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HoRAR &k, &84 A Dionex Acclaim Cus, B0 A8 4 0.1% B BrBR AN ik -k TER- TR -F B2(60:0.2:30: 10, V/VIVIV) ifiik A
1.0 mL/min, # 3% % 4 271 nm, A28 4 30 °C,#AHTAH 10 uL. R . A5 % BRALML AEEZBYEN R SR EEMLE
B 2 11.73~703.71 pg/mL(»=0.999 8) .12.40~744.06 pg/mL(#=0.999 8) .1.03~62.03 ng/mL(»=0.999 8); A% & — B4 %4
A 0.01 ng/mL; 45 %5 JE A8 MK I 49 RSD<2.0% ; L E & BB A BAN A F MK 16 RSD<2.0% , AL E X =84
RSD=4.5% ; =l % %% 4 100.6% ~102.7% (RSD=0.60% ,n=9) .97.5% ~100.3% (RSD=0.80% ,n=9) .100.0% ~103.2%
(RSD=1.10%,n=9). &t ZF EEREH BERE, TATAFAEZBRRERTAEL BRARBELELER = hAE
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Simultaneous Determination of Prednisolone Acetate, Chloramphenicol and Its Degradation Product Chlor-
amphenicol Glycols in Compound Chloramphenicol Eye Drop by HPLC

LIAO Yongqing', DENG Hong", LI Huanqing’, LIANG Songhui', OU Jiewen' (1.The First Pe¢ople’ s Hospital of
Foshan Shunde District, Guangdong Foshan 528300, China; 2.Institute of Materia=Medica, Guangdong Pharma-
ceutical University, Guangzhou 510006, China)

ABSTRACT OBJECTIVE: To establish a method for the simultaneous-determination of chloramphenicol, prednisolone acetate
and chloramphenicol glycols in Compound chloramphenicol éye drop. METHODS: HPLC was performed on the column of Dionex
Acclaim Cs with mobile phase of 0.1% Heptane sodiumestlfonaté solution-glacial acetic acid-acetonitrile-methanol (60:0.2:30:10,
VIVIVIV) at a flow rate of 1.0 mL/min, detection ‘wavelength was 271 nm, column temperature was 30 °C, and the injection vol-
ume was 10 uL. RESULTS: The linear tange was 11.73-703.71 ug/mL for chloramphenicol (#=0.999 8), 12.40-744.06 ug/mL for
prednisolone acetate, (750,999 8)~and 1.03-62.03 pg/mL for chloramphenicol glycols (»=0.999 8); limit of quantification of chlor-
amphenicol“glycols was 0.01 pg/mL; RSDs of precision and stability tests were lower than 2.0% ; RSDs of reproducibility test for
chloramphenicol and prednisolone acetate were lower than 2.0% , RSD of chloramphenicol glycols was 4.5% ; recoveries were
100.6%-102.7% (RSD=0.60% ,n=9), 97.5%-100.3% (RSD=0.80% ,n=9), 100.0%-103.2% (RSD=1.10% ,n=9), respec-
tively. CONCLUSIONS: The method is accurate, simple, and can be used for the simultaneous determination of chloramphenicol,
prednisolone acetate and chloramphenicol glycols in Compound chloramphenicol eye drop.
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Fig1 HPLC chromatograms of system suitability test
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Fig2 HPLC chromatograms of specificity test
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Fig3 HPLC chromatograms of destructive test
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Tab 1 Regression equations and linear ranges

) CIENiE: r SR, pg/mL
AEZ y=0.278 4x+0.088 | 09998 11.73~703.71
TR AN y=0.192 6x—0.0029 09998 12.40~744.06
AEZTEY y=0431 750,001 3 09998 1.03~62.03
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0.53% .0.57% .
F2 EWERRGLER(n=9)
Tab 2 Results of recovery test(n=9)

TR A% mg R, mg MR, % FEENCE, % RSD,%
ARETEY 08270 08364 101.1 1019 110
08270 08412 1017
08270 08383 1014
1,034 0 10510 1017
1,034 0 10330 1000
1,034 0 1.0570 1022
12410 12810 1032
12410 12760 1029
12410 12770 1030
AEZ 93830 95100 1014 1017 0.60
93830 9,546 0 1017
9383 0 94830 101.1
117280 119170 1016
117280 118010 1006
117280 119280 1017
140740 144510 1027
14,0740 143780 1022
14,0740 143500 1020
Tk e 99210 98320 9.1 993 080
99210 98710 995
99210 9,795 0 9%.7
12401 0 123170 93
12401 0 12,0920 975
124010 123270 994
148810 149290 1003
148810 148490 9.8
148810 148230 99.6
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W OE AW ZIMNENTRBBREERRRADG A XY ARG T L. &k R Gaciom ek, &4 Waters
Symmetry Cis, #3468 % ¥ 87-0.01 mol/L & B 4 ik (#5JE 5B , ik 4 1.0 mL/min, #2] 5% & 2 240 nm, A2 % 40 °C, # A5 A
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Determination of Related Substances in Yunsintinib Ditosylate Active Pharmaceutical Ingredients by HPLC
ZHONG Yan, LI Jiachun, LI Yingguang, WANG Zhenzhong, HUANG Wenzhe, XIAO Wei(Jiangsu Kanion Phar-
maceutical Co., Ltd.,Jiangsu Lianyungang 222001, China)

ABSTRACT OBJECTIVE: To establish a method for the determination of related substances in yunsintinib ditosylate active phar-
maceutical ingredient. METHODS: HPLC was performed on the column of Waters Symmetry Cis with mobile phase of metha-
nol-0.01 mol/L ammonium acetate solution (gradient elution) , flow rate was 1.0 mL/min, the detection wavelength waS 240 nm,
column temperature was 40 °C , and injection volume was 10 pL. RESULTS: Under the chromatographigreenditions, the main
peaks and each impurity peak were well separated; The linear range of impurity A,B,C and yunsintinib ditosylaie were 0.25-2.0 pg/
mL (#20.999 0) ; the quantification limits of impurity A, B and C were 0.5, 0.5 and 2.5 dg,\respectively; RSDs of precision, sta-
bility and reproducibility tests were lower than 1.0% ; recoveries were 97.9%-10216% (RSD=1.4% ,7#=9),95.1%-107.7% (RSD=
4.2% ,n=9),95.8%-107.5% (RSD=4.1% ,n=9) , respectively. CONCLUSIONS: The method is specific and simple, and can be
used for the determination of related substances in yunsintinibiditosylate active pharmaceutical ingredients.

KEYWORDS Yunsintinib ditosylate active pharmaceutincal ingredients; HPLC; Related substances
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