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LCMSMS-160

=, AxEs 7 —fERS 28R EE ISR =2 MRT RIS AR A BN ERS + 8 f N- WA F1E.
FRBSSUREEIETE 6.5 min AXMREN B, ZEWRTRIGHTEESF, THRE. ARHBUEESFE N-
WA, AN 8 FIMAMXAR. EEH. RERMEERLINFREIKERH#TT R, £RKH, 87 N- Wi
BRKM &M RIF, MAREIIKRT 0999, FERH 0.16 ng/L~2.88 ug/L, NBHEE M RIF, FARIRERSHFER
BOESHEE 6 X, REEMEBRENITREMRRED BT 0.35 % M4 % AT, RIFRBELSILEFERENS
BEENER, EURAE 92.8 %~120 % 8,

Kiig: N- TRERESESNRERIE=ZEMNRITRIE

11

SRR SFNZEL M THEREENTHEERERB
BREk. B TUIHEEXYRAEGEENSUEER,
BREENBRREERLEE, BSFPELMN- THEE
EEMNNEEZsIEAMNEXREZHNXT. 28N
FIL &%) N- A5 BZ ( N-nitrosamines ) + & G 4%
T 8§ & — B BZ ( N-nitrosodimethylamine, NDMA ) ,
T 5 & Z BZ ( N-nitrosomethylethylamine, NMEA ) ,
I #8 & — Z B ( N-nitrosodiethylamine, NDEA ) ,
f§ # — W BZ ( N-nitrosodi-n-propylamine, NDPA ) ,

T #§ & MQ mk ( N-nitromorpholine, NMor) , I #H
|
1.1 148

E Mt i 4% ( N-nitrosopyrrolidne, NPyr) , T 8§ &
Uk BE ( N-nitrosopiperidine, NPip ) #1 I 8 & &t p&
( N-nitrosodi-n-butylamide, NDBA ) %, &IEHHRE
Hﬁﬁﬁlﬁiﬁc/ﬁz#ﬁ@ R B FRESE ( HPLC-MS/MS ) T 1Y
ENR KA N- WHEEE, {872 HPLC-MS/MS AR

WS FELM N- WHERN T AERIRE, EAXF,
BEAAEEMRESG, SUERRENERESIH
8 i N- W AH i 1L & %) 35 NDMA, NMEA. NDEA,
NDPA. NMor. NPyr. NPip f1 NDBA,

ALIGFE AR EBSIURHEEIEN LC-30A 5=F MKHAFFRIE( LCMS-8050 BB R 4, B1F LC-30ADX2( #iik

%), SIL-30AC ( &SR ), CTO-30AC (8% ),

CBM-20A( R4t 12 Hl 3%

), DGU-20A( FEZAi S ), LCMS-

8050 ( =E M4+ F/& /& ) 1 LabSolutions Ver 5.60 SP2( T {Euf ).

1.2 DAt
A&
mahiE. AMH. JK; BAH. HEZ
SRIE: 0.4 mL/min
@ IEFE . Inertsil Sustain C18( 3.0 mm I.D.x100 mm L.,
3um )
HiE: 40C

PTTIN: BEVER, ¥MREA BAE 40 %, B

SEEISANE 3|
xR BERRER
Time Module Command Value
3.00 Pumps Pump B Conc. 90
4.50 Pumps Pump B Conc. 90
4.70 Pumps Pump B Conc. 40
6.50 Controller Stop

HHE. 15 uL
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LCMSMS-160
Bk & JEE: 200°C
DHTLAE: LCMS-8050 BESAFESEE, 250
EFIE: APCI(+) II#FAESNRE . 300°C
EYRZEOBE: 4.0kV SMIFEE: 1.86kV
EASETES. 5 3.0 L/min. 5.0 L/min AR ZRNEN (MRM)
WES. @S TR RT (8] X ZEIRAF /8] 10 ms. 3 ms
%2 8 T N-TFRSRZ B9 MRM 538
ZFR CAS No. BEE e QI Pre CE Q3 Pre
¥ F Bias (V) %) Bias (V)
NMor 59-89-2 117.10 45.10° -12.0 21.0 -18.0
56.00 -12.0 -17.0 22.0
NDMA 62-75-9 75.10 41.00° -13.0 -15.0 -16.0
39.10 -13.0 -23.0 -15.0
NPyr 930-55-2 101.10 42.15° -11.0 -28.0 -15.0
55.05 -18.0 -17.0 23.0
NMEA | 10595-95-6 89.10 61.10° -15.0 -13.0 -24.0
43.10 -15.0 -13.0 -16.0
NDEA 55-18-5 103.10 75.00" -11.0 -12.0 -13.0
47.05 -11.0 -17.0 -18.0
NPip 100-75-4 115.10 69.10" -12.0 -15.0 -30.0
41.10 -12.0 -22.0 -17.0
NDPA 621-64-7 131.10 89.10° -14.0 -10.0 -16.0
43.10 -14.0 -13.0 -18.0
NDBA 924-16-3 159.10 103.10" -11.0 -11.0 -19.0
41.10 -11.0 -12.0 -16.0
PRTERET

