PR NRBREER e v 2 —
[RIREEAR - R

cvA TV

Toluidine
-T2 J-1-AFN_oE (o-bbATV),
4-T7 X ) 1-AFN_EB (p- by A TV),
3-T I A-AFNAR_EB (m-brAPY)
WL T My AFAT =Y T ) AFARP

[t 5 E DiEE]
CH,
H,C \©/
o- LAV v p- LA 2 m- LA 2
CAS %75 :95-53-4 CAS &5 :106-49-0 CAS &= : 108-44-1
4512 CHON 12 0 CHON 4543 1 CHON

[HELZAMER] D

o-hVA Ty p-FAATYY  m-hATV

ntE CEYS &) 107.2 107.2 107.2
R (BTN v EE)  107.07327 107.07327 107.07327
WA 200°C 200°C 203°C
Zi=y -16°C 44~45°C -30°C
b 1.00 g/cm’ 1.05 g/cm’ 0.99 g/cm’
ARE 34.5Pa (25°C) 0.13 kPa (42°C) 17 Pa(25°C)
TR 1.62g/100mL  0.75 g/100mL 0.1 g/100 mL
(20°C) (20°C) (25°C)

log Pow 1.43 1.39 1.40

[FH, HiR]

(FHE)

ACGIH-TLV 2ppm 0- , p-: A3(EWERR TITHN AMEDHR ST D3,

379



N EDOBEEIIRHZLE) m-: AdNICTBIT DB AR DFETE TV
7)Y,

S EOVEREBREEEMETIZ 0- LA V2O T 1 ppm EEDH HIL TV
%P,

[EBREIZ T 5 BB E )]

Z v~ ($:1) LDso : 0-:900 mg/kg® p-:332 mg/kg® m-:450 mg/kg®
~ 7 % (JEFE) LDso : 0-:150 mg/kg ™

~ A (1) LDs : p-:330 mg/kg? m-:740 mg/kg”

F v bk (A) LCp : p-:>640 mg/m’(1h)?

7H X (#H) LDs : p-:270 mg/kg

(&)
Rt EFEE (7 R K ONERYLEL . AHEARL. WA ©

H i

1) EEMbFWEZ B —R

2) FFRIRESEORE (2015 ) | FEMEE 57 &, 2015

3) FRMEDH TR(1994)PER P RETE (BEMAR) . 1= o AR

4) US National Institute for Occupational Safety and Health, Registry of Toxic
Effects of Chemical Substances (RTECS) Database.

5) BREYE LFEWEOREVAZFHMIOE H5E

6) () HAbZFTZERHSTHAEEEH2001)
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81 ¥k

(1) ik O E

REGREHE, Vol TrRarvrmga RSBt — Y v iz
WRLUTHEL, A¥ ) — VTN T 5, EHIRICHEEEDEZRML, 7
YE=TIKERMLT ML= Tl L7 d D% LC/MS/MS (ESI-positive) Tl
ﬁ‘jﬂéo

(2) AK - &=E

[#E]
0-, p-. m-hMA T HEYEEEE 98.0%LL L
0-. p-. M- kLA T -dy : C/D/NISOTOPESHY 98atom%D

U D PGSR TR SRR 85%

VA=V A : MP Biomedicals H

kL D FIYERIRE T8 & o A2 o a0 E H

A K ) =)L : FIYERiE T 368 LC/MSH

({7 D PGSR T35 LC/MSH

F ok D FERER T 3% @ik PFOS.PFOAIE
T UEZT K C BR bR KRR (28~30%)

EARFH A — Y v 7Y L2 L Bond Elut PPL, 500 mg/6 mL

[FEHER OFRR]

Rti=ig

0-. p-. M- ML A DV ORERERIEE ZNENA X — VIR L, 1000 ug/mL
ISR L7 b DA EERIK E T 5, 3 BB OBREERKZ RS L T M= THIR
L. TNEN% 010 pg/mL IZFHR L= O 2B R &35,

(PARHER)
0-.p--M- F LA T - DEEHERIE A Z N EIA & ) — /L IZEEME L1000 ug/mL
ICRR L= b 02 NERFR E 35, 3 EEONERERKREZRA, M= T
WL, ZNEN% 010 pg/mL ([ZFRHEL U720 &2 NEERER &5 5,

(1 B AR R D RS
0.10 pg/mL AEHER K& O'NEEHER 2 b L= TR EAR Lz b O & i S i
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R &+ 5, BIREDOEMERIX, o-, p-. m- kLA P& L T0.10 ~10 ng/mL,
0-. p-. M-hLA Padg & LT 1.0 ng/mL IZH Y5 L 9 i+ 5,

[REOFHR]

(V) UBE-7 R a)L B U BRERIK)

FERK10mLIZT A3 v fglg 2L, VB imLZMx, A%/ —
NEIZ, 20mL &9 5,

[REOZ LM - FHiE]

EIRE TP ROBRMENH D DT, EEREZIOF S LEXIIRTF 7 Fo
HCITO IR EENEHBRLRVEIERET S, 20°C TiHIFE A ERIE LR,
LOUEET H L, BRI FREICET 22N D, £ <IT o-
MvA Dd, FEREZEZ L T80V AH D,

[#R] (D
R T HAA—=F— RLAFx vy MM ERBREAO mL), vV U7X
X — (6mL ) . &,

(3) mHTiE
[FEEE O]

