p-7T =TV

p-Anisidine

Mt 4 X rFe7=y v
4-Methoxyaniline

m7=>Yv

m-Anisidine

RED NN oy ge)
3-Methoxyaniline

O T BB OR B TR T
[RRBEE - KE ]

-7 =TV
o-Anisidine

2-XbXe 7=y v
2-Methoxyaniline

[N RYE DRERE]
p-7 =TV m7=y v -7 =TTV
NH, NH, NH,
(6]
\CH3
o/CH3
O
\CH3
CAS %5 1 104-94-9 536-90-3 90-04-0
¥ C;HNO C,HoNO C,HoNO
€7 A=A |
p-7 =TTV m7y =y -7 =TV
(¥4 15 ] 123.15 123.15 123.15
[£) 74V v)E ] 123.0684 123.0684 123.0684
[l e ] 57.2°C" -1°C" 6.2°C"
R=q 243°CV 251°CY 224°CV
[LhEE] 1.071 (57°C)" 1.096(20°C)" 1.0923(20°C)"
[ ] 0.006 mmHg 0.00233 mmHg 0.08 mmHg
(25°C)? (20°C)? (25°C)Y
VAR ] 15.4 g/L 20.5 g/L 12.6 g/L
(25°C 7)) (20°C 7K)? (25°C 7K)?
[log Poy] 0.95 0.93 1.18
(GlefE) 2 (FlEfE) 2 (FIEfE) 2
[pKa] 5.34" 4247 453"
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=, Hg]
[FEERE YIRS 5 A EH] ©

p-7 =TT my =YY -7 =TTV
<7 A (f&0) LDs - 1400 mg/kg 1400 mg/kg
7 v b (#85) LDso 3200 mg/kg — —

7 v b (f&) LDso 1400 mg/kg — 1400 mg/kg

[Hi&] ©
O SRS

gl

1) Lide, D.R,(ed), CRC Handbook of Chemistry and Physics 84th Edition

2) International Chemical Safety Cards ICSC0971

3) Philip H. Howard, William M. Meylan, Handbook of Physical Properties of Organic
Chemicals

4) International Uniform Chemical Information Database [IUCLID Data Set

5) SRC, PhysProp Database (2011)

6) FRR AP E L AR LS AT A (kis-net)

81 HTik

(1) TR OB

KEEHC Y v 7 — P EZEHM L 728, WA 7 AcdKL, X5/

— VTR %5, AR ZER L 7%, LC/MS/MS-SRM(ESI+) TaHT§ %,
20124!%@'4%1‘%5% CEWT, Az ETIIYa s — FEICED4~6E] D 720
7 VT IKERING uH‘HOOmL 225%-NH37K100 L) L 72438 - 7= (B Ec D

(2) #E - RE Y u = FEIERIZ90-100%), (2013FERHAFHETZa X~ )
(B3]

p-7 =YV DRDGHRE TR KRR (FEEE 98.0%)

m7”=sy PR TR LA (FIEE 95.0%)

= DRDGHIRE TR KRR (FEEE 98.0%)

4-X b F 7 =1 -23,56-d, : CDN # (99.1 atom%D)

2-A P ¥ T-th-7 =Y v-3,456-d;  : CDN # (99 atom%D)

FREDK : Milli-Q 7K
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2012年度環境調査において、検体そのままではサロゲート回収率が4〜6割のため
アンモニア水を添加(試料100mLに25%-NH3水100μL)した例があった(添加後の
サロゲート回収率は90-100%)。(2013年度精査等検討会コメント)


RY ) =) P DGR TR, Le/MS H
EHA— TV v : Waters % Oasis HLB Plus type 225 mg

(e o 8]

(ERHERR)

p-7 =YV 500 mg ZIEMEICEDED . 72 F=1FY)L 50 mL ICVEMEL .
1000 mg/L D p-7 =3 ¥ VEEHEFIE & T 5,

m7 =¥ 500 mg Z IEMEICEDHLD . 72 F=F YL 50 mL ITIHEMEL .
1000 mg/L D m7 =3 ¥ VSRR & T 5,

0-7 =YY 500 mg Z IEMEICEOILD, 72 F=F YL 50 mL ICIHEMREL .,
1000 mg/L D o-7 =3 ¥ VIEEHEFIE & T 5,

p-7 =¥ UEHERE, m T =3 Y VIR MO o7 = v Y VEEE IR &
ZNFN100 L TELL . 100 mL BHD A A7 7 A2 MA, A% /7 —)LT 100 mL
ICERT S (p-y m, 0-7 =¥ ¥ 1000 ng/mL B AEEHER)

