gooobobbogogd
gobooboogogo

4-000-2-00000000

4-chlor o-2-methylphenol
(0 O O 4-chloro-o-cresol

Jobougoobooobobooougno
2-0b0b4-00bobboobbo-s-gobuoobogd
2-000-e-0bbobuomB-gbu-2-00b00oboogg
-Uob-4-00bugooum-goo-3-gugboboooonbd

s-00g-2-000oogot

2-chloro-4-methylphenollJ 2-chloro-5-methylphenol[]
2-chloro-6-methylphenoll] 3-chloro-2-methylphenol[]
3-chlroro-4-methylphenoll] 4-chloro-3-methylphenol[]

5-chloro-2-methylphenol
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gooooooon

OH

CH,

Cl

4.000-2-00000000
(4C2MP)

CAS 0 0 O 1570-64-5

000 0CHCIO

OH

Cl

H,C

2-000-5-00000000
(2C5MP)

CAS 0 0 O 615-74-7
0000 CH,CIO

OH

CH,

Cl

3-000-2-000000000
(3C2MP)

CAS O O 0 3260-87-5

000 0CHCIO

OH

Cl

CH,

2-0004-00000000
(2C4MP)

CAS O O O 6640-27-3

000 0CsH,ClO

OH

2-000-6-00000000
(2C6MP)

CAS 000 87-64-9

0000 CHCIO

OH

Cl

CH,

3-000-4-00000000
(3C4MP)

CAS 00 0 615-62-3

000 0CHCIO



OH

CH

Cl

4-000-3-000000000
(4C3MP)

CAS O O 0 59-50-7

000 0CH,ClO

gooooooon

OH

CH,

Cl

5-000-2-000000000
(5C2MP)

CAS 0 O O 5306-98-9

0 000 CH,CIO

ooo v

oo 0OOo?® 0oo0? O000? 00002 log
OO0 000000000 ; N N %)
0000 (glem’)  (°C) (°C) (mmHg) (mg/L) Py
0.024
142.58 1.2 . 4000
4C2MP (142.01854)  (50°C) 223 51 (0.0320hPa) (25°C) 2.78
(25°C)
142.58
2C4MP (142.01854) - 195.5 - - - -
142.58
2C5MP (142.01854) - 196 455 - - 2.90
142.58 2400
2CoMP (142.01854) ) 189 i i (25°C) 2.80
142.58
3C2MP (142.01854) - 225 86 - - -
142.58
3C4MP (142.01854) - 228 55.5 - - -
142.58 0.05 3830
‘ - 0.066 hPa)* .
4C3MP (142.01854) 235 67 ( a) (25°C) 3.10
(25°C)
5C2MP 142.58 - - - - - 2.63

(142.01854)

*» OOUOO1mmHgO1.33hPa0 000
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gooooon
4-000-=2-00000000

gooooboooobobbodood

000 O0OO00 LDso0 1320 mg/kg”
000 0000000 LDsO 56 mgkg®

o000
ooooo?

gd

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

2) SRC PhysProp Databese (http://www.srcinc.com/)

3) Hansch,C.,A.Leo and D.Hoekman(1995):Exploring
QSAR-Hydrophobic,Electronic and Steric Constants,American Chemical Society

4) goooooo

si 0O

() 000000

U UOooio

gooooooobobbobbbboddooouooouooooobobobobon
goggbobobbodooooobbbboooobobobbooooboobbooa
guobbooobbooobbooubmboooobbooboooooon
GC/MS-SIM U0 dddooooooooooo2-go-4-gbbbbbbobon
2-0gg-s-dgggooooo2-bbb-e-bbooooggs3-uooo-2-00
goooooos3-bbb4-00000ddgg4-boo-3-gopooooon
s-0b00-2-0000000b000000uoobob 2t

0000000 30

gooad
4-chloro-2-methylphenol (4C2MP)
2-chloro-4-methylphenol (2C4MP)
2-chloro-5-methylphenol (2C5MP)
2-chloro-6-methylphenol (2C6MP)
3-chloro-2-methylphenol (3C2MP)

[J Sigma-Aldrich O 0 O O > 97.0%0

[0 MATRIX SCIENTIFIC OO O O > 97.0%[
OO00ooooooOod >98.0%0

[0 Alfa Aesar I [0 0 [ >98.0%0

[J Fluorochem Ltd []
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3-chloro-4-methylphenol (3C4MP) [ Fluorochem Ltd [
4-chloro-3-methylphenol (4C3MP) UOUO0O0OOOOOOOOO >98.0%0
5-chloro-2-methylphenol (5SC2MP) OO UOOOOOOOOOO >96.0%U

