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€2°0T'910¢

¢T'TT'9T0¢

0.1

12 14

20219102

2016
0.2mg/L

2¢’'eT'910¢

10 3

0.7mg/L

28

TT'T0°LT0¢C

1
0.27mg/L DPD
0.64mg/L

T€'T0°LT0C

DPD

02202102 o .

14

+0.5mg/L

0.21mg/L DPD
0.72mg/L



3 A
i B e [CERE] PDZESIEE
gme. | BE |Tgx | i | B
( C) (mg/L) (ERRH) %&Eb;um/ﬁx (CFU/100mL)
#%Kk% (2015118188 315 0.02 + Legionella sp. 10
K% | 20165108 3H . ! — & *
5BAE HAKE 108 21.7 0.09 &
N op a
NEZHSE %A% | 2007428218 | 17.1 | 0.30 - i
%iB% | 2007428218 | 501 | 0.10 - i
K% (2015118188 29.2 0.03 -+ Legionella pneumophila f;EEES 180
#Kk% | 20164107 3R ’ I == <
SBRE 254 | 0.07 T
HEEkEEn
B AR A% | 2007428218 | 19.7 | 0.30 - FiEH
#%5% | 2017428218 | 440 | 0.10 — FEH
©k% |2015%118188| 253 0.04 -+ Leg/one//amein{;ghila b= bS] 1.670
ANER 0 #k% | 2016410838 | 39.7 | 0.02 S i 920
INTRE
RE/KEREQD ®K%R | 2017428218 378 010 + Legionella feeleii f;EEE1 1,100
Legionella feeleii M3EE1
5% | 201728218 347 0.05 + Legionella pneumophila MEEES 1,300
Legionella anisa
#HiKk%Z 2015118188 235 0.03 —_— Legionella feeleii fiEEE1 130
FE K% | 20165108 3H 221 0.09 —_ Legionella sp. 2.160
RiRZEKEER @K% | 2017428218 244 040 —_ Legionella feeleii fiEEE1 240
%% | 2017428218 | 465 | 0.10 - Tt
k%R [2015F11818H| 24.7 0.03 “+ Legionella sp. 3.320
Fih=E
SeEKERE O (#Kk%R | 201610838 | 357 0.06 — Legionella sp. 20
() , —
®& |200%28218 | 382 | 020 | + Legonells foolel TIREH 100
#HAK% (2015118188 180 0.11 + Legionella pneumophila M;EEE5 120
SZKiE k% | 2016410838 | 212 | 0.10 — FiEH
A% | 2007428218 | 142 | 0.20 - FEH
* 10CFU/100mL
2016 12 2015 2016 10 2017
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094

R=0.75
R=0.89

R=0.89
R

log

30



250 X
y =1.0548x + 1.6666
2 —
_ R=0.61
S x
=150
100
X
50 X
x X N
X
0
0 50 100 150 200 250
PCR /10L
PCR
400n.)
E=ODEE(1050 g) 10nmin EERBRE 5
65my/L)
E=ODEE(1050 g) 10nmin EERBRE
EODBE(1050 g) 10nmin LEiEBRE 5
PBS
PBS 40nL
10
PBS (1000ny/L)
20 7
E=ODEE(1050 g) 10nmin EERBRE
PBS 2
RNA
PCR
rRNA
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100,000,000
10,000,000
-
S
~1,000,000
100,000

10,000

rRNA

1,000

100

OrRNA

O

10,000

-
- 1,000 €
- 100

- 10

PBS

pH
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2016

42%

16
911
50t
DCMU
28
0.15
28

27

32%

1509

20%

MCPP

77

26 10
0.9t
53%
28 9
27 9
4375

13

MCPA

21

1

579

0.37

62

27

27

1097

1.02
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52 72 35

4 7 5
34 53 29 10
5
Ipg/L
Ipg/L
2 14
3
5
0.025png/L
25
CMTBA CMTBA
4
2 3
0.00002(mg/L)
<0.00002mg/L
0.00001mg/L

1)
2)
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3)
3
25
3
2
GV
27 4
1/100
4)
-LCIMS
60
5)
6)

26

27

14

1)
27
0.9t
1980
76,202t
4%
4%
42%
10
72%
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28
16
27
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4375
16
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66
55

35

2016

26 10

8%

78,866t

32%
17

75%

527

96%

100t
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28 t

25
26
27
27

41,722t
19,054t
2%
42%
53%
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1509
70%

27
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28 1
77 CMTBA
11 62 01
0.01
52 72
35
4 7 5
34 53
29 10
5
28
34
28
0.37 1.02
015 12 oI
21 o o 5k
oK
m 08
i
28 iz
H
Ry
2 6
lug/L 0.0 r BTTBo8000-00-
4/1 5/1 5/31 6/30 7/30 8/29 9/28 10/28
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12 oIk
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0.1 0K
08
1pg/L Eﬁ
gE
H
# 04
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00 , 80300
4/1 5/1 5/31 /30 7/30 8/29 9/28 10/28
4
01
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3) 251 /L
0.001
6
25
0.1t
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10t
0.05 ,
AFRFE] WA
MITC 0.04 oig)ll  eERJIN
= OFEJI
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3 002
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CMTBA
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CMTBA F S
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H29.4
8
4)

5
0.025ug/L
25

5)

CMTBA
CMTBA
6)
1,2-
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1

1) Kamata M, Asami M, Matsui Y. Presence of
the PB-Triketone Herbicide Tefuryltrione in
Drinking Water Sources and its Degradation
Product in Drinking Waters, Chemosphere.
2017; 178: 333-339.

2)
2016; 39:
153-62
3)
, . 2017; 40(3):
125-133.
2
1)
76
C2001 2016.5.29
2)
28
2016.11 p.790-791.
3)
28
2016.11 p.690-691.
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28

—VHERIZE RS-
(GAC)
GAC
6 GAC
12
0.3-3.8 pg/L
2- -2-
60%
PAC

TPN TPN
7 7 3

20cm

3
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24 5
87

4.1
HAcAms
HAcAms

4.2

HAcAms
2016

7.1 GC-MS-olfactometry

42

Hrudey
et al., 1988; Froese et al., 1999; Kajino et
al., 1999 N-

Hrudey et al. (1988)

3
Freuze et al. (2005)
N-
Bruchet et al.,
1992
Bruchet et al.,
1992; , 2010

PAA  Hrudey et al.
1988; Bruchet et al. 1992; Conyers and
Scully 1993; Froese et al. 1999; Freuze et
al. 2005; Ma et al. 2016 |,
PAN  Conyers and Scully 1993,
Conyers et al. 1993, Freuze et al. 2005, Ma
et al. 2016 , N-
NCPAAI  Conyers and Scully 1993,
Freuze et al. 2005 , BC Ma
et al. 2016 , N-
Freuze et al. 2005 , 2-
Ma et al. 2016 , 2,6-
Ma et al. 2016

NCPAAI

NCPAAI
Freuze et al., 2004



PAA  PAN
NCPAAI

NCPAAI
NCPAAI 7.2

Gas chromatograhy (GC)-mass spectrometry
(MS)-olfactometry GC-MS-0 GC

Delahunty et al.,

2006 GC
GC 7.3
2
DPD
MS
GC-MS-0 7.4
Total Purgeable Nitrogen, TPN
Delahunty et al., 2006
GC-MS-0
Peter et al., 2009 |,
Hochereau and Bruchet, 2004
Benanou et al., 2003; Hochereau and pH
Bruchet, 2004 TPN
TPN
7.5
GC-MS-0
1.
1.1
27 4 1H~10 21
15;
1.2 27 10 22 H~Fpk 28
1 19 1.6
GC-MS-0 28 1 20 3 15
10
GC-

MS-0

43



1.2

250 nm
50 mm

0.015 mg/L 1
Step 1

Step 2
10 mg-dry /L
28 2

6 (ADC),1,3-
(DHB) 1,3,5-

(ACA)
(2 -MP) 3 -

(THB)

(3 -AAP)

GAC

21 7 27

2 M

10 29

HMT

ADC

3.5 mg/L
ACA 2 -AAP 3

3 mg/L
-AAP
LC-MS/MS
LC Accella 1250 MS/MS TSQ Vantage Thermo
Fisher Scientific DHB THB

1C-MS/MS IC ICS-3000 MS/MS TSQ
Quantum Ultra Thermo Fisher Scientific
ADC
pH 7
20
24
0.01 0.02 g 1+1 10 mL

44

1 HS-GC/ECD
1 pg/L

1.6 km

4.1
HAcAms (CAcAm)
(BAcAm)
(DCAcAm)
(BCAcAm) (DBAcAmM)

(TCAcAM) 6

2015 9
WPP-1 WPP-12

2016 2 12

pH 5
GF/F Whatmann
HACAms GC-MS PCI
DCAcAm 0.1 pg/L
5 0.2 pg/L
24 24
1+ 0.2 mg Cl,/L pH 7 20

2015 9 WPP-3  WPP-5

2016 2
pH

WPP-3 WPP-5 WPP-9

24 1+ 0.2 mg

Cl./L
pH
4.2
4.1
GC/MS 3 1,2-

0.2 ng/L



2016
chlorination AND by-products SCOPUS
4
7.1 GC-MS-olfactometry
7.1.1
pH 7.0, 0.1 mM 1 uM
24 1
mg-Cl./L
30
20 °C 24
3 1
GC/MS  P&T-GC/MS 2
GC-MS-0 3
SPME; solid phase micro
extraction GC-MS-0
7.1.2 NCPAAI TP
SPME GC-MS-0
GC-MS-0
100 200
2 GC-MS-0
1 NCPAAI
NCPAAI
NCPAAI
1
NCPAAI
Freuze et al. (2004)
pH 7.0, 100
mM 17.0 mg-Cl,/L
100 p M

10

NCPAAI
PAA  PAN

50 mL

BA, 5 mg/L
GC-MS-0
2 NCPAAI

NCPAAI

5 mL

TP

; TP, transformation product

pH 7.0, 200 mM
68.2 mg-Cl,/L

200 pM

TP
SPME

GC-MS-0
7.1.3 SPME

10 mL
40

20 mL
C

PMDS/DVA; 65 um;

12.5, 6.25, 3.13, 1.56, 0.78, 0.39

SPME
mg/L Milli-Q
20 mL
BC

7.1.4

7.0, 0.1 mM 2

300 mL
300 mL 500 mL
1

o

40 C

45

10

TP

SMPE

25.0,

BC 5
10 mL

pH

500 mL



1 2
6
4
7.1.5 GC-MS-0
GC/MS GC, 7890A; MS, 5975C;
ODP
21
GC-MS-0
HP-1MS 15 m; 0.25
mm; 0.25 pm;
4 uL SPME
25 SPME
GC-MS-0
NCPAAI  PAA GC
2 MS
NCPAAI, PAN,
, GC/MS
6 GC-MS-0
4
7.2
TOC
uv260
pH 7.0
20 24 24
Img/L

