26 10 Val. 26.No. 10
2007 10 Chinese Journd of Anadyss Laboraory 2007 - 10

( , 200237)

HP & , FID , ,

0.41 8.10pg/nl (r=0.9999) 0.15 3.00ug/mL (r=0.9995) 0.20 4.01
Mg/ml (r=0.9991) 0.32 6.35pg/nL (r=0.9999) 0.36 7.11pg/nl (r=

0.9999) ; 96.30% 105.47 %, RD (n=6) 2.1%
3.7%:; 0.2 0.008 0.003 0.04 0.04ug/rL
:0657.7 A :1000-0720(2007) 10-076-04
(tonoxetine hydrochloride) ) ; Adlent 7694E
, N ,N-
nA (DMP) : :
, (
(3] )
1.2
, HP C (30 m x 0.53 mm
(IcH) “ i.d.,1.0um), 6% 94 %
, 40 (3mn) 10 /min
130 , 30 /min 200 (5
mn) ; 1200 (FID)
, 250 Nz 10. 3 kPa;
e, ©10.3kPa (3min) ,  10.3 kPa/ min
34.5 kPa (12 min) ; 12 1;
) 90 110
; :30mn; c1nl
1.3
DMF
1.1 , 101. 31
Aglent 6890 ( FID , 37.10 50.16 79.38 88.92ug/nL
* 1 2006-09-12; : 2006-11-29
(1963- ) ,

— 76 —



Vol. 26.No. 10

26 10
2007 10 Chinese Journd of AndyssLaboraory 2007 - 10
, DMF 5 10 20 50 100 HP-5 (30 mx0.32 mMmii. d. ,
0. 254U m) ;
2 PEG 20M (30mx0.32mmi.d.,0.25
2.1 M m) , HP C
3 5 5 1
1 L l(a)
3 6
243(a)
20:
<
2164
] 2
12 u 45
i 1 _JL____A—/—J
8 - == . - . A
0 1 2 3 4 5 6 7 8 0
t/min
6
244 (b) H I}
20 ] I
<
=164
12] l
E 11 A
0 1 2 3 4 5 6 7 8 9 10
t/min
1 (a (b)
Fig.1 Headspace GC chromatograms of the sandard sdution (a) and the sample solution (b)
1- ;2- ; 3- ;4- 7 5- 6- DMF
2.2 200
30 min, oo} . a———a—
50 60 70 80 90 = ——
() .22 g1 —— i
£ g —— EC
’ ’ = —— LWL
%0 ! - 40 |- —k— PYEKI
(R * =4
! ! ! 50 60 70 80 90
6/¢
2
’ Fig.2 The reationship between the equilibrium temperatures
’ ' and the peak areas
%0 () .33
2.3 , 30 mn
, 30 mn
’ , 30 min
20 ,

5 10 20 30 40 60 min

— 77



26 10 Vol. 26. No. 10
2007 10 Chinese Journd of Anadyss Laboraory 2007 - 10
200 )
N N N DMF ,
2 e T ,
a, L
= 80 —— LLH 0.3g,
40 .+ U,Lli‘mﬂ}tﬂrﬁ. 10 mL , 3nL,
s x DMF2ni ,
0 10 20 30 ' 40 50 60 2.5
t/min
3 2.5.1
Fig.3 The rdationship between the equilibrium time and the ,
peak areas 2nm, 10 mL ,
3m, , 1.2
2.4 ’ P
' ' Y
, SIN=3
, 1
Oivi®
1
Tab.1 Linear regresson equation and detection limit
r p/lgn) p/lgnt)
Y=0.586p +0.1514 0.9999 0.41 8.10 0.2
Y=20.809 +0.0012 0.9995 0.15 3.00 0.008
Y=84.44 +1.6916 0.9991 0.20 4.01 0.003
Y=4.124% +0.1310 0.9999 0.32 6.35 0.04
Y=4.689P +0.1010 0. 9999 0.36 7.11 0.04
2.5.2 , (n=6)
6 2 2 ,
4.05 1.48 2.01 96.30% 105.47 % , RD 2.1%
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Tab.2 Theresults o recovery and precision tegs (n=6)
p/bgnt) p/lgnt) p/bg/nt) /% RO/ %
0.52 4.05 4.42 9.30 3.0
- 1.48 1.47 99.32 2.9
- 2.01 2.12 105.47 3.7
- 3.18 3.22 101. 26 2.5
- 3.56 3.55 99.72 2.1
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Deter mination o residual organic solvents in tomoxetine hydrochloride by headspace gas chr omatography

HU Hui-lian =, DING Nai-li and WU Lian-zhen (Analyss and Research Center , Eag China University of Science
and Techrology , Shanghai 200237) , Fenxi Shiyanshi , 2007, 26(10) : 76 79

Abgract : A method for the determination of five kinds of resdual organic lvents in tormoxetine hydrochloride has
been developed by headgace gas chromatogrgphy. A wide bore HPfag GC resdua olvent column was chosen for
sparation with FID detector. The external gandard method was used for quartitative analyss. Severa factors &fecting
the headgpace determination were sudied , including equilibrium temperature , equilibrium time and sanple prepara
tion. The sandard curves were linear in the range of 0.41 8.10M g/mL (r =0.9999) for methanol , 0.15 3.00
Mg/mL (r=0.9995) for diethyl ether, 0.20 4.01pg/mL (r =0.9991) for hexane, 0.32 6.35Mg/mL (r =
0.9999) for ethyl acetate and 0.36 7.11M g/mL (r =0.9999) for tetrahydrofuran. The average recoveries for five
resdud organic solventswere between 96. 30 % and 105. 47 % with RD (n =6) o precison in the range of 2. 1 %

3.7 %. The detection limitsdof metharol , diethyl ether , hexane , ethyl acetate and tetrahydrof uran were 0. 2, 0. 008,
0.003, 0.04 and 0. 04 g/mL regectively.
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