NI

(%rv 5 — FEREERR)

4-2A FF 7= 23,56-ds 50.0 mg ZIEMEICEDILD, 72 b=+ YL 50
mL (ZVAfE L 1000 mg/L D 4-X b ¥ > 7 =1 »-2356-d, Y 17— MEEHERUK &
T5(p-7 =2 V-dy)

22X P FTody-7 =) -3.4,5,6-d3 50.0 mg ZIEAEICEDED, 7R b=tV L
50 mL ICVAfR L 1000 mg/L D 2-X + F-ds-7 =V >-3,4,5,6-dy ¥ 11 /7 — b fEEHEJE
WET 00T =2 v-th),

4- XX 7=V vr2356-d uy— MEEERE KDY 2-X FFod-7 =Y
¥-3,4,5,6-ds V07— MEEHEIRR 2 Z 0241 100 uL 27EL L. 100 mL KD X A 7
FZAACMA, AZ =)V TI00mLICERT S (p-7=> Y v-dhy Ko7 =
Y v-dy % 1000 ng/mL JREH v 7 — FEHER) .

Ul B R YENR )

p-. M, 0-7 =¥ ¥ 1000 ng/mL IEAEHER %2 X 5 ) — )V TIHRAARL . p-,
m, o-7 =Y & LTO0300ngmL 25 100 ng/mL DEEUERR Z (BT %, i
FEOEERICIZI ey — M HE L T p7 =2 Y V-dh K o7 = ¥ v-dh 75
1000 ng/mL &Y 07 — MMEHERR % 10.0 ng/mL DIRFEIC A2 LI IZdmL., &
HMHEER L T 5,

(FRE]
AAT7 7 Aa(100mL), ¥4 71 EXy ;(10-100 uL). (100-1000 pL), FHHEH %
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0 (10mL), R (77 28, 10mL), AR HEE O A i
KOG =F =)L), LCA— ¥ v 77 =M1 7Vl

(3) ik

(GBI D SRR DR ]

B MLrEBRFEEREE O T &) (PR 21 H3 H) IS4 . ikt
PR, P DICABRRIE 21T 9 . EWRD I AR WEGIE, WIEPTICRTT
T3,

(BBl B ALE X VGBI OS] (3 1)

AKEFHE100mL I, YuarX—r e L. pT7 oo Pr-d M0 o7
£ 1000 ng/mL IBAEHER SO LI L, Horldavrava=v 7zl
A —F Y v Oasis HLB (73 2) 12 10 mL/min DFE THEAK T 5, KIZ[EAH
ICHEEK 10 mL 238 U CToeid L 7242, R T24547%2 10 mL @5 L o
KaxRET 5, 2Dk, A%/ — VT RWEZEHRL, LEHBEMELE (10
mL %) FUCHRAID 5mL 2L, SERK s 5,

(22t O S ]
AR DO Rb D ISR Z Al v T, (BRI O AT R O BR DOFREL] DIEIC
fE>THRIEL., 5o ncallamz 2R L 35,

[HE]
(LCIMSHIESRA) (E3). (H4)
LC/MS Hdr : Waters 2695/ Quattro micro API
[LC &&fF]
LC HEfE : Waters 2695
77 A : Waters # Atlantis T3 2.1 mm x 150 mm, 5 pm
EZILE PAKEEDK, B: Xy —)L
0—10min A:90—5% B:10—95% linear gradient
10—15min  A: 5% B: 95%
15—=25 min  A: 90% B: 10%
717 L : 0.2 mL/min
A7 L 1 40°C
AR A :2ul
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[MS 4]

MS &

¥r 7Y —®HE
a— VT

a9 Y a VEBIE

YV — A
FYNR— 3 ViRE
a—VHAE
FYINR— 3 Ui
A 7 Ak
HEe—F

TSI —AF v

(BRE#R)

p-7 =TV
p-7 =TV

m7=sy v
m7=sy v
-7 =T
-7 =TTV
p—7:°/“/°‘/—d4

0-77:.1\/?\/‘\?/-(17

. Waters Quattro micro API
- 3kV
30V
18V

- 120°C

: 300°C

- 50 L/Hr

- 350 L/Hr

. ESI-Positive
: SRM

Mz 124.1>92.8 (ERH)
Mz 124.1>91.9 (HERM)

:mz124.1>91.9 (E&EA)
:m/z124.1>92.8 (M)
m/z124.1>108.9 (ER=M)
:miz124.1>91.9 (fE7EH)
:m/z128.1>96.8 (M)
:m/iz1312>112.9 (&)

HEAHEER 2 il 2 LOMS ISIEA L So NG EME a7y — M E
DRI N E =725 p-. mEY o7 =3 Y v OMEREZERT 5.

