8075
20~30 2540 7560
30~40 4055 60—45
40~60 5580 45-20
60~75 80—5 2095

213 fEES (DR ERE, BC2.1.27 0 NG X
PR TR £, 22 117300 R (8 3% 25 3 20 AR 2 6 1k, LA
TR AT I 1 O B I (a] A T AR O 2 R 0 S 5 S e AR
55 B HSF i) R AR X 06 T ARt SR A% A DA R R B BRI A
RSD<<2.49% , 1 *f & 1R R RSD<4.71% (n=6) , & WI{L 2%
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SSDER, /T EIR TICE 0.3.6.9.12 hisFgEREN E |, A
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4 B3 I () FTRE X e TR 5 R, 4% AT G AR AR B I TR 1)
RSD<<2.82% , A % I [ FH1) RSD<<4.96 % (n=5) , & B ftix
SRVETRAE R NE 12 h NEEARRRE . () R MR . %
FREUE]—HEBE S (5 SUIE A, 3242, 1.27 T Ry il 71tk
FRVAVE S 6 03, TR 2. 11T g A AR E LA BT A
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(1) A T 06 TG AR, R R 0 A KT P B 1) ] ) RSD <
3.52% , AH X ITE FAIRSD<e5.00% (n=6) , T A i EH
P Rt
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Fig 1 HPLC chromatograms fingerprint of 13 batches of
samples
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% )(2004 )%} 13 AR HPLC B Ef T oA A& R
wi HPLC &3 55 BE S AR , 255839 >0.90, L% 5.
22 EFOAEF AEAEMSENE
221 ZREWEMMERY  BC2.1.2 TR IR A% B AW
I AR A TR, 20 BIR 2.1 17 TT (4 R 4 R UEREIN 2 30 %
TRk PEULIE 3. 255 S B LAY B IO L B LA T
>3 000370815 > 1.5, % WM HEL 8 R
222 RVEXRRFZE  HHIKEREIC2.1.2"T0 R IR A X