BFHHE A — R Y o DI AZ )= 5mL 2z THRE T SE, A%/ —/L
NEHY ST BN TY VR - 7 AV E VAR Z TmL Iz, W FESE5,
VT TE T — LR R L, B Ao TR DR IR IR &
WMObrE, MERT AR ENGWELEERVREZER L CTHESELELO
AHEE ET5 (E2) o BEHRIE THHLREZZ T RWVWE S, TAI Ny sl
THEMALMERL TH<,

[FBt D K ORTF]
MEEEZR 7 L8k L. 50 mL/min
DFSHE TR A 24 BEiEA L CEET

5. REBEHEIRIR LI 1L, S
N 1Y
T5.

HAA—B—

X 1 BURHRECE
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p—

AR DO BT K OFRBRIK DR R

ARE A LB — Y v VO TFERICRA L HERRE (10 mL) & v b
L. AZ /7 —NEARETFC2mLIEHEES (E3) . BHIKICEETERR0.10
ng/pl) 20 pL 2Nz CTEIEML, & BT =7 K FEEIK(1:9)% 2 mL N
ZTHDIT M 20mL ZMATH vy v FE2AD, 2 0MRERE 595, 2
SEHEL. FEO M=ok (F4) & L. LC/MS/MS-SRM (selected
reaction monitoring) E— N CHIE LE®ET 5,

[ZZRBER DR

RAGEHZ A L TRV 2 M, [RB O R K& OSRBRIE D 5L ]
DIEIZE > THEAIE L. 15 b N7 iRk &4 2238 BRIk & 975,

[BIE]

(LC/MS/MS &8 (7 5)

fili B AR
fE 7 A
7T IR
BEAH

HEANK &

A A Abik

A H—T A AEL
ol Vg R F—
[ B =T A ARE
HRIE = A IR EE
t— 7y 7iEE
X7 TAP—T A&
HE 8T A i &
INENT A it B
ayva s HA
TE=F—AF

;R EERERTR LC-MS 8050

: Waters 2 CORTECS C18+ (2.1 mm x 150 mm, 2.7 um)

: 40°C

DA 0.01%FEREKIAHK B AKX —)b
0.0—5.0min  A:90—10 B:10—90 linear gradient
5.0—7.0min A:B=10:90
7.0—8.0 min A:10—90 B:90—10 linear gradient
8.0—15min A:B=90:10

: 0.2 mL/min

:5ul

: ESI-positive

:4.0kV

:21eV

: 300°C

: 250°C

: 400°C

: 3.0 L/min

: 10.0 L/min

: 10.0 L/min

: Ar (270 psi)

:0-,p-m- h LA ¥ miz 108> 91 (EH) 108> 65 (kiR)

. 0-,p-m- F LA 22 -dg m/z 115>98 (7% 6)
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U )
BEVEI S uL & LOMS ICHEA L THHTT %, SHERWE & NI E OB K
OE O N7 B2 WO SRR % (FR T 5,

(E&]
AR 5 uL & LCMS ITHEA L THO T2, FoN7T"RWE O v — 7
EIEEME O Y — 7 O A REBERICES L TERT 5,

RO )
KEHEHPORIE C (ng/m’) (ZHADHHHT 5,

C =R-Q/V x(273+1t)/(273 +20.0) x (101 / P)

R: BREM) B RO T GUBEHE R O NEEYEYVE T3 2 XM E OIRE L
Q: FEHIZERIN L 7= NEEHEW'E O B (ng)

(=TI U 7= NEEHER OPREE (ng/ul) x TR L 7= NEEHER O & (uL))
V: EHE (m))

t: fHERFOFERIR (°C)

P: RO LYK JE (kPa)

KOWNEIHE > Te 5 E . LT OBIEZ R 5,
Q=2.0 (ng)
(= W U7-PAEAERR DR FE (0.10 ng/uL) x RN L 7= NEZHERG D& (20 pL))
V =0.072(m)
RSN
C=Rx27.8x (273 +1)/(273 +20.0) x (101 / P) (ng/m)
Tbh b,
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(ZEERRH TR (1IDL))
AROMIT W LC/MS @ IDL %2 FEtlcrd (7).

# 1 IDL BHOHERE

Wy IDL ;fW;% #&EE DL %ft*ﬂr%;&%ﬁﬁ
(pg) (m’) (mL) (ng/m’)
0- b AT 0.079 0.072 2.0 0.44
p- b A v 0.054 0.072 2.0 0.30
m-hA P 0.079 0.072 2.0 0.44

(S FEORHE TR (MDL)E OVERE FR(MQL))
A53Hr D MDL KT MQL % FtlorRd (7 8),

#2 MDL K O MQL # H Dk 5

W 4, ﬁﬂ% 5§ SN MDL3 MQL3

(m’) (mL) (ng/m”) (ng/m”)

0- hLA PV 0.072 2.0 1.8 4.7

p- hLA P 0.072 2.0 1.4 35

m- kLA v 0.072 2.0 0.91 2.3
a7

(1) JISR3505\CFEH D7 7 AADH T A BAEERT 5, ~f /7y ) v
BO~A 7 aeXy N AT 52568 3R EEERR O LIINY 77—
arEINbDEMNDL R ERE L IEBRE2% U T E DT L
ZHLE L TESONREE L,