(7 5)

(E&]

B 2 L 2 LCMS ICTEA L  NRWE &Y ar — FE O S (p-

mE o7 =P romtiEezke s, (1H5)

(REDORH]

ARPACHIREE C (ug/L) 3SR & b ST T 5

C =R- QV
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R: BEM RO 0y — FEIREICN T 2 NRYEIRE D
Q: RN L 729 v — M E D E(ng)
(=07 2% u7— N WEEERDOIRE (ng/ul) X HIMT 5490
77— M ERER DR E (uL))
V: EEKE (mL)

s

ThH 5,

g C=RX0.5 (ug/L)

CEEBRHTRME (1DL))
AKIWTIZH7Z LC/MS/MS D IDL 23 1 12T (7 6),

(ROWHEIC B> 785, DUT OBl M S 5.
Q=50 (ng)
(=RINS 29047 — MMEEROEE (1.00 ng/uL) XHFMNT 2
Yoy — MMEERORE (50 uL))
V=100 (mL)

71 IDL OHE SR
s IDL alRHE Ak E IDL BURHa R E
(ng/mL) @L) (mL) (ng/L)
p-7 =TV 0.090 0.100 5.00 0.0045
m7=s3yv 0.14 0.100 5.00 0.0068
o7 =TTV 0.13 0.100 5.00 0.0067

(HIEGEICE T 2RI TRIE (MDL)ROEE TIRME (MQL)]

ARMEHFEIZBIT S MDL KO'MQL 2% 2 129 (7).

722  MDL MU MQL DAL R
R4 "y alBE RSRE MDL MQL
L) (mL) (ng/L) (ng/L)
[y K 0.100 5.00 0.0068 0.017
m7=y3v K 0.100 5.00 0.010 0.026
O K 0.100 5.00 0.013 0.034
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(1)

(7t 2)

(7% 3)

(7% 4)

T &
RETIFEZERZAMFITE D BFICEME T 2 AR I 7D T,
HER ST X 2R IIFERBL 22 L e L,

EfHA— Y v 2k, FHERICZ2 MY 10mL, X% /=)L 10mL &
BEOK 20mL Tav 743 a=v 793,

AGREBED LC/MS 9T Tld, EREDNLET 5 DI 000 %, JHA
WZOWTIE T2 PP Ah T LIEERICKET 52720 L BbiIL s, 3
fZHS 2Tl v, > T, 7 =2 ¥ ¥ 10~100 ng/mL FEE D [E]—
FEAEE 2 e A L, REE, RN ZE T 2 D2 ER L Th o, &b
%&LmMs“ﬁ%ﬁﬁo—%ut EA@HE&% %%% o7 =
DYV 0T =Y vt DEED R DN

LC/MS DG F, ARME IS L 7B (Waters Quattro micro API) FF
EDHLDTH %,

W

FES) m7r=>Proyuryr— rWEHizowTiEikRENTE S 9, Bk

ﬁﬂf—kf%%&7”?9%&%%M%Kﬁmf—k&Lfﬁﬁ?
2, M BEEE WG T 5 2 Lick b, RO CldRiEIc
DEMRT 2 HEE R LT, "B, ZEFETIIm7T= ///wﬁﬁﬁi
MEXK1IC, 207 =% %R3 IR L7,

#

i

e

100000 10000

y = 8539048 x - 136.7737 & |y =829.7860 x - 61.5665 {
80000 R% = 1.0000 / 8000 R% = 0.9988 /
60000 / 6000
40000 / 4000
20000 2000 |

n-r7r=Jv n-y=3v

&

e ;

0 50 100 0 5 10
BEE (ng/mL) = (ng/mL)

M1 m7=sY v Difuiai

SRR FE&IPH 0.3~100 ng/mL (N/F) 5 0.3~10.0 ng/mL (|X45))
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3 ABRERIESE T -5 (M7= v y) (B5)

