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D1ybiBdA NDMA 5 NDEA 8=

GCMSMS-175

BE: AXERREAT=EMRTSHREAN GCMS-TQ8050 £ & TR it 7 —MHIERNERAE
MbiEd N- EEE B (NDMA) 5 N- EFEE 28 (NDEA) B9AE. EMRNRESERE 0.025~0.5ug 5
0.025~100ug MM RIRIE RIF&E, HEXATBOAE 0.999 KL E, AEKMHFE (LOD) NDMA 9 0.013ug,
NDEA /3 0.0024pg. #R/EMIESFEF 6 £, 0.1ug 5 Spg IE@FR RSD 3 51/ F 3% 5 2%, 0.1pg. 0.2ug
5 5ug B9 NtR FI9EIULERTE 96.2%~106.4% Z (8, Z A ABBRAGE, AJURGFHNEFENWIBEREEZH
NDMA #1 NDEA & EZRINE,

X 2iE SENRITSAEGIERIZE AN NDMA NDEA EMhiE

N- i4pR — B R (NDMA) F1 N- 4R — Z A% MBI IMBEIBRAY R BEA LI T NDMA 5
(NDEA) B FhIiEEERYImR, RIE 2017 FHART NDEA ZxRMITETE, XAJRER/MERFERAERIZE

Eﬁﬁéﬁ'\lhﬁfﬁﬁ SRR BUEY) S R X MM
BB T 2A 38UEY), ME ICH M7 f5rRRBRFX M
MLEMABREEUEN, WEEMNBEMEIEER
7o

2018 £ 7 BREHIEHRARIIER “GiIBEE

. BaieBALHIZ5E R NDMA 5 NDEA AN
MBI R EIEHIF,

B &l NDMA 5 NDEA B9t 5 2B ] BRESTNE
+ SBE. BEXEE FDA NS HEF AR RAINE +
=EMRASBZEILTEN)IEFR NDMA 5 NDEA B9

77 EIASIEER, HibOREDIBREZHREM
HmEEREHEBERMANDMA, WEERKREEHR

QMG E AHERBES, BN, M=d#EF
BREEINADBRTUBEN SR, EA=EN

HUOIBRHMANDG MK AR, BEFSHAE, BN RTINS RSE,
W& 2
1.11%=8

GCMS-TQ8050 = E MR SIEBIL FR
HS-20 TR #H RS
1.2 D&t
Tz %14
FEPRE: 130°C
F#BYiEl . 15min
HmmERE: 150°C
GC-MS/MS %1%

HEX Y

F%EE . 160°C
HERImMESE: 50kPa
GC &M BT[E]: 25min

ittt SH-Rtx-Wax, 30m X 0.25mmID X DImEE: 22.5
0.5um BFHI: El
382 &: 60°C (0.5min)_15°C /min_ 150°C BFIREBE: 230°C
_20°C /min_ 240°C (2min) BIERIEEOEE: 230°C

TRERAR: ELEEAR
KIRE: 44.7TmL/min

MBZEBE: FIEEBE +0.6kV
RKEZEN: MRM, BFEERE 1
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M o Al A IR

FEEAREUE TV BRI 25 500mg F 20mL TRESHEF, 0 N- FREMIEE (NMP) SmLiA#R, Wik,
.

ZRitie
3.1 NDMA 5 NDEA trEIEE

(x10, 000) (x10, 000)
174.00>42. 10 2.54102. 00>85. 10
7 5.174.00>44. 10 1102. 00>44. 10
] NDMA 2. 0*: NDEA
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2.5 |
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5.0 5.5 5.5 6.0
NDMA NDEA

El 1 NDMA 5 NDEA FRE®EE (0.1ug)

& 1 NDMA 5 NDEAAANER

No. RXRTR CAS S REAT(E] EEEFX EME T
1 NDMA 62-75-9 5.016 74.00>42.10 74.00>44.10
2 NDEA 55-18-5 5.750 102.00>85.10 102.00>44.10
3.2 IR A IR