(£ 2) SERICHEBESE 2 MLEIT R, BRR S ZICA-ER LN E R WRE T+
BTH D, TEBITKSDIE S TWAEAIT., Rtz > CTHHE
DEIERFINED LT, MNP T HZeNnb D, VBT A=
VE VBN ER SV TORWIHERE T, BIEMELS ZE Lo T,

(15 3) BT TR TEDHEL, =R Y v VT X T H— Lk
FfEZ o TNET %, 7272 L% FEEIEL 1 mL/min 28272029 I
SRR
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(£ 4) X BWE & NIEEYE X, P S Dn, Vot T 2an
EUMRIIK-AZ ) —VEIZERE T D, MV ULIEMEIZ 2.0 mL & 1EE
272 B0, ERITFHANIEM LAY E 2 LU L L7 s
BEICHES S O T, BBEITIMFBFIND, P bR AKX ) — V@B
LIzFFICLTEBL &L IBROBENRH DD T, DBt LT BT H0N
Wz vz @ ERER AL T BT,

(£5) LC/MS/MS OZM 1T ARNEEH U 7= i (B EERERT R LC/MS 8050)
DOBITH D,

(£ 6) WIEEEMEIZHNTWD DI, EEWHED 9 DOKEIRF A EAKEITE
oL = ZREFNARERME CH LN, TV I—Y—A F U ITHW D DX
RBWEDT VI —P—A A 49 TlIe +T THDHZ LEICHEET D,
T HD2OOFKENEGIKBIZEIT H72D1EA 9,
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(£ 7) IDL 1Z, B bW EBRE EEHE RO T51 &) (Fik2843 A)
WZHE-> T, FREFEIDEBVEH L,

%3 IDL O H SR

e 4 VAT

o- p- m-
AEHE (m) 0.072 0.072 0.072
A& E: (mL) 2 2 2
HEANEEE (ng/mL) 0.10 0.10 0.10
EAZ (pg) 0.50 0.50 0.50
SEEFE AWK R (uL) 5 5 5
fEF 1 (pg) 0.497 0.490 0.485
FER 2 (pg) 0.517 0.459 0.435
FE 5 3 (pg) 0.474 0.490 0.469
fE 4 (pg) 0.521 0.504 0.476
FER 5 (pg) 0.483 0.484 0.491
FE A 6 (pg) 0.480 0.491 0.477
fE 3 7 (pg) 0.471 0.488 0.447
FEIE (pg) 0.4918 0.4866 0.4685
IEHERZE (pg) 0.0204 0.0139 0.0205
IDL (pg)" 0.079 0.054 0.079
IDL #UEHREME (ng/m) 0.44 0.30 0.44
S/N k. 6.6 0 13
CV(%) 4.1 2.9 4.4

IDL = t(n-1,0.05) X 6.1 X 2
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10000 —Hl1:tolidine 108.00>91.00(+> CE: —21.0
| m-
7500 —] .
E m/z 108>91 (EHEA 4 >)
5000 —
2500 |
o |
20000 J1:tolidine 108.00>65.00C(+)> E: —27.0
15000 ] m/z 108>65 (fEi8A 4 2)
10000 ]
5ooo—f
o 3 S
40000 Ji:tolidine 115.00>98.00(+> CE: —21.0
30000 —]
20000 .
E m/z 115>98 kLA T -dy
10000 —
o - ] ‘ ‘ ‘ - ‘ ‘ ‘ ‘
o.o 5.0 10.0 min
N vHI| == N R
2 IDL {IEREFDIEA A SRM 7 a~< N7 5 A

(RIS EIREE @ 0.10 ng/mL, WAEYEMEIRIE @ 1.0 ng/mL)
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(7£8) MDL X U*MQL %, MW EREFERHEFEMOFo1 ) (CFik 28 4
3A) ITEY, £41KOEL2OEBVEB L, 72720, SRWEIT
REDOHERRH SN2, fEEL 2 #IC L, BEOMER ITEYE
VB Z WL THIE Lic, HEARIREO+a 1L, BE7 7 7MY S TH
%5, MDLHIERED 7 v~ N7 7 L& 3ITRT,

#41 MDL KU'MQL OFHFER: RN

e 4, VA v

0-  do IR p- do[FUE m- dy AR
R K= - K= - K= -
AREHE (m)) 0.072 - 0.072 - 0.072 -
W HETRN E(ng) 0.20 - 0.20 - 0.20 -
YA I B (ng/m”) 2.78 - 2.78 - 2.78 -
BOER B (mL) 2 - 2 - 2 -
HENRIRE (ng/mL) 0.1+ 0.1+a - 0.140 -
FEE AR (ub) 5 - 5 - 5 -
BET Z > 7 ¥ (ng/m®)”! (3.3) - (1.9) - 0.7) -
RN (ng/m®)™ <0.90 - <l.4 - <23 -
FEAE 1 (ng/ mP) 5.46 66.3 3.14 57.0 2.36 62.1
FEGE 2 (ng/ mP) 5.38 66.3 3.62 56.8 2.65 63.7
FE R 3 (ng/ m’) 5.82 78.5 3.05 69.8 2.48 77.2
FE 4 (ng/ m?) 5.25 82.4 3.68 69.3 2.24 77.9
FEE 5 (ng/ m?) 5.86 65.4 3.98 54.7 2.86 62.1
FE R 6 (ng/ m’) 5.67 66.4 3.27 55.0 2.60 64.2
FEAE 7 (ng/ m?) 5.43 67.5 3.13 55.6 2.22 64.4
SEHIE (ng/ m?) 5.551 70.4 3.412 59.8 2.488 67.4
mHEfR S (ng/ m) 0.231 0.351 0.234
MDL (ng/ m®)" 0.90 1.4 0.91
MQL (ng/m*)™ 23 3.5 23
S/N . 9.4 8.6 13
CV(%) 4.2 10 9.4

