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H 3. Agilent DB-624 ZZO0I|A] S =AT0| A 24 = 527tX| Stel=0i| chet 23t (TS HO[X| 0 A A ).

R BN RSD% | MDL (MSD)

HD gH RT m/z | ZMdd He| (ug/mL) MSD FID L4 (n=8) pg/mL
1 Methanol 8.818 31 0.75 ~ 150 0.9998 0.9994 2.2 0.194
2 Pentane 11.251 43 0.5~100 0.9944 0.9997 2 0.143
8] Ethanol 11.73 31 2~100 0.9999 0.9998 1.2 0.514
4 Ethyl ether 12.142 74.1 0.5~100 0.9911 0.9998 4.3 0.147
5 1,1-Dichloroethene 13.083 61 0.004 ~ 0.8 0.9997 0.9986 1.7 0.003
6 Acetone 13.283 43 0.5~100 0.9999 0.9996 2.1 0.227
7 Isopropanol 13.854 45 1~200 0.9997 0.9979 4.3 0.245
8 Ethyl formate 13.873 45 1~ 200 0.9997 0.9979 4.3 0.245
9 Acetonitrile 14.39 14 0.1~20 0.9996 0.9984 4.2 0.032
10 Methyl acetate 14.564 43 0.5~100 0.9998 0.9998 2.7 0.424
11 Methylene chloride 14.947 84 0.15~30 0.9997 0.9997 2.1 0.033
12 tert-Butylmethyl ether 15.938 73 0.1~20 0.9988 0.9998 2.1 0.035
113 trans-1,2-Dichloroethene 15.979 95.9 0.236 ~ 47 0.9969 0.9998 1.7 0.065
14 Hexane 16.899 57 0.1~20 0.9995 0.9998 2.2 0.074
15 1-Propanol 17.712 31 0.5~ 100 0.9995 0.9996 2 0.180
16 Nitromethane 19 46 0.5~100 0.9999 0.9991 19 0.252
17 cis-1,2-Dichloroethene 19.21 96 0.236 ~ 47 0.9988 0.9999 2.5 0.045
18 2-Butanone 19.225 43 0.5~100 0.998 0.9999 23 0.147
19 Ethyl acetate 19.375 43 0.5~100 0.9986 0.9997 1.4 0.305
20 2-Butanol 19.688 45 0.5~100 0.9998 0.9999 2.4 0.237
21 Tetrahydrofuran 19.985 42 0.18 ~ 36 0.9998 0.9998 2.1 0.053
22 Chloroform 20.054 83 0.015~3 0.9997 0.9998 1.6 0.006
23 1,1,1-Trichloroethane 20.546 97 0.005 ~ 1 0.9999 0.9998 1.3 0.003
24 Cyclohexane 20.707 84 1.0 ~ 49 (195)* 0.9908 0.9997 1.8 0.188
25 Carbon tetrachloride 20.962 mnr 0.002 ~ 0.4 0.9998 0.9992 2.8 0.002
26 2-Methyl-1-propanol 21.119 43 0.5~ 100 0.9999 0.9999 2.1 0.494
27 1,2-Dimethoxyethane 21.265 45 0.5~100 0.9999 0.9995 1 0.256
28 Benzene 21.442 78 0.001 ~ 0.2 0.9995 0.9998 5.8 0.001
29 1,2-Dichloroethane 21.442 62 0.01~0.5 0.9989 0.9998 1.5 0.002
30 Isopropyl acetate 21.496 61 0.5~100 0.9985 0.9998 0.8 0.164
31 Heptane 21.956 71 0.1~20 0.9974 0.9996 2.4 0.034
32 1-Butanol 22.547 56 0.5~100 0.9994 0.9998 2.4 0.172
88 Trichloroethylene 22.791 130 0.015~3 0.9999 0.9999 1.8 0.007
34 Methylcyclohexane 23.208 83 0.3~ 15 (59)* 0.9989 0.9997 2.3 0.072
35 1,4-Dioxane 23.489 88 0.095~ 19 0.9999 0.9999 33 0.055
36 Propyl acetate 23.491 43 0.5~100 0.9966 0.9999 3 0.268
37 4-Methyl-2-pentanone 24.815 43 0.5~ 100 0.9985 0.9996 2.2 0.143
38 Isoamyl alcohol 24.879 55.1 0.5~100 0.9991 0.9996 2.4 0.256
39 Pyridine 25.024 79 2~100 0.9992 0.9997 2.1 0.502