1,245-0 000000000 0cCiILOddd >99%U

B,
good OoOo0obo0o oooobooo
good OoOooboo ogooobooo
googooog OoOooboo ogooobooo
OO0000oe9.s) goboobo bboobododgpeecBOOU
goooobooooog gooobo bbobododgeecBO OO
googooo goboobo bboobododgpeecBOOU
gooooboooog DoOoobooonbD obod
1 mol/L OO OoOoobooonD obooo
god OMilli-QUOO0O00O00O00OOn
goooboooo [J Waters L1 OASIS HLB plus
goooooo

Il mol/LKOH/OUOOODODDODOOOOOOOOO segUU0SmLOOOO
goobbobobododossmLOdgooonoon

ooooooon
gooaon

gooobobboodogoooobobbod 1vomg OO OOOooon
10,0 mLO0O0O00O0O0O0O 100 mgmL OO0 0O0OOO0O0O0OOO0OOOOO0O
gogbobbobbbodogoooobbobbodsoe ygml DODO0OO0O0OOO
ERERN

gooaon

1245-0000000000-"CO00000000 5.0mg00000000
g lombl0O0O0OS00 pmL 00000000000 0O0O0O0O0O0O0O0O000OO
gogoobobbtolcopgmLlOdoooonoooon

gooooooon

gogboboobobbodgoodogobbob?z2o000100.0ngml OO0OOOOHTS0
g1o0ongmL DUOOO00O00 OOO0OODDOOOOOODOODOO0OO0 ImL O
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gdmoooooooboobbbboddobboooooobboooon
012450000000000-"C0200ngmL 0000000000000
goooobod

goon

gobogooboobbtud agomb)OOO o mD)OOOOoooon
oo ML UOOOOooobbbODOzZymark DD D OOO0O LVIODODOOOOO
UO(VORTEX Genus3) U D DO DO OOOOOOODOODOOOOOOOOODOO

(3y 00O

goooooooooon

gobgobobgoboogoboooboooboooboobobooon
gogooboboobbdoodoooooobobbboooooobm oo 21
g3goubobouogooobboooooobobbooooooobbd
goboobboobbgoboboobooobbooboobobooobd
goooobod

gooooboooobobbodood

Uddb200ml0 I mo/LOOO 1 mLOOOOOOOODOOOO (OASIS
HLBPlus) O 0O 400 10mL/min 000000000000 10mLO0O00OOO
gogobobobbtodoodo 2bbdooooobbobbbooooog st
gobobbbodooobobbooooobobbbtsm 1000 100
b 1omL DOUOOOOOOOOOOU0O0O00O0LOO0bL0oooooooobn
U0 1mL OOD0O0OO0O1Imo/LKOH/OUOOOODOO OSmLOOOOOOOO
gobobbbooooobobos mLUOO0oooooboooooooobd
gooobooboobembbnb3bbbbbidddlmo/LKOH/OOOOO
U04ml U000 3mL 00000000000 0O0O00000O0000 1mL
gobosotooobotdlobgoooobbbugooooboboobbd
g3tobbodbbooooooobbboooooobbboobbggos
mLUOO0O0O0DO0D0OO00O0O0O00O0O0b0 2000000000 ImLO0O00OO
gooobobd

gooooooon

gogoobobobtoddod™oobobboooodobbobooooo
gobobboooooobbooogooon
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H26 GC/IMS — GC/MS/MS
(2015 )

oooQ
oooooo
oGccOooO
oooo O Agilent 0 6890N
ooooOo O Supelco 0 SLB-5ms (60 m x 0.25 mm, 0.25 pm)
ooooOo O 80°C—10°C/min—120°C—2°C/min—
160°C—10°C/min—200°C—20°C/min—300°C(5 min)
oooo Oooo0oooo
ooooo [0 250°C
ooooo 01l
ooooooO oooog
Oo0oD000Oon 0 2 mL/min
OoMsSOOO
0ooQ 0 JIMS-Q1000
00000DooDoOoOn 0 230°C
ooooog [0 230°C
gogogg [0 ElI-Positive
OoDoo0oon D00000000000000D0000Onoon
4C2MP Omz170 D000 MMmz142 00000
2C4MP Omz170 OODO0OMMmz142 00000
2C5MP Omz170 OOD0O0OMMmz142 00000
2C6MP Omz170 DO0DD0OMMmz142 00000
3C2MP Omz170 DO0DD0OMMmz142 00000
3C4MP Omz170 DO0DD0MMmz142 00000
4C3MP Omz170 DO0DD0MMmz142 00000
5C2MP Omz170 DOD0OMMmz142 00000
12,45-000000 Omiz222 D000 MMmz220 00000
0000-"C
ooooQg

gobobobood1ud coMSUooobboboooogooooon
gooouoooobbbbbibboodoooooouoooobobbbbibod
oo 200ng/mL O 0O0OO
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sur0985
テキストボックス
H26年度調査での測定において、GC/MS → GC/MS/MSに変更したところブランクによる妨害を低減できたとの報告があった。(2015年度精査等検討会コメント)


goon
gy 0 gOMS U000 oooobooobboooooon
gobobbooooooobboood

gooooon
godobbb Cmg/L)y booooooobooon

C=Rx QN

ROOODOO0OOO0DO0OD0OO0O0O0OO0DOODO0OOODOODOO0O
QUDODODODONDDODODOD (ng)
00000000000 (gul)x 0000000000 (uL)O
vooooo (L)