] ¢ ZEAERIATIE LTAEOE  (n=2) : iRk O 1T EBR = N 225 0B E 5,
*2 : MDL %t HRRBHIAEHE 2 JRIN L CTUWOVR VW IRIE TE £ 5 1R E O -
fl m=2): BMET T 7 fE%EZELIVTWND,
*3 : MDL =t (n-1, 0.05) x oy % 2
*4 : MQL = 6,1 % 10
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10000 Ji:toluidine 108.00591.00(+> CE: —21.0
7500 m/z 108>91 (E&EA 4 2)
5000
2500

o

10000 —1:toluidine 108.00>65.00(+> CE: —27.0
— m/z108>65 (fgiBA 4 >)

40000 —1:toluidine 115.00>98.00(+) CE: —21.0

Mz 115598 kLA ¥ -dy

0.0 ‘ ‘ ‘ 50 ‘ ‘ 16_0 ‘ ‘ ‘ rlnin
3-1 MDL HIERDIEA 4> SRM 7 2~ k7T A
(RIEWEAINE : 0.20 ng, PAEEMEIRE @ 1.0 ng/mL)
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BET S BECT-OT, 753075 MDL 2 E2BH LT,

#42 MDL K O'MQL OHEHFER (ET T 7)

WA, rvA v

0- p- m-
ABHE (m) 0.072 0.072 0.072
FEAETR N 2 (ng) 0 0 0
BB (mL) 2 2 2
HEANEIRE (ng/mL) <0.1 <0.1 <0.1
TEEEAR (UL) 5 5 5
1 (ng/ m®) 3.88 2.66 233
FEHE 2 (ng/ m®) 3.41 2.39 2.44
FEA 3 (ng/ m’) 2.73 2.68 2.44
5 4 (ng/ m®) 3.62 2.76 2.44
fE5L 5 (ng/ m’) 3.35 2.15 2.41
&5 6 (ng/ m’) 3.58 2.09 2.24
fE 5 7 (ng/ m®) 2.63 2.43 2.02
EHIE (ng/ m) 3.31 2.40 2.33
TEAERZE (ng/ m®) 0.468 0.265 0.157
MDL (ng/ m®) ! 1.8 1.0 0.61
MQL (ng/m’) 4.7 2.6 1.6
SN Lt 13 7.1 11
CV(%) 14 11 6.7

*] : MDL=t (n-1, 0.05) X 6,1 X 2
*2 : MQL = 6,1 % 10

K41 L 42 2T AL, 0-MA YU OMDLIZT T Z7ENBEH LT
BEOEFENRKEINSTDOT, 0- " AT D MDL DR, BET S 7 BEE L
T-EERA LT,
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5000 J1:toluidine 108.00>91.00 —21.0

m/z 108>91 Y& &A1 4 )

1:toluidine 108.00>65.00(+>) CE: —27.0

m/z 108>65 (#EadA 4 )

40000 —1:toluidine 115.00>98.00(+) CE: —21.0

] m/z 115598 kLA 22 -dy

R k M
1 | ‘
5.0

3-2 MDLHIERFDIEA A SRM 7~ h 755 (B{ETF7)
CoF SR g RN, PNASHEY) L © 1.0 ng/mL)

10.0 min
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[#rik]

§2 fE

SHED 7 B—F ¢ — k& 4 107,

T =T KRERKA:9) 2mL (=g =

kL 2mL

JBEE S 2min
#HiE 2 min

X4 SHEO7ae—Fy— |k

A=A
EHERO 7 a~ b7 7 K&K 51T,

KA — e — T z
UoUlg s 7T AaLe g AKX ) —)L 2mL AR #EM) N
%1% Bond Elut PPL Toluidine-do 2.0 ng
50 mL/min X 24 hr
LR E S Gag:id LC/MS/MS-SRM

ESI-positive

—1:tolidine 108.00>91.00(+) CE: —21.0
500000;
| - ™ miz108>91 (‘EEA A )
250000 —|
] 0-
o
1 :tolidine 108 00>65.00(+) CE: —27.0
500000 —
250000 —| = K
] J\ }\ m/z 108>65 (fEsdA A >)
o A
75000—1:to|idine 115.00>98.00(+> CE: —21.0
50000; N
m m/z 115>98 ~/bvA1 2 -dg
25000 —]
o—] T T T T
O.0 5.0 10.0 min

X5 FEAEFRDOEA A SRM 7 a~ K7 T A
I RW)EIRFE - 5.0 ng/mL, PAEMEYE R : 1.0 ng/mL)

393




(R B
MRERRZ X 6 12, BERENRHT — 2 2 £ 512587,

10
¥ = 0.7645x + 0.0095

0.4 R:= (JQ)J‘;

0.3 —¢

[=]

¥= 085665 0.0824
R =0.9995%
=

(-]

- -

FEEE Gshi PR
IR Ot Pt )
\

0.0 01 02 0.3 0.4 05 0.6 0.7 0 2 4 6 s 10 12
HREEH CilSeti PRt HE ng/ml* EEHEH Rl /PEVEmE) =8E ngml*