1.3 FRAERRIECH ZAEmETANE

FROEARECH: BETTEEAY 2 mg/mL WHSRORARA 40 % FERRE, EHETRRERS,

BIANIES . BRIFIRIES®EE, A 40 mL ZSF e, #BARN 30 min, B 1 mL e T/E, A1 mL40%
FREZE A M, A2 HEUSPE f9777% (50 mg PSA, 50 mg GCB, 50 mg C18 ) X{#¥ it fTRIANE, 5000 rpm Bl 5 234,
IR E M.

B SRitie
2.1 FRERE R — RS E R B TR A

Inten. (x1,000,000) 1 e (x100000)
15 1710 1 500
075
1.0 4 ]
050
05 1
025 117,10
1 57,‘05 86"05
1 Il | |
00 000 =—H=———e—————
1160 1170 1180 1190 mz 500 750 1000 1250 1z

&1 NMor (—RRILE B2 FYETimmiER (CE HE-25V)
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LCMSMS-160
Inten. (x1,000,000) Inten. (x100,000)
30 1
] 75,10 1,005 B0
25 15 |
20 1
157 10
103 1 39.1
1 05
05 1 75.15
00 *————-+—-+-—-+—-F—+—+—"+"F+—""" 00 *tr—r—tr—r—F—""—
65.0 70.0 750 mz 250 500 750 100.0 1250 mz
&3 NDMA H—ZRBEE B4 F=YEFiafEiugE (CE E-35V)
Inten. (x1,000,000) Inten. (x10,000)
125 1 101,10 1 5505
1 4095
1.00 50
39.10
075
0.50 25 29.20
025 ] . 10115
1 ‘\ C
000 00 e
100.0 1005 101.0 101.5 102.0 mz 250 500 750 100.0 1250 'z
B 5 NPyrfy— R RigE] E6 F~yErHamgE (CE{E-30V)
Inten. (x1,000,000) Inten. (x10,000)
1'255 89,15 300 4340
100 61.10
] 20
075 ]
050 ]
i 10
025 1 209
] ALl 885
0.00 —— 00 +—
850 875 9.0 m/z 50.0 750 100.0 1250 mz
s vvs o s LA LT =Y T E10 <ridhn S 7 AOdHENTEl o~ I A FxT N
Tnten. (x1,000,000) Inten. (x10,000)
1 40
] 103,10 ] 47,05
20 ]
1 3.0
15 1
] 20
10 1
1 4105
0.5{ 1.0 4
] 1 ‘ “ 75"10 103,10
00 —_—— —_—— 00 —te——————
102.5 103.0 103.5 m'z 500 75.0 100.0 1250 m'z
&9 NDEA H—ZR i = E10 =¥EFHEERERE (CE E-25V)
Inten. (x1,000,000) Inten. (x100,000)
30 11515 75 115,10
1 ] 69.10
2.0 - 507
10 2.5
554‘10 05
] 1 !
0 - ————— 00—t
1140 1145 1150 1155 mz 500 7.0 100.0 1250 m'z