46

8 pH 7.0
20 24
7.3
PAC
PAC
1:7
mgNH,-N/L 10 1.0 1.2 mg-Cl/L
20 1 DPD
1/2
7.4
A
2016 10 —~2017 1
9
MQW
TPN
100
ng—Clz/L
50,
100, 200 pg-Cl»/L
DPD
A
( 28 10 24
29 1 10 )
24

pH

0.5 1.0 1.5 mg-Cl/L 3

28 12 6 29 1 16 )



pH 2

6.5 7.0 8.0
24 1
28 12 6 0.5 mg- C. D.
Cl,/L 2 28 12 6 1.
1.0 mg-CIL./L 1.1
350 27 4 3
7.5
7.5.1 50% 1.2
4 , 2 1.0
, 1
7 SPAC 15N 1133
449 /100 m* 691 /100 m®
125 193
7.5.2 0.001 mg/L
Sakuma et al., 2015
2 1.2
27 28
2
2
1 0.015 mg/L 2
3 (
4 )
86
99%
A 1
2
B 4 ADC
2 95%
1 30%
C ADC 5
1 2
GAC
D 5
1 2 GAC 6
1 20

47



GAC 100%
6 GAC
90
GAC
GAC
GAC
6
8 10 9 15
10 13
4
4.1
7 HACAms
1 HACAms
2015 9 0.3 3.8ug/L
2016 2 0.3 1.8 ng/L
HAcAms 7.4u g/L
8.18 ug/L 10.27
ng/L 7.0 pg/L
HAcAms di-haloAcAms
DCAcAms
BCAcAms 24 21
di-HAcAms
8 HAcAms
1 HAcAms
2015 9 0.8 11 pg/L 2016 2
0.9 8.0 ug/L 12 WPP-
5 DOC
WPP-5 17 19 nmol/mg-C

48

4 17 nmol/DOC

WPP-5
9 HAcAms
WPP-3 WPP-5
2 24 72 HAcAm
1.0 2.7 3.3 ng/L 5.1 11 13 ug/L
72
9 HAcAms
pH WPP-3 WPP-5 WPP-9
pH
HAcAms di-HAcAms  pH
TCAcAm
pH
4.2
2016 9
( ) 10 DCAcAm
BCACAm
DCAcAm
BCAcCAm DBACAmM
11
0.013 mg/L(7/4)
0.016 mg/L(9/20)
0.006
0.012 mg/L 0.001 0.004 mg/L
12
13
0.020
mg/L(11/7) 0.022 mg/L(8/15)

11



0.02
mg/L
0.1mg/L
14
6.1
uv [1-7] X [8-12]
florfenicol[13] chloramphenicol
[14-17] acebutolol[18] mefenamic
acid[19] chloroquinaldol[20]
sulfoneamides[21] metformin[22],
[23]
[24]
[25]
[26]
[27]
A[28], F[29]
vinca alkaloids[30] LR[31,
32]
[33-35]
uv/CI2
[36]
371 trimethoprim[38]
chlortoluron [39], [40, 41]
[42]
6.2
Pursulfate(S:0s%) v
[17, 43, 44]

49

MIEX [45] DBP
[46] DBP [47]
[48] [49, 50] UF, MF
[51]
[52]
[53]
Capacitative deionization [54]
UV/CI,[55] uw [56]
[571
6.3
N-
N-
(NDMA) [58]1
NDMA [591 [601 [61]
NDMA
[62]
[63]
[64]
[65]
[66]
[67-70] TOX [71]
[72, 73]
[74, 75] [771
trihalo-hydroxy-cyclopentene -diones[78]
[79]
uv/
[76] [80,
81] [82]
DBPs [83]
[84]
DBP[85, 87]
DBP[88]
[89] [0,
91]
[92]
[93].
[94] [95]
[96-100]
[101] DBP [102]
[103]



Cuo [104]
DBP
[105] [106]
[107]
6.4
[108] [109]
[110] [111]
[112, 113]
[114] (2,5-dichloro >>2,6-
dichloro)[115]
[116] [117]
[118]
[119], UV [7]
[120]  AOP [121]

bromodichloromethane[122]
[123] 2D-GC/MS+in cillico

[135]
6.5
[124, 125]
[126] [127]
[128]
[129]
[130]
6.6
DOM[131]
THM [132]
[133, 134]
7.1 GC-MS-olfactometry
7.1.1 P&T-GC/MS
1 pM
P&T-GC/MS
TIC

50

15

NIST
Peak #1-1
1-6 BC , BA,
BN , BC, PAA, PAN
GC
PAA, PAN, BC
CB,
BA, BN
3
(2010)
16
PAA, PAN, PAA  PAN
31%  57%
CB, BA, BN, BC
93%
7%
P&T-GC/MS
57%
P&T-GC/MS

Bauer and Snoeyink, 1973

7.1.2

142
17



PAA, PAN,
BA, CB,
BN, BC
PAA, PAN, ,
BA, CB, BN, BC
3
4
45% " ", 17
2
@ ,
(2) P&T-GC/MS
PAN + PAA +
PAN + PAA + +
18
3
1
"hypoadditivity" Olsson 1994; Cain et al.,
1995 2

"complete additivity" Patterson et al.,
1993; Wise and Cain, 2000 3

"hyperadditivity” Laska
and Hudson, 1991; Miyazawa et al., 2008

o1

PAN, PAA, ,
complete additivity

Kajiya et al., 2001

Kajiya et al .,

2001 PAN  PAA
complete

additivity

complete additivity

4 complete additivity

7.1.3 NCPAAl  GC-MS-0

NCPAAI

P&T-GC/MS
GC/NMS P&T
GC/MS
19 GC
Peak #5-1 #5-2
PAA  PAN
20 Conyers
and Scully, 1993
Peak #5-3  NCPAAI
Freuze et al. (2005)

3 ng/L

NCPAAI

NCPAAI
NCPAAI

35% NCPAAI

GC-MS-0 NCPAAI

19



NCPAAI
19 3
PAA,
PAN, NCPAAI GC-MS-0
3
3
PAA  PAN NCPAAI
7.1.4 TP GC-MS-0
NCPAAI
SPME TP
GC-MS-0 21
GC/MS
Peak #7-1
BC Peak
#7-2  #7-3 PAA  PAN
GC-MS-0 2
3.6 PAA
6.2
Peak #7-4 Peak #7-
4
Peak #7-4 22(a)
154
m/z 156
m/z 154 1/3
1
6 4
2-(2- )
2- -2-
2C2PAA
2-(3- )
2-(4-
)
2 Milli-Q
SPME GC-MS-0
Peak #7-4
Peak #7-4
22 2 GC
6.7 6.8 Peak #7-4 6.2
Peak
#7-4 2-(3-
2-(4-
)

52

Flego and Zannoni (2011)

GC-MS-0
HP-1MS
5
2-(2-
2-(3-
2-(4-
2C2PAA
Peak #7-4 2-(3-
2-(4-
Peak #7-4
2C2PAA
2C2PAA
2C2PAA
7.1.5 NCPAAI  2C2PAA
NCPAAI  2C2PAA
GC-MS-0
GC-MS-0
NCPAAI, 2C2PAA, PAA
GC-MS-0
GC-MS-0
GC-MS-0
PAA NCPAAI  2C2PAA  GC-
MS-0
PAA NCPAAI
2C2PAA  GC-MS-0
NCPAAI 2C2PAA
PAA

GC-MS-0, SPME GC-MS-0



2%

GC-MS-0 NCPAAL, 2C2PAA,
PAA
NCPAAL, 2C2PAA, PAA 2C2PAA
18
13%
1
#1 PAA 17 "+ GC-MS-0"
23 GC-MS-0
#1 PAA
60%
#1 GC-MS-0 13%, 2C2PAA 13%,
PAA RGor pan,1 12%, PAA 11%, PAN 8%, NCPAAI
#1 2%
PAA
GC-MS-0 GC-MS-0
PAA GC-MS-0
RCeps,paa,1 GC-MS-0
#1
PAA GC-MS-0
OF Iscuso, paa, 1
RC, 1
OFI _ opspana D)
GCMSO,PAA 1 RCOT'PAAJ
#1
NCPAAI GC-MS-0
OF Iscuso,nepant 1 7.2
PAA  NCPAAI 24
RRonn, RRucrant PAA NCPAAI
ROF hycomm 1 30 TOC UV260
25 80
OFI /RR, ) 50
ROFI — GCMSO,NCPAAIL CPAAI
NEPAALL OFIGCMSO,PAA,I/RRPAA 30 80
PAA  NCPAAI 50
o ; 83 0 . 93 TOC UVZGO
GC-MS-0 6
7
4
PAA NCPAAI GC-MS-0
ROF Ixcrani
4 1/4
ROFI NCPAAI — ([[1 ROFI NCPAAI,ij (3)
80 50
PAA OF It pan
PAA NCPAALI GC-MS-0
NCPAAI 2
OFIFT,NCPAAI
OFl FT,NCPAAI = OFl FT,PAA x ROFI NCPAAI (4)

NCPAAI

53



7.3
25
1.4 mg/L
60%
172
PAC
PAC
1/2
PAC
172
PAC
C18
0.16 mg-Cl,/L
25%
172
Clz/L 0.25 mg—CIz/L
C18
0.369 25%

1/2
26
PAC
PAC
PAC
0.12 mg-Cl,/L
0.27 mg-

0.496
4.1

E260

54

3.5 mg-C/L 15%
PAC
7.4
7.4.1
9 A
TPN
27~7-30
TPN
11
12 TPN
TON
TPN
TPN
31~33
TPN
«¢ DN
TPN
( 31) 11 28
TPN 10. 5 ug-N/L TON
31
24
TPN
« 8
TPN
TPN
pH 9
pH
TPN



GAC

ADC
7.5
GAC
1
1, 2, 3 mg/L
600 700 p g-
Cl,/L 70 V] g—Clz/L
12 1
D HAcAms 0.3
6 3.8 ng/L Di-HAcAms
D HAcAms
HACAms
D
D 7
GC-MS-0
D 60%
PAC
TPN
2 PN
TPN
1
2
1 2 1
2

Amoore, J. E. and Hautala, E. (1983) Odor as an aid
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(PBPK )
Mial et a., 2010
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(TCE) (PCE)

TCE
TDI

(THMs)

(Environmental Protection Agency:
EPA)
(Hedlth advisory: HA) Human Health
Benchmarks for Pesticides (HHBP)

19

(ng/kg/day) [Subacute

Reference Dose; saRfD] saRfD

[ (mg/L)]

78

26

8 saRfD
5. WHO
WHO
WHO
B.
1 ChE
ChE
Taharaet al. (2005)
96
50 uL, 2 mM  MATP+
, 1,1-dimethyl-4-

acetylthiomethylpiperidiniumiodide 50 uL, 2 mM
DTNB , 55-
dithiobisnitrobenzeoic acid 50 pL, 120 unit/L

ChE 50 uL 37 °C 30
405 nm
ChE
Tahara et al., 2008
0.003125 1mg/L 3.125 1000
mg/L
2. ChE
LC/IMSIMS
ChE
96
150 pL, 6 uM

