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LCMS-QTOF-016

FE: AXEHSEREEIE - IRTF $THE/MIE (LCMS-9030) XM ERE T RAZ T N- TS
ZHiZ (NDMA) #HITEE5H . BRI EEEREERE T T IEHIEETE], (HARIERE SR
iR, FETINE K. NDMA HIEESEITE 4.1 min, AR RERRRAIERSH, FIENTIANREIEEN 2.5 5 4.5
mine RAGEAM R RRFIELX 1 ng/mLIEBRKRE S/NIIKTF 10, 1 ng/mL AFKENTEEH H R,
2 ng/mL iREBRESLERE 6 R, BEREEM <10%, 7E 1.14-146 ng/mL KESEEA, HELMEREF, 18
X EE>0.999, MARITAIRETTEEREMET 86.95-112.32 28], WHEEMER, IMTEITE D
HRAF NDMA &8, WELRH/NF 0.32 ppm.

XA KA -

ERETR—MI zRF AT s mamn
HRE H2 ZRERT. Brl, BIREENIIZRAD
NERETEREHANMBATKE N- WiEE ZHAZ

(NDMA) . NDMA 22—V RS RE MR, WIESL2
—MEEY. BB TZAAESRERM NDMA, F
B GCMS MELERIERS. 201998 13 B FDAE
MTERE T NDMA BN A%, HAERRATR

WL R 5
1.1 1438

BEBEBREBIE Nexera F 4t & Bk [ Rk 7+ 7% 17 BY 8] 51 1%

POiRAT ¥ATRYEI BRI Q-TOF ZhERE

& T NDMA

REAWRIEE, EXBFRBTREEAFKRERER
/=&F 0.32 ppmo

AXER &S 7 PBE Y LCMS-9030, &R
ERRIEE I Nexera BFEREB TEREREZF NDMA
BENE. AFEREERE. R R$ES. EE
i BE MR, AIEEXQNTESE,

i LCMS-9030 (ECfEL RERYIHEIR) o

Nexera R4 E31E LC-30AD X2 (@& 3R) , DGU-20A5 (FE&RESML) , SIL-30AC Bnhi#ti¥as) , CTO-20AC (&

‘BF) , SPD-M20A (ZiRE 5K
Ver5.97, #iEIEMEA LabSolutions Insight 3.4,
1.2 okl

B

& M2Z) , CBM-20Alite (RZiH

128) o FIEBXEFE A LabSolutions

Big+E: Shim-pack GIST 4.6 mm I.D. X150 mm L, 5.0 um

JnohtE: AME-0.1% FRER/K; B 48 - FREE
FE: 1.0 mL/min

R 40°C

#HiEsRE: 5°C

WS 5uL

MR 190-400 nm

FBR I BEGE, BABIGAREN 5%, HHEF K Lo
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® 1 BERBER

Time(min) Module Command Value

2.50 Pumps Pump B Conc. 5
6.00 Pumps Pump B Conc. 15
9.00 Pumps Pump B Conc. 100
19.00 Pumps Pump B Conc. 100
19.10 Pumps Pump B Conc. 5
25.0 Controller Stop

Rkt

DHITYES: LCMS-9030 EIORE: 300°C

BFE: APCI(+) DL RE: 180°C

F1E<: =K 5.0 L/min MPURBCRE : 200°C

E45: @< 3.0L/min MS scan range: 50-95 m/z

PR R &R 2.5-4.5 min Threshold: Low

Event times(s): 0.1 Corona Needle Voltage: 3.5 kV

EIC #2BX m/z: 75.0553 EIC$8BUiRE: 15 ppm

1.3 WRmARG&E
BEMREN N- WHHE —HRRXERSME 10 mg, ARETEARZE 10 mLAEMAH, H1F 1 mg/mL N- EEEZH
RRfE&E Ko
WREMXAR: MEREESRPBEINEE, AREFERSIN 1 mLHPAYE 2 ng BB R,
RYEMRXAR: MERFEBZSRPBEEE, BREFHRSIK 1 mLHPLYE 1 ng NER.
1.4 il ARG &
fBEMREV I 120 mg BN 15 mLiZBIEIA, AN 4 mL BEERIE S "#HEFR TN ARG, %
EHENR, FH,

