AIEEHAHIE A%E S UEZAIR

115 SAl AI—FEE(C-MS/MS)

2]

NDMA-d6
NDEA-d10 :
NMEA-d3 : MY EZAH E of & -d3-o}7l(M-nitrosomethylethyl-d3-amine)
NDPA-d14 :

NDBA-d18

TEE (O

. MY E Z AT g o} ¥l (Mnitrosodimethylamine)

E 2 4y g o}l (Mnitrosodiethylamine)
E 2 4| g o & o} 7l (Mnitrosomethylethylamine)

: MU EZ ATY 2 g olql(Mnitrosodipropylamine)
. MU EZ AT EY olql(Mnitrosodibutylamine)
: MY EE A3 & 2] d(Mnitrosopyrrolidine)
. MU EZ 439 2] d (Mnitrosopiperidine)
. MY E Z A& X H(Mnitrosomorpholine)
. MU E R o] A4 2 oyl (Mnitrosodiisopropylamine)
. MY E Zof "l o] 4 3 2 3 o} 7l (M-nitrosoethylisopropylamine)
;. NUEZ AN g-4-o )= RE] 24K Anirtoso-M-methyl-4-aminobutyricacid)

REEEA)

NPYR-d8 : MYE=ZA3]E 2] d-d8(Mnitrosopyrrolidine-d8)

NPIP-d10

. MY E 2 439 2] Y -d10(M-nitrosopiperidine-d10)

NMOR-d8 : MY E=Z A E3Z Y -d8(Mnitrosomorpholine-d8)

_1_

. MY E 24 HH E-do-o}71(M-Nitrosodimethyl-d6-amine)
N-U E 2 A1 o & -d10-°} 71 (N-nitrosodiethyl-d10-amine)

MNUYEZA4Y-n-3Z 22 -d14-o}71(Mnitrosodi-7-propyl-d14-amine)
MY E Z AY-p-F-9-d18-oF(Mnitrosodi-7-butyl-d18-amine)



ol

=4

T4

O

o] =4
NDMA, NDEA, NMEA, NDPA, NDBA, NPYR, NPIP, NMOR

=i
=

DIPNA,

EIPNA, NMBA £FEH S 25 % WE-E] mo FE7} 500 ng/mL7} ==

e

O WrEEY

o] ZA

don oz B,

NDMA-d6, NPIP-d10, NDBA-d18, NDEA-d10, NMEA-d3, NDPA-d14, NPYR-dS,

NMOR-d8-2 AHstA Dot 25 % WSl =5 F%7F 500 ng/mL7} H =%
st YREFAOZ 3ot
O ®BFH =4
EFHY, WEEEY R 25 % WSHESS 474 Hoto 8§ GAE 345t
19 Zo] EFqs AT
1 AAR 2299 =4 T
] e 55 5E
ol BEFEHY | WHEEREN 25 % g2 | zF £ (ng/mL)
(ML) (W) (ML) (mL)
A dBEEA 10 400 9.59 10 0.5
M EBEFH2 20 400 9.58 10 1
HHGHEEA3 40 400 9.56 10 2
AMMEEZHL| 100 400 9.50 10 5
AMMEESZH5 | 200 400 9.40 10 10
A gBrENd6 | 500 400 9.10 10 25
HMYEZEH7 | 1,000 400 8.60 10 50
AMMEEEHS | 2,000 400 7.60 10 100




2. Ao =A

O dsojers
F 29 Zo] Z+ AR FA sFste F& ALSA Dol ¥y
FEde 04 mLE AFsA Hstq €2 v+ 25 % WEe 9.6 mLE
s 42 s SE%] €50 =k 4,000 rpmel A 10 23 A 223
O= 45d9= 02 ume] WEHJIIHE oARste Hg oA Wi
O=o ods Aoz 3t

