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1. IA=HT A

Agilent 7697A TRz #1£28
i &
B RARINESE N,
ESIFME 1mL
B RS 20 mL
(i 7
YRS Wines 20 mL/min
¥ iR IE] 30 min
priz =3: ] 0.5 min
HRMRE 85°C
EEWEE 95°C
i251E54 0.53 mm NRFFRHMAXRE (EB4FS 160-2535-5)
FR%RE 105 °C
HRiERED 15 psi
E2IMATE BEX
EENFAERE 20 psi/min
EEBFRAES 4 psi
TE IR FHEATE 0.1 min
Agilent 8890 GC
S8 &
priz=dm| SSL, 250°C, %tk 101
WE BE, £F, 2mmRRE (45 5181-8818)
CFT #8 RIS S es (245 G3180-60501) , 433tk 1:1 MSD:FID
PSD 3.8 psi fBE
B Agilent DB-624 60 m x 0.25 mm, 1.4 pym  (Zp-S 122-1364)
HS 5, 1mU/min, 185
FID PR2 0.7mx0.15 mm AEETEAMAREL (H4S 160-2625-10)
MSD [Rii2% 1.9mx0.15 mm AREEBMAXREL (FHS 160-2625-10)
R 40°C (10 %) , #AIFLL5 °C/min F+Z 80 °C, #AFLL 12 °C/min FE 220 °C (10 2%H)
FID JBE: 250°C, &R: 30 mL/min, =S 300 mL/min, BMS (N,): 25 mL/min
RIRE 250°C
Agilent 5977B MSD
S8 &
BFs El
BFREE 230°C
iR RE 150 °C
hi AR 3mm
VENEpats Atune.u
SRELKE ESEE
AFIFER 6 min
BT EBE 0




® 2. RiEHEE T E

Agilent 8890 GC

S8 &
#HEEO SSL, 250°C, %3t 30:1
WE HWBENBSEERERSTWE (&S 5190-2295)
HEEE 0.5 uL, #Hi¥s (F4S 5181-8810)
CFT#8 AIMEMEES 2 Ree (ER4S G3180-60501) , 4377kkL 1:1 MSD:FID
PSD 3.8 psi 18/F
B Agilent DB-WAX Ul 30 m x 0.25 mm, 0.25 pm (284S 122-7032U1)
HX 85, 1ml/min, 185
FID PRIi2% 0.7mx0.15 mm REEZTBMAXRE
MSD PRtEs 1.9mx0.15 mm AR EERMARE
R 40 °C, #ARELL5 °C/min FZE 160 °C, #AFLL 10 °C/min FZE 220 °C (10 53%h)
FID JBE: 250°C, 8¢ 30 mL/min, 25 300 mL/min

EWS (N,): 25 mL/min
R RE 250 °C

Agilent 5977B MSD

28 &
BFIRER El
BFREE 230°C
ORI RE 150 °C
Earkast)id 3mm
RS Atune.u
SRELKE 134
TAFIFER 6 min
EM B3 FEE 0

A SinEm
=R AFIAREE S B 2R A
3, =BT (DMSO) F3aHl.

125 EHS 5190-0490

2A 2 S 5190-0492

2C £ ZHS 5190-0493
2B £ 3 KXY E—IrnERBE &
BLIER N ZRERARF J&K Scientific
Ltdo
= 3 L&A DMSO Ak (v/v=50:50)
BRERR. EINTARAIIN 5 mL DMSO
7K (v/v=50:50) BIE®, MATRE=ZR
R BRLUKEFAIENARIRERRIES
Ko F® 4PN UEYREKHERE. R A
R A1 B 7 S aYIN A EIRE
IKFs



