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Gas Chromatography

HS-20 =4 = (EXIASt B)
Oven Temp. : 80 °C
Transfer Line Temp.  : 120 °C
Vial volume 120 mL
Loading time 2 0.5 min

Vial heat- retention time : 60 min

Vial pressurization time

: 1 min

N, Carrier§ 0|8%t =84 A=0f 2|5t oofE 7
20 24 (JP17 Supplement Il, USP 467)

Analysis of Residual Solvents in Pharmaceuticals by Water-Soluble
Samples Using N2 Carrier (JP17 Supplement Il, USP 467)

Sample Line Temp. : 110 °C
Vial stirring : off

Vail pressure : 75 kPa
Needle flush time : 5 min

S HS-20 M =72

GC &M =2 (EXAQ B)

Model : Nexis™ GC-2030

Detector : FID-2030 flame ionization detector
Column A) SH-Rxi™-624 Sil MS

(0.32 mm I.D. x 30 m, d.f= 1.8 um)
B) SH-Stabilwax™

(0.32 mm I.D. x 30 m, d.f= 0.25 uym)
A) 40 °C (20 min) - 10 °C /min

- 240 °C (20 min) Total 60 mins
B) 50 °C (20 min) - 6 °C /min

- 165 °C (20 min) Total 59.17 mins

Column temp.

Injection mode A) Split 1:5, B) Split 1:10
Linear velocity : 35 cm/sec

Detector temp. 1250 °C

FID H, flow rate : 32 ml/min

FID make up flow rate :
: 200 mL/min
1 mL

FID air flow rate

Injection volume

24 mL/min (N,)
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Table.2 Class 1 EE8H(EA A)2| S/N H|E1} HHE Table.3 Class 1 E=2 (X} B)°| S/N H| 81} gH=XM
Peak No. Compound S/N ratio™’ %RSD (n=6)" Peak No. Compound S/N ratio™! %RSD (n=6)"
1 1,1-Dichloroethane 263 1.81 1 1,1-Dichloroethane 174 177
2 1,1,1-Trichloroethane 242 174 2 1,1,1-Trichloroethane 181 218
3 Carbon tetrachloride 18 272 +Carbon tetrachloride
4 Benzene 204 2.08 3 Benzene 142 112
5 1.2-Dichloroethane 69 156 4q 1,2-Dichloroethane 105 1.02
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. .- 1: Methanol
4 5 7 8 10 22 23 2 Acetonitrile
3: Methylene chloride [DCM)
#: trans-1,2-Dichlorcethylene
3 5: cis=1,2- Dichloroethylene
: & Tetrahydrofuran
Remlutua? 24 7 Cyclohexane
of 2and 3: B: Methyl cyclohexane
1.6% & 1,4-Dioxane
6 10: Toluene
18 11: Chlorobenzene
12: Ethylbenzene
13: m,p-Xylene
1 2 14: o-Xylene
N 9 { ML 15 Cumene
Class2A | NIl | JL/ |
17 19 21
Class 2B
MIBK utyl ketone
24 I\!‘\e‘liwl |:sobuyl ketone
s s o o R B o L B mEmas s (MIEK)
0.0 25 5.0 15 10.0 125 150 17.5 20.0 225 25.0 275 30,0 325 35.0 min
Fig.2 Class 1 H%} B(=8 ME)0| Cist I =0tEIY
1 2 3 6 8 10 n 12 14 15
—— N —
16 18 1: Cyclohexana
£3 2: Methyl eyclohexane
13 3: trans-1,2-Dichlorcethyle ne
+Tetrahydrofuran
. 20 4: Methanol
Resolution > » 5: Methylene chioride (DCM)
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2 A} TEL02)540-5541 FAX 02)541-2163 CHTIAMRA TEL 042)854-1161 FAX 042)864-1164
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APRA TEL.062)263-1293 FAX.062)263-1295
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A H| 3 & TEL 02)540-0078 FAX.02)540-1278