O Ao ef&
o oF 20 A old& JHA I AFES AYsHA 2ot JHEE I & 29
2ol 74 AL Tl sigshs e AEsh 2oF ¥ uFEEY 04 mLE
destAl Hsted ¥ vy 25 % WEE 9.6 mLE AgstA ¥ T
TE8 £5° =AUk 4,000 rpmellA 10 #3F AU} te FSde
0.2 ume] HWEHRJNIDHZ A8t A5 AH42 Wl g5 9=
Ao g gty

E 2 24 AE4E 7

S=9 TAIERE | ZMEE | SHAEE | OZHKEEH | ZHHAFZEE | T{OtAEE
£ (mg) 150 50 20 150 20 50

3. JAZZufE Y= -FAFENY] 2ZAZA(F 3, & 4

O

TFH7 ANSE L LC-MS/MS Aoz AP Y. UFExZFH wat
AHAE 2Asta, AFAHNOZHEH A 5 EAUSEZY &He it

(e}
MRM(Multiple Reaction Monitoring) o]2¢] A4 7|+ th<3 2t

- =X
=

% mass spectrum-s 7FA AL 7]E N = A HlnEG S o

%
H=g o]&S MAFT)



¥ 3. LC-MS/MS &4 ZA (=

rr

ojst FFF =7

Liquid Chromatography Conditions

Column Phenomenex Kinetex F5, 100 x 3.0 mm, 2.6 um, 100 A

Column temp. 40 °C

Mobile Phase A Water or 0.1% formic acid in Water

Mobile Phase B Methanol or 0.1% formic acid in Methanol
AlIZEH (&) O|F4 A (vol %) O|Z% B (vol %
0.0 ~ 3.0 80 20
30 ~ 35 55 45
35 ~ 125 40 60

Gradient condition
12.5 ~13.0 5 95
13.0 ~16.0 5 95
16.0 ~16.1 80 20
16.1 ~20.0 80 20

10 ~ 99 &, 145 ~ 16.0
(0|2 A|7t2 Divert ValveE 0|82310] MS = E|X| %L)

=
L

Acquisition Time

Injection volume 20 pL

Flow rate 0.3 mL/&

Autosampler temp. | 20 °C

Mass Spectrometer Conditions

lonization Mode APCI (+), (-) MRM

(Polarity)
APCI gas temp. 300 °C
APCI Nebulizer 35 psi

APCI corrona (NC) 1.5 YA

Curtain Gas (CUR) 35 psi

Collision Gas (CAD) | 9 eV




X 4. MRM %A

d4&2 U HREEFEE MRM 22
m/z DP(V) CE(eV) | CXP(eV)
N x 2f _ _

NMBA NMBA 145 — 59 (2 45 14 -6
e 145 — 41 (B4) -45 -21 -6
= NDMA-d6 | 81 — 46 (B4 X T 51 25 8

N ~ 2f

NDMA NDMA 75 — 43 (Hzh 75 20 12
o 75 — 58 (HA) 51 8 6
- NDMA-d6 81 — 46 (Bd X H) 51 25 8

N x a2f

\DEA NDEA 103 — 47 (82 81 15 4

o 103 — 75 (84) 50 15 8
NDEA-d10 | 1133 — 34 (84 X &) | 46 19 6
N ~ 2f

NMEA NMEA 89 — 61 (Hzh 15 35 6
o 89 — 89 (§4) 60 15 18
= NMEA-d3 92 — 64 (38 A ) 15 15 4

N X a2f

NPYR NPYR 101 55 (M2h 56 23 4
oy 101 = 41 (BY) 56 37 6
= NPYR-d8 109 — 62 (A I Hah 126 44 7

N x a2f

\PIP PP 115 — 69 (B2 75 19 4
o 1 115 - 41 (3Y) 75 33 6
= NPIP-d10 125 — 78 (A A Mz 36 21 6

131 — gk

\DPA NDPA 31 — 89 (Mzh 46 15 6
o4 131 — 43 (H4Y) 46 23 8
= NDPA-d14 145 - 50 (A 9 Hzh 51 27 8