E11 NPip I—ZRTHER E12 =48 uERE (CE E-20V)
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LCMSMS-160
Inten. (x1,000,000) 4.0 Inten.(x100.000)
25 7 131415 41%10
] 3.0
204
15 20
104
1 1.0 -]
05 ‘ %915 13115
00 = T T 1 0»0‘“H\H“\H“‘\H"\HH
125.0 130.0 135.0 mz 50.0 75.0 100.0 125.0 mz
E 13 NDP AR—RSigE El4 F=BEFasRigE (CE E-20V)
Inten. (x1,000,000) Inten. (x100,000)
4‘07; 15920 304 4100 57.10
30
] 20—
20
1.0% L0 4705
1 ‘ ‘ 103‘.15 159“15
00 T 00 =7 — T — 1 T
1500 155.0 160.0 165.0 mz 50 100 150 mz
E15 NDB AR—R A El6 F~¥EFHERIERE (CE E-20V)
2.1 FRAEMAM MRM Bi%E
I:NMor 117.10>45.10(+) CE: -21.0 §
2:NDMA 75.10>41.00(+) CE: -15.0 A
3:NPyr 101.15>42.15(+) CE: -28.0
125000 —4NMEA 89.10>61.10(+) CE: -13.0
S:NDEA 103.10>75.00(+) CE: -12.0
6:NPip 115.10>69.10(+) CE: -15.0
S
100000 9. 3.15 -1 z
& <
=) B r
<
s3]
50000 — & =
J y \ I <
25000 \\ %
I
R
ol A
00 o5 10 15 20 25 00 35 a0 a5 min
B17 lopg/L8fh N-TREEARAERE LR
22 &MXHR
BIREH05, 1.0, 2.0, 10, 20, 50 F1 100pg/L NMor F1 NPyr (9454 T E5&, RE (0.1, 0.2, 1.0, 2.0,
10, 20, 50 #1100 pg/L NDMA, NMEA, NDPA #1 NDBA 9B & 45 & T ik, RE X 02, 0.5, 1.0, 2.0, 10,

20, 50,
AEFR,

100 pg/L NDEA #1 NPip f9R &4rE TR, %12 EPE’x]ﬁ#ﬁ%#l_ﬁ;'ﬂ'J/E. LX?&JE#J#%J:’F/T\, [ TEAVSE/N
SMRETIER T2, N 18~25 Fi7r, ZMTTE. LMBEREFMAXREN
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Area

500000

250000

>
=
@
&

——
25.0 50.0

18 NMor FrAERZ:

——
75.0 Conc.

300000

200000

100000 -

——
25.0 50.0

1750 Conc.
B120 NPyrfpAE L

750000

500000

250000

>
=
o
S

25.0 50.0

T ] T
75.0 Conc.

E22 NDEA #rfhsk

1250000

1000000

750000

500000

250000

0.0

tprerrrprrr et p
25.0 50.0 75.0

B 24 NDPA fRAERZL

0
Conc.

3000000
2000000

1000000 -}

El19 NDMA tRfEfhZ

— T
75.0  Conc.

Area
1500000 -

1000000

500000 ]

———
0.0 25.0 50.0

El21 NMEARERZ:

Area

ettt
75.0  Conc.

2000000 —

1000000 —

00 250 500 750 Conc.
E23 NPip #rAEfEZE

rea

1000000

750000

500000

cl e by b L

250000

et e rp e e nr et
0.0 25.0 50.0 75.0

25 NDBA FRERZ

0
Conc.

LCMSMS-160
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LCMSMS-160
3 8 Fh N-TAHRE L B IR Z S5
RS ZFR KA L ZMSEE (ug/l) AR r
1 NMor Y = (6141.89)X + (-27.2972) 0.5~100 0.9998
2 NDMA Y = (36983.9)X + (9088.95) 0.1~100 0.9994
3 NPyr Y = (3499.20)X + (-368.377) 0.5~100 0.9995
4 NMEA Y = (18335.8)X + (163.516) 0.1~100 0.9997
5 NDEA Y =(8079.51)X + (-293.089) 0.2~100 0.9997
6 NPip Y = (27621.1)X + (769.640) 0.2~100 0.9998
7 NDPA Y = (12538.6)X + (-387.889) 0.1~100 0.9998
8 NDBA Y = (10426.5)X + (-528.636) 0.1~100 0.9996

23 EEMIR

FHl sk 4 RERE SRR, SFATIR 6 Ko NMor FINPyr & 51 1 4 2 mg/L, /32 4 10 mg/L, £R7 3 3 50 mg/L;
NDMA, NMEA, NDPA, NDBA 821 5 0.2 mg/L, 832 42 mg/L, £&%3 4 50 mg/L; NDEA F1NPip &5 1 4 0.5
mg/L, &5)2 Kk 5mg/L, K33 Kk 50 mg/L, 8F HIRMLAWHIIREE S8 FEEARAENIRERZE 2 5I7E 0.01 ~ 0.33
% F10.72 ~3.62 % Z 8], (R BEERYT,

x4 RENBTMEARESHER (0=6)