H T BEERENEN, ESMTAANERYE E 5957 0.0250 0.05. 0.1, 0.5, 5. 10.
100ug, UBIEEZEL, MTHEF, AFERFTFHNRHETEREMATEESR, S8, FDA 57%& (Combined
N-Nitrosodimethylamine (NDMA) and N-Nitrosodiethylamine (NDEA) Impurity Assay by GC/MS-
Headspace) #lI{F 0.025~0.5ug 5 0.025~100ug MZAnsk, #KMIEEA/NNF 0.5ug #RR&RNXA 0.025~0.5ug
Wrtk, BNRAS—FInk, SMMEWE 2 58 3 Fim. 2R ICH Q2 (R1) AZEFRIHIER, FRAFERL
y HE AT ERE (O) SRIZ (S) HEMHRE (LOD) ME=MR (LOQ) (i+&E 3 LOD=3.35/S,L0Q=106/S).
B2 EWMEMEEXFRE. LOD. LOQ tN%&K 2 FA7R,
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U T AR (x 10, 000) I A (x 10, 000)
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1. 54 ]
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o¥bprnr ————— o.o¥%r—r—
0. 00 0.9%5 s 0. 00 0.%5 e FE
NDMA NDEA
B 2 NDMA 5 NDEA R4k (0.025~0.5ug)
WETI AR (x1. 000. 000) AR (x1, 000, 000)
6. 0 ]
] 5.
5. 0
§ 4.
4. 04
] 3.
3. , B (510, 000;

NDMA NDEA
2 NDMA 5 NDEA fR/E#h% (0.025~100ug)

Z 2 NDMA 1 NDEA M4 HEX R BRI H IR E ER
BXHE#H (R2) MEXHE#H (R2)

BH B TR o
D AR E (0.025~0.5pg)  (0.025-100pg) =ik (He) 1R (ug)
1 NDMA 0.9995 0.9999 0.040 0.013
2 NDEA 0.9999 0.9999 0.0071 0.0024

33EEMRR
B 0.1pug 5 Spg tnBEmiAmR, DAESHE 6 R, ZRMNBNEEN, WELRNKR3I 5K 4.

% 3 NDMA #1 NDEA EE#4£ R (0.1ug)

ID HDZ IEmR 1 IEmER 2 IEmER 3 IEER 4 IEER 5 I 6 RSD(%)

1 NDMA 6,542 6,836 6,414 6,591 6,764 6,697 2.33
2 NDEA 6,219 6,320 6,282 6,188 6,304 5,997 1.92
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#& 4 NDMA fI NDEA EEMER (5ug)
ID HH BN IEmEF 1 g EFR 2 I&mEF 3 £ mEFR 4 IE&EFR 5 IEEFR 6 RSD(%)
1 NDMA 314181 312202 312531 316668 312629 305904 1.14
2 NDEA 293383 291324 290896 292,698 295224 280771 1.76

3.4 MNAREIHEE

WNE N DIBE AR L BRY), FATHREMIS500mg BIVEHRIBEI D 20mLTAZTHAA, 2
A ME B 0.1ug, 0.2ug, Sug BITRERR, B NMRES 37, BIIA N- BELIRGE AR S &R
5mL, ZE, lllo AMEUWRERLERINE 4 F&K 5 Firo

& 4 AR NDMA RNEWERLER

D ””f’f‘gfg mmuﬁg;mumg TIIEIRE (%) RSD(%)
1 0.1 0.1024 102.4 1.97
2 0.2 0.1924 96.2 2.58
3 5 5.161 103.2 2.19
£ 5 FAMH S NDEA RINEIKRLE R
o ””fﬁg’g mignufigsmumg EE (o) I
1 0.1 0.1036 103.6 4.99
2 0.2 0.2010 100.5 1.61
3 5 5.318 106.4 1.25

W4t
A7 ERFRE GCMS-TQ8050 £5& HS-20 TR #2327 [BUIIMBIREEIZ5F NDMA #1 NDEA By
FiEe %FETE 0.025~0.5ug 5 0.025~100pg SEEINIRERAIIEL M R, HXRHAKT 0.999, NDMA /Y
KWHRMEZMR D517 0.013ug 1 0.040ug, NDEA B9AG HRFE Z R 525079 0.0024 pg 1 0.0071pug. =
Mm@ LL0.1ug, 0.2ug, 5S5ug = NAREKFEINFR, FIYLIUWERTE 96.2%~106.4 Z (8, ZAHEZRBES. &
S4r, RBEMT#HE, silEEERNESR T BFEANARARIINERERTER, JURFHNBAFEID
1BERIZH NDMA 1 NDEA & ERNE.

E Rz lEER(PE)EGRAR DHF DO

Shimadzu(China)CO.,LTD. Analytical Applications Center

LETHILXEME1805B21 BHEIE: 021-34193996 http://www.shimadzu.com.cn
Building B2, No.180 Yizhou Road, Shanghai Hotline: 021-34193996



