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Content Determination of Verbascoside in Qiju Dihuang Preparations by HPLC
NAN Ronghua' ,WU Fang' ,KANG Xiaofeng' ,HUANG Yan',LI Cui'?,DAI Yong'?’
(1. Shaanxi Institute for Food and Drug Control,Xi'an,Shaanxi,China 710065; 2. Key Laboratory of Drug Microbiological Detection Technology of
National Medical Products Administration ,Xi'an,Shaanxi,China 710065 )

Abstract: Objective To establish a high - performance liquid chromatography (HPLC) method for the content determination of
verbascoside in Qiju Dihuang preparations (oral liquid and tablets). Methods The chromatographic column was Shiseido Spolar C
column (250 mm X 4.6 mm,5 wm),the mobile phase was acetonitrile — 0. 1% formic acid solution (15:85,V/V),the flow rate was
1.0 mL/ min, the column temperature was 30 °C,the detection wavelength was 330 nm,and the injection volume was 10 pL.
Results The linear ranges of verbascoside in tablets and oral liquid were 0.067 8 —1.355 7 pg (r=0.995 0,n=8) and 0.013 6 -
0.203 4 pe(r=0.999 0,n=7). The RSDs of precision,stability and repeatability tests were less than 2.0%. The average recoveries
were 95.84% and 94.20% with RSDs of 1.72% and 1.93%(n =6). Conclusion The method is simple,accurate and reproducible,

which can be used for the content determination of verbascoside in Qiju Dihuang preparations.

Key words:Qiju Dihuang preparations; HPLC;tablets;oral liquid;verbascoside;content determination

O 44 1 B 50) 32 22 i A AC T G 4E P BT LR
() AEPE R L2y AREE BTS2 M A U T
H, TR = ke Eg B G0 KR
TH R B A6 b B SR O e 78 2 A i vk, 24k
B, R I AT SRS SRR R 3% D8 A B
R MR AR RS LM MR R B A
PUaE % PR A A2 Tk I | 3 5 G s T i 24 B A
FHB -1 BB AT 5 T 2 5 5 B PFAN A8 bk
LAY, AH 2020 ARG ] 2 3 (—358) )OO A 3 Hb 3 i
R AT E R AT HEAT B i s (o 70 AR v A ST
I S R A L A R R IRV B A AT
S AR RS R RGN R RS B
HAEW T,

1 UEE5iR%E
1.1 {48

Agilent 1260 Infinity T % = 200 AR €035 3 (55 [
Agilent/z}ﬁj ), B0 G7115A BILEAMEINES W aters Empower
TAF ¥ 5 P211D 8 23 A KF (R BE 5 0.017 0.1 mg)
BS224S #5317 KF- (K 2 0. 000 1 mg) , ¥ 7 12 [

FEL MW/ F) s HH — S8A SUAE IR K 4 (JL st BHE 2
7)) ; UPH — 11 — 10T B8 4l 7K HL (A3 R B4y A FR
NP

1.2 iX#%

B AR X RS O B 2 R A B, it
SR 111530 = 201411, %5 5k 94. 4% ) 5 At 3 Mo 75 il 571
(2018 4 [ ZIFM M 3 RE 5 ) 5 0 (fa i ol 18 [ BR
N ) 5 HA R X S 43 A 4l (24 4 A A2l R oA
BT 5 KA EEK
2 HEEHER
2.1 fBifsH

{635 4 : Shiseido Spolar C ¢ £ (250 mm X 4. 6 mm,
5 um);ViEAE: 2 - 0. 1% W RE T (15:85,V/ V)
VI . 1. 0 mL / min; FE3E : 30 °C; K iE K 2 330 nm ; #EEE
010 WL S AR L B S AR 6 TR AIK T 4 000,
2.2 BREHE

R S AR X BB 5 7. 18 mg, RS B FRE i
FERE 100 mLA S #25 HEH RN 2 mL, EAE
10 mL 2 S, RIF3 5 1 mL & BEEALETT 14. 36 pg

F—1EE . hRE, B, RFAH HF,FRITmAFPHEM FPRGGER R ERE, (BFEH )nanronghuaz@163. com,
SESMEE IR, o, KFAR, 250, B @ A S Wk B R H AR B4R, (B -F15 48 ) Daiyong_1031@sohu. com,

68



202244 A 5 H 3155 74
Vol. 31,No. 7, April 5,2022

¥ %

China Pharmaceuticals

< AT ST AST -

Inspection and Test

AU AU
o 0.121
0-19 0. 10]
008 0.08
006 0,06
g gg 121,69 0 04{
i . 0.02]
S N T
0= ¢/ min o
0 5 10 15 20 25 0 5 10
A
AU
0.124
0.104
0.08{
0.06 1
o.04f ||
0.021 W
o= e e |/ in
0 5 10 15 20 25
D

— —A — 01 J

AU
0.12
0.10
0.08
0.06

1 0.04

21.682 0.02

T e

=1/ min ~—1/ min

15 20 25 0 5 10 15 20 25
C
AU

0.12
0.10
0.08
0.06 |
0.04

0.029 || l"\M A
0 M .
e T ——1/ min
5 10

0 15 20 25

E

1. BRI

AL X SRR R

B — C. BHX SR (5 A A v ik fe )7 #])

D - E. MM B aniik (45 A 2 IRk A /7 A)

B1 SxkiEaEE

1. Verbascoside

A. Reference solution B —C. Test solution (oral liquid and tablets,respectively) D — E. Negative reference solution (oral liquid and tablets,respectively)

Fig.1 HPLC chromatograms
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Tab.1 Results of recovery test of verbascoside(rn =6)

843 BAB()  MEF()  ERE%) X(%) RSD (%)
oidk  AA wlRR R el A ek AA ol AA ok KA

.70 17104 35.90 179.50 66.12 34215 93.09 95.33
.70 17086 35.90 179.50 66.95 340.02 95.40 9424
.70 17112 35.90 179.50 66.52 344.24 9421 96.45
9420 9.8 193 LT2
.70 17075 35.90 179.50 67.55 34012 97.08 94.36
.70 170,69 35.90 179.50 6570 342.95 91.92 95.97

.70 170,97 35.90 179.50 66.27 348.14 93.51 98.70
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Tab.2 Results of content determination of verbascoside in Qiju

Dihuang Oral Liquid of eight manufacturing enterprises

LI %2 2% X AF Bk 2% X

ko (#) (pg/ml)  (pg/mb) | A& () (pg/mL)  (pg/ml)
1 19 7.460~10.910  9.430 | 5 1 11.260 11.260
2 9 0.880~12.970  2.800 | 6 2 12.040~12.130  12.080
3 6 11.420~12.600 11.860 | 7 12 10.260~18.000  13.080
4 16 5.980~14.930  10.120 || 8 5 0.113~0.274 0.224
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