E 3. Agilent DB-624 ZZ0i| A S| =AH 0| A 241 = 5271X] otef =01 Tt 2t (A1)

MM e & HZX RSD% MDL (MSD)

Hs R RT m/z (wg/mL) MSD FID L4 (n=8) pg/mL

40 | Toluene 25.196 91 0.22 ~ 22 (44) 0.9964 0.9998 2.1 0.065

M Isobutyl acetate 25.322 56 0.5~ 100 0.9958 0.9999 2.1 0.178

42 | 1-Pentanol 25.735 22 0.5~100 0.9996 0.9998 2.1 0.332

43 | 2-Hexanone 26.201 58 0.06~3 0.9995 0.9998 2.1 0.011

44 | Butyl acetate 26.351 43 0.5~100 0.9957 0.9999 2.3 0.250

45 | Tetrahydrothiophene 26.571 88 0.5~ 100 0.9996 0.9999 14 0.180

46 | Chlorobenzene 27.503 112 0.09 ~18 0.9999 0.9997 2.5 0.022

47 Ethylbenzene 27.618 91 0.09~18 0.9986 0.9997 4.1 0.029

48 | mp-Xylene 27.782 106 0.4 ~ 40 (80) 0.9963 0.9997 33 0.107

49 | o-Xylene 28.393 91 0.05~10 0.9999 0.9996 2.6 0.017

50 Isopropylbenzene 28.904 105 0.1~20 0.9983 0.9996 2.4 0.039

51 Anisole 29.011 108 0.5~ 100 0.9999 0.9997 2.8 0.189

52 1,2,3,4-Tetrahydronaphthalene 33.814 104 0.015~3 0.9998 0.9993 2 0.005
« 23 oto| Zt2 FIDS| &M 2|t s =5 LtEHHH FID| 2|4 s&&= MSDeF SLELICH
HET7F o™ MSD X FIDS| ZM He7t SLerS LIEFHLIC
H 4. Agilent DB-WAX ZZ 0| 2UK| = = 107kX| Steh=0f chet 22t

i BT RSD% |  MDL (MSD)

Hs A RT m/z | BMd He| (ug/mL) MSD FID L4 (n=8) Hg/mL

53 2-Methoxyethanol 9.783 45 5~ 50 0.9984 0.9995 18 0.68

54 | 2-Ethoxyethanol 10.816 59 16~ 161 0.9973 0.9987 14 1.93

55 N,N-Dimethylformamide (DMF) 13.607 73 88.3 ~ 883 0.9997 0.9999 1 2.19

56 N,N-Dimethylacetamide (DMAC) 15.667 87 109.4 ~ 1094 0.9997 0.9996 13 2.58

57 | Aceticacid 16.493 60 400 ~ 3000 0.9984 0.9997 17 90.12

58 Formic acid 17.774 46 400 ~ 3000 0.9995 0.9939 08 120

59 Ethylene glycol 20,652 31 62.2 ~ 622 0.9983 0.9982 18 4.44

60 N-Methylpyrrolidone 22.074 98 53 ~530 0.9995 0.9997 0.9 3.02

61 Formamide 24157 45 22~ 221 0.9992 0.9986 23 2.11

62 | Sulfolane 30.706 120 16~ 160 0.9994 0.9997 2.1 1.33
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USP 32-NF 27, General Chapter USP
<467> Organic volatile impurities,
United States Pharmacopeia.
Pharmacopoeia Convention Inc.,
Rockville, MD, 8/2009.