6-1 7& : [REEERE O hlA Y2 010 ~ 050ng/mL, PRESHEMYE : 1.0 ng/mL)
o R ERR O LAY 1050 ~ 10ng/mL., POEEHE : 1.0ng/mL)
*PEHEYTEREDS 1.0 ng/mL 72007C, JREELE L R OBAIEI I5E L < 725,

#51 0 MA DL ORESWERRAT—4

B
FEYEM B YR S TEYEME (AS) AR AEYE (Ais) SR
(ng/mL) o- b AT 0- ML A T -dg (As/Ais)
(m/z 108>91) (m/z 115>98)

0.10 15208 177818 0.086
0.20 24393 145998 0.17
0.30 42009 175389 0.24
0.40 57337 189914 0.30
0.50 67596 168848 0.40
1.0 178898 222210 0.81
15 225373 192133 1.17
2.0 335390 206996 1.62
3.0 451377 184736 2.44
5.0 882225 211578 4,17
10 1057638 124246 8.51

*NAEHEY B IR © 1.0 ng/mL
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—
=

-

(-3

oo ¥=1 45755+ 00110 & 16 ¥=15041x+ 0.1099.
f 0 tj R =0 '?T 7 ﬁ » R :u*l“‘igw
% e e % 12 e
\ 06 2 10
Hos < s A

04 _,..40 E 8 /_y'
g 03 & - g 0 o -
£02 - a4 ) ‘,,/,.
ﬁ 01 /)‘ ﬁ 2 "J

0.0 =05 &

0.0 0.1 02 0.3 04 05 0.6 o7 0 2 4 G 8 10 12
#EEE GIeWe /et ) =8 og/ml* WL e e eE) =@ ng/mls

X162 /& : ABIEEEERERR (- FlA P 1010 ~ 050ng/mL., PEESEMYE : 1.0 ng/mL)
F AR ERE (- hLA T 0050 ~ 10ng/mL, PYEESEM/E : 1.0 ng/mL)
*PUEEEVEIRIEDS 1.0 ng/mL 720D T, JRFELE S IREOHAEI 3% L < 725,

£52 p MA DL ORRGERAT—5

i B
TEEY IR L FEYEMVE (AS) AR HEY)E (A S L
(ng/mL) p- hLA v p- RLA 2 -dy (As/Ais)
(m/z 108>91) (m/z 115>98)
0.10 27181 175604 0.15
0.20 46250 147137 0.31
0.30 79089 175809 0.45
0.40 106077 185429 0.57
0.50 125349 166101 0.75
1.0 345342 214994 161
15 437223 192186 2.27
2.0 645296 203371 3.17
3.0 835818 176842 4.73
5.0 1632363 210110 7.77
10 2001978 132944 15.1

AR EM R AL« 1.0 ng/mL
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e

~ v=13846% + 00128 = - = 1.4188x 42

§ 0.8 =000 .;L-""’ g 1¢ ¥ lhll_sg\L:V(;KO l-J.’

g 07 ,/" 14 '-’

E 0.6 ‘ % 12 < -

E 04 ¥ E 5 y— .

# ~ Y

& 03 * ® G -

R o ./." S ’.-'

5 0 & a2 4 &

gm ﬁ 2 —*

0.0 o ¥
0.0 0.1 0.2 0.3 0.4 04 06 0.7 0 2 4 G & 10 12

WL (i PP =¥ ng/ml® WL G /B = E ng/mlr

6-3 /& : [EERRERE (- hLA 22 1010 ~ 050 ng/mL, PIEE#EE : 1.0 ng/mL)
15 : EEEER R (m- LA 2 0 050 ~ 10ng/mL., PIEEEE : 1.0 ng/mL)
*NFEHEE TS 1.0 ng/mL 72D C, R L IEE OIS LS 72D,

#53 m- MA VOB ESHT—4

JEE
TEYEM B IR L FEYEME (A) AR EY)E (Ais) JEE L
(ng/mL) m- hLA T m- R /LA 2 -dg (As/Ais)
(m/z 108>91) (m/z 115>98)
0.10 32583 221551 0.15
0.20 56544 187582 0.30
0.30 95788 223965 0.43
0.40 133783 243471 0.55
0.50 149237 208617 0.72
1.0 377624 276526 1.37
15 527855 241671 2.18
2.0 750959 260470 2.88
3.0 1021354 237792 4.30
5.0 1936711 263427 7.35
10 2329935 164871 14.1

*PAEHEY)E L 1.0 ng/mL
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(w2 AT h V]
BB DIEA F > SRM ¥ 2 A7 L& 7 IR,

1.0

0.5

0.

Inten. (x1, 000, 000)

108,

0

1.25
1.00
0.75
0.50
0.25

0 ———
50.0

————
75.0

——r
100.0

————
125.0

0.00

Inten. (x1, 000, 000)

65.

