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GC- FID quantitative determ ination of five residual
solvents in alfuzosin hydrochloride
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Abstract Objective To establish amethod for detem nation of five residual solvents in alfuzosin hydrochlorde

M ethods The residual sovents in alfuzosin hydrochlorde which are methano] ethano] acetone, dichloranethane
and N, N - dmethy form an de were quantitatively detem ned by GC with ntemal standard method on DB - 624

colmn with FD detector using nitrogen as the carries gas The cobmn tenperature is nitiallymai tained at 40 C

for fvem nutes then ncreased ata rate of 50 C perm nute to 200 C, and mantained at 200 C for at least I1 m +

nutes The njectbn temperature was maintaned at 160 C. The detector tem perature wasmamntamned at 280 C. The

split rato was 5. 1 Results F ive resddual solvents were canpletely separated and excellent linearity and recoveres

were obtaned Conclusioit Them ehod & sensitive, accuratg rapid and suitable for quality control
Key words alfizosin hydrochloride resdual solventy mntemal standard method detemm nation GC
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Fig1 GC dimanatograns of standard solution (A ), sanple solution(B)

0.0 25 5.0 17.5 t/min

and m xed =olution of sandard and samplk( C)
1 (methanol) 2 (ethano) 3
AN, N -

(aceone) 4
(DMF) 6

( dichlran eth ane)

(DM SO, intemal standard) 7 ( unknown i purity)
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Tab 1 L inear range and regression equations
of calbration curve
( solvents) ( regression equatims) ' (fhear wmge)
Mge ml-!
(mettanal Y=0.0052( - 0.0046 0.99  6.01~480.8
(ehao) Y=0.0076¢ — 0.0081  0.999  10. 036~ 802. 88
— Y=0.0064¢ + 0.0385 0.997  10. 044~ 803. 52
(dichbranehane) Y=0.0006¢ - 0.0018 0.99  26.44~ 105.76
= (M Y=0.0068( - 0.0146 0.9995  1.76~ 140.8
6
DM F ,
, ., SAN=10%1
, 10. 10, 7.29 4. 92
24.59, 4.20 Hg* mL ™ SN=3%1
R 2.91, 2.08, 1.38 6.94
1.36 Hg* mL '
7
7.1 “3.47 1
) 6
DMF
RSD .7 ,2 O, 330, 3.3, 0. 55
7.2 “3.47 1
,“3.3 6 ,
0. 1%, RSD 3.6,
7.3 A B 1d
“3” 1 6
, A 2.d 1 6
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0.097%, RSD 4. 4%, (£57T) (E5
T) (E5Ce min ") ( 0.2
8 mL* mn ') ( X1 mn),
“3.3 1, :
; 1.0 g ) 9 2.0
, 10ml. i 10000
H 1
80, 1000, 1200 , “3.37 “3.4 3
4.0506.0mL 3 L,
1. O mL Py ’ ’
, 3 ( 080301, 080302
2 080303)
2 (n=9) DME 0.19%, 0. 1%, 0. 11%
Tab 2 The results of recovery test 12
12.1 )
Mo
RSD #%
(solvents) (known) /mg (added) /mg ( average recovery) ’ 4
0 2 404 '
(methanol) 0 3005 99 5 1L 72 6 ’
0 3 606
12.2
1 082 40144
( ethano]) L 0843 3018 102, 4 114 ’
1 0167 6 0216 2
0 40176
(acetme) 0 5022 98 4 220
0 6 0264
0 Q 704
(dichbranethane) 0 Q 88 99 0 2 42
0 1 056
NN- 0 5288
0 0 661 99 2 38 0.0 25 50 7.5 100 125 150 17.5 t/min
(DMF) 0 07932 5
Fig2 GC chranatogran of standard solution spked with acrybnirile
9 L (methano)) 2 ( ethanol) 3. (acetone) 4
“3 47 1, (dichlorm ethane) 5 (acty bnitrile) 6. N, N —
’ Q 1 2 4 Sh ) (DMF) 7. (DM SO, ntemal standard)
DMF
RSD 1.7%, 3. P, 4.4%, 4 2%,
1 ChP( ). 2005. Voll ( ): 172
2. 3%, 8 h
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