) SHIMADZU

Excellence in Science

No. G324A

EERAZRREOFBE L. BT EREBAEKFH® USP

CKEZE7A) General Chapters<467> Residual Solvents
BEINTHEY. ElINY RAR—=ZA GCEPSBLSNE T,
EERHPOREREILIE FOBEICKIZLES Y X TICE
DWTIZR T H5T TR 3 ICHBENERICEEINT
WEITH BE+EREBERERAE BRICHVTHICA
FILAY TFILT b (MiBK) ABINENE LTz,

AETlE. BTEtREBAERAEBHCBMNINE
MiBK DAOWHEREBN LK T, £l D& USP IcHn
TIETZR A TREEINTHY . V2R 2AD A% T
TLEHRLTEBNLET,

N. Iwasa, T. Ishii, T. Wada

HRoAI TS5 T 14—

Nexis™ GC-2030+HS-20 K 5
ERmi%E ARt
(BT EREBFEFTHFEEM. USP467)

PAUIE Jax

AR OX ;57 Nexis GC-2030 & EFEAY R AXR—
AHRAY T 5 HS-20 5EGE L. BT EHRERAEFEEAHE T
BREICEHEH TN TR 2A XU MiBK DIZZEA R Z AITE
L F Ul =BEERRISACAESIN S K OIEICA RN Z A%
L. TNZNAHSLOEE. hZLEBE. A7)y MEDE
BABELE A BRURIEE B TRELE Lz, RSN
DR ER 11 FEKARERRO DRt ER 2 IRl
£7,

Kiattsll 75X 2A KT MiBK IREER RS

BEE A DONRERZR 1 (T, BIFEB ODITREREZR 2 IIRLET,

KERICERITDEEEISEEETHY . RIMETIED Y Ao

(V2A2A B MBK: E>7)

7 8

75 R2A
MiBK

2£30
DEEE
1.5%

23

10

1: Methanol

2: Acetonitrile

3: Methylene chloride (DCM)
4:trans-1,2-Dichloroethylene
5:cis-1,2- Dichloroethylene
6: Tetrahydrofuran
7:Cyclohexane

8: Methyl cyclohexane
9:1,4-Dioxane

10: Methylisobutylketone (MiBK)
11: Toluene

12: Chlorobenzene

13: Ethylbenzene
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14: m,p-Xylene
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15: 0-Xylene

min 16:Cumene

BIFEAICE BV TR 2ABLU MBKIFERKRY OX b J5 L GIOAMERRD

75 22A | 13

MiBK

11

1: Cyclohexane

2: Methyl cyclohexane

3:trans-1,2-Dichloroethylene
+Tetrahydrofuran

4: Methanol

5:Methylene chloride (DCM)

6: cis-1,2- Dichloroethylene

7: Acetonitrile

8: Methylisobutylketone (MiBK)

9: Toluene

10: 1,4-Dioxane

11: Ethylbenzene

12: p-Xylene
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13: m-Xylene

0.0

14: Cumene
15: 0-Xylene
16: Chlorobenzene

9.0 100 110 min
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1: Methanol

2: Acetonitrile

3: Methylene chloride (DCM)
4:trans-1,2-Dichloroethylene
5: cis-1,2- Dichloroethylene
6: Tetrahydrofuran

7: Cyclohexane

8: Methyl cyclohexane

9: 1,4-Dioxane

10: Methylisobutylketone (MiBK)
11: Toluene

12: Chlorobenzene

13: Ethylbenzene
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14: m,p-Xylene

15: 0-Xylene
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16: Cumene
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1: Cyclohexane

2: Methyl cyclohexane

3:trans-1,2-Dichloroethylene
+Tetrahydrofuran

4: Methanol

5: Methylene chloride (DCM)

6: cis-1,2- Dichloroethylene

7: Acetonitrile

8: Methylisobutylketone (MiBK)

9: Toluene

10: 1,4-Dioxane

11: Ethylbenzene

12: p-Xylene

13: m-Xylene

14: Cumene

00

=1
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15:0-Xylene
16: Chlorobenzene

——
11.0 min
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GC st (RIEEA - BIFAB)

GC RSttt (RIEEA - BIFEB)

Model . Nexis GC-2030
Detector D KEKA A AbEEER FID-2030
Column . A) SH-1-624Sil MS

Model
Detector
Column

: Nexis GC-2030
D IKERKA F LRHIER FID-2030
: A) SH-1-624Sil MS

(032mm1.D.X30m,df=18um)"
B) SH-PolarWax
(0.32mm 1.D.X30m, df=0.25um) *
: A)40 °C (20 min) = 10 °C/min = 240 °C (20 min)
Total 60 min
B) 50 °C (20 min) = 6 °C/min - 165 °C (20 min)
Total 59.17min

Column temperature

Column temperature

(0.53mm I.D.X30m, df=3um) "
B) SH-PolarWax
(0.32mm 1.D.X30m, df=0.25um)

: A) 40 °C (20 min) — 10 °C/min - 240 °C (20 min)

Total 60 min
B) 50 °C (20 min) - 6 °C/min = 165 °C (20 min)
Total 59.17 min

Injection Mode - A) Split 1:5 B) Split 1:10 Injection Mode . A) Split 1:5 B) Split 1:10
Carrier Gas Controller : #&3RFZ (He) 35 cm/sec Carrier Gas Controller  : &% (He) 35cm/sec
Detector Temperature : 250 °C Detector Temperature : 250 °C

Detector Gas : Hz 32 mL/min, Air 200 mL/min Detector Gas : H; 32 mL/min, Air 200 mL/min
Make up : 24 mL/min (He) Make up : 24 mL/min (He)

Injection Volume :1mL Injection Volume :1mL

HS-20 Difrsets (BEEA - B1EEB @) HS-20 D&t (BAEEA - B1EEB @)

Oven Temperature :80°C Oven Temperature :80°C

Sample Line Temperature : 110 °C Sample Line Temperature : 90 °C

Transfer Line Temperature : 120 °C Transfer Line Temperature : 105 °C

Vial Volume :20mL Vial Volume :20mL

Vial Heat-retention Time  : 60 min Vial Heat-retention Time  : 45 min

Vial Pressurization Time : Tmin Vial Pressurization Time : Tmin

Vial Pressure : 75kPa Vial Pressure : 68.9 kPa

Loading Time - 0.5min Loading Time - 0.5min

Needle Flush Time : 5min Needle Flush Time : 5min

*1

P/N :227-36077-01
*2 P/N :221-75972-30

*1

P/N : 227-36078-01
*2 P/N :221-75972-30
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