ples VEWE0.1,0.5.1.5.10 ml, 2 & T 10 mUEHH , i h#(15:95,
3 13#itiEMm HPLC EiE £ HIERNHE R B E
Tab 3 Relative retention time of the HPLC chromatograms of 13 batches of samples
%5 Sl s2 $3 s4 $5 6 §7 S8 89 S10 sl s12 s13
1 0.0842 0.086 8 0.0850 0.0836 0.086 4 0.0824 0.084 1 0.0821 0.0847 0.0809 0.084 1 0.0838 0.0830
2 02632 02794 02546 02665 02665 02687 0.268 8 0.269 8 02690 02596 02653 02686 02638
3 04498 04741 04824 04795 04812 04677 04870 04670 04558 04659 04726 04738 04595
4 0.7479 0.7512 0.719 1 0.7358 0.7310 07271 0.7362 0.7304 0.7793 07053 0.726'5 0.7337 0.786 0
5 0.7863 0.7847 0.7877 0.8033 0.794 8 0.796 0 0.794 8 0.7848 0.8033 0.7858 0.7729 08115 08710
6 0.8296 0.846 8 08739 08807 0.8807 0.8502 0.8929 0.890 5 08831 08778 08675 08880 09254
7 09721 09629 09757 09738 09738 09762 09758 0965 1 09764 09704 09779 09779 09748
8(3M) 1.000 0 1.0000 1.000 0 1.000 0 1.0000 1.000 0 1.000 0 1.000 0 1.0000 1.000 0 1.000 0 1.0000 1.000 0
9 1.0559 1.0574 1.056 4 1.0678 1048 6 1.0500 1.056 4 1.0543 1.0576 1.058 1 1.049 8 1.0515 1.0567
10 10739 1.0724 1073 8 1.106 4 1.0678 107211 10725 1.062 5 1.0817 1.079 6 1.069 8 1.068 9 1.076 0
11 1.1037 1.09%49 1.1007 1.1230 1.106 4 1.0892 1.099 1 1.098 1 1.0935 1.1075 10919 1.0945 11103 6
12 11813 1.1546 11754 11726 L1726 1.1617 1.1740 11620 11633 11421 1,152 1.166.1 L1723
F4 134t m HPLC EiE B EHHETIEER
Tab 4 Relative peak area of the HPLC chromatograms of 13 batches/of samples
5 sl 82 83 s4 $5 $6 s7 $8 59 S10 sli s12 S13
1 0.056 6 0.0075 0.006 2 00110 0.0074 0.0161 0.0070 0.0029 0.0413 0.0106 0.0273 0.0107 0.026 6
2 00271 0.028 1 0.0083 0.1022 00129 0.0316 00089 0.080 9 0.0270 0.0030 00173 00117 00136
3 0.0498 0.0093 0.008 7 0.0093 0.0093 0.0424 0,005 § 0.0027 00127 0.0110 0.0240 0.004 4 0.023 4
4 0.1856 00153 0.009 6 00121 00142 0060 3 00110 0.009 4 0.0413 0.1238 0.060 6 0.0182 04289
5 02411 0.0915 0.1329 00222 01197 0.0319 0.1323 02106 0.0340 0.0209 0.0340 0.1283 00136
6 02857 0.0376 00193 01715 0.0347 0.0476 0.009 5 0.0513 0.1057 0.0275 0.0207 0.0254 00234
7 0.0289 0.096 4 0.073 6 0.0187 0.1187 0.062 6 0.080 6 02597 0.0699 0.0508 0.0740 0.1273 0.0299
$(ZM|) 10000 1.00010 1.000:0 1.0000 1.000 0 1.000 0 1.0000 1.000 0 1.000 0 1.0000 1.0000 1.0000 1.000 0
9 0.102 0 0.093 7 0.0381 0.100 6 0.004 3 02340 0.0359 02448 04278 0.1199 0.186 6 0.0780 0.0883
10 00225 02336 0.1959 02885 02275 02123 0.1933 03111 02058 03628 02871 02071 0.169 4
11 0.0390 0.1163 0.0989 0.1108 0.096 1 0.0400 0.0983 0.099 6 0.0556 0.1371 0.0473 0.1052 0.0299
12 00333 0.0337 0.0222 0.036 5 0.0300 0.0613 0.0220 00331 0.0627 0.0110 0.0240 0.0433 0.0278
£5 13#tHSHPLC Bt B OEITMNER 2.2.3 REEERLE  HU2.1.27 000 R A RE S VA O B %
Tab 5 Similarity evaluation results of the HPLC chromato- “Q11VIN O S I SRR AE 6 YR, IC SRR R . 45,
grams of 13 batches of samples VRIS 05 1 B A RSD 43 1) 2.28 % . 1.88% (n=
55 HRIbE E MBI 6) , AN 2 R A7
sl 0.942 s 0944 224 RUEMEE  IC2.1.2700F AR (g . S2) 1
9 0.990 %9 0952 T A A R ACE 0.3.6.9. 12 h B4 “2.1.1 735 F (6 1 4
:j o o O LN O S NEE
0974 W0 0978 9 RSD 43510 1.72% \1.88% (n=5) , & WML A A R AE 12 h
S6 0.995 SI3 0.956 WHATE -
§7 0.974 2.25 WEMIXE RS FREUR AR (95 . S2)IE i, 7%

VIV) 5, il 72 5 TR A% IR 7 8, R 4% A% 20 L 4%
“2. LI (A E SR EREINE e S . DAYEBNIETT . A
ST R (e, png/ml) B A A U TRT AR () S A A A i
AT I, A5 9% 87 L7 L 1 2 s Ly AR 4 0 ok y=
29.295x+40.586 (#=0.999 9) .y=119.190x+0.385(+=0.999 9) .,
S5 BT VT T L A 0 O A A R R P L Ay
54 6.65 ~425.6 ,1.72 ~ 110 pg/ml.
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“2.1.27W0F ik A R AR U, AL 6 4y, B 2117 R
TSR A  iE SRR R . S5 P IR L (AR
T RSD 43514 2.58% . 2.77% (n="6) , A 5 P d i M
RAf.
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227 FREMEEINE BAREMAEE, Al 2. 127
75 VA B VA, P 2.1 IR g SR HERED E L 38
SRUETRRI SRS Ot S5 R W 7,

