R oL

WL AERAE, LR

HPLC 10 52 3% A6 T e e 3 rh 54—

RO BRERLIRELIEALE BLHE O BU(LAK
W ARG EFXE 050035)

hE4ES R284.1 XEFRER A
DOI  10.6039/j.issn.1001-0408.2016.21.31

H E B 2INfERTREREFESFLS TN T E, F ik RAZRRMEE R, &34 % Phenomenex Kinetex
XB-Cis, RANAH THE-0.2% B d 75i% (6:94, V/V) , i#ik A4 1.0 ml/min, 40 5% ¥ 4 207 nm, 428 4 30 C,# A4 10ul, £R.%
BAZ AW B R TS ) 4 43.16~215.80 pg/ml(#=0.999 7) ; #-M FE % 0.431 6 pg/ml & 2 FE % 1.294 8 pg/ml; #4555 48 5%
M FE XIS 49 RSD<X0.69% ; AnAf Wl % 4 95.16% ~100.49% (RSD=1.67% ,n=9), &# . ZH E M@ ik EHEH. F
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Content Determination of Amygdalin in the Lianhua Qingwen Capsule by HPLC

BI Dan', CHEN Yupeng', WANG Shujing’, WANG Guijin’, ZHAO Qian', WEI Feng' (1.BeijingYiling Pharmaceuti-
cal Co., Ltd., Beijing 102600, China; 2.Shijiazhuang Yiling Pharmaceutical Co., Ltd., Shijiazhuang, 050035,
China)

ABSTRACT OBJECTIVE: To establish a method for the content determination of amygdalin in Lianhua qingwen capsule. METH-
ODS: HPLC was performed on the column of Phenomenex Kinetex XB-C;; with mobile phase of acetonitrile-0.2 % Phosphoric,aeid so-
lution (6:94, V/V)at a flow rate of 1.0 ml/min, the detection wavelength was 207 nm, column temperature was 30 “Gs, and the injec-
tion volume was 10 pl. RESULTS: The linear range of amygdalin was 43.16-215.80 pg/ml (#=0.999 7) ; thé limit of detection was
0.431 6 pg/ml, the limit of quantitation was 1.294 8 ng/ml; RSDs of precision, stability and reprodueibility tests'no more than 0.69% ;
recovery was 95.16%-100.49% (RSD=1.67% ,n=9). CONCLUSIONS: The method is-simple and rapid with high accuracy and well

reproducibility, and can be used for the content determination of amygdalin in Lianhua gingwen-Capsule.

KEYWORDS Lianhua gingwen capsule; HPLC; Amygdalin
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Figl HPLC chromatograms
A. reference substance; B. test sample; C. negative control; 1.amygdalin
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Tab 1 Determination results of recovery test(n=9)

Tk %S A, s, MEERY TR RSD,
g Mg pg Bg %% Ie£,% %
05047 79743 63520 141006 9645

05028 79442 63520 140502 9.13

05073 801.53 63520 140598 95.16

05019 793,00 794,00 157049 9792

05024 79379 794,00 155551 9593 915 167
05011 79174 794,00 55893 9662

05008 79126 952,80 171655 97.11

0501 5 79237 952.80 1 731,65 98.58

0.500 6 790.95 952,80 174839 10049

®2 HRAsgNESER(n=3)
Tab 2 Results of content determination of samples(n=3)

5 EBCA R, mg/h RSD, %
A1404006 054

A1404007 036 207
A1404008 036
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H OE B EINERFRENRTARNRAN G R, Fik R SR MEEE, &34 A Agilent Eclipse Plus Cyg, 3
#8 A 4 0.005 mol/L # Bz — S 477k (A #ER A pH £3.0~3.1) A Z 4B A FE-TH(1: 1, V/V) (B EZRBL) , %k 4 1.2 ml/min,
Hrl K A 215 nm, AB A 35 C,#HTAH20ul, SR EMEIGEZFM T, AFRE SR AR GEM = Do BRI HF
B A R R 2R P TE B A 0.828~52.992 ng/ml (r=0.999 9) ; # 5F B A4 T MK B 49 RSD<<3% ; 22 it A 84 An AR w1 M &
98.45% ~105.73% ,RSD=2.41% (n=9) ; e Sk K K Fa LA Z 69 JT 3 540 0.152% ~0.189% , % 2 49 Ji 5 548 4 0.487% ~
0.516% . %t i% R WAR EH FRER ZEEFZ, TR THRFIRIEHR T A XD RGN,
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Determination of Related Substances in Thioctic Acid Injection by HPLC
XIA Tianshui', XIONG Quanhong’, LUO Yunlong®(1.State Key Laboratory of Biotherapy, Sichuan University,
Chengdu 610041, China;2.Chengdu Brilliant Pharmaceutical Co., Ltd, Chengdu 610041, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of related substances in Thioctic acid injection. METH-
ODS: HPLC was performed on the column of Agilent Eclipse Plus C;s with mobile phase A of 0.005 mol/L potassium dehydroge-
nate phosphate solution (adjusted with phosphoric acid to pH 3.0 to 3.1) and B of methanol: aoetonitrile (1:1,¥/V) (gradient elu-
tion) at a flow rate of 1.2 ml/min; detection wavelength was 215 nm, column temperature was 35 °C, and-thé injection volume
was 20 ul. RESULTS: Under the established chromatographic conditions, thioctic acid with impurities fand its degradation products
were well separated; the linear range of thioctic acid was 0.828-52.992 ug/ml (#=0.999 9J) RSDs of précision and stability tests
were lower than 3% ; recovery of impurity A was 98.45%-105.73% (RSD=2.419%{n=9) ;) the-largest single impurity content in
mass fraction was 0.152%-0.189% , the total impurity content in mass fraction was 0,487%-0.516% . CONCLUSIONS: The meth-
od is simple, accurate, specific and sensitivity, and can be usedsto'determine.the related substances of the Thioctic acid injection.

KEYWORDS Thioctic acid injection; HPLC; Related substances
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