0000000000000000000000
00000000000 0200ng
00000.200L

ooon

C=Rx 1000 (ng/L)

0000

00000000 @DL)mO 70
0000000000 GOMS OIDL 00 1 00000 8

U1 Ibrgggog
IDL ot goot mroobod

oo
(ng/mL)  (mL) (mL) (ng/L)

4C2MP 0.43 200 1.00 2.2
2C4AMP, 2C5MP, 3C4AMP 1.6 200 1.00 8.2
2C6MP 0.42 200 1.00 2.1
3C2MP 0.56 200 1.00 2.8
4C3MP 0.54 200 1.00 2.7
5C2MP 0.43 200 1.00 2.2

oodbooooooob (vbL)ybooooom™mew)m o 70d
guobobbodd MDL OO MQL U0 2 ODDOOQd 9t
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ud

ud

ud

ud

ud

ud

ud

ud

02 MDLOO MQLODDDOO

q00 D00 0000 MDL MQL
(mL) (mL) (ng/L) (ng/L)
4C2MP 200 1.00 3.2 8.2
2C4MP, 2C5MP, 3CAMP 200 1.00 6.7 17
2C6MP 200 1.00 2.6 6.8
3C2MP 200 1.00 2.3 5.8
4C3MP 200 1.00 4.8 12
5C2MP 200 1.00 2.3 5.8
O 0O

oo obobbooooo bbb bumbLuMbL
guobobbodooooooooobbuooooobobboobn
goguubbugoooot

200 0b0nogoooas-pou-s-gggooooob2-goo-3-gooy
guobobbodgooooooooboboooooobooooobn
goooood

gubobobobnogoooooobugoooobobobbouooooo
goboobogogoooo

A0 gogoooobbiomt 0o om0 gooooon
gooobobogooooon

suguobbboggoouooobobugoooobobbbouooooo
gobobbgoooooobuogooooobbod

elubpbugdoduooobugoooobbbuouooooo
gobobboooooooood

70 2C4MP, 2C5MP, 3caMp U U U OO oo oooooooagoy
gobooobbobbgoooouobobbooooooboboooobn
gobobogooooo

SUIDL Moo uoooobbbumon 21 g3 404agd
oo s3spubooooboougodg 1o ibroboogogoooon
goog
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03 Iprgggog

2C4MP,
ooo 4C2MP 2C5MP,  2C6MP  3C2MP  4C3MP  5C2MP
3C4MP™
000 (mL) 200 200 200 200 200 200
O0O0d (mL) 1.0 1.0 1.0 1.0 1.0 1.0
00000 (ng/ml) 2.00 6.00 2.00 2.00 2.00 2.00
000 (ul) 1.0 1.0 1.0 1.0 1.0 1.0
00 1 (ng/mL) 2.30 7.85 2.34 1.95 2.53 2.54
00 2 (ng/mL) 2.26 6.90 1.98 1.70 2.56 2.40
00 3 (ng/mL) 1.99 6.90 2.18 2.04 2.27 2.26
00 4 (ng/mL) 2.22 7.00 2.17 2.14 2.28 2.32
00 5 (ng/mL) 2.30 7.12 2.12 2.03 2.47 2.34
00 6 (ng/mL) 2.15 6.65 2.11 2.06 2.20 2.18
00 7 (ng/mL) 2.14 6.59 2.12 2.07 2.46 2.35
000 (ng/mL) 2.194 7.001 2.146 1.999 2.396 2.341
0000 (ng/mL) 0.110 0.420 0.108 0.143 0.140 0.110
IDL (ng/mL)" 0.43 1.6 0.42 0.56 0.54 0.43
IDL 0OO000O 2.2 8.2 2.1 2.8 2.7 2.2
(ng/L)
S/N [ 13 12 7.0 6.5 7.5 10
CV (%) 5.0 6.0 5.0 7.2 5.8 4.7

*10 IDL =t (n-1,0.05) X 6.1 X 2
NOO0DODO0D0000000000O00000O0000
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2C4MP
3camp | ,2CSMP
[00000000] Y OO 000 (%) 3C4MP
[100]
/' + 4C3MP

1 4C2
] 13.392C6|MP 5C2N\ ’\Q 13:
] | |( il |.I/ﬁ/ 000 (Mz170)
] | i |
170 _ | "*\.,rwl | ""M"l k““—ﬂw-m'l vy St 4 NLJ‘“’%—WJMM“#MV“FﬁWW.Jf
N |1| ||_ﬂ:s 8000 - :lf 2
! v
|‘l ﬁ 000 (Mz142) || |
Lo