,ACh 75 L, 1.2 unit/L



ChE 75 uL 37°C 2 8 9 10
n 12
2 ChE
LC/IMSIMS Q Exactive, Thermo Fisher Scientific
Inc., Waltham, MA, USA 6
Ch
0.002
20 mg/L
3.
(Thomas, 1987)
(Iltoh & Asami, 2010)
1 12 (DBCM a4
) 3 100 mL
(PCE 1000 mL
Itoh & Asami, 2010 )
2.1 10 mg/L
THMs THMs  3mg/L 4
TCE PCE (TBM) TBM TCM
BDCM DBCM 2
200 mL
(TCM) (BDCM)
(DBCM)
3
4
250 mL
2
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) 23 (

,1g/lLin ) A) 23 (
2 ,1g/lLin )
(3) 4 ( : 0.05 50mg/L ImL
, M- 2mL
1 gl in
1,4-dioxane—d8 0.8 g/L in ) B) A (
(49) 1.0mol/L , , m-
1g/L in
1,4-dioxane —d8 0.8 g/L in )
(1) 1/20
(2) 100 mL
(3) C) 100 mL
4
(5) 20 uL
(6) GCIMS 100 mL
() P& T-GC/MS(P&T: D) A 20puL 1 mol/L 800 pL
GCIMS: )
() AQUATIC ( 0.25 mm E)
0.25 um 60 m) P&T & 40ml
() 5
GC GC-MS
[ , 2011]
A) 100 mL
B) B( B
4 1/20
) 20 uL 1.0 mol/L
800 pL L
) D ,
P&T & 40ml 2 23 (
g/Lin )
©) -d8 :
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1)
2 2mL
©)
(4)
()
(6)  0.45 umPTFE
(7y GC/IMS
() ALS-GC/MS(Agilent)
() DB-624 ( 0.25 mm
1.4 pm 30 m)
() 6
A) -d8 107
B) 2
mL
1mL
C) A) 2
D) B) 0.45 umPTFE
500 pL
E)D) A) 100 puL
A) 23 (
,1g/lLin )
0.01 1mg/L
2mL 1mL

81

B) -d8 107
C)A) B) 100uL
4.
26
8
saRfD
saRfD 1
28
Q0
(NOAEL)
up saRfD UF
10 10 NOAEL
UF
1x10* 1x10°
10
saRfD
saRfD
8 saRfD
(mg/L)
HA  HHBP 100
2
50 kg 2 L/day 10
kg 1L/day
5.WHO
WHO
WHO

EFSA European Food Safety Autority



ChE Ch

C.
1 ChE 34nM =40nM -6nM
1 ChE
0.003125
1mg/L 0.002 0.02 mg/L Ch
0.57cm?t
ChE
ChE
3.125 1000 mg/L 0.2 mg/L Ch
0.55cm?t
ChE
3.125 mg/L
ChE
ChE
Ch
ChE 3.125 mg/L ChE Ch
ChE
2. ChE 1 ChE
2 2(b)
ChE 2(a) ChE
ChE 0.2 mg/L ChE
wo/ChE  ACh 23% ChE 50%
6 nM Ch 0.72 mg/L
ACh Ch ACh + H0O ChE
— Ch+ 0.2 mg/L
3.125mg/L 115
ACh ChE 15
ChE
Omg/lL  40nM Ch
ChE
ACh Ch 3.
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TCE1
TCE2

11 23

35 TCM1

10 8

D

3.75
4.46

11.14
13.05

bx
& Asami, 2010)

b

11

12

24 31

13

7 13
10
TCE3 24
0, 88, 121 m3/h
8
bx 11
0
ms3/h
6 7
4.
O 8 saRfD
TDI TolerableDaily Intake
VSD(Virtually Safe Dose
) 14
saRfD
1,2-
1,2-
1x10-° 10 saRfD
VSD
(Itoh
Osborn—Mendel 5 [/ |/ 1,2-
0 47 95mg/kg/day
10 78 5 |/
32
6.3x107?/(mg/kg/day)
1x10-5 0.16 pg/kg/day
saRfD  1x10-° 10 1.6
ng/kg/day 1,2-
83
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90

TDI 37.5 pg/kg/day UF:1000

F344 B6C3F1 13
5 0 312 625
1250 2500 5000 mg/kg/day
625 mg/kg/day
1250 mg/kg/day
NOAEL 625 mag/kg 7 446
ma/kg/day
NOAEL
NOAEL
TDI
CD-1 0 5 22
105 mg/kg/day 28
LOAEL 5
mg/kg/day
SD 520
650 mg/kg/day
NyaNYLAR
288 144 72mg/kg/day
TDI

NOAEL 446 mg/kg/day UF300 3
saRfD 1490 ug/kg/day
-t- MTBE
Sprague-Dawley MTBE O
100 300 900 1200 mg/kg/day 90
300 mg/kg/day

84

900 mg/kg/day

1200 mg/kg/day
NOAEL 100
mg/kg/day
SD 0 90 440 1750 mg/kg/day
28 5 1/
440 mg/kg/day

1750 mg/kg/day

NOAEL 90 mg/kg/day 7 64
ma/kg/day
NOAEL64
mg/kg/day UF100 saRfD 640
ng/kg/day
11,1-
B6C3F1 13
5000-80000 ppm 0.85-15 g/kg/day
1.340-23 g/kg/day 20000
ppm NOAEL
10000 ppm 1.77 g/kg/day 2.82 g/kg/day
F344 5000-80000 ppm(
0.3-4.8 g/kg/day 0.3-5g/kg/day) 13
NTP 20000
ppm
80000
ppm
NOAEL 10000 ppm 600 mg/ka/day
SD 0 0.5 2.5 5.0g/kg/day
12 5
2.5 g/kg/day
NOAEL 0.5
g/kg/day 7 : 357 mg/kg/day
SD 0 05 25 5.0g/kg/day
50 5 0 0.5g/kg/day



13
2.5 g/kg /day

NOAEL
mg/kg/day

0.5 g/kg/day 7 357

NOAEL 357 mg/kg/day
WHO
2 3

TDI

NOAEL 600 mg/kg/day
UF 100 saRfD

POD
6000 pg/kg/day

(2 )(DEHP)
0 1600 3100 6300 12500
DEHP 13
25000 ppm
NOAEL

F344
25000 ppm

12500 ppm (625
mg/kg/day)
F344
25000 ppm

/day

DEHP 0 1000 4000 12500
0 63 261 850 1724mg/kg
0 73 302 918 1858 mg/kg /day
13 1000 ppm

LOAEL
73 mg/kg/day
SD 0 5 50 500 5000 ppm
DEHP 13
500 ppm 1 7

1000 ppm
63 mg/kg/day

NOAEL 50ppm 3.7 mg/kg/day

DEHP 0 100 500 2500
mg/kg/day 13

LOAEL 100 mg/kg/day

Wistar 0 3 10 30 100 300 600
900 mg/kg/day 7 16
10 mg/kg/day
AGD
NOAEL 3 mg/kg/day
NOAEL 3 mg/kg/day
UF100 saRfD 30 pug/kg/day
TDI
SD 0 8 33 65mgkg/day
90
mg/kg/day
LOAEL 8 mg/kg/day
Long-Evans 0 5 15 25 45
mg/kg/day 6-18
25 mg/kg/day
45 mg/kg/day
NOAEL  15mg/kg/day
LOAEL 8 mg/kg/day
UF300 3 LOAEL saRfD
27 pg/kg/day
SD 0 02
2 20 200ppm 13
200 ppm
ALDH
AH NOAEL 20 ppm
1.89 mg/kg/day 2.53 mg/kg/day
SD 300
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600 1200 2400 mg/L 90
WHO
LOAEL
mg/kg/day NOAEL 600 mg/L
CD-1
0 70 700mg/L 90

DEHP

1200 mg/L 96
48 mg/kg/day

4 30

MTBE 111-

LOAEL

70 mg/L (16 mg/kg/day)
CD-
0 60 600mg/L

NOAEL

NOAEL 1.89 mg/kg/day
18.9

POD UF100 saRfD

ng/kg/day
11-
B6C3F1 10 / [/
40 100 250 mg/kg/day 5 1/
100 mg/kg/day

NOAEL
mg/kg/day
F344 10 / [/
100 250 mg/kg/day 5 / 13
100 mg/kg/day

40 mg/kg/day 7

60 mg/L (21.3 mg/kg/day)

MTBE

20 mg/L

0 5 15

10

:28.6

0 5 15 40

NOAEL

ma/kg/day 7 : 28.6 mg/kg/day

40

POD UF100
286 pg/kg/day
8 saRfD

saRfD

15

saRfD  TDI VSD

DEHP TDlI  saRfD

86

20-40 pg/L
1000



5.WHO
® WHO 2011
LOAEL 12 pg/kg/day UF
TDI 12 pg /kg/day
20
0.07mg/L 70 nug/L
° 2012
LOAEL 12 pg/kg/day UF3 NOAEL
LOAEL TDI
4 pg/kg/day
® EFSA (2015)
2
F1
BMDL1  0.28 mg/kg/day UF 100
10 10 TDI

2.8 ug Ni/kg/day

BMDL1 1.1 pg/kg/day

MOE

87

EFSA
TDI
20

50
kg

20 ng/L (TDI: 4 ng /kg/day)

EFSA 14 ng/L(TDI: 2.8 pg /kg/day)

Jansen’s(2006)

0.3 10 mg/day
0.3 mg/day

LOAEL EFSA

Jansen
BMDL10
(EFSA 2015)

(2003)
0.08
mg/day

BMDL

BMDL10
0.08 mg/day 1
40 pg/LL



40 pg/LL 1
BMDL10 Jansen  (2003)
40 pg/L
TDI
2
BMDL10 0.28
mg/kg/day EFSA 2015
100 TDI
2.8 ng/kg/day EFSA
2015
2-3pg/kg/day 95
13-14 ug/kg/day
TDI

27+ 17 % 0.7+
0.4 %
10

TDI
TDI
TDI
TDI

EFSA
13-14 ug/kg/day

14

ug/kg/day

TDI

50%
TDI 50% 60
L
[1.4 ug/kg/day X 60 kg / 2L

=] 40 ug/L

TDI

WHO
20 16 20 ug/L

20-40 ug/L

EFSA (European Food Safety Authority). (2015)
Scientific Opinion on the risks to public
health related to the presence of nickel in
food and drinking water. EFSA Panel on
Contaminants in the Food Chain
(CONTAM). Eur Food Saf Auth J 13(2):
4002.

Jensen CS, Menné T, Johansen JD. (2006)
Systemic contact dermatitis after oral
exposure to nickel: A review with a
modified meta-analysis. Contact Dermat
54(2): 79-86.