00

91410

108, 05

w2

50.0

75.0

T
100.0

e

X 7-1-1

X 7-1-2

%] 7-2-1

%] 7-2-2

Eio-"ATDIEAFL SRM Y AARYT "L 45 :mlz108 %7

Vh—HY—AF Lt Exn7Tayy " A AT hL

Inten. (x1, 000, 000)

[nten. (x100, 000) 1925
] 115,10 98/10 115.10
5.0 1.00
0.75
] 70,10
2.5+ 0.50
] 0.25
0. 0t————r—rt2 o L 0. 00—+ r—+—————+
50.0 75.0 100.0 125.0 m/z 50.0 75.0 100.0 125.0 m/z

Eo-bA T -dy DIEA A SRM ¥ AARY ")V 45 :mlz 115 &
TV =Y —A ALt &nTa Xy M A AT FL

Inten. (x1, 000, 000)

Inten. (x1, 000, 000) 1.95

2.04 108,10 100 93/05

151 - 108,05

1.04 0.50 65,00

0.5 0.25

.o t———mm—————r b 0. 00-——+———————+———r+——+—
50.0 75.0 100.0 125.0 m/z 50.0 75.0 100.0 125.0 m/z

fEip- " AT DIEA A SRM~VAANRY ")V A ip- kAP
OmMiz108% SV i—Y—AF L Lzt &nTaFy A F L ARY

%

Inten. (x1, 000, 000) Inten. (x1, 000, 000)

115.10 1.5+ 97/10
20 ] 115.10
: 70,10

1.0 05
O.O\wwww\wwww\\\‘\\\Hﬁqu 0_07‘\\\\‘\\\\‘\\\\‘\\\\‘

50.0 75.0 100.0 125.0 m/z 50.0 75.0 100.0 125.0 m/z

foip-hvA T -dgDIEA A SRM v AAXY kv A5 p- A
CrdeOmiz 15 E TSV I—Y—AF Ll DT LT N A
VANRYT RNV
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Inten. (x1, 000, 000) ) 0Inten. (x1, 000, 000)
1 108, 10 ] 9105
& 1.5
2.0] ] 108, 05
1 1.0 65. 05
1.0 . |
1 0.5
0ol 93,10 10910 o0 o 0.0]
- [ T T T T T T T T T T T T A 1T T T T T T T
50.0 75.0 100.0 1250 n/z 50 0 750 100.0 125.0 /2

73-1 E:m-MATUDIEAFTLY SRMVAARY RV AH:im-hLbA Y
YOMz108% L h—H—A ALt ExDTad T A AR

7 hv

Inten. (x1, 000, 000) | 51 ten. (x1, 000, 000)

115,10 ] 97llt0 118, 10
2.0 1.0+
70.10

1.0 0.5
00 ‘ T T T T ‘ T T T T ‘ T T ‘ ‘12\8 ‘00‘ T T \ 007‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘

50.0 75.0 100.0 125.0 m/z 50.0 75.0 100. 0 125.0 m/z

7-3-2 Eim-bA T -dg DIEA AL SRM ¥ AAXRY kL £ :m- LA
CrdeOmiz 15 E TSV I—Y—AF Lt DT LT N A
VANRYT RNV

VL EDFERDS | 0-y p-y M- hLA DU DERA A 13 miz 108591, HEZRA A
X mlz 108>65, 0-, p-. m-bbA Pr-dg DEEA A 1T mlz 115598 & L=,
P-. M-FLA Ddg DT T T AL MA A 0%, miz 115>97(-CD3) DFEFE R & 7> >
T2, 0- FobA ¥ v-do D miz 115>98(-NH)IZ A5 Z LT Lz,

(BETZ 7]

BIET 7 v 7 13RI Sz, MDL JIERFOBRIET 7 v 7 7 a~ 7T A
Fla 32107, 777 #HBEMEIX. LIZLIEMDL 2 ERl-72, K8ITh -
EHLINSWEEDEMET T vy v a~ N7 T A& T, IDL BLFTH D08, X
— AT A NS LHRDBAOND,
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10000 {1:toluidine 108.00591.00(+) CE: -21.0
] m/z 108>91

v vy (EBA F2)

A
20000 1:toluidine 108,00>65.00(+) CE: —27.0

10000
] m/z 108>65 (fif
o]
Trtoluidine 115.00>98.00(+) CE: —21.0
25000~ S
] ]L M m/z 115>98 b /LA 22 -dy
0 T T L ‘ T T T T ‘ T [ T T I T T T T ‘ T T T T ‘ T T T T
0.0 25 5.0 75 10.0 125 min

X8 HMETTZ LIV DIEAA L SRM 7~ 7T A

ENIEIRVE:)

R 6-1~6-3 [ZUNINEILEBRAE R 2 7R 9, fRIORT X DI d RoEIER, 3
RO — Yy PRbDEHIE (X2 7 —1) oK (hrxzy) ~o
BATIEZ 6~7 FIRRETH D2, AZWEOE BTN RBIIEIC L D0 T, €&
PRIk SN D LEZABND,

#6-1 0- M A P OB B AL R
ORI SIS U R R BB B EEME do BN do Z5Eh

A (°C) (%) (ng) (gm’) (@mgm’) ¥ (%) %) L% IRE%)
0.0 - - 2 - - 62.4 -

20 40
0.20 2.8 32 7 115 73 70.4 9.9
0.0 - - 1 - - 64.7 -

%,'jj 25 60
295 50 694 593 6 854 15 70.7 55
0.0 - - 1 - - 63.8 -

36 50
50 694 53.6 2 771 - 772 -
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# 62 p- FLA U DUEINENNERER S 5