R 3. NS HER 52 Fib E¥7E Agilent DB-624 BBkt EMIDITER (R4

ki IETEFA RSD% MDL (MSD)
55 E=4 1REZAT{E] m/z ZMSEE (ug/mL) MSD FID L4 (n=8) pg/mL
1 R 8.818 31 0.75-150 0.9998 0.9994 2.2 0.194
2 A 11.251 43 0.5-100 0.9944 0.9997 2 0.143
3 Vi 11.73 31 2-100 0.9999 0.9998 1.2 0.514
4 Z 12.142 74.1 0.5-100 0.9911 0.9998 43 0.147
5 11-Z8Z% 13.083 61 0.004-0.8 0.9997 0.9986 1.7 0.003
6 PR 13.283 43 0.5-100 0.9999 0.9996 2.1 0.227
7 BRE 13.854 45 1-200 0.9997 0.9979 43 0.245
8 AR FE 13.873 45 1-200 0.9997 0.9979 43 0.245
9 ZBE 14.39 4 0.1-20 0.9996 0.9984 42 0.032
10 ZERRAES 14.564 43 0.5-100 0.9998 0.9998 2.7 0.424
1 ZRRR 14.947 84 0.15-30 0.9997 0.9997 2.1 0.033
12 FRELR T 15.938 73 0.1-20 0.9988 0.9998 2.1 0.035
13 R®-1,2-Z8ZIE 15.979 95.9 0.236-47 0.9969 0.9998 1.7 0.065
14 2k 16.899 57 0.1-20 0.9995 0.9998 2.2 0.074
15 1-REE 17.712 31 0.5-100 0.9995 0.9996 2 0.180
16 HERR 19 46 0.5-100 0.9999 0.9991 1.9 0.252
17 IR=-1,2-Z RN 19.21 96 0.236-47 0.9988 0.9999 2.5 0.045
18 2-THR 19.225 43 0.5-100 0.998 0.9999 2.3 0.147
19 2 B 19.375 43 0.5-100 0.9986 0.9997 1.4 0.305
20 2-TE 19.688 45 0.5-100 0.9998 0.9999 2.4 0.237
21 PEEICN ] 19.985 42 0.18-36 0.9998 0.9998 2.1 0.053
22 =8HR 20.054 83 0.015-3 0.9997 0.9998 1.6 0.006
23 111-=82% 20.546 97 0.005-1 0.9999 0.9998 1.3 0.003
24 HEk 20.707 84 1.0-49 (195)* 0.9908 0.9997 1.8 0.188
25 P&k HR 20.962 117 0.002-0.4 0.9998 0.9992 2.8 0.002
26 2-FE-1-/EE 21.119 43 0.5-100 0.9999 0.9999 2.1 0.494
27 12-ZHRaEZR 21.265 45 0.5-100 0.9999 0.9995 1 0.256
28 = 21.442 78 0.001-0.2 0.9995 0.9998 5.8 0.001
29 1,2-Z82Z%% 21.442 62 0.01-0.5 0.9989 0.9998 1.5 0.002
30 Z B RREE 21.496 61 0.5-100 0.9985 0.9998 0.8 0.164
31 Bk 21.956 71 0.1-20 0.9974 0.9996 2.4 0.034
32 1-TEE 22.547 56 0.5-100 0.9994 0.9998 2.4 0.172
33 =82k 22.791 130 0.015-3 0.9999 0.9999 1.8 0.007
34 FEIR SR 23.208 83 0.3-15 (59)+ 0.9989 0.9997 2.3 0.072
35 14- 28R 23.489 88 0.095-19 0.9999 0.9999 33 0.055
36 ZEAAEs 23.491 43 0.5-100 0.9966 0.9999 3 0.268
37 4-BRE-2-1XHR 24.815 43 0.5-100 0.9985 0.9996 2.2 0.143
38 BIxE 24.879 55.1 0.5-100 0.9991 0.9996 2.4 0.256
39 i1 25.024 79 2-100 0.9992 0.9997 2.1 0.502




| 3. N HIER 52 T L EYTE Agilent DB-624 BB EMDITEER (81)

S I£TEFR RSD% | MDL (MSD)
=2= 2R 1R AdE] m/z L MSEE (ug/mL) MSD FID L4 (n=8) ug/mL
40 R 25.196 91 0.22-22 (44)* 0.9964 0.9998 2.1 0.065
41 ZHRTHE 25.322 56 0.5-100 0.9958 0.9999 2.1 0.178
42 1-7KEE 25.735 42 0.5-100 0.9996 0.9998 2.1 0.332
43 2-C 26.201 58 0.06-3 0.9995 0.9998 2.1 0.011
44 BT 26.351 43 0.5-100 0.9957 0.9999 2.3 0.250
45 7O SRR 26.571 88 0.5-100 0.9996 0.9999 1.4 0.180
46 EFS 27.503 112 0.09-18 0.9999 0.9997 2.5 0.022
47 VS 27.618 91 0.09-18 0.9986 0.9997 4.1 0.029
48 BZERE, WZRFE 27.782 106 0.4-40 (80)* 0.9963 0.9997 33 0.107
49 SBEAZE 28.393 91 0.05-10 0.9999 0.9996 2.6 0.017
50 BRER 28.904 105 0.1-20 0.9983 0.9996 2.4 0.039
51 KR 29.011 108 0.5-100 0.9999 0.9997 2.8 0.189
52 1234-mEHE 33.814 104 0.015-3 0.9998 0.9993 2 0.005