JEZE (HAR)
TR YEIR R (Cs) XTGE
(As)
(ng/mL) m/'z 124.1>91.9

0.00 0
0.30 228
0.50 404
1.0 831
3.0 2222
10.0 8288
30.0 25431
100 85284

(7 6) IDL 1%, "ML EBRiERReiiREMo o1&, CEK 21 3 H) I2he
ST, R4DEBVEH LA, £/, K2 CIDLHIED 7DD 7= |k
VA AN O

# 4 IDL OEHIFEHE

YE p-7=v YV m7=yYv 0-7 =YYV
alkBHE (mL) 100 100 100
AR (mL) 5.0 5.0 5.0
HEAMIRE (ng/mL) 0.300 0.300 0.300
HEAE (uL) 2.0 2.0 2.0
fEH 1 (ng/mL) 0.277 0.311 0.336
FEH 2 (ng/mL) 0.313 0.253 0.255
fEH 3 (ng/mL) 0.313 0.312 0.342
fEH 4 (ng/mL) 0.274 0.282 0.327
ftid 5 (ng/mL) 0.248 0.311 0.300
fti 6 (ng/mL) 0.292 0.273 0.356
fEH 7 (ng/mL) 0.279 0.361 0.300
SEYIME (ng/mL) 0.2851 0.3005 0.3165
EEHEMR 72 (ng/mL) 0.02312 0.03519 0.03437
IDL (ng/mL)* 0.090 0.14 0.13
IDL FXRHARE (ug/L) 0.0045 0.0068 0.0067
S/N [t 13 9.5 7.0

CV (%) 8.1 12 11

*: IDL = t (n-1,0.05) X op.1 X 2
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1: MEM of 5 Channels ES+

100 SIN:PtP=13.42 124.1>928
- s, 30N 22923
p-7 =TV
-
e e
5.00 8.00 10.00 12.00 14.00

1: MEM of 5 Channels ES+
S/N:PtP=9.46 124.1>=919

3.98e3

>

m7y=>yv

Ao Pl LI T I PP . P ) N ) S TR 0 e o i PR ot T T |5 . PR Pl e T, BT ) . EE ., ) L e U . e |
65.00 5.00 10.00 12.00 14.00
1: MBM of 5 Channels ES+
SIN:PtP=6.97 124.1 > 108.9
100 1.76e3
- -7 =TTV
0% ) F e [ B o e | LR B PR SR BRSSO |
6.00 5.00 10.00 12.00 14.00
1: MEM of & Channels ES+
9.18 . 1281 > 96.8
100 Foyr— |- 6 5de4
& p—7;?‘/“\/“\/-d4
0% R o e e | o S T o S ) e T P 37 0 I 77,0 P AL
6.00 8.00 10.00 12.00 14.00
1: MEM of 5 Channels ES+
11.02 1312 = 1129
100 Far— b 6.60e4
0-7;?‘/‘:/“\/-(17
0+ T T f = Time

‘600 800 1000 1200  14.00
B2 IDLEIERDZ7a~< 2774 (p-, my, -7 =3 ¥ ¥ 45 0.300 ng/mL)
(1#7) MDL XX MQL (&, LAY EBREEEERHEEMmO TL1 & (P 21 4

3H) - T, 5DEEVEB LA, £/, X312 MDL HIERD
VA" Sl /A VN 5 N Dt
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7¢5 MDL U MQL D EH 5 H

Ve p-7 =PV m7=yYv o7 =YV
skt K - K - K -
kR (L) 0.100 - 0.100 - 0.100 -
EEERINE (ug) 0.0025 - 0.0025 - 0.0025 -
AURHAELR L (ng/L) 0.025 - 0.025 - 0.025 -
AR (mL) 5 - 5 - 5 -
AR (ng/mL) 0.5 - 0.5 - 0.5 -
BEETE AR (ul) 2 - 2 - 2 -
BelE7 0¥ (pg/L)™ ND 84~ ND (100) ND (100)
FERIEYS (ug/L)™ ND (102) ND (108) ND (108)
fEF 1 (ug/L) 0.0287 (92) 0.0288 (101) 0.0288  (101)
fEH 2 (ug/L) 0.0244  (101) 0.0282 (110) 0.0225  (110)
fEH 3 (ug/L) 0.0282 97) 0.0295 (101) 0.0317  (101)
fEH 4 (ug/L) 0.0276 (89) 0.0221 (102) 0.0272  (102)
i F 5 (ug/L) 0.0275  (101) 0.0246 (113) 0.0274  (113)
fii F 6 (ug/L) 0.0289 (98) 0.0264 (108) 0.0272  (108)
i F 7 (ug/L) 0.0252 (96) 0.0254 (106) 0.0329  (106)
SEHfE (ng/L) 0.02721  (96) 0.02643  (106) 0.02824  (106)
FEEHEfR 22 (ug/L) 0.001743 0.002625 0.003411

MDL (ug/L)" 0.0068 0.010 0.013

MQL (ug/L)™ 0.017 0.026 0.034

S/N Lkt 27 8.8 6.9

CV (%) 6.4 4.6)° 99 45"° 12 4.5

1 BE7 7 v 7

7TAED V-l (n=2)
*)  ERINNEYS c MDL B AEABHIEEEZ RN L T WIREETE FN S IRE DY

fii (n=2)

