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Determination of the Related Substances in Anastrozole by Improving HPLC

ZHOU Liyun"*, HU Tingxia’, LI Hong®, YAO Tongwei' (1.School of Pharmacy, Zhejiang University, Hangzhou
310058, China; 2.New Drug Research Institute Co. Ltd., Hangzhou Huadong Medicine Group, Hangzhou
310011, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of related substances in anastrozole. METHODS :HPLC
was performed on the column of Welch Materials XB C,s with mobile phase of acetonitrile-water (35:65, V/V) at a-flow rate ofi1.0
mL/min, detection wavelength was 210 nm, column temperature of 25 °C, and the injection volume was 20 pL. RESULTS: Only
one impurity (impurity A) was detected in anastrozole, the linear range was 0.1-1.6 pg/mL (+=07999,6) ; limit"of quantitation was
0.1 pg/mL, limit of detection was 0.02 pg/mL; RSDs of precision, stability and/Teproducibility tests were lower than 2% ;
recovery was 98.95%-105.29% (RSD% =1.78% ,n=9). CONCLUSIONS;: The method'is simple, accurate, and can be used for

the determination of related substances in anastrozole.
KEYWORDS Anastrozole; Related substance; HPLC
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Tab 1 Results of recovery test(n=9)
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Tab 2 Determination results of the related substances

(n=3)
B E B BABALR, % B, %
AN091001 1 0.044 0.044
AN091101 1 0.097 0.097
AN091102 1 0.021 0.021
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Determination of Residual Citrinin in Zhibituo Tablets by Solid Phase Extraction-UPLC-MS/MS
LUO Dalong, WANG Hua(Wuzhou Institute for Food and Drug Control, Guangxi Wuzhou 543002, China)

ABSTRACT OBIJECTIVE: To determine residual citrinin in Zhibituo tablet by solid phase extraction-UPLC-MS/MS. /METH-
ODS: The sample was processed preliminary by solid extraction. The determination was performed on Zorbax Eclipse Plus Cs'col-
umn with mobile phase consisting of water (0.1% formic acid) -acetonitrile (70: 30, V/V, gradient elution) at thefollow rate of
0.30 mL/min. The column temperature was 40 °C, and analysis time was 7 min, the sample size was 2 pL. Tonization mode was
positive ion mode. The ion source temperature was 150 “C, drying gas velocity was=l5 L/min}, sheath_gas temperature was 350 C,
sheath gas flow rate was 12 L/min, capillary voltage was 3 500 V, atomization device “pressure was 40 psi, atomization voltage
was 0 V. The acquisition mode was MRM mode. RESULTS: The lineat range of citrinin was 0.1-20 ng/mL(r=0.999 4); the limits
of quantitation and detection were 0.05 and 0.01 ng/mL. RSDs of'precision, stability and repeatability tests were all lower than
2.0% ; recoveries were 98.868% -103.160%(RSD=1.5% ,n=6). CONCLUSIONS: The method is rapid, sensitive, accurate and
suitable for the determination of residual citrinin in Zhibituo tablet.

KEYWORDS UPLC-MS/MS; Solid phase extraction; Citrinin; Residual; Zhibituo tablets
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