SOl R ASINE HRIRE RIRE BBR BIR ZER do I do 22

i (°C) (%) (ng) (@(mgm’) (@mgm’) W (%) %) L% 1RE%)
0.0 - - 2 . - 55.8 -
20 40
0.20 2.8 2.6 7 918 14 59.8 11
0.0 - - 1 - - 58.3 -
%,'jj 25 60
22 50 694 68.1 6 980 42 60.4 6.0
0.0 - - 1 - - 55.8 -
36 50
50 694 48.9 2 704 - 65.9 -
#£6-3 m- LA 2 OUSHNEINL B G 5
.y IR B USINE HARRE MR B mIER ZEME domlX  do ZAHh
" (°C) (%) (ng) (@(mgm’) (@mgm’) ¥ (%) %) L% IRE(%)
0.0 - - 2 . - 59.7 -
20
0.20 2.8 2.0 7 714 12 67.4 10
Eta 0.0 - - 1 - - 67.4 -
s 25 60
ZER 50 694 57.8 6 82 39 70.4 5.7
0.0 - - 1 - - 60.2 -
36 50
50 694 44.4 2 639 - 75.6 -
150000—1:to|uidine 108.00>91.00(+>) CE: —21.0
100000 — | ™ miz 108591 (ERA AL)
50000—? w
1 50002—:1 toluidine 108.00>65.00(+) CE: —27.0
00600 ] m/z 108>65 (FFRA A4 >)

R JMJL/
o_ f,\"\,\

40000 —l1:toluidine 115.00>98.00(+> CE: —21.0

= m/z 115>98 kLA ¥ -dy

20000 —
10000 —] \
o— . . . :

] T T T T T T T T T
0.0 5.0 10.0 min

9 WMEUGREBROEA 4> SRM 7 n~ h 77 A (IRINE 5.0 ng)
(BNZER. &R 20°C, {E  50%)
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(RTEPERBR)

24 RFFRRGER 25| L7 FsEE 12, REWE 5.0 ng Z3INL, 7L I3y
JIWZANTHIEEICHRFEL, BEE 7 B, 17 B (%2 K ([ClE LT,
BN ER 2 RO T fE R Z R T-1~T3 IR T RERIRT L O ITHEE O F £ Tl
P A R B AT, TR OB ERIKIL, 5°C ITmAIS L2 LCMS O
VR L—IZBWT 2 %L ELIZR SN0 o720 T, BEHE I L7 S
LR ITWERT L, BB NS BIRICHR T 2 0 ERH 5,

#7-1 0- M A V2 OEAF R ER R

-y B F 7213 MR (FRAFEE(%)*)
1 H A H e A 7 A% 14 At 17 A
ks 69 ng/m’ 60(86) - 41(59)
BRI 2.5 ng/mL - 2.7(106)
— MDL @ 1 g f%%‘af;% 0.1 ng/mL 0.1(99)
B ER 10 ng/mL 10(103)

Per (BLIIE £ 72 0 A R (X 5 BRI DRI )

72 p- FvA D DARAEHER B

. AR F 721X RRREE (FRAFE(%)*)
Eih*}”% N} 44X/ Y. PAY
) A R EE 7 B 14 H% 17 H#
e 58 ng/m’ 65(112) - 36(62)
BRI 2.1 ng/mL - 2.2(104)
— MIl)EL O)Elg Tﬁ&rg 0.1 ng/mL 0.1(110)
T AR e v e 10 ng/mL 10(105)

Pl (TELBE % 72130 AR X 5 R O 8)

£ 73 m- MLA D DRI B 5

—_—p AL F 71X BHRE  (FRITHE%)*)
) H A R B 7 H% 14 B4 17 A
e 59 ng/m’ 50(85) - 24(41)
AR 2.1 ng/mL - 2.3(106)
— MDL @ 12 %ﬁﬁ 0.1 ng/mL 0.1(100)
B ER 10 ng/mL 10(99)

Per (BLIIE £ 72 00 F R (X 5 R DRI )
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(—F Y v VDFER)

[E AR 5 — b U > 20 Bond elut PPL (500 mg/6cc) (I L C PPL) . NEXUS (500
mg/12cc). Sep- pak PS-2 (500 mg/3cc) (PS-2), Sep-pak silica plus long(silica), Sep-pak
C18 plus long(C18), Oasis HLB plus(HLB)|Z U g% &2 S W7 1 0 & Oasis MCX
plus(MCX) }2 T Sep-pak Accel CM plus(CM)IZHEHEW)'E % 45 5.0 ng TN L, 847 10
mL DOYEH T L 7258 ORINRZ R 8 1T d, fiiEA %/ — A F 52

BIETH D MCX & CMIZT V=T /A X ) —/L(1:9Th 5, 24 Bk L

THEINERNE ST PPLZH WAL & & LT,

F 8 AWEAAHIE T — U v PO & Bl 0B R

T SR ] [E1S=(%)

(hr) W PPL NEXUS PS-2 silica CI18 HLB MCX CM
o-knAvr 98 99 95 2 110 90 89 74

2 p-hvATr 92 96 70 2 98 84 73 62
m-kvATr 96 107 68 1 97 87 75 63
o-hLATY 98 106 - - 65 74 &3 78

4 p-hLA T 104 95 - - 38 62 69 55
m- kLA 105 100 - - 23 68 73 63

o-hLA Y 106 41 - - 36 68 -

24 p-hLA Ty 94 32 - - 13 - 53 -
m-kLA Ty 91 65 - - 20 55 -

(T— R U v Vb OBEHRR]