*3 MDL =t (n-1,0.05) X G,.; X 2

*4  MQL =o0,,% 10

*5 RN O EUEIZ Y 1 7 — b o[l
*6  FEIMNOEAEIZ Y 17— kD CV (%)
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1: MRM of & Channels ES+

927 124 1>0928
100 360 3.52e3
p-7 =T Area
UI LI 0 I 2 R S % M 50 5% e A A N S O T B I R P P M o 72 Pl e
6.00 8.00 10.00 12.00 14.00
1: MEM of & Channels ES+
1013 _ 1241 >919
100 415 3.86e3
Area
DI LS T s 1 (PLA ST 0 D S T ) 4 . 1 0 R TS ARl 01 R P P et S0 54 ) 001 9054 ER 0 T |
6.00 8.00 10.00 12.00 14.00
1: MEM of 5 Channels ES+
1113 1241 > 1089
100 285 2.77e3
. Area
e -7 =TTV
r-‘r---—-——r—rrrrrrr—-—r T ——————————
6.00 8.00 10.00 12.00 14.00
1: MEM of 5 Channels ES+
100 920 128.1 = 96.8
6231 N 513e4
Yy — b Area
p-‘?:—?\/“\/“\/-d4
L e L E e o L e L e o S e T
6.00 8.00 10.00 12.00 14.00
1: MEBM of & Channels ES+
11.02_ 1212 =4129
100 6448 G.15e4
- Pu— Area
0—7:—?\/“\/“\/-(17
A ———r T e T S e T TT12
6.00 8.00 10.00 12.00 14.00

3 MDL skl 7 e <~ 77 4
GARHAEEE p-. m, -7 =¥ 4% 0.025 pg/L)
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§2 f# @i
[hriE]
(7e—F%*—1)
ARE AR Il AH fify Kk 7k
0.100 L I HLB plus Bk Y)Y TEA
10 mL/min 10 mL 10 mL
Fasr—Em
p-7 => ¥ ¥-ds 50.0ng
0-7=¥¥¥-d; 50.0ng
I - LC/MS/MS
JZay JEfT SRM
AY ) =) 5mL ESI+
5mL AL ) =)

(BRE#R)

X 4

IHTED 7 v —F v — b

BEHE % X % ) — )L CTEEATR L. 0.300 ng/mL~100 ng/mL & FHEEHERR
ZERRT 5, SRR 2 uL %2 LO/MS IHEA L T, &6 - EZHEYE O
E—7HEEYas — FEOHEBEDH L IRED D S MR Z R T 5, 13
ERERAH T — % 2K 6-1~F£ 6-3 12,

2 5-1~X 5-3 IR T,

F6-1 MEHERAT—% (p-7=> P V)

. P (Cs) B IS L
IREE L NRYVEMAS)  tur -ME(AS) _
(ng/mL) (ASAis)
mz=124.1>92.8 m/z=128.1>96.8
0.00 0.00 0 8342 0.000
0.03 0.300 250 7785 0.032
0.05 0.500 409 7078 0.058
0.10 1.00 813 7448 0.109
0.30 3.00 2454 7301 0.336
1.00 10.0 9007 6965 1.29
3.00 30.0 27418 7278 3.77
10.0 100 93239 7945 11.74
*ryay— MEIRE D 10 ng/mL
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14 p-7=T 14 p-7 =¥
i v =1.1755 x + 0.0443 1 v = 1.3040 x - 0.0203 /
R*=0.9995 / ' R*=0.9985

1.0 /
| 7

10 /

= B 08
I i B o6 /
) ) /

/ 04 /‘

2 0.2
0 / 1 ] 00 / L ]
0.0 5.0 10.0 0.0 0.5 1.0
EEL BEL
JEFE (ng/mL) (50) (100) IR (ng/mL) (5) (10)
X 5-1 p-7 =¥ v Dk

Cof RYVEIEFEHIPE 0.300~100 ng/mL (X/2) ;5 0.300~10.0 ng/mL ([XI45))

%62 WMEBERAT—% (m7=>PV)
" B FE(Cs) il 3
R NRYIEAs) o7 -MIE (Ais) _
(ng/mL) (Ag/Ais)
mz=124.1>91.9 m/z=131.2>112.9
0.00 0.00 0 6681 0.000
0.03 0.300 228 6621 0.034
0.05 0.500 404 6103 0.066
0.10 1.00 831 6299 0.132
0.30 3.00 2222 6361 0.349
1.00 10.0 8288 6504 1.27
3.00 30.0 25431 6264 4.06
10.0 100 85284 6958 12.26
*rya— FYEIRE ¢ 10 ng/mL

