500 - $F45% FE3H 2022F38 "éﬁ-i‘ﬁﬁti Drug Evaluation Research  Vol. 45 No.3 March 2022

TN SEEENEEH BB ES P STHENATIREE

ik, B Ok, BROE
AR T 2 A IR AT FE e, U1 AR 610041

W OE: B0 #rFNE RS AR RER R O R b BERR OBR . ZRFIIR R S A LA 7R R B I T S
Wy, 33k RHA Agilent DB-624 (30 mX0.53 mm X3 um) B4NE @A KOG S FAAIES; S TTE R 200 °C; K
BIRE 250 °C; HANEA: WAMBRE N 2.0 mL-min™'; WA 10 0 1; FHEREF: EZIGEE 40 °C, f#FF6 min, L
8 °C-min”' [ FFHE E 90 °C, {#+52 min, LA 20 °C-min™" [ FHE 5 200 °C, fFFE S5 ming KA TR X, T2
IR L 80 °C, RV #71 18] 30 min. HHAT RZEEHPE. KR (LOD) S5EEME (LOQ). LMK RMTLE . It
B, RS, et TS, R S MRREE b S ik I TITE & B 2 Mk ST B N ST R R R R
Iy SPRIINFE EISCERTE 95.7%~106.3%; FE# . @ E. W AVES AT A B R . SHEM MR B h Rk th S PR DA . 45
W ESTRI T A SR i v B R B . RS FOMERA B . FOUPE AT A PR AT, AT FH T T B A b 5 A LA AR B
BWE

FEER: VRS BRI VAR TS A aE; 2 CEF R BERZE: K KH R

FESES: RIT XEkFRERE: A YERS: 1674-6376 (2022) 03-0500-04

DOI: 10.7501/j.issn.1674-6376.2022.03.014

Determination of residues of five organic solvents in thymalfasin for injection by
HS-GC

ZHANG lJie, CHENG Long, CHEN Xia
Chengdu institute for Drug Control, Chengdu 610041, China

Abstract: Objective To establish HS-GC method to simultaneously determine the residues of five organic solvents (acetonitrile,
dichloromethane, ethyl acetate, benzene, and anisole) in thymalfasin for injection. Methods The determination was performed on
Agilent DB-624 capillary column (30 m x 0.53 mm X 3 um) with temperature programming by FID. The inlet temperature was
200 °C and the detector temperature was 250 °C. The carrier gas was nitrogen, and the carrier gas flow rate was 2 mL-min"'. The
column temperature started at40 °C for 6 min, and then at 8 °C-min”' to 90 °C for 2 min, followed by 20 °C-min”~" to 200 °C for 5 min.
The temperature of HS heating box was 80 °C and the equilibrium time of sample bottle was 30 min. Results The five residual
solvents in thymalfasin for injection had a good linear relationship in their concentration ranges (» > 0.999). The average recovery
was 95.7%—106.3%. Precision, stability and durability all meet the requirements. Conclusion The method is simple, sensitive,
accurate, reproducible and durable, and can be used to determine the residues of five organic solvents in thymalfasin for injection.
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- LOD/ LOQ
(pg'mL ") JFREHRE (ug-mL " WEHEHF RSD/%
i 0.2913 0.873 8 32
ZHEHLE 01343 0.403 0 3.8
FEEZ 2.6 0.1148 0.344 4 8.9
S 0.006 7 0.020 1 5.9
FHEE 00939 0.2816 1.0
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Table 2 Linear relationship measurement (n = 6)

e . LA B/
) LA r -
(pg'mL™")

ZE y=2211x+0217 0.9999
TEFRE y=5.907x+2.702 09998  6.103~122.100
BEER B y=7.603 x+59.790 0.9999  49.65~992.90

# y=7370x+048 09998 0.021 1~0.4227
K y=4478 x+46.770 0.9998  51.04~1 021.00

4.136~82.720
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Table 3 Sample determination
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N200501 A KEEH  0.00% KEH  0.00%
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