Jensen CS, Menné T, Lisby S, Kristiansen J, Veien
N. (2003) Experimental systemic contact
dermatitis from nickel: A dose-response



study. Contact Dermat 49: 124-132. colorimetric determination of
acetylcholinesterase  activity, Biochemical

) Pharmacology, 7, 88-95.
1. ChE ACh Ch Mioa, Y., He, N. and Zhu, J. (2010) History and new

LC/IMSIMS developments of assays for cholinesterase
ChE ChE

activity and inhibition, Chemical Reviews, 110,
5216-5234.
Tahara, M., Kubota, R., Nakazawa, H., Tokunaga,
ChE H. and Nishimura, T. (2005) Use of
115 Cholinesterase activity as an indicator for the
3. TCE TCM  3.75 effects of combinations of organophosphorus
BDCM  4.46 pesticides in water from environmental
PCE TCM 1114 BDCM  13.05 sources, Water Research, 39, 5112-5118.
Tahara, M., Kubota, R., Nakazawa, H., Tokunaga,
H. and Nishimura, T. (2008) The behaviour
and cholinesterase inhibitory activity of
8 <RD fenthion and its products by light and
(ug/kg/day) saRfD chlorination, Journal of Water Supply:
Research and Technology—AQUA, 57(3),
(mg/L) 143-151.
Itoh, S., & Asami, M. (2010). Study on
disinfection byproducts. In' Y. Matsui (Ed.).
(pp. 53-73). Ministry of Health,Labour and
Welfare of Japan.
Thomas, M. E. (1987). Human Exposure to
\olatile Organic Compounds in Household

5. WHO

Tap Water: The Indoor Inhalation Pathway.
Environ. Sci. Technol.

USEPA. (2000). Methodology for deriving ambient
water quality criteria for the protection of
human health. United States Environmental
Protection Agency. Retrieved 2 28, 2013,
from
water.epa.gov/scitech/swguidance/standards/

E. criteria/health/methodol ogy/index.cfm

Ellman, G. L., Courtney, K. D., Andres, V. Jr. and - (2003).
Featherstone, R. M. (1961) A new and rapid - 12016 12 21
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http://www.env.go.jp/chemi/report/h15- tert-butylphenyl)benzotriazole in rats.
01/index.html DIOXIN2016 Florence, August 2016
. (2009).
12016 12 22
: 28
http://www.env.go.jp/chemi/report/h21-
0L/index.html 28.11
. (2012).
12015 5 17 H.

=

http://www.env.go.jp/air/osen/manual 2/
. (2014).

. (2014). 2014.

G.

1
Hirata-Koizumi M, Ise R, Kato H, Matsuyama T,

Nishimaki-Mogami T, Takahashi M, Ono A,
EmaM, Hirose A. Transcriptome anal yses
demonstrate that Peroxisome Proliferator-
Activated Receptor o (PPAR«) activity of an
ultraviolet absorber, 2-(2°-hydroxy-3°,5’-di-
tert-butyl phenyl)benzotriazole, as possible
mechanism of their toxicity and the gender
differences. The Journal of Toxicological
Sciences41 693-700 (2016)

2.

Yamada T, Hirata-Koizumi M, Ise R, Kato H'
Matsuyama T, Nishimaki-Mogami T,
Takahashi M, Kawamura T, EmaM, Hirose
A, Ono A. Transcriptome analyses of an
ultraviolet absorber, 2-(2’-hydroxy-3°,5’-di-
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(TCE)
(VOC) (PCE)
2
No. m?h THM

1 15 88

2 10 88

3 15 0

4 10 0

5 15 0 88

6 10 0 88

7 10 0 0

8 15 0 0

9 15 88

10 10 88

11 10 0

12 15 0

13 10 0 88

14 15 0 88

15 10 0 0

16 15 0 0

17 10 10 88

18 10 15 88

19 10 10 0

20 10 15 0

21 10 10 121

22 15 121

23 15 0 121

24 10 0

25 15 0

26 10 88

27 15 88

28 10 0 0

29 15 0 0

30 10 0 88

31 15 0 88

32 10 0

33 10 88

34 10 0 0

35 10 0 88

24h 88 m¥h 121 m¥h
10 15
0 10 15
TBM THMs
(2-1-2 200 L 200 mL
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TCE PCE

TCM

BDCM

DBCM

TBM

(g00mL) 0128  0.015°
() 25 25
(uL) 34 45

0.7718
25
277

0.303°
30
28

0.270°
20
175

0.310°
25
57

a , 2003]
b[ , 2009]

TCE PCE TCM BDCM

TBM

(pL)

4000 27440 147.4 177.6

726

MCS

350

40 ml/min
5min

350

1900
2.5min
300ml/min
15min
2200
450
80ml/min

145
195

200 O

MS

200 O
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GC
"""""""""""""""""""""""""""""""""" 2000
9.5455 psi
3mL/min
20 mL/min
S O/min O Tmin
40 1.575
35.555 220 1.125
AUX 220 [J
MS
230 O
150 [
15
7
TCM TCE BDCM PCE
TCE1 0.00 1.82 0.00 1.99
TCE2 0.00 1.79 0.00 2.13
TCE3 0.00 2.80 0.00 2.50
TCM1 2.23 0.17 1.68 0.14
8
TCM TCE BDCM PCE
[ng/mI 0.82 1.06 0.60 1.01
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[ng/m? TCM TCE BDCM | PCE
1 35.88 40.81 24.14 4156
2 10.29 9.59 464 10.24
3 8.90 9.94 539 1116
4 8.64 6.17 350 6.74
5 11.09 12.37 7.88 12.66
6 10.07 9.54 4.89 1119
7 855 7.16 3.86 8.63
8 8.47 8.54 5.03 9.25
9 24.79 24.82 17.19 2813
10 6.97 6.89 427 8.27
1 1184 9.37 5.88 12.45
12 14.96 1157 717 1452
13 13.07 10.31 6.64 1362
14 15.90 16.55 11.33 20.86
15 10.41 7.94 481 10.22
16 10.07 9.60 592 11.95
17 12.15 20.54 1358 24.76
18 1320 20.49 1347 2379
19 8.47 12.82 9.16 15.14
20 9.15 13.60 9.58 15.91
21 1.60 4.63 2.29 5.78
22 314 5.40 4.84 7.48
23 1254 7.10 461 9.05
24 14.83 7.03 9.03 10.80
25 1874 1052 1252 12.80
26 14.48 8.58 7.60 455
27 1871 12.40 1458 7.67
28 30.38 14.99 10.29 1370
29 22.64 16.28 12.94 13.70
30 29.82 1553 14.19 1316
31 3557 1832 15.07 15.68
32 50.99 35.45 17.72 29.40
33 57.69 4354 1828 34.02
34 51.80 42.89 20.05 38.72
35 49.11 42.68 19.59 37.41
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10

[ng/L] TCM TCE BDCM PCE
1 13.09 2.90 6.92 1.46
2 12.80 294 6.78 1.53
3 12.39 2.99 6.72 1.49
4 11.81 2.50 6.49 1.25
5 13.39 2.67 7.10 1.40
6 13.37 2.69 7.05 1.38
7 11.74 2.50 6.44 121
8 5.73 2.58 3.90 1.30
9 13.44 243 7.20 1.28
10 13.86 249 7.44 1.30
11 12.88 244 7.09 1.38
12 14.04 2.60 7.57 1.48
13 13.52 2.36 7.46 1.35
14 11.23 2.32 6.63 124
15 13.93 254 7.76 141
16 12.61 231 7.46 1.33
17 23.46 521 13.59 2.30
18 23.46 521 13.59 2.30
19 22.98 5.20 14.24 2.32
20 22.98 5.20 14.24 2.32
21 10.82 213 6.08 0.97
22 9.89 1.87 5.79 0.86
23 9.79 1.82 5.60 0.75
24 12.58 1.79 7.47 0.77
25 12.58 179 7.47 0.77
26 14.10 215 8.25 0.19
27 14.10 215 8.25 0.19
28 15.36 3.09 8.75 0.88
29 15.36 3.09 8.75 0.88
30 14.53 249 8.21 0.64
31 14.53 249 8.21 0.64
32 12.52 249 6.56 0.66
33 12.06 2.75 6.42 0.70
34 13.76 2.75 7.07 0.79
35 1411 2.89 7.17 0.82
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No. (mg)

1 105.97

2 97.05

3 60.73

4 142.66

5 222,01

6 135.30

7 29.69

8 55.24

9 136.86
10 10.10
11 57.15
12 42.98
13 76.81
14 44.26
15 7.09
16 112.04
17 135.39
18 87.92
19 106.35
20 85.57
21 88.49
22 86.03
23 68.32
24 57.89
25 101.04
26 93.18
27 82.92
28 99.91
29 55.88
30 81.00
31 152.31
32 121.75
33 151.01
34 131.29
35 166.71
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[ug/m?] TCM TCE BDCM PCE
1 35.70 40.77 24.04 4154
2 10.04 953 451 10.21
3 8.80 9.92 5.34 11.15
4 8.30 6.10 331 6.70
5 11.05 12.36 7.86 12.66
6 9.71 9.46 4.69 11.15
7 8.48 7.15 3.82 8.62
8 8.43 8.52 5.00 9.24
9 24.42 24.75 16.99 28.09
10 6.95 6.89 4.26 8.27
11 11.70 9.34 5.80 12.44
12 14.84 11.54 7.10 1451
13 12.86 10.28 6.53 13.59
14 15.84 16.54 11.29 20.85
15 10.39 7.93 4.80 10.22
16 9.88 9.57 5.81 11.93
17 11.83 20.47 13.39 24.73
18 13.04 20.45 13.37 23.78
19 8.22 12.77 9.01 15.12
20 8.99 1357 9.48 15.90
21 151 461 2.24 5.77
22 3.03 5.38 478 7.47
23 12.45 7.08 456 9.04
24 14.69 7.01 8.94 10.79
25 1857 10.49 12.42 12.79
26 14.22 8.54 7.45 454
27 18.56 12.38 14.49 7.67
28 30.07 14.93 10.11 13.68
29 22.52 16.26 12.88 13.69
30 29.59 15.49 14.06 13.15
31 35.27 18.27 14.90 15.66
32 50.69 35.39 17.56 29.38
33 57.33 43.46 18.09 34.00
34 51.44 42.82 19.86 38.70
35 48.64 4258 19.35 37.38

13

TCM TCE BDCM PCE
[ng/m?] 17.54 14.83 9.55 15.30
[ug/m?] 17.35 14.80 9.45 15.28
[ ] 1.08 0.25 1.10 0.10
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14 Subacute Reference Dose(SaRfD) TDI VSD
POD TDI VSD POD saRfD
UF UF
(mg/kg/day) (ng/kg/day) (mg/kg/day) (ng/kg/day)
1,2-
VSD10%
VSD(105 ) 0.16 1.6 10
10
13
NOAEL 446 3000 149 NOAEL 446 300 1490 10
-t- 2 28
NOAEL 143 1000 143 NOAEL 64 100 640 4.5
MTBE
1,11- 13
NOAEL 600 1000 600 NOAEL 600 100 6000 10
(2-
NOAEL 3 100 30 NOAEL 3 100 30 1
) DEHP AGD
90
LOAEL 8 3000 2.7 LOAEL 8 300 27 10
2 90
LOAEL 13,5 3000 4.5 NOAEL 1.89 100 18.9 4.2
1,1- 2 13
BMDL1o 4.6 100 46 NOAEL 28.6 100 286 6.2
saRfD TDI VSD
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saRfD

