UPLC 7[R B g 2 7 e fe g+ 5 Fiid 4k ml oo i) 2 &
BEE MMELERE N E AT FLNEETUALEEREARER, L EE  050800;2.% X
ENBH Y RAERAZ,EZXE 050035)

hE SRS RILT7 XHEFRERS A
DOI  10.6039/j.issn.1001-0408.2016.18.32

XE%HS 1001-0408(2016)18-2543-03

W E R AIRNNTALEKREPLRFHWRAN BT Al F ARne DT AR BER RKESRETH T A, F
%R ARG E Sk, €354 % Shield RP18, R A8 A THF-0.2% W 8k Kk (6 265 ) , ik 4 0.2 ml/min, 4232 A
35 C,A2M B K A 240 nm, #AEZ A 1 pl, SR LHEFHIAF HHEF FX 0 BREDLIT hRR R R AR T F R
JEAETEE 5 ) 4 0.619~39.6.1.181~115.6.,0.89~57.2.1.16~74.2.47~157.8 pg/ml(r35 0.999 9) ; 45 55 & A& F £ PiX I
# RSD<<3% ; A # &l & 5 #) 4 97.98% ~102.44% . 97.37% ~100.96% . 98.53% ~102.30% . 97.06% ~102.21% . 100.10% ~
102.25% ,RSD % %1 4 1.49% . 1.13% .1.40% .1.46% .0.68% (n=9) . ## 3% 7 & L ik VEAMLT, 7T T84 L5 ¥ &6
%

XER AARRE RSRMEE R FRERY A ENE

Simultaneous Determination of Five Active Ingredients in Xialiqi Capsule by UPLC

GAO Xuefeng', OUYANG Yue’, WANG Yufeng®, LI Song”, WANG Yue®, LIU Minyan® (1.People’ s Hospital of
Zhengding County, Hebei Zhengding 050800, China; 2.Shijiazhuang Yiling Pharmaceutical Co., Ltd., Shijiazhuang
050035, China)

ABSTRACT OBIJECTIVE: To establish a method for simultaneous determination of calycosin-7-glucoside, specnuezhenide, ber-
berine hydrochloride, palmatine hydrochloride and rosmarinic acid in Xialiqi capsule. METHODS: UPLC was performed on the col-
umn of Shield RP18 with mobile phase of nitrile -0.2% formic acid (gradient elution) at a flow rate of 0.2 ml/min, the column tem-
perature was 35 °C, the detection wavelength was 240 nm, and the injection volume was 1 pl. RESULTS: The linear range was
0.619-39.6 ug/ml for calycosin-7-glucoside (¥=0.999 9), 1.181-115.6 pug/ml for specnuezhenide (»=0.999 9),0.89-57.2 pg/ml for
berberine hydrochloride (#=0.999 9),1.16-74 ug/ml for palmatine hydrochloride (#=0.999 9) and 2.47-157.8 pg/ml for rosmarinic
acid (=0.999 9) ; RSDs of precision, stability and reproducibility tests were lower than 3% , recoveries were 97.98% -102.44%
(RSD=1.49% , n=9) , 97.37% -100.96% (RSD=1.13% , n=9) , 98.53% -102.30% (RSD=1.40% ,n=9), 97.06% -102.21%
(RSD=1.46% ,n=9) and 100.10%-102.25% (RSD=0.68% ,n=9), respectively. CONCLUSIONS: The method is simple, rapid
and reproducible, and can be used for the quality control of Xialiqi capsule.
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54T ; Shield RP18(100 mm=2.1 mm, 1.7 pm) ; JE&hAH :
CIE (A)-0.2% WL KR (B) , B VBRI e AR P L3R 1) 5
W 2 0.2 ml/min; B : 240 nm; AL 35 °C AR 1 pl.
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Tab 1 Gradient elution procedure

1] min WA, % WEIHB, %
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Fig1 UPLC chromatograms

A.mixed reference substance; B.test samples; 1.Calycosin-7-glucoside; 2.
Specnuezhenide; 3.Berberine hydrochloride; 4.Palmatine hydrochloride;
5.Rosmarinic acid
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Tab 2 Results of regression equation and linear range

il By S, g/l r

EER AT y=14523.11x1 66522 0.619~39.6 09999
i y=5583.78r+2899.9 LI8I~1156 09999
HRELT y=16243.520+3 160.51 0.89~572 0.9999
RN y=21 245.00x+120.13 1.16~74 09999
HEER y=11861.45x+6 131.68 247~1578 0.9999
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Tab 3 Results of recovery tests(n=9)

il FRE  WAR,  WEzE,  WEE TEEE RSD,
g3 E L pg g BeE, % IR, % 7%
TEFAIAEET 11034 54.00 164.85 100.94 1002 149

109.11 54.00 162.03 97.98
110.18 54.00 16550 102.4
106.80 108.00 21588 101.00
106,30 108.00 21293 9872
106,57 108.00 21653 10181
103.10 170.00 27195 9932
10278 170.00 1123 99,09
103.23 170,00 27383 100.35
R i 260.94 130.00 389.08 9857 993 113
258.03 130,00 38630 98.67
26055 130.00 390.18 9971
25255 260.00 513.88 100.51
25138 260.00 508.80 99,01
25202 260.00 505.18 9737
138 44000 679.73 99,07
243.04 40.00 684.05 100.23
2411 440.00 68833 100.96
HRLIT 81.87 38.00 12003 10040 100.8 140
8096 38.00 11840 9853
81.75 38.00 12063 10230
794 75.00 155.93 10225
7887 75.00 153.18 99,07
79.07 75.00 155.08 10134
76.50 105.00 18130 99.81
7626 105.00 18245 101.14
76.59 105,00 183.88 102.17
RN 134.54 65.00 200.98 10221 1004 146
133.03 65.00 198.65 100.95
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Cotinued tab 3

FEll e MAE,  WBE,  IEE PYMER RSD,
1% g B Lg ek, % MR, % %
134.34 65.00 19743 97.06
130.21 130.00 259.53 99.47
129.61 130.00 260.93 01.01
129.93 130.00 260.30 00.28
125.71 164.00 290.83 00.68
12531 164.00 291.55 01.37
125.86 164.00 29118 00.80
REHR 364.36 240.00 606.98 01.09 101.1 0.68
366.52 240.00 606.75 00.10

1
1
|
1
1
1
1
365.89 240.00 608.18 100.95
1
1
1
1
1
1

350.88 410.00 768.70 0191
349.1m 410.00 762.48 00.66
35130 410.00 766.43 0125
355.35 045.00 1002.48 0033
343.14 045.00 1002.68 0225
348.72 645.00 1001.13 0115

2.8 HEMEBENE
B5 L 7 R AR A, 320 2.2. 17 I vk il A5 il i
W, PR 217 U gk SRR A, TR AR O T i, S5 T
#4.
R4 HREENELER(n=2,mg/g)

Tab 4 Results of contents determination of samples (=2,

mg/g)

Elines EETEBENT i HRELT BN AAR
111001 0351 0.216 0.162 0.237 0.853
110301 0.290 0.144 0.231 0.401 0475
110601 0.209 0.482 0.151 0.253 0.685
130501 0.207 0.139 0.087 0.190 0335
131001 0.194 0.170 0.133 0.254 0.138
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