000 - 0

|| ' "-u ' A ||I I\l [
4z _.J\"%...L-—ﬂ‘-‘ me ‘w\"l I‘\.«_" lhl lll I I W \WJAJ M ‘ﬂ-—.«-\—"n-»—hh-v!' \ijl k“—ll
::ﬂ:r.r, gm0
l
||
|
000 (mz222) N
R 11:00 12:00 13:00 14:00 15:00 16:00

U1 IDLudggooooboogd
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goomMDLUO DO MQL OO0 doooonobobobbodoooooon 2t O
bbb 4bbgoooobobbbb20MbLbonon
goboboboogd

04 MDLOUO MQLUODDOOOOOODO

2C4MP,
ooag 4C2MP  2C5MP, 2C6MP  3C2MP  4C3MP  5C2MP
3C4MP™
000 (mL) 200 200 200 200 200 200
O0O0O0d (ng) 2.00 6.00 2.00 2.00 2.00 2.00
000000 (ngL) 10 30 10 10 10 10
O0O0gd (mL) 1.0 1.0 1.0 1.0 1.0 1.0
00000 (ng/ml) 2.00 6.00 2.00 2.00 2.00 2.00
OO0 (ul) 1.0 1.0 1.0 1.0 1.0 1.0
0000000 (ng/L)™ ND ND ND ND ND ND
00000 (ng/L)? ND ND ND ND ND ND
OO0 1 (ng/L) 11.6 37.1 10.0 10.9 14.5 11.4
00 2(ng/L) 9.88 34.1 10.2 10.30 13.1 11.9
00 3 (ngL) 9.46 31.3 10.1 10.70 12.9 11.1
OO0 4 (ng/L) 10.9 33.1 8.34 9.82 12.0 11.5
00 5(ng/L) 10.3 33.6 9.72 10.70 13.3 11.0
00 6(ngL) 11.6 34.0 8.96 10.40 10.7 11.9
OO0 7 (ng/L) 10.6 33.7 9.58 11.70 11.8 12.7
000 (ngL) 10.62 33.84 9.557  10.65 12.61 11.64
0000 (ngl) 0.816 1.72 0.679 0.584 1.23 0.583
MDL (ng/L)" 3.2 6.7 2.6 2.3 4.8 2.3
MQL (ng/L) 8.2 17 6.8 5.8 12 5.8
S/N [ 8.0 8.7 4.0 6.0 7.0 7.3
CV (%) 7.7 5.1 7.1 5.5 10 5.0

* 10000000000 00000b000b000o0o0o0o0ooooooan
ooooono (m=1)

®OODoooooMDLOOUODOOODOODOODODOOooOooooooooon
ododnOd (n=2)

*3[1 MDL =t (n-1,0.05) X 6,.1 X 2

*4[IMQL =0, % 10

*»sO0oododooooooboououooond
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2C4MP
3camp | ,2C5MP

3C4MP
ymsMP 2000 - 0
| 0 O O(miz 170)

[DDDDDDDD]__Y 00000 %) 4C2MP
5C2MP ’\Q
N\| |

1100
11040 2C6MP
| :.
I -
Il I H.’ Vo I
-4 || Iy N |
\ 1 I\ \ I
| It i '( AV A TR I
AV A ! 1A ' | N
10 Wl bW N IATA AL T VI A ) a4 bl 7
| WP Ny b, TR, LA, N Mty ™ ¥y Nl ¥ T “‘;'AF L r-"/ﬂhMUIJ ATV T T P TN o
1170 [0]- f A T 1 6000 gz
1] | 00 -
,. qoomzi4)
| ]
I f
11 1 al I
! h A 17— |
I I | I
Ia i I |
IR | A
1 | 1 I [
N aon IR | \ {4
AN ANL VAV L W L N, ed W
5lls7 385638 - 0

00 0(mz222)
13:’00 14;00 15’100 16[:00

MDLOOOOOOOOOOoon

12:00

11:00

a2
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ogoodn
goooooaooood
ogood ogood Oooooon [—
200 mL Oasis HLB Plus N, OO 20 min
Imol/L OO 1mL 10 mL/min
L oo 0o oood
oooooooo N,OOO 1mLODO Imo/LKOH/OOOODOODO 0.5mL
godo 5mL oo0ooogd 0.5mL
10/0 000 30min OO
\‘ [N 0o 0o
Ilmol/LKOH/OODOODOODO 4mL oo0do 1mL doooooogo

O0d 3mL 30sec O OO
oooo 10 min 00O
300000
L 00 00 —{  GC/MS-SIM (EI)

N,OODO 05mL ‘

ooooo
(12450000

g3 ool

oo 1mL

000 000-2Cs 200 ng)

guooobod
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gooon
gobob 410460000 bbbbgogoon s-1ds-egg