517



m7=>yv m7=y v
14 r 14
12 y= 1.;}32.2;-9%0526 /.. 19 v= 1.;27:33;;901.0057 //
10 1.0
2, / 2 o, /
@ / B, /
4 / 04 /
2 / 0.2 /
0 / . ' 0.0 / ' :
0.0 5.0 10.0 0.0 0.5 1.0
REL REL
JEFE (ng/mL) (50) (100) IR (ng/mL) (5) (10)
52 m7 =YYy ORER
RV E IR FEHIP 0.3~100 ng/mL (X/F) 5 0.3~10.0 ng/mL (X45))
#6-3 MEHBEHT—% (o7 =P V)
S JRE il .
wggy RO e e e A
(ng/mL) (Ag/Ais)
Mmz=124.1>108.9 m/z=131.2>112.9
0.00 0.00 0 6681 0.000
0.03 0.300 148 6621 0.022
0.05 0.500 202 6103 0.033
0.10 1.00 488 6299 0.077
0.30 3.00 1401 6361 0.220
1.00 10.0 5422 6504 0.83
3.00 30.0 16885 6264 2.70
10.0 100 59785 6958 8.59
*ryus— FYEIRE 0 10 ng/mL
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o -7 =TTV o o-7T =TTV
y=0.8623 x—0.0017 - y=0.8394 x-0.0111
8 R'=0.9997 / 0.8 R*=0.9988 /,
.| 6 2 06
i i
Hel Hel
4 / 0.4 /
2 0.2 /
0 / - ' 0.0 L '
0.0 5.0 10.0 0.0 0.5 1.0
BEL BEL
JEFE (ng/mL) (50) (100) IR (ng/mL) (5) (10)

X 5-3 o7 =v¥ v ORER
COH RV EE AP 0.300~100 ng/mL (IXI75) 5 0.300~10.0 ng/mL ([XI45))
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(RAART b IV)
P M, 072V, p-T P v-dh M 0-7T =P V-th DI AZARY b L
ER6IC.ZNEFNE T LY=L A L7270 Y T A VDRAARY FLERT IZ

ZANE IS

1837 (9.254) Cm (1833:1848) 1: Scan ES+
100 124 4.96e7
# p-7=>TV
{] e T e e e e R e L e e e e e e e P e e e A T e e e e e e e e e e e T e R e L e e e e R e L e e e e e e Al e ]
2000 (10.075) Cm (1993:2011) 1- Scan ES+
406 124 6.07e7
= m7=y v
st A
2202 (11.093) Cm (2198:2212) 1: Scan ES+
100 124 5.15e7
= -7 =TV
109
e e Miz
80 100 120 140 160 180 200 220 240
1824 (9.188) Cm (1819:1832) 1- Scan ES+
- 128 4.03e7
Yas—r:
= p-7 =Y vy
97
0-rrrrrrt e
2177 (10.967) Cm (2173:2186) 1: Scan ES+
131 5.20e7
100 .
val—h:
ES 0-7;?‘/‘:/“\/-(17
M3 130
e
- e e e e T
80 100 120 140 160 180 200 220 240
X6 p-. M, 7= PV, p-T TV KV 0-T YVt D

CAANYT IV
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1840 (9.260) Cm (1830:1848)

1: Daughters of 124ES+

100 ] 2 6666
o 0. FO— p-7 =¥V imiz=124
UEY
Wl
DI L A T IR T R R B Y B BRI B R B S R
2001 (10.080) Cm (1985:2010) 1: Daughters of 124ES+
92 2.39¢e6
100 - 93
- » s 14 m7 =YY mz=124
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96 (10.957) Cm (89:101) 2: Daughters of 131ES+
100 113 Yy — |- 8 94e6
0-7 =¥ v-dh : mz=131
#
96 131
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#71 BE7 7 v o B R

B MR AL
Vg AR ZL
(ng/L)
p-7 =TTV 3 0.0068 A1
m7=3>v 3 0.010 A3
o-7 =TTV 3 0.013 i
\ 1: MEM of 5 Channels ES+
| p7r=svv 124 1> 928
100 264
B
UI L[R2 A D e o i 41 S SR TP B 0 A S MR 05 A R ot e 0 5 P30 L
6.00 8.00 10.00 12.00 14.00
1: MBM of & Channels ES+
N 1241919
100 | mr=yov *335
=
UI LR 0 0 51 S L 1 95 LT R 1, UM 1 0 P . 1oL [N 1 40 T L
5.00 8.00 10.00 12.00 14.00
1: MEM of 5 Channels ES+
B 124.1 = 108.9
100 -7 =TTV 518
=
DI""I"" o e I e e | L v £ ) B L T C |
6.00 8.00 10.00 12.00 14.00
1: MEM of 5 Channels ES+
920 _ 1281 > 96.8
L 533 -lj-ulf“— k- 4 41ed
. Area
p-7 =¥ v-d,
O|""|"" o o e B 1 T A ] e B e oL ) s i . e |
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Sl
K (AR R) ~OEYEY EINBIDGEAB R 2R 8, 7n< 77 L%