(ng/kg/day) (mg/L) (mg/L) / (mg/L) ( /

1,2- 1.6 0.004 0.04 10 0.02 5

1490 0.4 40 100 10 25
-t- MTBE 640 0.02* 20 1000 6 300
1,1,1- 6000 0.3* 200 667 60 200
(2- ) DEHP 30 0.08 0.8 10 0.3 3.75

27 0.01 0.7 70 0.3 30

18.9 0.02 0.5 25 0.2 10

1,1- 286 0.1 7 70 3 30
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, M

Ch

50

40

30

20

10

06 r

05 F

04 F

,cmt

0.2

0.1 F

0.001 0.01

(@) Ch

——
—
—_

HH

0.1

-

ChE

1.0

0.8

0.6

0.4

ChE

0.2

0.0

0 0.002 0.02 0.2 2

20 wo/ChE 0.001

, mg/L

100

ChE

100
, mg/L

(b) ChE

1000

0.01

100
, mg/L



20%x1.6%x22md
0.2 m3 (70% )
7.4 L/min 14 L/min

0.5L/min

WEE HAEe HRge Hreg | 7
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19.4 L/min



by of TCE (m3-air/L-water)

b, of PCE (m3-air/L-water)

Cumulative percentage (%)

20
15 | oTe
o L
10 | o
o o y=375x
5 | og” 0 R2=0.87
5
e *
0 Pid L I 1 L
0 1 2 3 4 5
by of TCM (m?-air/L-water)
5
60
50 | y=11.14x L7
Re=084 0 g~ °
40 | L
o e
30 1
Praglc)
20 ° s
B e
10| © 00
e2?
e . . . .
0 1 2 3 4 5
b, of TCM (m3-air/L-water)
7
100
80 | F —TCM
TCE(TCM)
60 |
BDCM
40 "}
| TCE(BDCM)
20
0 . . .
0 50 100 150 200
b, (m3-air/L-water)
9 bk

20

g 15 | y=446x 0 .
3 0
a5 R?=0.89 -
Tl L
W 5
.00
e e
5 5 s o
< |0
o
$ o
o Lo . . . .
0 1 2 3 4 5
b of BDCM (m3-air/L-water)
6
60
— 50 o y=13.05x
£ ® .- R=078
2 40 -
s
® 30
o °
£
w
) 20
o
5 10
&
0 . .
0 1 2 3 4 5
b, of BDCM (m?-air/L-water)
8
100
~ |/
_8 H
2 |
E 60 —TCM
© PCE(TCM)
o
2 40 BDCM
§ PCE(BDCM)
E 20 |
3]
0 . . . .
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0.018
0.016
0.014
0.012
0.010
0.008
0.006
0.004
0.002
0.000

TCM TCE BDCM PCE
B0m3h B88m3h @121 m3h

1 b
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LC/UV LC/IMSMS
LC/IMS/IMS
GC/IMS LC/IMSMS
LC/MS/MS
DNPH
1/10 0.008 mg/L
LC/IMS/IMS
LC/IMSIMS

1/10 0.001 mg/L

143 16
16
153 59%
17 170 66%
LC/IMSMS

79%

259

DNPH

LC/UV

15

23

84
GC/IMS

204

105




LCUV

LC/MSMS

GCIMS
LC/MSMS

19

24

DNPH

LC/MSMS

)

GC/MS

PFBOA

3),4)

GCMS

2

106

GC/IMS

_3_

24-

uv

LC

3

2-

MBTH

uv

_5_

AHMT  O-(4-

LC

5

DNPH

MSMS

GC

1)

24-

GC/MS

MS

2



15

BrOs

18
2

0.001 mg/L

1moal/L

LC/MSMS

1) 23
70,000 100,000
51
110 53
2
(LCMS) GCIMS
(LCIMSMS)
24)-30)
LCMS GC/MS
LCMSMS
1

107

LC/MSMS



0.08 mg/L

mg/L

LC

100 u L

10mglL

2 -DNPH

100mg/L
HPLC
DNPH
24 Milli-Q Advantage A10
O BY/\Y, 1% wiv
39 DNPH 50%
029 100 mL
IARC 0.1 wiv.  DNPH
1
12)
LC ODS
-DNPH
-DNPH
48 p gm® uv MSMS 2
LC/MSMS
SIM
SRM
1
uv
PDA SPD-M20A
200
800nm
1000 -DNPH
MSMS SIM SRM
10 mL
ES
SIM
SRM
DNPH
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15

DNPH
0.08mg/L
1/10 0.008mg/L
5
DNPH pH
9 5
DNPH
DNPH LC
uv
MSMS SIM SRM
5 0.005 001
0.02 0.05 0.1mg/L
USEPA 10) 0.08 0.008 mg/L
4
DNPH
-DNPH
=3 5
r2
RSD
2

109



31)

IARC
2B
%)
WHO
001 mglL &)
WHO
10%

0.01 mg/L b

LCIMSMS
2000mg/L

Milli-Q Advantage A10

LC/MSMS
SRM

ES

110

LC

200 mM
/0.5%
LCOMSMS
ClOs NOs
Br- ar
3)42'
LC Acdam

Trinity P1 (3.0x 100 mm, 3y m, Thaemo

Sdetific)  Rgpak 502D (2.0x 150mm 5
m Shodex) 2
23
0.01mg/L
1/10 0.001 mg/L

5



LCMSMS

RSD
6 00005 0.001 0.002 0.005
0.001 0.02 mg/L
LCMSMS
=3 5
3. GCIMS LC/MS
120
143 16
A
16 259
GCIMS
GC/IMS
LCMSMS

LCMSMS

MSMS

1
LC/UV
360 nm
-DNPH
LCMSMS SIM SRM
ES
ES
SM
SRM nvz
-DNPH 209
-DNPH 223
SRM
nmz -DNPH
151 119 163
-DNPH 163 151 122
2
2
-DNPH
1 uv
MSMS
-DNPH
7 9
SM SRM uv

b gL
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LC/IMSMS DNPH
LC/MSMS
LC
DNPH
6
pH3 DNPH
10 mL 20
0.05 mL DNPH
pH
10 mL 20 0.2 mL
DNPH 0.19%DNPH
10 mL
0.19%DNPH 0.25, 05, 0.75, 1
125 mL
0.25mL 05mL
1mL
DNPH
10 mL
0.19%DNPH 05 mL
10
-DNPH

100 mg/L
DNPH
USEPA Mehod554 DNPH
HPLC
10)
DNPH
1 10mL
0puL
2
DNPH
4 1
1
3
0.005
mg/L
DNPH
DNPH
DNPH
Js 9 DNPH

008 mg/L



10 0.1

DNPH
DNPH ES
13
-DNPH
4
r? LC/UV
-DNPH
24 100 88 rr 099
72 80 76 r?
15 19
r 0.99
r 098
LC/UV
3 LCMSMS SM r2 0986
13 LUV LC LCMSMS SRM r2
Inertdl ODS-3 0.943
OoDS 12 LUV LC/UV
11
1 B
DNPH
uv
9 360nm 4 365nm LC/UV
&4 115%
5 LCMSMS M 12 4 LCMSMS SIM
LC/IMSMS SRM LC SRM
Shim-Pack FC-ODS 0.005mg/L
InertSustain C18 -36  131%
ODS n 5 6 0.005 mg/L
11
1 B 05mM
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20),21)

80 120%
0.1mg/L
4
83 113%
0.008 mg/L
4
LC/UV LCMSMS SM
LCMSMS SRM
RSD% 7
9
RED 1
0.005 mg/L RSD
01mg/L
4
RS 14%
-DNPH
DNPH
G
Volvic
1/10

0.1mg/L

28%

13

LCUV  LCIMSMS
LCMSMS SRM

10 n

-DNPH
DNPH
0008 mg/L

1/10

-DNPH

13

-DNPH

/10

LCUV  LCIMSMS
LCMSMS SRM

114

SM

DNPH

-DNPH

SM

-DNPH



2

70 120%

LCUV
LCMSMS SIM
104% LC/MSMS SRM

73 119%

78 111% 74
86 109%
83

112%
76
116%

LCUvV  LCMSMS SM
LCMSMS SRM

13 14

2

V1o 1

<15% 17100 110 <25%

0.08 mg/L

LCUV 0.23

2.1% 024 32% LC/MSMS SM
067 33% 067 47% LCMSIMS

SRM 09 1% 024 14%

<15%
0.008mglL
LCUV 084 93% 083 65%
LCMSMS SIM 15 47% 12
12% LC/MSMS SRM 15 12%

115

13 2% 0.08 mg/L
<25%
2)
V1o 1 <20% 1/100 110
<30%
RA 2
0.08 mg/L
LC/uvV 4.1% 5.6%
LCMSMS SIM 6.9% 5.6%
LCMSMS SRM 5.3% 8.3%
<20
0.008 mg/L
LCUV 8.3% 11%
LCMSMS SIM 7.3% 8.2%
LCMSMS SRM 9.0% 13%
0.08 mg/L
<30%



LCMSMS
mz127 129 2
2
BrOs
Br &gy
2
mz127
mzi11 95 m/z129
mz113 97
4
0% 200 mM
/0.5% 10%
04 mL/min
LC
Acdam Trinity P1
6
10 200mM
/0.5% 95%
5% 9
6 LC
Repek J350 2D
Repak J-502D Acdam
Trinity P1

116

200 mM
/0.5%

50%
LCIMSIMS 16
LCMSMS

23

LC/MSIMS 17
H R

O 20 200 mM
10.5%
U Acdam Trinity P1

RSpak J3502D  Shodex
RSpak 1350 2D Acdam Trinity P1

4
U AcdamHAA
H R
150mM 25mM R
25 mM
SYPRON
AX-1
10
O 50mM
XBridge BEH Amide
XBridgeBEHAmide HILIC
5
ES



2 0%

2
2
0.001 mg/L
9%
r2
B 19 r 0.99 RSD% 19
? 098 0.0005 mg/L. 23
19 RSD 1
r? 0.98
GHIT 4 0.0005 0.0005 mg/L 6 10%
002mglL 40 RSD 21%
0.02 mg/L 0.0005 001 2, 21)
mgL 20 15%
20%
M S
T 20
72
120% 18
20), 21) 5
+ 20% 20
+ 15% 1/10 0.001 mg/L
SN
8 120% 10
SRM
H T 2
0.0005 mg/L. 1/10
7% 72%
2 23 19
00005 0005mglL 10
0.0005 mg/L. A J o) P
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0.001 mg/L
0.001 mg/L.
7
2)
70 120%
0.01mg/L
76 118% 0.001 mg/L 73
116%
5

2)

1710 1
<15% 1/100 /10 <25%
001 mg/L
046 14%
<15%
0001 mglL
16 14% 001 mg/L

<25%

18

)

10%
23 21

2)

mg/L

710 1 <20% 1/100 1/10
<30%
RA 2
001 mg/L
9.0%
<20
0001 mglL
10% 001
<30%



3. GCIMS

GC/MS
5%
17

DNPH

LC/MSMS

1%

0.1%DNPH
20

mL

SM SRM
-DNPH

0008 mg/L

LCMS

16
26
27
259
153
170 66%
LC/MSIMS
204 7%
LC/UV
10mL
50 uL
20% 0.2
05 mL
uv MSMS
1/10

119

15
uv MSMS
SM SRM
LC/MSMS
23
73 118%
70 120%
043 14%
10%
0.01 mg/lL
9.1% 0001mgL  10%
/10 <30%
<20%
1/10



3. GC/MS

GC/MS

153

66%

16

17

LC/MSMS

1

7%

LCMS

5%

16

16

170

143

120

1

2)

3

4)

6)

9)

39(6), 211-224 (2016).