4C2M P 4C2MP
0.3 - 3
0.2 - 2 1
O O
O O
O O
0.1 - 1
y=0.477x-0.015
Y= 0.4402x - 0.0019 R2=0.9971
R2=10.9995
O T T 1 0 T T 1
0 0.2 0.4 0.6 0 2 4 6
aoo ood
00 (ng/mL)—  (50) (100) 0 O (ng/mL)— (500) (1000)

U4-1 4C2MPUOLOOO0O0O0O0O0O 2.000 100 ng/mLO O O [1150.000 1000 ng/mL
o0 oonD 200 ng/mL

2CAMP, 2C5MP, 3C4M P 2C4MP, 2C5M P, 3C4MP

0.6 - 6 -
0.5 - 5
0.4 - 4

O O

O 0.3 - O3 -

O O
02 y =0.3621x - 0.0053 27 y=0.3735x + 0.0222
0.1 R?=0.9997 . R2=10.9991

0 T 1 0 T 1
0 1 2 0 10 20
ooag ooo
0 O (ng/mL)— (150) (300) 0 O (ng/mL)— (1500) (3000)

U 4-2 2C4MP, 2C5MP, 3c4aMP OO OO OOOOO 6.000 300 ng/mLO O O[]
15000 3000 ng/mL0 O O 10 O O O 200 ng/mL
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2C6MP 2C6MP

O
O 0.1
O

y =0.3307x - 0.0014 y=0.3704x - 0.0163

R2=0.9996 R%2=0.9986
0 - T T 1 O T T 1
0 0.2 0.4 0.6 0 2 6
aood ooo
0 O (ng/mL)— (50) (100) 00 (ng/mL)—  (500) (1000)

043 2CceMPULOOOOOOOO 2.000 100 ng/mLO O O [1150.000 1000 ng/mL
o0 oonD 200 ng/mL

3C2MP 3C2MP
0.2 - )

O
O 0.1 A
O

y=0.311x-0.0011

R>=10.9991
y =0.2889x + 0.0087
R? =0.9999
0 T T 1 O T T 1
0 0.2 0.4 0.6 0 2 4 6
ooog ooo
00 mgmL)—  (50) (100) 00 (mg/mL)—  (500) (1000)

044 3ccMpUO0O 0000000 2.000100ng/ml0 0 0O [1150.000 1000 ng/mL
o0 oonD 200 ng/mL
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4C3MP 4C3MP
0.2 - 2 -

y = 0.3244x - 0.0022 y=0.3578x - 0.0068

2~ 0.9997 R? = 0.9988
O * T T 1 0 T T 1
0 0.2 0.4 0.6 0 2 6
aoao goo
0 O (ng/mL)— (50) (100) 0 O (ng/mL)— (500) (1000)

045 4C3MpUO O 0O0O0O0O00O0O 2.000 100 ng/mL0 O O [1150.000 1000 ng/mL
o0 oonD 200 ng/mL

5C2MP 5C2MP
0.3 - 3
0.2 - 5
O O
O O
] O
0.1 - 1
y =0.4345x - 0.0024 y =0.4469x - 0.0094
0 R2=0.999 R2=0.9974
0 0.2 04 0.6 0 2 6
goog goagd
0 O (ng/mL)— (50) (100) 0 O (ng/mL)— (500) (1000)

U046 sC2MPUOLOOOOOOOO 2.000 100 ng/mLO O O [1150.000 1000 ng/mL
o0 oonD 200 ng/mL
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051 4c2MPOO0O0O0O0O00OOO
ooo0ooo ooao
ooo
ooo (ng/mL) oooag 00000 (AJAL)
(Cs) (A)(M/iz170)  (Ais)(M/z222)*
0.01 2.00 5603 1821224 0.003077
0.03 5.00 17621 2201715 0.008003
0.05 10.0 35657 1859007 0.01918
0.10 20.0 75092 1800817 0.04170
0.25 50.0 214334 1918026 0.1117
0.50 100 503106 2321626 0.2167
1.0 200 1292026 2525651 0.5116
2.5 500 3292850 3004280 1.096
5.0 1000 6017859 2506022 2.401
*0 00000 200 ng/mL
0 5-2 2C4MP,2C5MP,3C4MP O 00000000
ooooo ooo
oo0
ooo (ng/mL) oooog oooo0 (AJAL)
(Cs) (As)(mVz 170) (Aj)(m/z 222)*

0.03 6.00 12559 1821224 0.006896
0.08 15.0 41006 2201715 0.01863
0.15 30.0 87493 1859007 0.04706
0.30 60.0 187004 1800817 0.1038
0.75 150 522033 1918026 0.2722
1.50 300 1242118 2321626 0.5350
3.0 600 3177469 2525651 1.258
7.5 1500 8356664 3004280 2.782
15 3000 14105748 2506022 5.629

