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Determination of Two Kinds of Residual Solvents in Flurbiprofen Axetil by Capillary Gas Chromatography
GUO Yuncheng, LI Xue,ZHONG Ling (Chongging Yaoyou Pharmaceutical Co., Ltd., Chongging 401121, Chi-
na)

ABSTRACT OBJECTIVE: To establish a method for the determination of 1, 1-ethanediol diacetate and acetic acid in flurbiprofen
axetil. METHODS: Capillary gas chromatography was performed on the column of DB-FFAP capillary column by temperatare pro-
grammed, the inlet temperature was 150 “C, flame ionization detector was chosen, detector temperature was 2907C ', carrier gas
was nitrogen at a flow rate of 1.0 ml/min, injection volume was 1.0 pl, and split ratio was 5:1. RESULTS: 1,1-ethanediol diacetate
and acetic acid were well-separated; and the linear ranges was 0.78-19.55 g/ml (+=0.999 7) andr7:69:64.11 pg/ml (+=0.999 3), re-
spectively; the limits of quantification were 0.78 pg/ml and 7.69 pg/ml, and limits_of detection were 0.23 pg/ml and 2.56 pg/ml for
1, 1-ethanediol diacetate and acetic acid respectively; RSDs of precision and reprocudibility tests were lower than 3% , and stability
test was lower than 5% ; recoveries were 97.6%-100.4% (RSD=0.91% ,#=9) and 93.6%-100.4% (RSD=0.94% ,n=9) ; and the
test results for 3 batches of flurbiprofen axetil were met the specification. CONCLUSIONS: The method is simple, accurate and re-
liable, and can be used for the determination of.1 /1-ethanediol diacetate and acetic acid in flurbiprofen axetil.
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Fig1 Capillary GC chromatograms
A.blank control; B.reference substance; C.test samples; 1.acetonitrile;

2.1, 1-ethanediol diacetate; 3.acetic acid
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Tab 2 Results of residual determination in sample(rn=3, %)

IR FAS-201411002V FAS-201412001v  FAS201412000v Mg
- B L Fhh Fuk Al 0.15
i 0.03 0.04 Fhith 05

3 it

AHFSE R T R R 9 B 404 FE DB-624 .\ DB-WAX
F1 DB-FFAP JEAT b3, 454 & 31K F DB-FFAP B 414 HE G TE
SRR Y B RO R AT, AT AR 2y 25 1, 1- 2 2 R TiE 5
Z 8. T DB-FFAP (A A SE0RER 2 TR 22 il B0 )5, AH %

China Pharmacy 2016 Vol. 27 No. 21 - 2989 -



HPLC 7 [5] BsH % S 2 b S ok il i v 2 g 7 T A1 S B
TR i
BRE,EHL 4
323000)

hE 4 ZES R927.2 XHEFRER A
DOI  10.6039/j.issn.1001-0408.2016.21.36

FALERTHER, L £Z 323700; 2 AT ARG EHB A, I WA

XEHS 1001-0408(2016)21-2990-03

 E A EIRENEETEMA LIRS Rt E R P RRER P T RS EN S k. FEk RAASRME
Wik, Gk A Agilent Zorbax SB-Cis, R 30 A8 A T AT -0.2% B BR (A 26 i) , ik 24 1.0 ml/min, 2 0] J% K 4 350 nm, 48 A
30 CL#AHFH 10 pl, LR FRMF T MR F 0948 M R 2 R E &0 8 B 45 % 8.20~82.01 pg/ml(r=0.999 9) ,2.76~
27.60 ug/ml(#=0.999 9) ,4.74~47.39 png/ml(7=0.999 9) ; ¥ % L A& M T LK 69 RSD<2% ; mAE wDE & 55 4 98.58% ~
100.919% (RSD=1.02% ,n=6) .99.19% ~101.00% (RSD=0.82% ,n="6) .98.41% ~101.51% (RSD=1.08% ,n="6) . %% % %
BAR AR N T AT, TR T A&t AR I S P AR RBR B T A St AR A 6 B BT E

KR vt B & SORER; BT s ST s Rk AR Bk ik

Simultaneous Determination of Chlorogenic Acid, Rutin and Isoquercitrin in Morus alba and Its Processed
Products by HPLC

CHENG Congmei', MAO Juhua’, YU Le’(1.Longquan Hospital of TCM, Zhejiang Longquan 323700, China; 2.
Lishui Institute for Food and Drug Control, Zhejiang Lishui 323000, China)

ABSTRACT OBJECTIVE: To establish a method for the simultaneous contents determination of chlorogenic acid, rutin and iso-
quercitrin in Morus alba, fried M. alba and honeyed M. alba. METHODS: HPLC was performed on the column of Agilent Zorbax
SB-Cs with mobile phase of acetonitrile -0.2% phosphoric acid (gradient elution) at a flow rate of 1.0 ml/min, detection wavelen-
gth was 350 nm, the column temperature was 30 °C , and injection volume was 10 pl. RESULTS : The linear range was 8.20-82.01
pg/ml for chlorogenic acid (=0.999 9), 2.76-27.60 pug/ml for rutin (»=0.999 9) and 4.74-47.39 pg/ml for isoquercitrin (r=
0.999 9); RSDs of precision, stability and reproducibility tests were lower than 2% ; recoveries were 98.58%-100.91% (RSD=
1.02% ,n=6), 99.19% -101.00% (RSD=0.82% ,n="6) and 98.41% -101.51% (RSD=1.08% , n=6) , respectively. CONCLU-
SIONS: The method is simple with good stability and reproducibility, and can be used for the simultaneous determination of chloro-
genic acid, rutin and isoquercitrin in different processed drugs of M. alba.

KEYWORDS Morus alba; Processed products; Chlorogenic acid; Rutin; Isoquercitrin; HPLC
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