Chinese Pharmacopeia (2015).
Appendix VI V Solvent residue
determination, China.
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HS PR L1 L2 L3 L4 LS L6 L7
1 Methanol 0.75 3 7.5 14 37.5 75 150
2 Pentane 0.5 2 5 10 25 50 100
3 Ethanol sieh els 2 5 10 25 50 100
4 Ethyl ether 0.5 2 5 10 25 50 100
5 1,1-Dichloroethene 0.004 0.016 0.04 0.08 0.2 0.4 0.8
6 Acetone 0.5 2 5 10 25 50 100
7 Isopropanol 0.5 2 5 10 25 50 100
8 Ethyl formate 0.5 2 5 10 25 50 100
9 Acetonitrile 0.10 0.4 1 2 5 10 20
10 Methyl acetate 0.5 2 5 10 25 50 100
11 Methylene chloride 0.15 0.6 1.5 3 7.5 15 30
12 tert-Butylmethyl ether 0.1 0.4 1 2 5 10 20
13 trans-1,2-Dichloroethene 0.236 0.944 2.36 4.72 11.8 23.5 47
14 Hexane 0.1 0.4 1 2 5 10 20
15 1-Propanol 0.5 2 5 10 25 50 100
16 Nitromethane 0.5 2 5 10 25 50 100
17 cis-1,2-Dichloroethene 0.236 0.944 2.36 472 11.8 235 47
18 2-Butanone 0.5 2 5 10 25 50 100
19 Ethyl acetate 0.5 2 5 10 25 50 100
20 2-Butanol 0.5 2 5 10 25 50 100
21 Tetrahydrofuran 0.18 0.72 1.8 3.6 9 18 36
22 Chloroform 0.015 0.06 0.15 0.3 0.75 1.5 3
23 1,1,1-Trichloroethane 0.005 0.02 0.05 0.1 0.25 0.5 1
24 Cyclohexane 1 4 10 20 49 97.5 195
25 Carbon tetrachloride 0.002 0.008 0.02 0.04 0.1 0.2 0.4
26 2-Methyl-1-propanol 0.5 2 5 10 25 50 100
27 1,2-Dimethoxyethane 0.5 2 5 10 25 50 100
28 Benzene 0.001 0.004 0.01 0.02 0.05 0.1 0.2
29 1,2-Dichloroethane sieh els 0.01 0.025 0.05 0.125 0.25 0.5
30 Isopropyl acetate 0.5 2 5 10 25 50 100
31 Heptane 0.1 0.4 1 2 5 10 20
32 1-Butanol 0.5 2 5 10 25 50 100
83 Trichloroethylene 0.015 0.06 0.15 0.3 0.75 1.5 3
34 Methylcyclohexane 0.3 1.2 3 6 15 29.5 59
35 1,4-Dioxane 0.095 0.38 0.95 1.9 4.75 9.5 19
36 Propyl acetate 0.5 2 5 10 25 50 100
37 4-Methyl-2-pentanone 0.5 2 5 10 25 50 100
38 Isoamyl alcohol 0.5 2 5 10 25 50 100
39 Pyridine sie els 2 5 10 25 50 100




& (ug/mL)

HS PR L1 L2 L3 L4 L5 L6 L7
40 Toluene 0.22 0.88 2.2 4.4 11 22 44

41 Isobutyl acetate 0.5 2 5 10 25 50 100
42 1-Pentanol 0.5 2 5 10 25 50 100
43 2-Hexanone SiE el 0.06 0.15 0.3 0.75 1.5 3

44 Butyl acetate 0.5 2 5 10 25 50 100
45 Tetrahydrothiophene 0.5 2 5 10 25 50 100
46 Chlorobenzene 0.09 0.36 0.9 1.8 45 9 18
47 Ethylbenzene 0.09 0.36 0.9 1.8 4.6 9 18
48 m,p-Xylene 0.4 1.6 4 8 20 40 80
49 o-Xylene 0.05 0.2 0.5 1 2.5 5 10
50 Isopropylbenzene 0.1 0.4 1 2 5 10 20

51 Anisole 0.5 2 5 10 25 50 100
52 1,2,3,4-Tetrahydronaphthalene 0.015 0.06 0.15 0.3 0.75 1.5 3

53 2-Methoxyethanol 5 6.3 8.3 12.5 25 50 sieh gls
54 2-Ethoxyethanol 16 20.1 26.8 40.3 80 161 s ez
55 N,N-Dimethylformamide 88.3 110.4 147.2 220.8 441 883 sie els
56 N,N-Dimethylacetamide 109.4 136.8 182.3 273.5 547 1094 e els
57 Acetic acid 400 600 800 1000 2000 3000 siE els
58 Formic acid 400 600 800 1000 2000 3000 s oz
59 Ethylene glycol 62.2 77.8 103.7 155.5 311 622 sk gls
60 N-Methylpyrrolidone 53 66.3 88.3 132.5 265 530 s els
61 Formamide 22 27.6 36.8 55.3 110 221 e els
62 Sulfolane 16 20 26.7 40 80 160 sie s
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