*MODOOOO 200 ng/mL
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053 2CeMPULOLODOOOONO

ooo0ooo ooao 0o

ooo (ng/mL) oooag 00000 (AJAL)
(Cs) (A)(M/iz170)  (Ais)(M/z222)*
0.01 2.00 4282 1821224 0.002351
0.03 5.00 13853 2201715 0.006292
0.05 10.0 25806 1859007 0.01388
0.10 20.0 57534 1800817 0.03195
0.25 50.0 160227 1918026 0.0835
0.50 100 378369 2321626 0.1630
1.0 200 959796 2525651 0.3800
2.5 500 2600104 3004280 0.865
5.0 1000 4643588 2506022 1.853
*0 00000 200 ng/mL
054 3c2MPOOO0OO0OOOO0
oooo0 ooo
oo0
ooo (ng/mL) oooag oooo0 (AJAL)
(Cy) (As)(MVz 170) (Aj)(m/z 222)*

0.01 2.00 4242 1821224 0.002329
0.03 5.00 11585 2201715 0.005262
0.05 10.0 28551 1859007 0.01536
0.10 20.0 57717 1800817 0.03205
0.25 50.0 141617 1918026 0.0738
0.50 100 360691 2321626 0.1554
1.0 200 762637 2525651 0.3020
2.5 500 2202669 3004280 0.733
5.0 1000 3636621 2506022 1.451

*MODOOOO 200 ng/mL
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0 s-5 4C3MpUOuoonoooog

ooooag 000 0o

000 (ng/mL) oooo 00000 (AJAL)
(Cy) (A)(M/iz170)  (Ais)(M/z222)*
0.01 2.00 3021 1821224 0.001659
0.03 5.00 11990 2201715 0.005446
0.05 10.0 25152 1859007 0.01353
0.10 20.0 52599 1800817 0.02921
0.25 50.0 155023 1918026 0.0808
0.50 100 369663 2321626 0.1592
1.0 200 974473 2525651 0.3858
2.5 500 2580554 3004280 0.859
5.0 1000 4488786 2506022 1.791
*000000 200 ng/mL
056 sCc2MPOO0OOO0O0ODOO

ooooag ooo .

0oag (ng/mL) oooo oooo0 (AJAL)
(Cy) (As)(MVz 170) (Aj)(m/z 222)*

0.01 2.00 4400 1821224 0.002416
0.03 5.00 16911 2201715 0.007681
0.05 10.0 35209 1859007 0.01894
0.10 20.0 69986 1800817 0.03886
0.25 50.0 213201 1918026 0.1112
0.50 100 494314 2321626 0.2129
1.0 200 1199788 2525651 0.4750
2.5 500 3104418 3004280 1.033
5.0 1000 5650628 2506022 2.255

*MODOOOO 200 ng/mL

173



goooooooobooboboo
gobooboooooooboobosooan

2CAMP
2C5MP
/3C4MP
(0000000} Y 0 0 00 8 (%) 5C2 4C3MP o
2C6MP O ZZED6S - O
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1 1
07 142 0 /\\
1 7
50%
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1| s7
] 89
0% - :|:I.|Ir ...... Ly I'I"' ..... v
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e 4C2MPLO LU OO OUOOO0O0OOODOODOO
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L?\‘\'H'!*_' 874 - 861 BP = 222[226019] TIC = 1208742 R.T = 15:36

100%]
212
<
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N |
w3
1B3C 1BC
50%] a’ \'3(;
]
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i 185
i 0 149
1 1‘4
el ,|.,|I...‘, i " Ih.ln}.z,-i, Y A | ‘ , _
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O'/\\
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. 7
- m m J
0% 4————— II' e T ! """""" T’ LI L. P S R L T P . A B . T
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g8 2eMPUOLOODOOUOOOOOOODOODOO

100% 5

107

142
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1

go secMpOoopooooooooobooon
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[zA%hL] 577 - 574 BP = 170[78108] TIC = 535966 RT = 1321

100% -
107 1'}0

142

m/z—-> 50 100 150 200

010 eeMpUdonoonDoooooooboon

[2A"hL] 596 - 591 BP = 107[141824] TIC = 741843 RT =1330
100% 5

Cl

— At | O S T G h o i et
mfz—>» 60 100 180 200

011 2c4aMp0n0oooooooboobbood

[zA%hL] 601 - 696 BP = 107[39249] TIC = 566207 RT =1332
100% - J
147 142
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125 || M| 187
e

——
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012 2csMpU0d0pOobDoodoooonboOon
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[Za*hlL] 606 - 603 BP = 107[113781] TIC = 693418 RT=1334
100% -
i m
o/\\
142
Cl
m/z—-> 50 100 150 200

013 ceamMpU00O0O0ODOoO0oooooooOon

[za%hl] 643 - 642 BP = 142[7900] TIC = 53787 RT=1351
100%
142

107 170

7

miz--> 50 100 150 200

014 4C3MPUOO0ODOODOOOOO0OODOOO

goooooooon
goobobobbodooooooobboobobboooooobobobboog

goooooon

gogoobobobtodgoooobobbodooo ebboooooom
gogobobobbodoooogsbiebbbooobbbbbooooon
goooboobbobboboooooon
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e Luogooy