2016.6.8

LCMSMS

2016.6.10

25

25

Norihiro Kobayashi, Yuko Tsuchiya, Reiji
Kubota, Yoshiki Ikarashi: Formetion of
prothiofas-oxon by chlorination of prothiofos
in tagp waer. Waer and Environment
Technology Conference 2016 (WET2016)
(2016.8.28

28

2016.11

LCMS

).

2016.10.28

201611

2016.11

HS-GC/MS



MITC
2016.11
9)  NorihiroKobayashi, Teku Tsukamoto, Hideki &
Horiike, Reji Kubota, Yoshiaki Ikarashi:
Deveopment of a smultaneous andytical 3
method for agricultura chemicadsintapwater
using LC/MSMS. 7th SETAC World
Congress/37th  SETAC North America
Annud Mesting (2016. 11. 7 Orlando, FL,
USA). 1) 2015
10) 51
LC/MSMS http:/Avww.mhlw.go.j p/stf/seisskunitsuite/bu
53 nyaltopi cs/bukyokuw/kenkowsuido/kijurvkiju
20161117 nehi.html
2 2015
11)
15 22
53 261 27
2016.11.17 12 %6
http:/mamw.mhiw.go,j pfile/06-
12) Sa sakujouhou-10900000-
K enkoukyokw/0000045850.pdf
3
2012
ICPIMS - 53
2016.11.17 81(7), 63-68
4
13) 2013
2016.11.17
14) 23(2),65-70
5) 2012
51 JIS0303
2017.317 http://kikakurui.com/kQ/K 0303-2012-
01.html
6) 1976

50
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9

9

10)

11)

12)

13)

14)

15)

1995
6
2004
15
2015
2015
U.SEPA, 1992. Method 554 Determination
of carbonyl compoundsin drinking water by
dinitrophenylhydrazine derivatization and
high performance liquid chromatography.
Richardsona, SD., Caughrang, T.V., Poigera,
T, Guoa Y., Crumeya FEG., 2000.
Application of DNPH Deriveization with
LC/M Stotheldentification of Polar Carbonyl
Dignfection Byproducts in Drinking Weter.
Ozone: Science & Enginesring 22(6), 653
675.
IARC, 2012, IARC monogrgphs on the
evaudion of carcinogenic risks to humans.
Volume 100F: Chemicd Agents and
Reated Occupations
http://monographsiarc.ffENG/Monographs/
vol100F/monol00Fpdf 2016 5
2016
WebKisPus
http://iw-chemdb.niesgojp 2016 5

2016

kisnet
http:/imnwww.k-erc.pref. kanagava,jp/kisnet/
2016 5
AOAC Interndtiond (2002) AOAC
Guiddines for Single Laboratory Vaidation
of Chemicd Mehods for Dietary
Supplements and Botanicals. 2002-12-19.
http:/mww.aoac.orgimisls prodd AOAC D
ocy/'StandardsDevelopment/SLV _Guiddines
_Dietary Supplementspdf 2016 5
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16)

17)

18)

19)

20)

21)

APVMA (2004) Guiddinesfor thevaidation
of andyticd methods for active condtituent,
agriculturd and veterinary chemicd products.
October 2004.
http://apvma.gov.au/stes/defaul t/files'docs'g
uiddine-69-andytica-methodspdf 2016
5
CIPAC (2013) Guiddines on method
vaidation to be peformed in support of
andyticd methods for agrochemicd
formulations, 28 duly, 2013.
http:/Amnww.ci pac.org/document/gui dancee2
Odocumentsivaidat.pdf 2016 5
HSE (2004) Guiddines for vdidation of
andyticd methods for non-agriculturd
pedicide active ingredients and products
2004.
http:/Amamw.hse.gov.uk/bi ocides/copr/pdfsiva
idationpdf 2016 5
IAEA (2009) Qudity Control of Pedicide
Products. Joint FAO/IAEA Divison of
Nudear Techniquesin Food and Agriculture,
July 2000.
http:/Avww-
pub.iaea.org/M TCD/publications/PDF/te_16
12 webpdf 2016 5
FDA (2001) Guidance for Indudry
Bioandyticd Method Vdidaion. U.S
Department of Hedlth and Human Sarvices,
Food and Drug Adminidraion, Center for
Drug Evdudion and Research (CDER),
Center for Veterinary Medicine (CVM), May
2001
http:/Ammww.fdagov/downloads/Drugs'../Gui
dances/lucm070107.pdf 2016 5

(2013)

0711 1



22)

23)

24)

25)

26)

27)

http:/Amww.nins.gojp/drug/BMV/250711._B
MV-GL.pdf 2016 5
(2012)
0206 1
24 9 6
http:/imwww.mhlw.go.j p'topi cs’bukyokw/kenk
ou/suido/houre/jimurenydl/120906-1.pdf
2016 5
(201)

Q&A

1208 1
23 12 8
http:/Avww.mhlw.go.j p/topi cs/bukyoku/iyaku
Isyoku-anzen/zanryu3/dl/111208-1.pdf 2016
5
Shyder, A.S, Vandaford, B.J. and Rexing,
D.J, 2005. Traceandyssof bromate, chlorate,
iodate, and perchlorate in natura and bottled
waes  Environmentd  Science  and
Technology, 39(12), 4586-4593.
2007 1IC/IMSIMS

17(3) 363-
375
Zdfiro, A.D., Zimmerman, M., Pepich, B.V,,
Singsby, RW.,, Jack, RF, Pohl, CA. ad
Munch, DJ, 2009. Mehod 557
Determination of Haloacetic Acids, Bromeate,
and Ddagpon in Drinking Water by lon
Chromatography  Electrogoray  lonization
Tandem Mass Spectromery (IC-ES-
MSMS) (EPA 815-B-09-012). US EFA,
Cincinnati, OH.
Koska, K., Asami, M., Tekel, K. and Akiba,
M., 2011. Andyss of bromete in drinking
water using liquid chromatography—tandem
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28)

29)

30)

31)

)

33)

34)

maess  Soectrometry  without  sample
pretrestment. Andyticd Sciences, 27(11),
1091-1095.

2015 LC/IMSMS
27
552-553
2016 LC/MS
28
722-
723
2017
86(2), 2-12
(2003)
15 4

http:/Amamw.mhlw.go.j p'topi csfbukyoku/kenk
ouwsuido/kijunvdi/k2lpdf 2017 4
IARC (1999) Some chemicds that cause
tumours of the kidney or urinary bladder in
rodents and some other subgtances. Lyon,
1999: 481- 496 (IARC Monographs on the
Evduation of Carcinogenic Risksto Humans,
Volume 73).
http://monographsiarc.f/ENG/Monographs/
vol73mono73-2.pdf 2017 4

(2012) WHO

338, 1SBN: 978-4-903997-06-3.
https:/Avww.niph.go.jp/soshiki/suido/pdf/h24
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LC/UV

157; -DNPH
104 -DNPH
5
Oj““\““\““\““\ o o
65 70 75 80 85 90 95 100 min
LC/MS/MS SRM
] -DNPH -DNPH
15000 /N
1 /A
10000*; s‘f‘f \\
5000-] //
1 - — i, - —
‘6.‘75‘ 7.00 7‘25 ‘ ‘7.‘50‘ 7‘75 ‘8.‘00‘ ‘8‘25‘ Y ‘8.‘50‘ a ‘8‘75‘ ‘ de ‘9.‘25 a ‘9 50 9‘75‘ a ]‘.O.‘O(‘)‘ ‘ 2‘[0‘25‘ ‘ ‘m‘in
1LC/UV LC/MSMS SRM -DNPH
10 mL
v
1% 50 yL
\4
15 min
\4
pH pH3 20% 0.2 mL
v
A4
0.1%DNPH 0.5mL
v
20 min
\V4

LC/UV or LC/MS(/MS)
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(%)

(%)

140

120

100

80

60

40

20

140

120

100

80

60

40

20

140

008 mg L-! M 0.008 mg L-1

3LC/UV

120

100

80

60

40

20

140

008 mg L-! M 0.008 mg L-1

+ SD.

008 mg L-! M 0.008 mg L-1

4LC/IMSIMS

SIM
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120

100

80

60

40

20

008 mg L-! M 0.008 mg L-1

+ SD.



(%)

140 140
u 008mg L1 M 0.008 mg L-t m 0.08mg L-! M 0.008 mg L1

5LC/IMSMS SRM + SD.

N
o
S
T

L JU

: [’\ I\

5.0 75 10.0 125 15.0 175 min

= [h ] N

al o al

o o o

., 7..7
I I

1000

500

o

6 SRM
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140

| 0.01mg L1 W 0.001 mg L-*
T e I e I -

100

AB CDUEFGH I J KL MNOWPOQRSTUVW

7 + SD.
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CAS 50-00-0 75-07-0
CH0O CH4O
30.03 44.05
0.81 1.06 0.78 0.79
-118 -92 -1235 -1233
-21 -192 208 21

13)

129

14)



Prominence UFLC

LC
Shim-Pack FC-ODS 2.0 mmx150 mm 3 pm
30
=50 50
0.2mL min't
20ul UV 10uL. MSMS
uv SPD-M20A
360 nm
MIMS LCMS 8030 plus
ES
SIM -DNPH 209
(M2) -DNPH 223
SRM -DNPH 209> 151
(m'2) -DNPH 223> 163
>

130



1/3

A B C D E
LC/UV LC
Prominence UFLC 1200 LC-10A Prominence ACQUITY UPLC
A
B
B:50% B: 30%(0min - 30% B:50% B:50% B:50%
8min - 90%(25min)
0.2 mL min 1.0 mL min® 0.8 mL min? 1.0 mL min* 0.3 mL min
30 40 30 40 50
5 10 5 4 8
10 uL 30 pL 10 uL 50 L 50 L
Shim-Pack FC-ODS ODS HYPERSIL XBridge C18 Inertsustain C18 ~ ACQUITY UPLC HSS
T3
150 mm 200 mm 250 mm 150 mm 100 mm
2.0mm 4.6 mm 4.6 mm 4.6 mm 2.1 mm
3um 5pum 3.5um 5um 1.8 um
uv
SPD-M20A G1315D SPD-M10A SPD-M20A ACQUITY UPLC PDA
360 nm 360 nm 365 nm 360 nm 360 nm
6.89 min 15.67 min 8.64 min 6.28 min 2.96 min
9.61 min 17.86 min 11.40 min 8.54 min 3.95min
LC/MS/ LC - -
MS Prominence UFLC 1200 - - LC800
A 0.1 -0.5mM - -
B - -
B:50% B:50% - - B:50%
0.2 mL min? 0.2 mL min? - - 0.3 mL min?
30 40 - - 40
5 10 - - 5
10 uL 10 uL - - 2L
- - Phenomenex
Shim-Pack FC-ODS InertSustain C18 - - Kinetex XB-C18