9-1 XX 92 IZ/R T,

2 8 BN INIRLLGEARS R

. [F]
. . . & iR i )| .
weEg Wk RRE e : W e -HER
e B ORE | R
M #
(L) (ng) (mL) (mg/L)y (%) (%) (%)
0.1 TEFRIN 5.0 3 0.0068> - - 102
7K 0.1 0.0025 5.0 7 0.0272 109 6.4 96
p-7 = p-7 =¥
. 0.1 0.030 5.0 5 0271 90 2.0 X 96
Y : Yvd ——
i 0.1 FETRIN 5.0 3 0.0068> - 72
WK
0.1 0.030 5.0 5 0289 9% 1.5 76
0.1 JETRIN 5.0 3 0.010> - - 86
WK 0.1 0.0025 5.0 7 0.0264 106 9.9 93
m 7 = o-7 =¥
X 0.1 0.030 5.0 5 0277 92 33 X 92
YV \ Yvdy ——
i 0.1 FETRIN 5.0 3 0.010> - . 101
MEIPIIS
0.1 0.030 5.0 5 0297 99 1.8 99
0.1 TERIN 5.0 3 0.013> - - 86
s K 0.1 0.0025 5.0 7 0.0282 113 121 o7=% 93
0-) —v
sy 0.1 0.030 5.0 5 0.280 93 43 Yv-d, 92
S
i 0.1 TETRIN 5.0 3 0.013> - - 101
WK
0.1 0.030 5.0 5  0.285 95 1.2 99
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1. MEM of 5 Channels ES+

- s, a5 1241928
100 | p7=sPv e
B
UI L[RRS4 I SR TP B 0 A S MR 055 A R ot e 0 7 P30 L
6.00 8.00 10.00 12.00 14.00
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5.00 8.00 10.00 12.00 14.00
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p-7 =TV 1- MRM of 5 Channels ES+
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(FfEER 7 ) —= v J3AER)
TIER 7 ) —= v 7R OMIR 2 9 1T T,

K9 ORER 7 ) —= v 7B R

OIEEE K 7 HRDEREE (%)

e
WR% PHoml) Bl o0 W O

5 10.0 101 105 —

p—7f—“/“/“‘/ 7 10.0 101 102 97
9 10.0 104 103 —

5 10.0 100 104 —

m7=>y v 7 10.0 101 105 103
9 10.0 97 102 —

5 10.0 101 105 —

o-T7T =TV 7 10.0 105 95 89
9 10.0 102 97 —
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(PREMEEER)

AR, AR OEER O R FAEERRBR 2 2 10 1R L 72,

AEHZ DL [EBOFEIBORE] ISR L7 k)i, p 7= P v 2R
L 7oKERR . WEREE L 72 DIREE 2 E L 72,

RIS OWTIE, FMEIPGRERD & 3 6 N B2 mERE L. 14 Hi%
WHIE L 72,

BRI D W CUI BRI ESER 2 R E L. 1 7 HERRICHIE L 7%,

BE, p-7T=>Y oW TE, R TORERD KT 67%. WIIIKT
52%CTHo7 2 LD FKE, TAHRHICG HUW) ERK %2 FE S 2 HEH
b5,

2210 PRAFMERERAAS SR

. WIS AR (%)
W4 SR - ’
(ng/mL) 7HE 14HMA 14%H
. K 0.050 67
AR .