00 00 00
00 ooo 0 D(Sg)m U5 ogp D(OD/)D 00
0
(mL) (ng/L) (%)
200 0 1 - ; ;
4C2MP
200 200 5 089 89 3.3
2C4MP, 200 0 1 - i i
2C5MP, .
3CAMP 200 600 5 27 90 5.5
200 0 1 - - -
2C6MP 200 S
100 200 0.88 88 2.8
200 0 1 - - -
3C2MP
200 200 5 0.89 89 7.5
200 0 1 - - -
4C3MP
200 200 5 09 90 3.2
200 0 1 - - -
5C2MP
200 200 5 09 90 3.4
200 0 1 - ; ;
4C2MP
200 200 5 094 94 7.3
2C4MP, 200 0 1 - - -
2C5MP, \
3CAMP 200 600 5 27 90 6.2
200 0 1 - - -
2COMP 200 200 5 089 89 8.5
00 : :
200 0 1 - - -
3C2MP
200 200 5 10l 101 6.6
200 0 1 - - -
4C3MP
200 200 5 094 94 8.2
200 0 1 - - -
5C2MP
200 200 5 094 94 6.3

*2C4MP, 2C5MP, 3CAMP D O30 00O OO0
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2C5MP
3C4MP
[00000000] Y 0 0 0 0 0.(%) 4C3MP
L100] 1 /ZCGMP .”3 / 185741 - 159
11:04 | "”II| 1378
] |'"|" | 000 (mz170)
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-‘-.J—_l(i'\zi_il L \J o
o - 2035:
II-FC'E |
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PPR R S NI N G . N
. 1507 a0 5
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|
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|
A
R 11:00 12:00 13:00 14:00 15:00 16:00

gi1s dobbbotbooooobbooooooobbod 200 ngd
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4C2|\{P /3C4MP
(00000000 Y OO0 O O (%) 5C2M\ 4C3MP
.,DIJJ*_ 2C6MP N ’41 lslﬁu 1q . 177515 - 113
] ,1.1)3/ | IH”’ 135 5
|ﬂ| | | e | 00 0(mz170)
] |
M H liin H
{ . AR
12170 ,(ijjll\gg’l - 'Il \\ Jll ‘U _\Jl : 17 199955 - 19100
13||@:«;?;—i‘$;1 13236 55 - 1
1;03 12:34 | ﬂ,-‘y [ "|
I ﬂl Jsrz‘oq | |\
H I \||‘|| \ || O000(mz142)
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1 \“\ || lu |‘|| lg l‘ ‘I
| \_ | - | A N ;
P Y N . ‘ JN - A
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I
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A
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16 Juooobbd bbbuoooooobbuodgdod 200 ngd
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goooooooobooboboo
gobobbbotoooooobbuoo7soobobbboooooobbbd
gobobbboooooooboggoooobbd

g7 bDoooooboboboooooo

gd gooo 10000 TU0ooon %)

0od pH
O (w/Ly 000 %) 0O 00
5 93 102 ;
4C2MP 7 2 0.2 98 106 98
9 95 103 ;
2C4MP, 5 93 101
2C5MP, 7 2 0.6* 91 102 103
3C4MP 9 93 102 -
5 91 98 -
2C6MP 7 2 0.2 98 106 97
9 95 95 -
5 96 100 .
3C2MP 7 2 0.2 100 104 93
9 100 104 .
5 88 107 -
4C3MP 7 2 0.2 97 108 100
9 99 110 -
5 101 102 :
5C2MP 7 2 0.2 106 111 102
9 102 105 ;

*2C4MP, 2C5MP, 3CAMP D O30 00O 0O UOU
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gobobboooooogboboo4Ce2MP O gooooooonbd
goboobb4C2MrPU00onbgooooobbbooooooobbd
goboobboggoooooo

U8 bougooooooon

7000000
0Dooo
00 000 000 well) (%)
0oo
4C2MP 2 0.2 72
2C4MP,
2C5MP, 2 0.6* 22
qog _ 3C4mp
2C6MP 2 0.2 61
3C2MP 2 0.2 31
4C3MP 2 0.2 5
5C2MP 2 0.2 16
4C2MP 2 0.2 103
2C4MP,
2C5MP, 2 0.6* 72
. 3C4MP
2C6MP 2 0.2 97
3C2MP 2 0.2 43
4C3MP 2 0.2 37
5C2MP 2 0.2 97

*2C4MP, 2C5MP, 3CAMP U O3 000 0O 0O O
gooooooooon

gobobbbotboooboobbuoooooobbboogoonbubbbd
gobobbbod e0suidoooobbgogd
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o bUDbuooooboibi (m=1)