131



150 mm 150 mm 50 mm
2.0mm 21 mm 2.1 mm
3 um 3 um 2.6 um
MS/MS
LCMS-8030 plus 6460 QTRAP 5500
ESI () ESI () ESI()
SIM - 209 209
(miz) - 223 223
SRM 209> 151 209 > 46 209> 163
(m/2) 223>163 223> 46 223>163
6.95 min 6.56 min 0.99 min
9.63 min 8.71 min 1.30 min

132



2/3

F G H | J
LC/UV LC -
LC-10A - Prominence UFLC 1200 series 1260 Infinity LC
A -
B -
B:50% - B:50% B:50% B:50%
1.0 mL min't - 1.0 mL min't 1.0 mL min't 1.0 mL min't
40 - 50 40 60
5 - 5 20 5
100 pL - 50 uL 50 uL 100 uL
Inertsil ODS-3 - Inertsil ODS-3 Symmetry C18 Inertsil ODS-3
150 mm - 250 nm 150 mm 250 mm
4.6 mm - 4.6 mm 3.9mm 4.6 mm
5um - 5pum 5um 3um
uv -
SPD-M20A - SPD-20AV 1200 series G4212B
360 nm - 360 nm 365 nm 360 nm
6.83 min - 9.90 min 3.12min 8.92 min
9.43 min - 13.70 min 4.16 min 12.13 min
LC/MS/ LC
MS ACQUITY UPLC
Prominence UFLC Prominence UFLC Prominence 1260 Infinity LC
H-Class
A
B
B:50% B:50% B:50% B:50% B:50%
0.2 mL min? 0.2 mL min? 0.2 mL min? 0.2 mL min 0.2 mL min?
40 30 30 40 40
5 5 5 15 5
10 L 10 uL 10 uL 10 L 1L
CAPCELL PAK C18 Shim-Pack Shim-Pack Shim-Pack ZORBAX Eclipse Plus
MG I FC-ODS FC-ODS FC-ODS C18
150 mm 150 mm 150 nm 150 mm 150 mm

133



2.0mm 2.0 mm 2.0 mm 2.0mm 2.1 mm
3 um 3 um 3 um 3 um 3.5um
MS/MS AB-SCIEX AB SCIEX
6460 TripleQuad
AP14000 Xevo TQ LCMS-8050 API 3000
LC/MS
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
SIM 209 - - - R
(m/z) 223 - - - -
SRM 209> 151 209 > 151 209 > 151 209> 163 209 > 163
(m/2) 223>163 223>151 223>163 223>151 223>163
5.07 min 6.39 min 5.9 min 5.71 min 5.45 min
6.44 min 8.95 min 8.0 min 7.96 min 7.47 min
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3/3

K L M N O
LC/UV LC -
Acquity UPLC
GL7700 - 2000 1260 Infinity LC
H-class
A -
B -
B:50% - B:55% B:50% B:50%
1.0 mL min* - 1.0 mL min? 1.0 mL min* 1.0 mL min*
60 - 40 40 60
25 - 5 5 10
50 L - 100 pL 50 L 100 pL
Inertsil ODS-3 - TSK-GEL ODS 120T  XBridge C18 3.5mm Inertsil ODS-3
250 mm - 250 mm 150 mm 250 mm
4.6 mm - 4.6 mm 4.6 mm 4.6 mm
5pum - 5um 3.5um 5u
uv -
PD7752 - UV-2070 plus Acquity UPLC PDA 1260DAD G4212B
360 nm - 365 nm 360 nm 365 nm
9.16 min - 8.09 min 4.22 min 9.10 min
12.47 min - 10.25 min 5.64 min 12.40 min
LC/MS/ LC -
MS Acquity UPLC
LC800 Accela - NexeraX2
H-class
A -
B -
B:50% B:50% - B:50% B:50%
0.2 mL min? 0.2 mL min? - 0.2 mL min? 0.2 mL min?
40 35 - 40 40
10 5 - 5 -
5uL 5uL - 4 uL 1L
ACQUITY UPLC HSS Shim-Pack
InertSustain C18 - XBridge C18
T3 FC-ODS
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150 mm 150 mm 150 mm 150 mm
2.1 mm 21 mm 2.1 mm 2.0mm
3 um 1.8 um 3.5um 3 um
MS/MS ABSciex
4000 Qtrap TSQ Vantage Xevo TQD LCMS-8050
ESI (-) ESI (-) ESI (-) ESI (-)
SIM 209 - - 209
(m/z) 223 - - 223
SRM 209 > 163 209 > 151 209 > 151 209 > 151
(m/2) 223>151 223>163 223>163 223>151
7.14 min 4.79 min 4.58 min 5.60 min
9.84 min 6.17 min 6.09 min 7.70 min
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4LC/IUV

(%)

(mg LY A B C D E F H J K N (o]
M
0.005 94 94 106 100 106 92 102 102 105 110 103 115 105
0.01 98 96 102 101 103 102 103 100 106 100 100 105 109
0.02 101 101 98 99 99 100 101 99 95 96 100 99 98
0.05 101 102 100 101 99 101 98 100 100 100 100 96 97
0.1 100 100 100 100 100 100 100 100 100 100 100 101 101
0005 103 87 100 103 108 84 103 101 105 111 102 99 111
0.01 102 98 101 102 101 107 104 105 106 99 103 101 111
0.02 99 101 99 96 101 101 101 98 95 98 98 100 96
0.05 99 102 100 101 97 100 97 99 100 100 100 100 96
0.1 100 99 100 100 101 100 101 100 100 100 100 100 101
5LC/IMSIMS SIM
(%)

(mg LY B E F K (0]

0.005 104 87 83 64 96

0.01 101 99 95 95 109

0.02 99 107 102 106 99

0.05 100 98 104 105 98

0.1 100 100 99 99 100

0.005 97 89 79 79 116

0.01 102 94 93 102 108

0.02 99 105 105 102 95

0.05 101 101 103 102 97

0.1 100 100 99 99 101
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6LC/MSMS SRM

(%)

(mg LY A B E F G H I J K L N o

0.005 -27 125 88 71 -35 23 62 78 100 67 73 95

0.01 81 104 103 91 79 90 84 95 99 100 110 106

0.02 118 96 104 116 120 113 97 103 99 105 104 100

0.05 119 96 99 99 121 110 115 104 101 103 99 99

0.1 95 101 100 100 95 97 97 99 100 99 100 100

0.005 103 131 98 59 18 32 75 82 99 86 79 105

0.01 102 104 103 99 86 92 85 95 98 92 97 102

0.02 99 95 101 114 108 11 97 102 100 99 106 99

0.05 99 96 98 99 116 109 112 104 101 106 101 99

0.1 100 101 100 100 96 98 97 99 100 99 100 100

7LC/UV

RSD (%)

(mg LY A B C D E F H I J K M N

0.005 3.7 6.7 2.9 2.8 12 3.8 12 8.7 29 2.2 2.0 14 19

0.01 0.55 21 6.0 3.0 0.80 2.2 0.25 34 0.96 17 062 0.99 18

0.02 4.7 2.3 19 45 0.83 31 0.37 16 18 2.8 0.34 13 59

0.05 073 083 1.0 31 022 078 013 15 034 075 038 0.65 41

0.1 0.32 11 0.26 3.0 0.35 18 0.23 13 073 017 027 053 2.0

0.005 4.1 4.0 12 18 31 18 14 11 2.8 13 24 1.9 38

0.01 2.8 21 6.6 3.7 13 056 0.64 57 0.47 29 19 23 27

0.02 20 0.81 11 2.8 13 3.7 0.48 32 14 0.67 2.3 0.78 7.2

0.05 018 0.76 21 4.3 0.21 6.0 0.21 13 029 045 088 073 6.7

0.1 037 077 18 4.3 0.17 5.0 009 072 073 034 056 016 3.6
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8LC/MSMS SIM

RSD (%)

(mg LY B E F K o

0.005 20 18 8.6 26 7.8

0.01 0.23 31 74 13 6.3

0.02 0.61 16 3.0 95 42

0.05 0.22 1.9 40 8.7 11

0.1 0.05 16 44 8.4 13

0.005 46 2.8 9.4 16 38

0.01 0.88 13 34 11 14

0.02 0.45 0.72 7.7 10 2.6

0.05 0.28 2.3 55 8.1 13

0.1 0.16 15 49 9.0 26

9LC/MSIMS SRM
RSD (%)

(mg L) A B E F G H J K N
0005 16 3.6 23 35 93 7.2 28 31 36 6.0 6.6 13
0.01 13 1.2 28 31 2.2 17 27 20 14 22 36 11
0.02 3.1 1.7 55 31 069 092 50 15 10 31 29 6.9
0.05 3.2 2.9 15 33 045 12 15 11 09 22 065 30
0.1 18 1.9 22 47 15 1.2 18 1.0 14 23 2.9 2.7
0005 41 012 41 32 9.3 27 12 1.9 14 41 81 12
0.01 2.8 1.6 2.0 6.6 2.1 1.6 17 062 13 17 40 61
0.02 2.0 1.8 6.1 73 071 12 48 037 04 25 086 30
005 018 17 20 6.2 16 085 13 062 063 10 1.2 36
0.1 037 12 11 87 11 082 18 092 19 11 16 20
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10LC/UV

(mg L)

(mg L)