400
E
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f,min
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£
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1 A A Ak A
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f,min

B
B3 SumEEikE
AJRA XTI B LR BA T s 2. (13
Fig3 HPLC chromatograms
A. mix reference substance; B. test sample; 1.astilbin; 2.resveratrol
6 HEEKZEIREE LR (n=06)
Tab 6 Results of recovery test(n=06)

il Tk i AR, WA, MR EYIER RSD,
% %,g %,mg mg mg k0 W&, o %
WO 04652 0380 0500 08834 100,68 99,33 197

04612 0376 0.500 0.862 5 9130

04839 0395 0.500 0888 8 98.76

04735 0.386 0.500 0,897 5 102.30

04931 0.402 0.500; 0.888 6 9732

04827 0.394 0.500 08921 99.62
AR | N0d652% 00316 00266 00588 10226 016 257

04612 00314 0.026 6 0.058 1 100.38

04839 00329 0.026 6 0.060 1 102.26

04735 0.0322 0.026 6 0.060 4 104.02

04931 00336 0.026 6 0.060 5 101.13

04827 00328 0.026 6 0.0589 98.12

3 itig

EH D INHEEET 100% H B 75% H B 75 % 2T HE
RO AR, 45 R0, L 75 % B B IR RE B A Rk 2
LR PR R e B 75 9% F R 2 R Sh AT
Ji5-0.2 % £, TR R WM FE TR LB 0 B i HR I U 2, s R4
RS o P8 I AE 290 nm KA A e Wi, 73
£ 306 nm AT S R, BRI 2544 v (3P R A A,
il B AT A ) SRR , AR 306 nm ARSI

XS I3 HEFE S HPLC B 3% 20t , & I (] € ik i 450fn

WA TR AR R AFAE — 8 26 5, (AR RRAEAR AL, FAT 12
I, LR >0.90,

RT HRBENELER(n=3,%)
Tab 7 Determination of Results of contents determination

of samples(n=3, %)

i A AT
sl 0.0830 00070
$2 11487 00262
$3 10930 00135
s4 0864 1 00215
$5 13696 00230
6 0.1341 0.008 1
§7 1496 4 00160
$8 03345 00202
$9 02239 00290
$10 1166 1 00223
i1 02401 00108
s12 08110 00114
s13 03358 00074
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GHUE, 6 HE S AT AL . XFh 22 5 TR 2000 7 Hi® %%
YIHE

E2 0 W B U N T % - G R M s W 7 2 RN B
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P T 2
S Rk
[1] HEZRGMER S FHEAR A E Sk —R[S].20154F

oAb s BE 2GR ik, 20150 18.

[2] TS, TEE AT, 5 PR LR 258 R I5 B
FTF 25 IRAE Y B FT U SR [0]. 4 B 25 5, 2014, 25(15)
1 430.

[3] PR, AR, WERPR, 5. T ARE Iy FUk HPLC 45 ¢
FEIRERTFE[I]. 7 B 523575 #) 4 &,2013,19(6) : 99.

[4] 25,5250, FFIE T HPLC 300 2 L AR 250 vh 348
AT B P B SR (). 25 S o A 22 &, 2007, 27(5)
654.

[5] M, X RHE, 25 23 HPLC M A [R5 i - s rh vk
BT MEACE SRS >4 & &, 2013,33
(8):1352.

[6] BRFU, 25, EHN, F TR NARX RS PE
BT I E ] B 250k ,2011,20(17) 28,

(ks H#1:2016-08-24  f&[] H#]:2016-10-27)
(koK )

(PERE) RE—PERRIEXFITHRAT, WBERE 1T

- 5146 - China Pharmacy 2016 Vol. 27 No. 36

HEZED; 2016 45 27 45 36 1