2CAMP.,

000 ACDMP 2CSMP, 2C6MP 3C2MP 4C3MP  SC2MP
3C4AMP

0000 (ng/mL) 200 600% 200 200 200 200

S 700 105 102 100 101 101 101

0

(%) looo 91 87 97 91 97 91

*2C4MP, 2C5MP, 3CAMP L O30 00O OO0

goooobooooon
goggoobbobbododoogobboobobbodoooooboobobboad

glotboogoogobobbodod e0%uddoogooooood

010 dodoggooooogd (n=l)

qgg 000 000 0000 1000000 (%)
(mL)  (ng) (mL) 000 0o

4C2MP 200 200 1 91 92

2C4MP,

2C5MP, 200 600* 1 91 88

3C4MP

2C6MP 200 200 1 91 89

3C2MP 200 200 1 88 101

AC3MP 200 200 1 93 94

5C2MP 200 200 1 94 94

*2C4MP, 2C5MP, 3CAMP D O30 00O OO0
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goooobb bbobbbodgooooboobbuooooooobbn
gobobboMbLooboobboooooobbbooooooobbd
170 180000
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4-chlor o-2-methylphenol (4-chloro-o-cresol)

This method has been developed for determination of 4-chloro-2-methylphenol
(4C2MP) in water samples by Gas Chromatograph / Mass Spectrometry (GC/MS).

Analysis is conducted using 200 mL of each sample spiked with 1 mL of 1 mol/L
hydrochloric acid. The sample is extracted with a solid-phase extraction cartridge
(OASIS HLB Plus) pre-conditioned with 10 mL of acetone and 10 mL of purified water.
The cartridge is washed with 10 mL of purified water, dried with high purity nitrogen
gas, and eluted to a test tube with 5 mL of acetone using back-flush elution. The eluate
is concentrated to 1 mL under a gentle nitrogen stream, mixed with 0.5 mL of 1 mol/L
KOH/ethanol solution, and derivatized using 0.5 mL diethyl sulfate. After keeping at
room temperature for 1 hr, the solution is mixed with 4 mL of 1 mol/L KOH/ethanol
solution and 3 mL of purified water, and shaken. Subsequently, adding 1mL of hexane,
the ethyl derivatives is extracted by liquid-liquid extraction. The eluate is dehydrated
with sodium sulfate after repeating the extraction process three times, and concentrated
to 0.5 mL with a gentle nitrogen stream. The concentrated solution is mixed with 20 pL
internal standard solution (10.0 pg/mL of 1, 2, 4, 5-tetrachlorobenzene-'">C in acetone),
and diluted to ImL with hexane. The final solution is analyzed by GC/MS using
electron impact ionization (EI).

The method detection limit (MDL) and the method quantification limit (MQL) are 3.2
and 8.2 ng/L, respectively. The averages of recoveries (n=5) using 200 mL of water
sample spiked with 200 ng (4C2MP) are 89 % (river water, 16 = 3.3 %) and 94 % (sea
water, 16 = 7.3%).
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Water sample

Extraction

Oasis HLB Plus

Drying

N, gas purge 20 min

200 mL o
1 mol/L hydrochloric fmL/min
acid 1 mL

Elution Concentration Derivatization

back-flush elution
acetone 5 mL
1 drop/sec

N; gasto 1 mL

1 mol/L KOH/ethanol solution 0.5 mL
diethyl sulfate 0.5 mL, 30 min

Extraction

Dissolution

1 mol/L KOH/ethanol solution 4 mL

purified water 3 mL

hexane 1 mL

three times

Dehydration

sodium sulfate

\~ Concentration

Dilution

N, gas to 0.5 mL

f

GC/MS-SIM (EI)

hexane to 1 mL

internal standard
(1,2,4,5-tetrachlorobenzene-

BCs 200 ng)
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4-000-2- |000O0O
ogoooo ooooo
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ogo GC/MS
200 mL Oasis HLB Pl-us N,OO 20 min EI-positive
1mol/L OO 1 mL 10 mL/min
ogoon L
4-chloro-o-c 0o oo Hooo 000000
00000000 NOOO ImlOO0  Imo/LKOH/OOOODOO 0.5mL
resollJ 0000 SmL 000000 0.5mL gooo
1o/a 000 30min OO 32 ng/L
00000 {
00000 . ot od ST St
ooooo Imo/LKOWOOOOOOD 4mL 0000 Iml ooooooooo Hssa
000 3mL 30sec OOOO
07000 Cooo omin 00 GC:Agilent %
300000 6390N
{ MS: H A #E 1 Hd
0o oo GC/MS-SIM (EI)
i TMS-Q1000
NOOO 05mL 0OO0O0O 0000 Iml
(1245000 3
0000000 T17 I
-"C 200 ng) SLB-5ms 60 m X

03 booooooooboo

0.25 mm, 0.25
um[J Supelco #4[0
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