. K 0.050 52 - -
T e ek 6.00 79
SO MDL O 10 {58 100 - - 92

HE T
MEAR DR ERE 100 - - 102
. K 0.050 91 -
- K 0.050 87 -
M- = oo S
. THEER HE7K 6.00 93
VY e TS
o MDL O 10 f5F2EE 1.00 - - 90
TR et g
MEROREREE 100 - - 103
. K 0.050 88 -
AR .

e TPV 0.050 82 -

P ol et SR SNSRI

S K 6.00 95
YIS b o 10 fEEE 10000 - - 102

. MDL B . i 3
ey e
MR DO REEE 100 - - 105
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(BREER D i)
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20120304 1 31 1. MERM of 2 Channels ES+
0.7 =Yy  1241>1089
100 b 480
==
T
.00 .00 10.00 12.00 14.00
20120304 1 31 5m (Mn, 1:1) 1: MREM of & Channels ES+
024 1281 =968
100 S . 2.36e4
- Yay—h: Area
: p-7 =¥ v-d,
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0
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Gl

Ao FrETH W2 LO/MS/MS TD IDL 1Z p-. m, 0-7 =32 Y DIEIZ 0.090
ng/mL . 0.14 ng/mL. 0.13 ng/mL GUEHEEIREE 0.0045 pg/L. 0.0068 pg/L. 0.0067
ng/L) TH O p-. m. o7 =¥ I 0.3~100 ng/mL DOHEiPHTHERRME (°>0.99)
DIMERR S a7z [ERH I R I X 2 ATV % 1T 9 AR 17k D MDL X X MQL 13 p-.
m-,0-7 =¥ ¥ DIAIZ 0.0068 pug/L KT 0.017 pg/L, 0.010 pug/L T 0.026 pg/L.
0.013 pg/L KT 0.034 pg/L TH -7z, WK 100 mL IS RYE % 0.0025ug KO
0.030 pg WM L 72RF DR IE p-.me 0-7 =2 2 ¥ DIHIZ 109% %X X 90%. 106%
TN 92%, 113%M TN 93%, EEMREIE 6.4% X T 2.0%, 9.9% KX T 3.3%, 12.1%
T 43%Td o7z, ARFETHF T ORI FRHEHE O HEK A 1 Bk % ]
ELEZA, pv M. 0T3P ViV TNY MDL Riii TH o7z, L EDOFE
Bos, KEFKERBFIZEEFNS 001 pg/l A= —Dp-. m, 0-7 =Y
YOERSHHEICHEHHATE 2 b0 LAWII NS,

EPEN
(1) BREE T BB RN R A A 2« P Rn S B  B o ik B A T A R
1-18 (1989), (BHFEHY : KN AERE#L v 5 —)

CEEEIPE TN

Tl a4 7 s T B ORI S Al

LS e D T650-0046 i T H UL X PR B T 4-6
TEL : 078-302-6302. FAX : 078-302-6302

H2YEH VAV NS N T}
E-mail : masahiro_yagi@office.city.kobe.lg.jp

akira yamaji@oftice.city.kobe.lg.jp
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p-Anisidine, m-Anisidine, o-Anisiding,

This method provides procedures for the determination of p-, m-
water samples by liquid chromatography-tandem mass spectrometry(LC/MS/MS). After
50 pL of p-anisidine-ds and O-anisidine-d; (surrogate, 1 ng/uL) is spiked into 100 mL of
water sample, the sample is passed through a preconditioned solid phase extraction
cartridge (Oasis HLB plus). The extract is eluted with 5 mL methanol. And the solution
is analyzed by LC/MS/MS-SRM (ESI positive). Method detection limits (MDL) of p-,
M- and O-anisidine in water samples are 0.0068 pg/L, 0.010 pg/L and 0.013 pg/L,
respectively. The average percent recoveries (and percent relative standard deviations)
of p-, m and O-anisidine in sea water spiked with 30 ng of p-, m and 0-anisidine were
90(2.0)%, 92(3.3)% and 93(4.3)%, respectively. p-, m and O-anisidine were not

detected in river and sea water (Kobe) by the method.

Water sample Solid Phgse Wash Dehydration
Extraction
0.100 L I HLB plus pure water syringe air
10 mL/min 10 mL 10 mL
Surrogate:
p -Anisidine-d 4 50.0 ng
0-Anisidine-d 7 50.0 ng
Elution Volume LC/MS/MS
adjustment SRM
methanol made up to 5 mL ESI+
5mL with methanol
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and O-anisidine in




WHE 4 Stk 7a—F v — b &
ST I B
KERE ] B kY ] Bk [FOMSSRM
ESL- XY 5 4 7
] p-7=voy 0.100L I HLB plus UK o) vy Tk
10 mL/min 10 mL 10 mL T H T BRAE -
Fu s — MR [AKE] (ng/L)
2] my=ryv p-7 =¥ v-ds 500 ng [1] 0.0068
0-7=¥¥v-d; 500 ng [2]10.010
[3] 0.013
B3] 0-7=vYy
. e LC/MS/MS
wH  ER SRM
XY ) =) 5mL ESI+ AT
5mL X&) =) Hees

LC: waters 2695
MS: waters Quattro
micro API

ViRV

Atlantis T3

2.1 mm x 150 mm, Spm
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