* IESHRENRR FID WEERAKRE, FID M&/IVRES MSD #[E
T2 S &R MSD # FID K14 SEEER
R 4. REHER 10 F b &7E Agilent DB-WAX B3% T ERIDITESR
R
I#EFR RSD% MDL (MSD)
55 Ex4 1R BR8] m/z Z4SERE (ng/mL) MSD FID L4 (n=8) pg/mL
53 2-RERZE 9.783 45 5-50 0.9984 0.9995 1.8 0.68
54 2-ZEEZE 10.816 59 16-161 0.9973 0.9987 1.4 1.93
55 N,N-Z R E B EERE (DMF) 13.607 73 88.3-883 0.9997 0.9999 1 2.19
56 NN ZEEZEERZ (DMAC) 15.667 87 109.4-1094 0.9997 0.9996 13 2.58
57 Z8 16.493 60 400-3000 0.9984 0.9997 1.7 90.12
58 AR 17.774 46 400-3000 0.9995 0.9939 0.8 120
59 Pt - 20.652 31 62.2-622 0.9983 0.9982 1.8 4.44
60 N- BB O PR 52 R 22.074 98 53-530 0.9995 0.9997 0.9 3.02
61 BB 24.157 45 22-221 0.9992 0.9986 2.3 2.11
62 FTH 30.706 120 16-160 0.9994 0.9997 2.1 1.33
48 53430 RAERBFINET, HIHTIERER  REFISKETE DB-624 Gii FKES5)

1. TR #HE D

¥ USP <467> 5IZRAH 52 M &Y AT
THESRHEE, FIE Agilent DB-624 73
M ESDE, RIE178YE1£9 40 ¥ #*
TP FUE] MSD A FID PRz, —Ri#
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2. 52 Mk EMIRIFREAR (KT 7) 7£ Agilent DB-624 3% _EAY GC/MS-SCAN 1 FID BB, MHE#577EEA MSDFID = 1:1




TRt R RATERR

BEE. FRE. NN-ZEBEEBER (DMF)
1 DMSO REXRMEENBHNE BFERE
Biflle MAMRARERFE. REA
DMF, RANENZERKEY. 1 £M
2 KEERAFTH DMSO, DMSO 5%
RSB ATNER, ALLEE DMSO fER
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RMEBFIF ISR BN E Y RIR TR
BRBE. BRIRARESRHRER, KR
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LEFHEREAT o
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R AFIET 10 MESYHIEXRK.
MSD #1 FID £ R* B9 AF 0.9939, X
KF 4 RETHITERESYIHIT 8 X
#HE, WABWE. NFPRELEY, 1§
ER %RSD AR T 2.3%. HKF 1 K&
RAFRY 8 REEIEITITEH MDL B, 1F
S BFEFIR 4 Fimo

e

M Agilent 8890 GC/FID/MSD 44l
130 2 M 3 LKHEKRBAN. WFHMAF
EFMFRZES], FID 1 MSD YO@EEE
AR AFIRE TR A T HE, MSD
DITELEE R L E I B 60 A
FINARHEM, WREAMANIETEKEA
7, WRGKEATEENEENTHRE
R,

S 3k

1. USP 32-NF 27, General Chapter USP
<467> Organic volatile impurities,
United States Pharmacopeia.
Pharmacopoeia Convention Inc.,
Rockville, MD, 8/2009

2. Chinese Pharmacopeia (2015).

Appendix VI V Solvent residue
determination, China



Bt A

R AL FRREL S EUEWBORE (TR

ARE (ug/mL)

