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0.192 ng; ¥ B A2 F LMWK RSD 30T 2% (n=6);-F ¥ mA I F 4T 100.24% ~100.70% , RSD A~T 0.20% ~
0.53% (n=6) 45 7 =B Em@, SR EH, TABRPBERHRT, TR THEHAGR TN,
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Quality Control of Xiangju Tablets
LI Chun, JIA Wenjiang, LI Hong, LIU Zheng

( Shangluo Pharmaceutical Inspection Institute , Shangluo , Shaanxi, China

726000)
Abstract: Objective To establish a high — performance liquid chromatography (HPLC) fingerprint of Xiangju Tablets, and to determine
the content of nine main active ingredients(gallic acid, chlorogenic acid, caffeic acid, prim — O - glucosylcimifugin, calycosin -7 - O - glu-
coside, 5 — O — methylvisammioside , rosmarinic acid, buddleoside , ammonium glycyrrhetate) in Xiangju Tablets. Methods The chromato-
graphic column was Kromasill00 =5 — Cis column(250 mm x 4.6 mm,5 wm),the mobile phase was acetonitrile —0.5% phosphoric acid
solution with gradient elution,the flow rate was 0.8 mL/min,the detection wavelength was 230 nm,the column temperature was 40 °C,
and the injection volume was 5 L. Results There were 18 common peaks in the HPLC fingerprint of Xiangju Tablets,and nine in-
dex components were identified. The similarity among each batch of samples and the common pattern of fingerprint was greater than
0.950. The gallic acid, chlorogenic acid, caffeic acid, prim — O — glucosylcimifugin, calycosin -7 — O - glucoside, 5 — O — methylvisammioside,
rosmarinic acid,buddleoside,ammonium glycyrrhetate showed a good linear relationship with the peak area in their respective mass concen-
tration range( R?=0.998 3, n=6). The limit of detection(LOD) was in the range of 0.011-0.053 ng and the limit of quantitation(1.OQ)
was in the range of 0.037 —0. 192 ng. The RSDs of precision,stability and repeatability tests were less than 2% (n=6). The average re-
coveries of gallic acid, chlorogenic acid, caffeic acid, prim — O — glucosylcimifugin, calycosin =7 — O — glucoside, 5 — O — methylvisammioside,
rosmarinic acid, buddleoside, ammonium glycyrrhetate were in the range of 100.24% —100.70% with RSDs of 0.20% -0.53% (n=6).
Conclusion The method is simple,accurate,reproducible and stable,which can be used for the quality control of Xiangju Tablets.
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Tab.1 Gradient elution program of the mobile phase

k) A A it 1) WA A
0 ~ 10 min 8% —12% 75 ~ 80 min 32% —40%
10 ~30 min 129%—18. 3% 80 ~ 90 min 40% —50%
30 ~ 40 min 18.3% 90 ~100 min  50% —60%
40 ~55min  18.3%—24.5% 100 ~105 min ~ 60% —65%
55~65min  24.5%—27.5% 105~115min ~ 65% —8%
65~75min  27.5%—32%
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Fig. 1 HPLC superimposed fingerprints of the sample
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Fig.2 The common pattern of HPLC fingerprints
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1. gallic acid 2. chlorogenic acid 3. caffeic acid
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4. prim — O - glucosylcimifugin

5. calycosin =7 — O - glucoside 6.5 — O — methylvisammioside

7. rosmarinic acid 8. buddleoside 9. ammonium glycyrrhetate

A. Mixed reference solution B. Test solution C. Negative reference medicinal materials solution

Fig.4 HPLC chromatograms

(6]



- LGRS -

Inspection and Test

AL

China Pharmaceuticals

2021 4E10 A 5 H 55 30 &5 19 )
Vol. 30, No. 19, October 5, 2021

®2 BHERPIMBNEENEREFERLER(n=06)
Tab.2  Results of the methodological investigations of the content determination of the content determination of nine components in Xiangju Tablets(n =6)
ih P . LR LoD L0Q _ ”RSD(% )‘ - &GRS jfﬂ#@%iﬁi%‘
(pg/mL) (ng)  (ng) HEEKE AEEXE S%(ng/g) RSD(%) X(%) RSD(%)
A Y=56.704X-8.007  0.9995 7.7180~154.3600  0.016  0.045 0.56 0.61 1.37211 0.52 100. 25 0.25
B V=35.28TX-7.115  0.99 1 3.2520~65.0500 0.020  0.062 0.51 0.49 1.008 7 0.60 100. 70 0.43
C Y=69.820X-5.927  0.9994 0.5982 ~11.960 0 0.011  0.037 0.85 0.72 0.2215 0.90 100. 55 0.33
D Y=55.906 X+1.529  0.9998 0.5941~11.8800 0.017  0.053 0.77 0.70 1.0777 0.83 100. 24 0.49
E Y=71.392X+6.640  0.9998 4.0990~81.9800 0.013  0.042 0.62 0.59 1.076 6 0. 66 100. 54 0.34
F Y=53.496 X +2.487  0.9984 0.5552~11.1000 0.019  0.058 0.40 0.43 0.8151 0.52 100. 68 0.34
G Y=61.706 X-5.899  0.9996 0.9502 ~19.0000 0.014  0.044 0. 64 0.81 0.9180 0.68 100. 67 0.53
H Y=19.029X-4.85  0.9983 1.3720~27.4300 0.028 0.074 0.17 0. 64 1.2703 0.70 100. 40 0.20
I Y=4.092X-8.156 0.9998  11.7200~234.4800  0.053  0.192 0.49 0.58 2.1384 0.56 100. 34 0.26

A ARATELB A RRE,C AR, D ATREEE A LERFBN A F A S - 0 - FREMFTREH,C AR RS
BLH AR, I AHE R A3 R,

Note: A is gallic acid, B is chlorogenic acid, C is caffeic acid,D is prim — O — glucosylcimifugin, E is calycosin =7 — O — glucoside, F is 5- 0 -

methylvisammioside ,G is rosmarinic acid,H is buddleoside,I is ammonium glycyrrhetate, as well as Tab. 3.

®3 BHRPIMHSEENELR (ng/g,n=3)
Tab.3 Determination results of nine components in Xiangju Tablets(mg/g, n =3)

5 A B C D E F G H I
181003 1.372'1 1.008 7 0.2215 1.0777 1.076 6 0.8151 0.9180 1.2703 2.1384
191201 0.8657 0.8797 0.3125 0.314 8 0.8402 0.3309 0.720 6 1.2027 3.2296
190203 0.980 8 0.7130 0.267 6 0.5240 1.1970 0.5728 0.8526 1.730 4 6.547 8
191204 0.864 2 0.870 4 0.4136 0.357 1 0.796 1 0.3437 0.908 0 1.2191 2.9811
191208 2.6130 0.908 1 0.1558 0.1732 2.7343 0.3324 0.7035 1.214 4 4.3476
191209 1.7556 0.8653 0.1591 0.1737 2.1335 0.2818 0.6142 0.965 6 4.5587
191110 0.8433 0.7649 0.2459 0.2350 0.763 6 0.341 4 0.4387 1.514 2 3.3672
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