S IV B EFERIHE 2 — R U P(Bond elut PPL (500 mg/6¢c)) 5 S 9E
50ng ZIRML, A% 7 — LV CIRH S L EOKBESEORIEEZX 10 (2R

T, 0.5mL TELNREEHT 2N, 22 R RHEIF 2mL & L, BHEXS

<F2DE, MU ~OHIHERN TR - T, NEIEEWEORIELE L D,

# p-toluidine

m-toluidine

M o-toluidine

0~05 05~10 1.0~15 15~2.0 2.0~25 25~3.0 3.0~3.5 35~4.0
B AR (mL)

X 10 H—FYU v 5 OFEH B REE
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(BRI O fIE f1)

RiEZE W THR)NIREET O KR E 5 Lz, 0- Mo 223K 44 ng/m’,

p- ML A DT K 19 ng/m’, m- b LA 2 3K 29 ng/m® M S u7-, FKI
ITT_XTORE NS 3 BMEARE S S 7eh, AN T IRE AR O
BINRoniz, 7u~ 772062 X 111277,

I1:toluidine 108.00>91.00(+) CE: -21.0 m/z 10891 (E&A 42)
25000; m-:43 ng/m3

] p-:15ngm’ |o::4.5ng/m’

0| A

J1:toluidine 108.00>65.00(+) CE: -27.0

1 m/ 5 (FEsdA A 2)
25000i

{:toluidine 115.00>98.00(+) CE: -21.0

25000~
] Kkk m/z 115598 kLA ¥ -d,
0 i ] ] T T ‘ T T

T T T
0.0 2.5 7.5 10.0 12 5 min

HM,%ﬁkﬁ@E%ﬁVWMﬁmv%7?AQMM%H$%%WQ%M@

(G

AIECREF MvA VU REZEST S L, MDL & L TR E472 0.91~1.8
ng/m’ O LYV TRIT 5 Z LRI TH D, EAEREHT, ZRREOFEL
ZTHEEZONDDT, ZElBREO MR EENMETH D, MRS
T, KT RTORENS 3 BB E GRS, AFITEFEmRET
@ﬁ%%@ﬁﬂﬁ%%ﬂtoﬁﬂﬁﬁ%@ﬁ%&i FIROFEEMET 25 & A
WEDIELTREDOENDEZ NG, HONIHET DUNERH D, BB TH-
T, BB SRTLER T £ T HEMUNICK T S8 5, @EHE 0.072m’, %0
B 5.0ng DA, UKL 83~98%., AEMAKIL 1.5~42%TH - 7=,

EEEEPi S
T I 5 FRRIRBREE R o 2 —
FUBSEERT 0 T254-0014 SEEHIUZE 1-3-39

TEL : 0463-24-3311 FAX : 0463-24-3300
HYE A D AAEATIEE AT
E-mail : hasegawa.j3i@pref.kanagawa.jp
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Toluidine

An analytical method was developed for the determination of toluidine (0-toluidine,
p-toluidine, m-toluidine) in ambient air by liquid chromatography-tandem mass
spectrometry (LC/MS/MS) coupled with solid-phase adsorption and solvent desorption.
Ionization mode is positive ESI (electrospray ionization). The SRM ion pairs of m/z
108/91 and 115/98 were respectively used for the quantification of toluidine and the
internal standard of toluidine-dy. The method was applied to environmental samples.
Sample air was drawn through an adsorption tube (Agilent bond elut PPL cartridge (500
mg / 6 mL) impregnated with phosphoric acid and ascorbic acid) at a flow rate of 0.05
L/min for 24 hours. Then toluidine was eluted from the cartridge with 2 mL of methanol.
After addition of toluidine-do, as internal standard, and 2 mL of ammonia water/purified
water (1:9) to the eluent, toluidine and toluidine-do were extracted with 2 mL of toluene
and then analyzed by LC/MS/MS-SRM. The method recovery, the relative standard
deviation (RSD), the method detection limit (MDL) and the method quantification limit
(MQL) were 83~98%, 1.5~4.2%, 0.91~1.8 ng/m’ and 2.3~4.7 ng/m’, respectively.
Concentrations of toluidine isomers in air at Hiratsuka city area were from less than
MDL to 44 ng/m’.

Air — Collection — Elution T

phosphoric acid, ascorbic acid methanol 2 mL Internal standard
Bond Elut PPL Toluidine-dy 2.0 ng
50 mL/min X 24hr

L Shaking ;

. Aliquot LC/MS/MS-SRM
extraction
ammonia water/purified water(1:9) 2 mL toluene layer ESI-positive

toluene 2 mL
shaking in 2 min.

standing for 2 min.
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YE 4 aimiE7 e —F v — b T
[R&]
AT MR ER |
[1] 0- h /LA v KRR R LC/MS/MS-SRM
(B :2-7 X /- ULRg s T AL E VR ESI-Positive
1-AF R ) 415 Bond Elut PPL
2] p- kLA v 50 mL /min X 24 ] Fo HH T BRAE -
(Bl& - 4-7 3 /- [ K& (ng/m)
LA F N ) t ‘ (1] 1.8
. G . [2] 1.4
Bl m-kA Py | AX/—A2ml  INEEHER [3] 0.91
g 2 3-7 X /- Toluidine-dy 2 ng
1-AF B ) SR SRAE
L B
bRk it an! S E LC/MS -
T =T KREEK(1:9) 2 mL MLVx Shimadzu
fL=> 2mL LC-MS 8050
weo20
Hig 247 7 A
Waters Cortecs
C18+ (2.1 mm
LC/MS/MS-SRM
x 150 mm, 2.7
ESI-positive pum)
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