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WE: ACF A 52 LCMS-8050 ZEMRTRAKARLAREIL T FRB T HERSERFHNDMA DT .
%7355 %E FDARIIA R SR ES R, RBIMIEEE, LMHEXRKTE 0.999 LU L, EERTE 1 ng/mL;
FRARENEEMEER, HRBNEIMEERABXIITERED5E 0.06~0.13% 1 1.68~2.96% Zi8); FE

ETEREAA=ZNRTEIREMIREIRE 90.3~100.9% 28], A5 EMRESE, o BT SRR,
KPR LCMS-8050 = EMIRIFRBEEBARS EEET NDMA

BEFEMZE (Genotoxic Impurities, GTI) X
MERSERRA, BEMEYEASEESNEFRGA
i DNA, FEERRTHAERNIZE, EBEREATEE
N- ZFRETMHERE (NDMA) , X& N- TiEEZHEE,
EHZHES THEREERE R TREMERNE
BRE, IZEETERERES, EENNYIEEY,
SRR TN HIAMSE R, 2018F7H, 7
IBRAYPREEE LI H T EE I EY NDMA,
SIS ZXE, HABXEINSEREKRIRK,
2019 9 B 13 H, FDA £*kEMH, REEENER
AREERETH A NDMA, FDA BRIRIESH, It

W& 2
1.11X88

gi AT EEAY P RIERRNE GCMS FHiERE
BFERET, RRAETFERETHNENLF, HEM
“HRREHESE TNEZEE, S5 N- TEEZ
BRZ, X GCMS FRE AN # A RER LTI,
Hitt5EtS EXFIAMBESRBEBIR G BT
KIRETS | &R AR SR,

Bel FDAEXRMEREE T NDMA M E K LC-
HRMS #1 LCMSMS S5, mXEELU LD A E,
KARE=BMRMRERBKAN LCMS-8050, LT
EREBTRHANKRESIFIH NDMA B2 A%, #
HEEREMARSE,

57 LCMS-8050 = EMUMMT R FRIEEXA RS, BAREE N LC-30AD X2 R E, DGU-20A5 fE4&ii S,
SIL-30AC Bhi#ti£8s, CTO-20AC #8758, FCV-20AH RE&LIHEIR, CBM-20A R&i1THIgS, SPD-20A &KIMa N2,
LCMS-8050 = EMURFFBIE(Y, LabSolutions Ver. 5.97 &3t T {Fik,

1.2 oifr5M
BB

&igtE: ACE-C18-AR (4.6 mmI.D. X 150 mm L., 3 um)

RohAE: A+ -0.1% EEL7K B 48 -0.1% HRERFEZ
FRE: 0.8 mL/min

R 40°C

HIEE: 10 uL

B AT R, B BYIRAREN 5%, BEEFRE Lo

/
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* 1 BELRNERER
Time(min) Module Command Value
1 EX) B.Conc 5
2 £ B.Conc 13
4,93 =88 Event 1*
6 £ B.Conc 13
6.1 £ B.Conc 100
10 R B.Conc 100
10.1 xR B.Conc 5
14 =28 Stop
AL Y REAMBUIRERR;
LCMS-8050 GRiZsef4:
BFIR: APCI(+) EOBKE: 3.5kV
EHSARZE: 3 L/min IFAREHERE : 200°C
DLRRE: 180°C AR 2R (MRM)
EITREE: 300°C FIESARERE: 5.0 L/min
MRM &#: ik 2
% 2 MRM 2%k
U . Q1 Pre Q3 Pre
No. E=2u CAS RIAEF =BT Bias(V) CE(V) Bias(V)
43.05* -11 -12 -17
1 NDMA 62-75-9 75.15
58.10 -13 -18 -17

* CRTEEBETF

1.3 tRERARIEE

Y NDMA #iAE &K (100 mg/L) , FEAKEARIEEHEA 1. 2. 5. 10, 20, 50, 100. 200 ng/mL
HIERVITIEAR, LN,
1.4 F Rl B A A

[FRIZG: AERFREY 120 mg BERIAEREZEREOER, 1IN 4 mLA4XEAR, RIOCESDEFRTEAR,
EERENE 0.22 um FEEEIER, £ .

RESIF: ERIFBEENAREY), MAKEME, LUAEI 30 mg/mLBERETHENKRE, RitEZES
40 min, EE®RST 0.22 um BB EE, £V

ZR51118
2.1 NDMA B9#5Ef MRM BiEESERE TEEZ UV E

%R 1.3 Eaﬁ% 10 ng/mL B NDMA #R &R R LN, FriSEIEEINE 1 ZEBMMR, SRBTREAZRIE 1.4
IR EN S, BEEIMONBENEEE T BEENE 1 GEMR, MEBFELUEL NDMASEEETER
TN EE,
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4.0(X10.000) uV(x1,000,000)
“V"J1:NDMA 75.1500>58.1000(+) CE: -18.0 1

11:NDMA 75.1500>43.0500(+) CE: -12.0 4.0+
3.0+ 1

] 3.04
2.0—; 2.0
1.0 1.0

—_— T ——————

25 3.0 35 4.0 4.5 min 0.0 5.0 10.0 min

1 NDMA B9tT#ES (10 ng/mL) MRM BE () SERETEMAUVE (H)

2.2 MEHE
1RER 1.3 EChl B IR EARE AR, LUE BRYIRE NS, BARYIEER PSR, LUOMREL BT ERZ,
FRSRUEZAIME R R B, LMEBXREAT 0.999, HEHETE 93.2%-110.6% Zi8l, FIZEERINTE 2 Fixo