RSD% (Z&%1) RSD% (Z&%312) RSD% (ZRH3)

(ERTE

R.T Area R.T Area R.T Area

NMor 0.21 3.29 0.10 3.11 0.03 1.64
NDMA 0.12 227 0.03 0.90 0.04 0.82
NPyr 0.28 3.02 0.16 2.53 0.08 1.06
NMEA 0.33 3.62 0.07 1.82 0.07 0.72
NDEA 0.26 2.84 0.07 2.52 0.05 1.97
NPip 0.12 2.78 0.04 1.85 0.04 1.59
NDPA 0.10 3.34 0.06 2.12 0.02 1.25
NDBA 0.08 2.35 0.02 2.55 0.01 1.09

24 RYE
FeHlanzk 4 RERVESIREE 740, EE#EMES, RIE HI 168-2010 MEX FRNELERIGEHERHESEN
7 RNEERITEEARAERE S, WRGHFE MDL=3.14xS, E&FR LOQ=4xMDL, MELRMZE 5 Fi~,
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LCMSMS-160
5 8 i N-WAEEA e HIRTEE R
No. A RE (ugll) TRERZES) HRHBR(ugL) EEFR(ug/L)
1 NMor 0.5 0.03145 0.10 0.40
2 NDMA 0.1 0.00486 0.02 0.08
3 NPyr 0.5 0.02795 0.09 0.36
4 NMEA 0.1 0.00405 0.01 0.04
5 NDEA 0.2 0.01552 0.05 0.20
6 NPip 0.2 0.01122 0.04 0.16
7 NDPA 0.1 0.00611 0.02 0.08
8 NDBA 0.1 0.00854 0.03 0.12

2.5 EFUNEKR

IR 13 hmGlETE, IHBRELMEERENEAERT VRS, MirE8WxR6, FFT3X,
BIRMIRER IR 6, KRR EIERIME 26 Fiox, IIARF @ EEINE 27 Fir.

250000

225000

200000

150000

125000

225000

200000

175000

A:NMor 117.10545.10(+) CE: -21.0
DNDMA 75.10>41.00(+) CE: -15.0
BNPyr 101.15>42.15(+) CE: -28.0
“UNMEA 89.10>61.10(+) CE: -13.0
I5:NDEA 103.10>75.00(+) CE: -12.0
J6:NPip 115.10>69.10(+) CE: -15.0
47:NDPA 131.10>89.10(+) CE: -10.0
R:NDBA 159.10>103.15(+) CE: -11.p
175000

T:NMor 117.10545.10(+) CE: -21.0
DNDMA 75.10>41.00(+) CE: -15.0
BiNPyr 101.15>42.15(+) CE: -28.0

WNMEA 89.10>61.10(+) CE: -13.0
_5:NDEA 103.10>75.00(+) CE: -12.0
H6:NPip 115.10>69.10(+) CE: -15.0

1NDPA 131.10>89.10(+) CE: -10.0
J8:NDBA 159.10>103.15(+) CE: -11,

|

\

|
%ijw
||

|

NDMA

27 EFAR10pg/ LEFEE
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6 PEREFRIEIRERLER (n=3)
Bl (%)
HRBH
lug/L 10u g/L 50 ug/L
NMor 96.3% 86.1% 92.8%
NDMA 112% 120% 117%
NPyr 119% 94.7% 111%
NMEA 101% 106% 110%
NDEA 109% 104% 112%
NPip 94.5% 97.2% 108%
NDPA 113% 116% 113%
NDBA 105% 104% 120%

AXEN T BSBRAEE - ZFEMRATEIEEK ARAR RN ERSF 8 # N- WHHEENTTE, HENEEMR
%, FRRERATVEERESHR 6 2R, RENEMEBRENTERBEZED A 0.35% F4 % T, 8 FN- T
HRERMNEM R, HARBIIKRT 0999, TERA 0.08 ng/L~040 pg/L, XHFRRELTLEFHBNTEER

fntR, EIUCERTE 92.8 %~120 % Z (8, ASEEE . ik,

[ BN ARARFRZFFHL

A, ERENEESH 8 FhN- WRERRMFT R,

LBTHEEREEST0S A TEH

ZiEEIE: 021-22013542

http://www.shimadzu.com.cn



