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USP <467> Procedure BE AF25tA&LIC} Procedure BS|
HS  site SE(ug/mL)  RSD% 710|EEtRlS ZE4510] MM H 20| AFE 7]7]2F
CLASS 1 ZUE HABIRELICE
1 1,1-Dichloroethene 0.07 2.18 H 2. CH 243 GC/FID A|AE XA
2 1,1,1-Trichloroethylane 0.08 1.37
3 Carbon tetrachloride 0.03 1.37 TH=H0lE] i
4 Benzene 0.02 1.86 GC A|AH: Agilent 7890B
5 1,2-Dichloroethane 0.04 2.48 B e o s o/ 123-7032U)
CLASS 2A 2UIIA HWE(He) 35em/s, W R4 BE
1 Cyclohexane 32.50 1.90 F 23/H|2 8, 140°C, 2] 51
2 Methylcyclohexane 9.88 2.33 X8 50°C(202 SXI)0lI M 165°C(20% RXl), 6°C/
3 trans-1,2-Dichloroethene 7.87 2.06 FID: 250°C
4 Tetrahydrofuran 6.03 206 SISABoOlA:  Agilent 7697A SIEAK|0|A M
5 Methanol 2517 2.98 oHeor. 80°C
6 Dichloromethane 5.02 2.45 2o er. 80°C
7 cis-1,2-Dichloroethene 7.87 0.98 02 2tel 25 100°C
8 Acetonitrile 3.43 1.65 w3 A|ZH 455
9 Toluene 7.45 1.92 Az 2o TmL
10 1,4-Dioxane 3.18 2.63
11 Ethylbenzene 3.08 2.32
12 p-Xylene 2.55 2.26
13 m-Xylene 10.88 1.67
14 o0-Xylene 1.64 2.11
15 Chlorobenzene 3.02 1.7
CLASS 2B
1 Hexane 2.43 1.82
2 1,2-Dimethoxyethane 0.84 1.11
3 Trichloroethylene 0.67 1.23
4 Chloroform 0.50 1.15
5 2-Hexanone 0.42 1.09
6 Nitromethane 0.42 1.82
7 Pyridine 1.68 2.27
8 Tetralin 0.84 1.98
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SSL 30m x 0.32mm, 1.80pm
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H4 R E222E
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Hho| 2 S|EAHO|A AR B HEBH HHEFO| HEO| Y, 20mL,
100/pk (p/n 5182-0837)

MEFL Nonstick BTO #1E(p/n 5183-4757)

HH HE:  Self-tightening, = 71/ZZ7|(p/n 5190-6194)

W& HE:  CFT 7HZ2{2| T/= (p/n G2855-20530)

247 Compact splitter, inert (p/n G3181-60500)

| E: Short graphite: Vespel (15%:85%), 0.32mm, 10/pk
(p/n 5062—-3514)
UltiMetal Plus Flexible Metal(0.32mm Z&&), 10/pk
(p/n G3188-27502)

2to|L: 2 mm, straight, deactivated, liner (p/n 5181-8818)

T4 Ultra Inert, gold-plated, with washer (p/n 5190-6144)
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3.0% 0|ZHO|R O ZEH, Agilent 7697A S| EAHO]A
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USP <467> Procedure A & BE= 12! 29| £ x4
TN 182 HHo= £l JFSELICE Ultimate plus
Hgd 88 AM2|7t REHE 0|26l 712t HIZAM 24l 7|
(splitter)E HZELICE 30m x 0.32mm DB-Select
624UI1, DB-WAX Ul ZZ0i[A 1:1 20| 2tEEILICE
T ZE GC/FID A|AEIN|AM 0|2t S5 Z1HE 7|
st 28H|= 2.5:1Q)LICE. Class 1, 2A, 2B EZ=20[9|
SAZ20tET™ oAt 3l 6, 7, 80 ZH2 MIA| =
UELICE.

USP 7t 801 2244 9| G43 (DB-Select 624) X G16
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TN S 0|8Y B LIEtLtE SA| 8E2|FH & B
SHSO0| CI27| i 20 0|5 ZH THS A EY E2
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X atsto{of ShL|Ct, Acetonitrile2} dichloromethane Zt
22|52 Class 2A 2H0j| A BE=A| 1 0| 4H0|0{OF BfL|C}.
T2 60fl A MAIE 24X 1,1,1-trichloroethane?| S/N2
52.80|% 10 Z =Tt 74E SUH carbon tetrachloride2)
S/N 22 6.5% &L|C} AcetonitrileZt methylene
chloride 2t 22|52 3.12%&LICHAR! 7 £ X).