Fs Exg L1 L2 L3 L4 L5 L6 L7
1 i 0.75 3 7.5 14 37.5 75 150
2 b2 0.5 2 5 10 25 50 100
3 8 NA 2 5 10 25 50 100
4 Z Bk 0.5 2 5 10 25 50 100
5 11-Z82Z% 0.004 0.016 0.04 0.08 0.2 0.4 0.8
6 PR 0.5 2 5 10 25 50 100
7 BRE 0.5 2 5 10 25 50 100
8 AR e 0.5 2 5 10 25 50 100
9 2B 0.10 0.4 1 2 5 10 20
10 ZERRAES 0.5 2 5 10 25 50 100
1 ZRRR 0.15 0.6 1.5 3 75 15 30
12 FRERLT BB 0.1 0.4 1 2 5 10 20
13 R®-1,2-Z8ZW% 0.236 0.944 2.36 472 11.8 23.5 47
14 2k 0.1 0.4 1 2 5 10 20
15 1-REE 0.5 2 5 10 25 50 100
16 HE R 0.5 2 5 10 25 50 100
17 IR=-1,2-ZRZ )% 0.236 0.944 2.36 472 11.8 23.5 47
18 2-THR 0.5 2 5 10 25 50 100
19 2 B 0.5 2 5 10 25 50 100
20 2-TE 0.5 2 5 10 25 50 100
21 PEEICN ] 0.18 0.72 1.8 3.6 9 18 36
22 =8FR 0.015 0.06 0.15 0.3 0.75 1.5 3

23 111-=82% 0.005 0.02 0.05 0.1 0.25 0.5 1

24 HEk 1 4 10 20 49 97.5 195
25 POSILHR 0.002 0.008 0.02 0.04 0.1 0.2 0.4
26 2-FE-1-HEE 0.5 2 5 10 25 50 100
27 12-ZHREEZIR 0.5 2 5 10 25 50 100
28 = 0.001 0.004 0.01 0.02 0.05 0.1 0.2
29 1,2-Z82Z%% NA 0.01 0.025 0.05 0.125 0.25 0.5
30 Z B RREE 0.5 2 5 10 25 50 100
31 Bk 0.1 0.4 1 2 5 10 20
32 1-TEE 0.5 2 5 10 25 50 100
33 =82k 0.015 0.06 0.15 0.3 0.75 1.5 3

34 FEIRE R 0.3 1.2 3 6 15 29.5 59
35 14- 28R 0.095 0.38 0.95 1.9 475 9.5 19
36 ZEAREs 0.5 2 5 10 25 50 100




R AL FARDITRE TS UEMBIRE (4

)

RE (Hg/mL)

Fs B L1 L2 L3 L4 L5 L6 L7
37 4-FE-2-1XER 0.5 2 5 10 25 50 100
38 1235753 0.5 2 5 10 25 50 100
39 Ui NA 2 5 10 25 50 100
40 EES 0.22 0.88 22 4.4 1 22 44
41 ZEBRTEE 0.5 2 5 10 25 50 100
42 1-1XE2 0.5 2 5 10 25 50 100
43 2-2F NA 0.06 0.15 0.3 0.75 1.5 3

44 ZE TR 0.5 2 5 10 25 50 100
45 ey 0.5 2 5 10 25 50 100
46 ax 0.09 0.36 0.9 1.8 45 9 18
47 Va3 0.09 0.36 0.9 1.8 46 9 18
48 BZERE, WZHEE 0.4 1.6 4 8 20 40 80
49 PR 0.05 0.2 0.5 1 2.5 5 10
50 BRRER 0.1 0.4 1 2 5 10 20
51 B 0.5 2 5 10 25 50 100
52 1.2,34-MEME 0.015 0.06 0.15 0.3 0.75 1.5 3

53 2-FREEZE 5 6.3 8.3 12,5 25 50 NA
54 2-ZREZE 16 20.1 26.8 40.3 80 161 NA
55 N,N- Z FRE FRf AR 88.3 110.4 147.2 220.8 441 883 NA
56 NN-ZREZBifz 109.4 136.8 182.3 273.5 547 1094 NA
57 Vi 400 600 800 1000 2000 3000 NA
58 g 400 600 800 1000 2000 3000 NA
59 2B 62.2 77.8 103.7 155.5 311 622 NA
60 N-FRELHE IR 5 R 53 66.3 88.3 132.5 265 530 NA
61 EARERE 22 27.6 36.8 55.3 110 221 NA
62 TR 16 20 26.7 40 80 160 NA

NA: RRUILREKFERS5EMITH,

www.agilent.com
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