E£H(x100,000)

Y = (4836.57)X + (-944.573)
r=0.99977

7.5
5.0

2.5

2 NDMA frEphsk

2.3 REERL
BEf) 1 ng/mLAREA RS TRBENR, HERWE 3 FiRo

(x1,000) (x1,000)
1.25-] 20:
1 .0 <
1 ] = SN
1.00- 1 =
] 1.5
0.75 1
:W\N\MMW 1.0
0.50 1
] 0.5+
—— T T — T T T
3.0 40 5.0 6.0 7.0min 3.0 40 5.0 6.0 7.0

B3 =H (KB) 51.0ng/mLingEHR (BE) &iEE
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24ABEMER
ER1I3SEEGR. . S=TIREMEDR, ELHEF 6 R, TREFBREMERARNESEY, &
RMTRIAT. = DREARERRAY R E BB 1§ EIRAIAB XS A5 /E R ZE (RSD%) 235 7E 0.06~0.13% A
1.68~2.96% 28], #iE FDA 52 ERK (fREEBYIE) RSD%<2%, I#EFR RSD%<10%) , XEEZEE R,

&3 BEEMMIK (n=6)

a9 2.0 ng/mL 10.0 ng/mL 50.0 ng/mL

RT. Area RT. Area RT. Area

1 4.454 8951 4.465 40627 4.480 222385

2 4.466 8727 4.472 40530 4.475 216172

3 4.460 9421 4.472 41574 4.476 224656

4 4.470 9013 4.469 41109 4.475 224270

5 4.465 8726 4.471 41677 4.481 222564

6 4.464 8796 4.557 43096 4.480 216806

AVG 4.463 8939 4.470 41435 4.478 221142
RSD/% 0.13 2.96 0.06 2.27 0.06 1.68

2.5 IOFREIHESLLE

RERETRHAERZ 1.4 PERHITAIE, FARM=IFRRERNITESK, MMURED I NEREZ S
RER 80%. 100%. 120%, SNMREMNMNTFRFT=7, SEERE 4, NFEWRERRE 4, =1DF
B E IR B R FE 90.3~100.9% Z i8], FIT=HHFmiBEX1RERZE (RSD%) 7E 1.77~4.93% Z i8], 733%
HEHE S,

= 4. ARERER (n=3)

IARRE ik E
E=4 n N Bl = RSD/%
(ng/mL) (ng/mL)
FRIZEE - 7.59
80% fN4R 5.6 12.75 92.1 1.77
100% HN4R 7.0 14.65 100.9 4.93
120% fN4R 8.4 15.18 90.3 4.85
(x10,000) (x10,000)
1:75.1500>43.0500(+) {1:75.1500>43.0500(+)
1:75.1500>58.1000(+) 11:75.1500>58.1000(+)
404 = 7.5
(=) ] <
= =
3.0+ ] %
5.0
204 ]
104 2.57: AN
0.04 o.o{x/\ﬂ/v
Y T

=S 80%10#%
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(x10,000) (x10,000)
1:75.1500>43.0500(+) J1:75.1500>43.0500(+)
11:75.1500>58.1000(+) - 1:75.1500>58.1000(+)
7.5 2 7.5 %
] = 1 =
5.0 5.0
25 25
O.O{A—/J/\/\ O.ng/J/\A
— ———
4.0 45 4.0 45
100%N#% 120% 045

4 MNAREIURSLLn B iR E

2.6 SEFRAF mmlist

B—RBAR—DRERIFIZ 1.4 PEHITRE, ENDH, FITNERR, KEFREIEERES,
OMEER I 5o

(x10,000) (x10,000)
{1:75.1500>43.0500(+) 11:75.1500>43.0500(+) =
11:75.1500>58.1000(+) 1:75.1500>58.1000(+) =
2,59 < 259 o
] = | =
] = 1
2.0 = 2.0
151 151
1.0 \ 1.0
O.Séw O.SEM
001 0.0]
35 40 45 35 40 45
Rty i
5 PREE RN &L E
x5 BERASHFIRMLESR (n=2)
[EFRE=E MiRE (ng/mL) HRKRE (ppm)
R 3.89 0.13
KR 5.25 0.17

W4t

REREWET T —MERBEBESRREEIE N LC-30A MM=EFE MR RIEN LCMS-8050 BXANEEE
TERRAREGFIHR NDMA BFGE, BIMOEEE, €8N 1 ng/mL (0.033 ppm) , 2 ng/mL EE#HF
6 £+, HIREBBEMIEEIIA RSD% 75174 0.13% # 2.27%, #/E FDA HEEXK,;, FEETERERA=1TME
RENAREIULER 90.3~100.9% i8], FIT=1p#EHY RSD% 1 1.77~4.93% Zi8, FHiEEMPISR, ZHEER
TFERETRHAREFIFIAEESZEZ L NDMA B, HEXARSE,

ERELVEE(PE)FRQA S H A DO
Shimadzu(China)CO.,LTD. Analytical Applications Center

LETHILXEME1805B21 EIEIE: 021-34193996
Building B2, No.180 Yizhou Road, Shanghai Hotline: 021-34193996

http://www.shimadzu.com.cn