& K2 GC/FID A2 T DB-WAX Ul GC ZE S &7
ALE3HE tH, USP 467 Procedure BS| A| AR H A
RUES BFSIHLI =2 O 0|42 &A ZFSIR&LICL
Class 1 EZ2%0{| A benzene® S/N2 73.5% 11 CI2
DE =2l S/N2 3 0| 40| AELICE Class 2A

Z=2H0| A acetonitrilezt cis-dichloroethene]
22|52 2.780|A}ELICE 0t otL|2t, DB-WAS Ul ZE 9
=2 SEHOZ IR AT TR Bof O[3 2F2 2
F JAAELICL T3 20| EX| 242 pyridine2| USP
B[22 1.060|AELILCE.



pA; A 23
9.5] 1 | 1. 1,1-Dichloroethene
9.0 ‘ 4 2.1,1.1-Trichloroethane
851 ‘ | 3. Carbon tetrachloride
8.0 ‘ ‘ 4. Benzene
7'5 | ‘ ‘ 5. 1,2-Dichloroethane
7.0 q | I ° .
‘ | Agilent DB-WAX Ul
6.5 L I
67 T T T T T T T 1
0 1 2 4 5 6 7 8 min
PA;
95 B
9.04
8.59 1
4
8.0- | 2 1
75 ﬂ | 1|
7.0 \‘ I s Agilent DB-Select 624 Ul
: \ | I3
65 L JL__ AW L U B
6]

0 1 2 1 5 6 7 8 min
azle. Agllent J&W DB-WAX Ul 5! Agilent DB-Select 624 Ul GC Z2&H 2 0| Class 1
EFE8Ho| A Md GC/FID Z=20tEH

1. Cyclohexane
2. Methylcyclohexane
3. trans-1,2-Dichloroethene
4. Tetrahydrofuran
5. Methanol
6. Dichloromethane
Al 12 34 7 9 " 1213 7. cis-1,2-Dichloroethene
PAY A “ ‘ H 8. Acetonitrile
100 9. Toluene
‘ 6 10. 1,4-Dioxane
80 11. Ethylbenzene
‘ 12. p-xylene
60 ‘ 13. m-xylene
0] ‘ ‘ 14. o-xylene
15. Chlorobenzene
204 ‘J‘ | ; “ /|8 ‘M ‘ Agilent DB-WAX UI
0 VL L_/ L Ju _ J ‘\‘,; gu 9
2 4 6 8 10 151 min
A 3 7 1 9 I’
W u || Jime
100
) .
60 ? ‘“‘ ‘
20 “\‘ | B | | ‘
5 | | |
20 ‘ g || || H | \ i i
| Y UL C JIl1 || Agitent DB-Select 624 ur
0 T T T T | :
2 4 6 8 10 min
2l 7. Agilent J&W DB-WAX Ul 2! Agilent DB-Select 624 Ul GC Z&H 2 0|23t Class 2A EZ= 29|
< x4 GC/FID A20E DR
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1. Hexane
8 2.1,2-Dimethoxyethane
3. Trichloroethylene
4. Chloroform
5. 2-Hexanone
6. Nitromethane
7. Pyridine
8.Tetralin

Agilent DB-WAX Ul

\
6+ SN | S vJ‘ LJ\__“‘

DN e N ——
2 4 6 8 10 12 min
pAl g 3 5 8 ‘
181
) |
14] |
12] H “
101 4 ‘
\ |
81 ﬁ “ \ 6 “‘\‘ ? ‘ ‘ M Agilent DB-Select 624 U1 |
64 [ NS I U SN | W, U ) UU N — S A— —
2 4 6 8 10 12 min
12l 8. Agilent J&W DB-WAX Ul % Agilent DB-Select 624 Ul GC Z& 2 0| &%t Class 2B
HZEEMo| 7 M GC/FID 2 20ETH
A= 4. R. L. Firor. Analysis of USP <467> Residual
[ —

T GC/FID A|ARID A 1D GC/FID A|ARIS
A+E3t0] Agilent J&W DB-WAX Ul GC Z&E g 0|83}
Class 1, 2A, 2B2| TH7 S0HE AQSIASLICE USP 467
Pocedure B 244 0f| A X|& Tt oHA|0| A Agilent J&RW
DB-WAX Ul GC ZZO=Z 374 S22| X2 OiE 2t
At 250t 225, 0|3 2, 2T, e d g Zest
Hojt AR0IEDL| M52 BE¥ESLIC

&0 23

1. USP 32-NF 27, General Chapter USP <467> Organic
volatile impurities, United States Pharmacopeia.
Pharmacopoeia Convention Inc., Rockville, MD,
8/20009.

2. K. Lynam. Residual solvent Analysis with a
Specifically Designed and Tested Agilent J&W
DB-Select 624Ul for USP <467> Column;
Application note, Agilent Technologies, Inc.
Publication number 5991-0616EN, 2012.

3. System Parameter and Performance Comparison
between Agilent 7697A and G1888A Headspace
Samplers for USP <467>; Technical overview,
Agilent Technologies, Inc. Publication number
5991-5182EN, 2014.

Agilent Technologies

Solvents with Improved Repeatability Using
the Agilent 7697A Headspace Sampler,
Application note, Agilent Technologies, Inc.
Publication number 5990-7625EN, 2012.

5. B. Tienpont, F. David, P. Sandra. Analysis of USP
<467> Residual Solvents using the Agilent 7697A
Headspace Sampler with Agilent 7890B
Gas Chromatograph. Application note,

Agilent Technologies, Inc. Publication number
5991-1834EN, 2013.
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