HER5HE
21 BEFRET RHARIIEIEE

HEREFEETRHLAT NDMA ZEREME, NEXRLNTHEFTRSHFER, EHFEERIRRFEE
NMDAMEBRE T nBEE TR, MYIRTOHERMNEF SR, ANBIHERAFNUL, EEEIEERTE. Hit
FERIERBENFIRT, REBRBU/NHEFER. FRLRMALFHIHFEIRN 5 ulo

HTFFAERERANERARNES, NMDAMERE THRENESAET K. FHILERINEERIMN
BHITERE T REABIEERN &I,

ATRERET GISTA.6 RIZRY S um B EIEE. KROT: £ENEL NDMAMEEE T IR RE N8
EFRAALEERR 3 um BEMEBIETAAIE M. EREHRERNZET, HEERA 1.6 min, AHER7TED IR
TINEREEE T BTV EE R, MITIEEFE 1 mL/min, IWRRBRHIZAREIETNAPCURNREERRMY,
B e B R B R A 2989 B BY.

HERERE T RFEZ 254 nm FTRMBIEENE 1o #HEREN 30 mg/mL, EIEFHERE R 5.73
min. EILFUE MRS HEL IS B /AT NE R, URBREE. EEHIER 9-19 min #ITBIERFHR
Bk, rIBRRERMAGER AR TINEED .
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mAU
P54nm,4nm h
30 o
I
25 }EHI
20
15 H
5.73 min
10
5
0 S, \‘U |
5] /
I S S S A S S R
0.0 25 5.0 75 10.0 125 15.0 17.5 20.0 225 min

1 HREFRETRHGRIEIEE

2.2 RGEAM AR

NDMA 47 48Rt IS 4.1 min, Bt ERZGHR S RE TR, RUEEGRIENRERE, &7
SEEISE 2.5-4.5 min AR, EANESNER, BEHEECEER 2.8-3.8 min, B ASTM Eit®
SN, RRERBT 1 ng/mlL REEIIRBESH AR, SINKBF 12.8; 2 ng/mL XREBREL
AR, SINHET 39.1, HIEHE 1 ng/mL hAEEER, BESEAR. 1 ng/mL AR &2 2 ng/mL
A R R E T 2,

Q75.0553+/-15.0ppm (+)

530e1  Q75.0553+/-15.0ppm (+)

1.17e2 Q75.0553+/-15.0ppm (+)

2592

RT=4.107 RT=4.123
100.00 -, 100.00 - 100.00 -
' REETH 1ng/mL 2ng/mL
1 — A S A Y N AN/ ]
J AR AR
% | %-| %-|
30 35 40 45 50 55 6.0 30 35 40 45 50 55 6.0 30 35 40 45 50 55 6.0

RT

RT

RT

2 =AM NMDA iR REBIEE

H@maMal, 2ng/mL Xt
EmoH, SR 6 MEmE—H IR

E7 50-95m/z Zi8], ¥EHBREHY/NT 15 ppme MU EHHEEMER,

=2 NDMA2 ng/mLiREBRBREEHER

RS & EFR REBEY(E]
1 1892 4.107
2 1953 4.113
3 1595 4.118
4 1820 4.123
5 2040 4.142
6 1776 4.127
THE 1846 4.122
RSD% 8.4 0.29

Ran B RIES DT 6 X, NDMA IZEFIAY RSD /9 8.4%, HEEM< 10% EXK,
BRo FTA NDMA XJHR s A & IEEFRBY RSD /9 8.15%., FRigidHis
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23 KXMTEEER

AXEHEREARREN 1200 mg/L, AREXNLEHEEEL 1 ng/mL, #EEY 1.14, 2.28. 4.56. 9.12,
18.2. 36.5. 73 # 146 ng/mL ir & TIEAR ENNE. FEAIMIEINE TIEHL, MRFEX7 1/C, NDMA
£ 1.14-146 ng/mL SEREINEM RIT, HXREAT 0.999, LSRR RERIRERBHETE 86.95-112.32%
Zi8le HHERIE 3 ME 3.