159 — ek

\DBA \DEBA 59 — 103 (HZh 55 15 8
oy 159 — 41 (H4Y) 55 19 4
= NDBA-d18 177 — 66 (BN U Mz 61 21 6

17 — gk

NMOR NMOR 17 — 87 (BE 60 20 8

o 1 117 — 45 (3Y) 60 21 6
NMOR-d8 125 — 95 (84 4l HZH 61 19 6
131 — gk

DIPNA® DIPNA 31~ 8 (S9) 116 1 4
o 131 — 43 (H4Y) 116 19 12
= NDPA-d14 145 — 50 (A S HZH 51 27 8

N PSE=L

EIPNA EIPNA 117 — 43 (32 60 24 6
= 117 - 47 (34Y) 60 26 6
= NPIP-d10 125 — 78 (38 % Hzh 36 21 6

* NMBA, DIPNA, EIPNA YR 2FE2 2 NMBA-d35 o= WEdd + Ut



4, N2" FHgA
O HE2l &<l
ol 1 ng/mlellMe s of Fsuzk 10 oldelth. 2o} NDMA,
NDEA, NMEA, NDPA, NDBA, NPYR, NPIP, NMOR % DIPNA, EIPNA, NMBA
AEL BTN vlwste] FEAEC] 2o, o9 AT HE FUstn
LM A= 30.0 % o]sto|th
O A"l A&
AZFA e AAAFR2)7F 0.99 o]’ Fo|t}.
O A"l A4
As) 0 Y FEo EFAG0 ng/ml)e 6 3 WEZHste] YREF
B0 Aol F mEEHe W] FEEALE 100 % olstoltt
5. FIAE}
O &z FolA 29| dAE 9 o), 14¢e] 77 9 BYPLrE A9
ZEE A7) 98 WAY & Yok o 2 zdEAe FAsts PR
H e A8 JUEE 4& F e B WA WA = Yok
O AP AL = 53} gor, o] sre AP WA zdse gt
X 5. AEFTA (LOQ, ug/g)
g3 NDMA NDEA DIPNA EIPNA NMBA
SEALE2EF 0.033 0.007 0.005 0.003 0.019
O|EH|AIEEt 0.033 0.007 0.005 0.003 0.019
EAIEEIZLE 0.100 0.020 0.016 0.009 0.056
o|OpAtE
e 0.100 0.020 0.016 0.009 0.056
=2
ZHG|AF2EL
R 0.250 0.050 0.039 0.022 0.141
SO ALEE
Y 0.250 0.050 0.039 0.022 0.141




E 5 AFFA (LOQ, pg/g) (A%

q4=23 NMEA NDBA NDPA NPIP NMOR NPYR
HEA2 Eb 0.018 0.002 0.001 0.003 0.004 0.017
O|EH|AtEEL 0.018 0.002 0.001 0.003 0.004 0.017
EAIEEZLE 0.053 0.005 0.004 0.010 0.012 0.050

o OpArE
22 0.053 0.005 0.004 0.010 0.012 0.050

=

ZtHIAtE E
N 0.134 0.012 0.011 0.025 0.031 0.125

SHALEE
TSN 0.134 0.012 0.011 0.025 0.031 0.125

O NEo) 2A L Y 5 Al AgsHE BE 871E AFE71E AeTTh

AA S SAo) wet A, B4 BHolee mgd Feol e 5 AUtk

O UE P A FES MEY2TL ZHAT FFS WA B A PHe
t WelEoldo] Basie,

O NDMA, NDEA, NMEA, NDPA, NDBA, NPYR, NPIP, NMOR % DIPNA, EIPNA,
NMBA AZA7e 2t A2et 488 97 dog S4ad o Addr

@)

of 2 & o1 7+ 1H043-719-4605, 043-719-4610)=
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