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Determination of Tetrachloromethane in Letrozol by Headspace Analysis with p-ECD

WANG Yugqin, LIU Li, LIU Jieheng(Guangdong Provincial Public Laboratory of Analysis and Testing Technology, Chinese
National Analytical Center, GuangZhou 510070, China)

ABSTRACT: OBJECTIVE To establish a method for the quantitative determination of tetrachloromethane in Letrozol by GC.
METHODS Tetrachloromethane was analyzed by Gas Chromatography with SE-30 column, u-ECD detector, and programming
temperature from 50 C to 150 ‘C. RESULTS Experimental results showed that a good separation of tetrachloromethane with
other contents of sample was achieved on SE-30 column, and the separation degree was more than 2.0. The calibration curves of
solvent was linear in 0.000 516-0.020 64 pg'-mL™". The limit of detection was 0.01 pg-g™'. CONCLUSION  This method is simple,
rapid, accurate and precise, and can be used for the quality control of residual tetrachloromethane in Letrozol.

KEY WORDS: gas chromatography; tetrachloromethane; p-ECD; Letrozol
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Agilent 6890N “AH A TEAY, Fc & 3l HEL 14l 3k
K 28 A1 Agilent G1888 T2 H h Bk FE 2 (-E+47).
KA AT o K FE i R Y 2 A R 2 F
A, FEAR LS 4: 20100901, 20100801, 20100802
1.1 il

6% K. SE-30 30 mX0.32 mmX 1 pm; Ak
50 °C (2 min)EA 10 “C-min~" JF % 150 'C, ¥tk =i
£ 200 °C, il #siE R 250 C. &AW maim <,
ik 1.5 mLemin~'o RGPS PR T SRR I B
(u-ECD).

S, ERETA B AT B
75°C, HEFEEF: 105°C, fHuzk: 150 °C, fHik
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SEHERFIFREN 0.025 8 g PUSEUALIRCREI 22 0.000 1 ),
FHTCK FHEEE 284 100 mL, BB DU SUAL R IR 5
0.258 mg-mL ™" [IFRUEI . VG W EBUR R v i 4%
W R, Hsali AR 2205, H Y S A6k
W55k 0.000 010 32, 0.000 516, 0.001 032,
0.005 16, 0.010 32, 0.020 64 pug-mL™" I TAEW .
W& TAEM 5.0 mL, BTl HT bt
2 110 2 Tl B AT PR () v 4

FEAREEPATIHERE 3 IR, DA M B IR e AR
SEEME Y (Hzes) W JE X(pg-mL YR, 75
LM TR Y=T1 668X+1.075 1, r=0.999 9, iiiH]4
VU S AR B 7E 0.000 516~0.020 64 pg-mL ™" I},
VTR SR LM R R .
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Tab 1 Results of recovery
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TR B/ Hz.s % /% %
0.001 032 74.99 74.76 99.4 98.8 0.54
74.21 98.7
73.93 98.3
0.005 160 374.9 372.6 99.3 98.4 0.94
365.6 97.4
369.7 98.6
0.010 320 737.9 729.6 98.8 97.8 0.97
720.4 97.6
715.6 96.9

TE: 2 F R DY SRR TG 1.686 Hz.s
Note: The peak area of tetrachloromethane in blank sample is 1.686 Hz.s
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Tab 2 Results of sample

PG,  FRRERe  WEBUHzs  RIN4 Rige BB T DY S B 7 B R R G . AR SR ABL Y
20100901 0.1007 1.677 <0.04 FE Al 7] 22 A7 kAT A
0.1004 1.721 <0.04
20100801 0.1075 1.743 <0.04 REFERENCES
0.1039 1.642 <0.04
20100802 0.1059 1.675 <0.04 [1] TIMCHEVA C, HR.ISTOVA S, TRIFONOVA. 1. 471
0.1083 1,596 0.04 publication Letrozol in the treatment of metastatic breast
<l
: : : cancer [J]. Eur J Cancer Suppl, 2005, 3(2): 131.
s A AR DY S AL BRI T AL 1.483 Hz.s [21 LI'Y P, GAO H, FENG Y, et al. Application of letrozole in

Note: The peak area of tetrachloromethane in blank water is 1.483 Hz.s neoadjuvant endocrine therapy for postmenopausal breast
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[ BAL R I 252%), 2010, 27(4): 365-369.
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HE: B AISHRMEEEMARACBETNEEREEMELATELWEES»HF, HiE KA Waters Cyq
&, 3% 4(4.6 mmx250 mm, 5 pum), AT E-K(pH 2.7)4AFA8, Aik 1.0 mL-min', #alk K 254 nm, 4298 35 °C, AR
oA EMERELE, FR ESHALHESPREENIEMERLATEL, BWEER., SP2HRG, LA
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Tissue Distribution Study of Tamarixetin and Kaempferide in Rats

XU Fuquan®, FENG Yuanyuanb, GUO Lei*(Huaihai Institute of Technology, a.Jiangsu Key Laboratory of Marine
Biotechnology; b.Department of Electronic Engineering, Lianyungang 222005, China)

ABSTRACT: OBJECTIVE To develop an HPLC method for simultaneous determination of tamarixetin and kaempferide in
rat tissues after oral administration of the total flavonoides from Tamarix chinensis (TFT). METHODS Using Waters Cg
column (4.6 mmx250 mm, 5 um), the mobile phase was methanol-0.15% aqueous formic acid solution (pH 2.7) at a flow rate of
1.0 mL-min"" and detection wavelength was 254 nm, the column temperature was kept at 35 °C. RESULTS Tamarixetin and

kaempferide were simultaneous determined in several tissues, the highest level of tamarixetin was observed in lung, then in heart;
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