7 3 NDMA &45EF (1.14-146 ng/mL)

- Sample Results - NDMA x

[ Data Filename Sample Type | Cal Point Level ~ Found RT|  Conc. (ppb) Area S/N|  Accuracy(%)
. Y Sandad. Y %] hd hd hd hd hd hd
1 Standard = 1 4.087 1.05301 904 12.87 92.32
2 5UL-MECH-NDMA STD-2.28 PPb Standard =] 2 4,092 1.98357 1744 38.12 86.95
& 3 5UL-MEOH-NDMA STD-4.56 PPb Standard =] 3 4088 460631 3859 3885 100.95
E 4 5SUL-MEOH-NDMA STD-8.125 PPb Standard =] 4 4117 10.03077 8232 7280 109.93
=E 5UL-MEOH-NDMA STD-18.25 PPb Standard =] 5 4104 20.49777 16670 137.86 11232
=K 5UL-MECH-NDMA STD-36.5 PPb Standard =] 6 4108 36.13136 20274 366.06 98.99
= 5SUL-MEOH-NDMA STD-73 PPb Standard = 7 4109 73.30724 50244 449.45 100.42
=k 5UL-MEOH-NDMA STD-146 PPb Standard = B 4101 14324034 115630 1362.95 98.12

Area
I NDMA

y = 806.1812x + 1452807
1.000e5 | R? = 09981562 R = 09990777

Curve Fit: Default (Linear)
Weighting: Default (1/C)

8.000e4 7~ Default (Not Forced)

6.000e4 -|
4.000e4 |
2.000e4 |
0.000e0 T T T T T T
0 20 40 60 80 100 120 140
Conc. ()

3 NDMA T{Effsk

2.4 MiFEINENREEHER

FBEZFRENE NDMA 3.3 ppb #7187 0.11 ppm =M, KB 1.4 #H{THIIE, MMAIEE NMDA iRER
BHT=ZDNOREKRFMIREREER, SMREFTHE=ZMDHER, #HTEENZER, BPa=ZMIFRES
%079 0.087. 0.109 #1 0.13 ppm. kANARHEFIEEF 0.109 ppm MIFHERIEE NE 4, =KFIMAREIKRER KX
EEMERIE 4.

Q 75.0553+/-15.0ppm (+) 6.33e2
Q75.0553+/-15.0ppm (+) 333e2 RT=4.144
RT=4.093 100.00 -

100.00 X

LIRS, ] IAREIRE

% -

IEme———es————— ——

T T T T T T T T
300 325 350 375 400 425 450 475 30 35 40 45
RT RT

B 4 REhFmEE () MnrEwrmigE (A)

0.00
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&4 ZKRFIGEINEREEHHEER (n=3)

0.087 ppm fNtR&E 0.109 ppm hOAR&S 0.13 ppm IN#REs
No. b FMME LNME A
(ppm) Bl (%) Bl (%) EIUL=E (%)
(ppm) (ppm) (ppm)
1 0.187 100.0 0.192 84.4 0.222 93.8
2 0.1 0.171 81.6 0.197 89.0 0.217 90.0
3 0.176 87.4 0.199 90.8 0.217 90.0
Fi91E 0.178 89.7 0.196 88.1 0.219 91.5
CV% 4.58 1.74 1.37

2.5 i mNELSR
6 I mITIR 1.4 PRART AR & EHNE, HEGIEEE 5 Fim. IMRETERREE, RIBFMF
FUEITEHERE T REZFR NDMA EEWE 5 Fim. SRIH/NFEMERB 0.32 ppm.

=5 HidmP NDMABENTEER
HRES NDMA &£ (ppm)
1 0.13

0.11

2

3 0.03
4 0.04
5 ND
6

ND

Q 75.0553+/-15.0ppm (+ 1.35e2 Q 75.0553+/-15.0 m (+ 3.51¢
PP arog1a3 PRE- 0

100.00 - 100.00 ~

T T 0.00 t———— T
30 35 40 45 50 55 60 30 35 40 45 50 55 6.0
RT RT

5 FRETREZH NDMAKNIEE (4 552 SHFm)

W4t
A A 5E LCMS-9030 B HIRIEEENE T HERERBE T F8I NDMA, SRIERRAELVR 1
ng/mL ARARRREY S/N AT 10, 1 ng/mLERTFAZENEER. 2 ng/mL FERRESHEF 6 X, 1BEH
MEEM <10%, 7£ 1.14-146 ng/mLRESEEA, HEAMRY, BXHEE>0.999, MARITRREITE
LZRMEIREEMETE 86.95-112.32% 8. ZARBUEW, REMY, EGLLRAYERASHEFREILN.

E Rzl EE(RE)EGRA B SHF L

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

EEBHHRILXEMIEE180SB2Hk LEEIE: 021-34193996 http://www.shimadzu.com.cn
Building B2, No.180 Yizhou Road, Shanghai Hotline: 021-34193996