B

C

N

0.08

0.080

0.080

0.080

0.080

0.080

0.080

0.079

0.078

0.077

0.079

0.085

0.084

0.085

0.082

0.084

0.081

0.081

0.080

0.081

0.079

0.087

0.088

0.089

0.088

0.087

0.080

0.080

0.080

0.080

0.079

0.080

0.081

0.077

0.081

0.081

0.088

0.088

0.088

0.084

0.088

0.080

0.081

0.079

0.079

0.077

0.084

0.083

0.083

0.084

0.084

0.082

0.082

0.082

0.081

0.082

0.089

0.089

0.088

0.088

0.088

0.083

0.084

0.084

0.084

0.083

0.080

0.079

0.084

0.080

0.088

0.080

0.080

0.087

0.079

0.084

0.082

0.088

0.083

0.008

0.0081

0.0081

0.0077

0.0079

0.0077

0.011

0.010

0.010

0.010

0.011

0.010

0.0094

0.010

0.010

0.0094

0.0093

0.010

0.010

0.0092

0.0093

0.0091

0.0092

0.0093

0.0093

0.0092

0.0074

0.0074

0.0075

0.0076

0.0075

0.0084

0.0086

0.0085

0.0085

0.0086

0.014

0.012

0.012

0.012

0.012

0.0086

0.0085

0.0086

0.0084

0.0087

0.010

0.010

0.010

0.010

0.010

0.0085

0.0094

0.0083

0.0089

0.0088

0.0076

0.0078

0.0085

0.0078

0.0076

0.0088

0.0090

0.0088

0.0089

0.0090

0.0079

0.011

0.010

0.0095

0.0092

0.0075

0.0085

0.012

0.0086

0.010

0.0088

0.0079

0.0089

0.08

0.080

0.079

0.079

0.079

0.079

0.081

0.081

0.080

0.079

0.080

0.080

0.081

0.079

0.079

0.079

0.075

0.076

0.074

0.075

0.073

0.076

0.077

0.078

0.077

0.076

0.082

0.083

0.083

0.083

0.082

0.080

0.079

0.077

0.079

0.080

0.062

0.065

0.064

0.068

0.064

0.081

0.082

0.079

0.080

0.076

0.080

0.080

0.081

0.081

0.080

0.078

0.078

0.079

0.078

0.079

0.078

0.079

0.079

0.078

0.078

0.079

0.079

0.079

0.078

0.078

0.079

0.080

0.080

0.074

0.077

0.083

0.079

0.064

0.080

0.080

0.079

0.078

0.079

0.008

0.0082

0.0087

0.0081

0.0087

0.0080

0.010

0.0095

0.010

0.0094

0.010

0.0076

0.0080

0.0075

0.0084

0.0073

0.0080

0.0078

0.0082

0.0079

0.0073

0.0080

0.0081

0.0081

0.0080

0.0082

0.0076

0.0075

0.0074

0.0076

0.0076

0.0084

0.0083

0.0083

0.0082

0.0084

0.0068

0.0076

0.0073

0.0068

0.0076

0.0085

0.0085

0.0085

0.0083

0.0085

0.0088

0.0087

0.0091

0.0091

0.0094

0.0082

0.0090

0.0080

0.0081

0.0079

0.0077

0.0077

0.0084

0.0074

0.0077

0.0058

0.0058

0.0061

0.0059

0.0060

0.0083

0.010

0.0078

0.0078

0.0081

0.0075

0.0083

0.0072

0.0085

0.0090

0.0082

0.0078

0.0059

140



N LC/MSMS SIM

(mg L")
#
(mg L") B E F K o
0.08 1 0075 0075 0086 0088 0.080
2 0076 0077 0087 0089 0083
3 0075 0077 0086 0090 0.085
4 0076 0078 0088 0089 0.085
5 0076 0082 0086 0086 0.083
0076 0078 0087 0088 0.083
0008 1 00086 0.0077 0.0079 0.010 0.0077
2 0.0087 0.0079 0.0077 0.010 0.0082
3 0.0086 0.0080 0.0075 0.010 0.0082
4 00084 0.0077 0.0079 0.010 0.0088
5 0.0086 0.0081 0.0078 0.010 0.0082
0.0086 0.0079 0.0077 0.010 0.0082
0.08 1 0073 0073 0083 0076 0.077
2 0073 0073 0085 0077 0079
3 0072 0076 0080 0078 0.080
4 0073 0082 0087 0077 0081
5 0073 0077 0081 0075 0078
0073 0076 0083 0077 0.079
0008 1 00080 0.0076 0.0073 0.0075 0.0059
2 0.0080 0.0074 0.0073 0.0077 0.0060
3 0.0079 0.0075 0.0076 0.0074 0.0059
4 00078 0.0076 0.0076 0.0075 0.0066
5 0.0098 00078 0.0075 0.0075 0.0062
0.0083 0.0076 0.0074 0.0075 0.0061
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12L.C/IMSMS SRM

(mg L)

K

0.08

0.085

0.087

0.087

0.087

0.086

0.075

0.074

0.075

0.076

0.076

0.091

0.085

0.090

0.085

0.086

0.083

0.087

0.084

0.084

0.085

0.088

0.090

0.091

0.089

0.091

0.085

0.087

0.088

0.088

0.088

0.096

0.089

0.081

0.086

0.072

0.086

0.099

0.086

0.086

0.087

0.082

0.081

0.083

0.084

0.083

0.079

0.079

0.081

0.078

0.078

0.079

0.081

0.080

0.083

0.078

0.081

0.083

0.077

0.088

0.088

0.087

0.075

0.087

0.085

0.090

0.087

0.085

0.089

0.082

0.079

0.080

0.083

0.008

0.0090

0.0088

0.0084

0.0092

0.0095

0.0078

0.0076

0.0079

0.0079

0.0078

0.0084

0.0086

0.0083

0.0090

0.0087

0.0078

0.0081

0.0077

0.0078

0.0079

0.013

0.013

0.013

0.013

0.013

0.0088

0.0082

0.0085

0.0086

0.0087

0.016

0.0107

0.0120

0.0101

0.015

0.0093

0.0093

0.0093

0.0091

0.0095

0.010

0.011

0.010

0.010

0.010

0.0074

0.0072

0.0076

0.0076

0.0073

0.010

0.010

0.011

0.011

0.010

0.0084

0.0091

0.0084

0.0092

0.0095

0.0090

0.0078

0.0086

0.0079

0.013

0.0085

0.013

0.0093

0.010

0.0074

0.010

0.0089

0.08

0.080

0.079

0.079

0.079

0.079

0.071

0.071

0.073

0.072

0.073

0.080

0.075

0.077

0.076

0.082

0.088

0.090

0.089

0.092

0.088

0.078

0.081

0.080

0.078

0.078

0.088

0.089

0.089

0.089

0.089

0.083

0.077

0.071

0.075

0.062

0.080

011

0.080

0.080

0.083

0.080

0.080

0.080

0.081

0.080

0.071

0.072

0.070

0.069

0.068

0.087

0.086

0.085

0.087

0.087

0.079

0.080

0.078

0.083

0.079

0.079

0.072

0.078

0.090

0.079

0.089

0.074

0.086

0.080

0.070

0.086

0.080

0.008

0.0082

0.0087

0.0081

0.0087

0.0080

0.0078

0.0077

0.0074

0.0076

0.0076

0.0079

0.0079

0.0078

0.0081

0.0079

0.0078

0.0080

0.0077

0.0081

0.0077

0.0085

0.0083

0.0078

0.0079

0.0077

0.0082

0.0083

0.0085

0.0085

0.0084

0.0099

0.0075

0.0085

0.0076

0.0112

0.0081

0.0085

0.0083

0.0083

0.0083

0.0087

0.0092

0.0087

0.0090

0.0087

0.0073

0.0073

0.0070

0.0071

0.0073

0.0093

0.0091

0.0097

0.010

0.0096

0.0059

0.0054

0.0056

0.0054

0.0068

0.0083

0.0076

0.0079

0.0079

0.0080

0.0084

0.0089

0.0083

0.0088

0.0072

0.0095

0.0058
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13LC/IUV RSD; RSDr
RSD: (%) RSDx
(mgL? A B C D E F H I J K M N o )
008 023 15 11 10 08 027 21 20 20 032 038 026 026 41
0008 26 32 18 38 13 10 084 93 15 1.7 65 45 1.2 8.3
008 024 11 11 15 095 029 17 32 26 049 054 032 050 56
0008 36 4.6 5.4 39 08 14 08 58 099 38 6.5 5.0 1.9 1
14LC/IMSIMS SIM RSD; RSDr
RSD: (%) RSDg
(mg L) B E F K o %)
008 067 33 1.4 1.6 23 6.9
0008 15 21 21 16 47 7.3
008 067 47 38 15 22 5.6
0008 12 2.0 21 1.2 5.1 8.2
15LC/IMSIMS SRM RSD; RSDr
RSD: (%) RSDr
(mg L) A B E F G H | J K L N o (%)
008 099 11 32 1.9 1.4 17 1 6.5 1.2 1.4 26 5.4 5.3
0008 4.4 15 3.0 20 15 25 12 15 38 2.7 5.9 5.8 9.0
008 024 15 39 21 19 072 1 14 075 24 13 21 8.3
0.008 36 22 1.4 23 4.4 13 22 1.6 2.7 21 4.1 9.8 13
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16 LC/MSMS

LC Acclaim Trinity P1 (3.0x100 mm, 3 pm, Thermo Scientific)
RSpak J}502D 2.0x150 mm 5 um  Shodex
350
400
A 200 mM /0.5%
B
B: 90% (010 min) - 5% (10.5-19.5 min) — 90% (20-25 min)
20 min
B: 85% (0-9 min) - 50% (13-21 min) - 85% (26-32 min)
26 min
0.4 mL min?t
0.3mL min?
10-30 uL
MSMS ES

(m/g)*

127>111, 127>95, 129>113, 129>97

>
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17 LC/IMSMS 14
A B C D E F
2016/6/23 2016/4/28 2016/6/20 2016/6/23 2016/6/24 2016/6/20
Waters Agilent
- Prominence UFLC Acquity UPLC 1260 NASCA2 NexeraXR LC-20A
Thermo Scientific Thermo Scientific Shodex Thermo Scientific Shodex Shodex
Acclaim Trinity P1 Acclaim Trinity P1 Rspak JJ-50 2D Acclaim Trinity P1 Rspak JJ-50 2D Rspak J3-50 2D
- 100 mm 100 mm 150 mm 100 mm 150 mm 150 mm
3.0mm 21 mm 2.0mm 21 mm 2.0mm 20mm
3 um 3 um 5um 3 um 5um 5 um
200 mM 200 mM 200 mM 200 mM 200 M 200 mM
/0.5% /0.5% /0.5% /0.5% /0.5 /0.5%
B 90% 0-10 min —5% B 95% 0-12.5min -5% B 85% 0-9 min - 50% B 95% 0-12.5min -5% B 85% 0-9 min)-50% B 85% 09min -50%
LC 10.5-19.5 min -90% 13-22 min -95% 13-21 min -85% 26-32 13-22 min - 95% 22.5- 13-21 min) - 85% 26-32 13-21min 8% 26-
20-25 min 22.5-27 min min 27 min min) 32min
0.4 mL/min 0.3 mL/min 0.3 mL/min 0.3 mL/min 0.3mL/min. 0.3mL/min
35°C 35°C 40°C 40°C 40°C 40°C
5°C 10°C 10°C 10°C 10°C 5°C
30 pL 30 pL 10 uL 10 uL 10 uL 20 L
Waters Agilent AB SCIEX AB SCIEX AB SCIEX
MS/MS
LCMS-8050 Acquity TQD 6460 AP14000 6500 API4500
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
MS/MS
129>113 129>113 127>111 127>111 129>113 129>113
127>111 127>111 127>95 127>95 129>97 -
5.79 min 6.2 min 6.46 min 6.83 min 6.47 min 6.15min
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17 LC/IMSMS 2/4
G H | J K L
2016/7/5 2016/7/14 2016/8/2 2016/8/16 2016/9/14 2016/9/15
Weters Weters
© NexeraX2 2695 UFLC XR Acquity UPLC Nexera X2 Prominence UFLC
Thermo Scientific Thermo Scientific Thermo Scientific Shodex Imtakt Thermo Scientific
Acclaim Trinity P1 Acclaim Trinity P1 Acclaim Trinity P1 Repak J3-50 2D Scherzo SS-C18 Acclaim Trinity P1
- 100 mm 100 mm 100 mm 150 mm 150 mm 100 mm
21mm 21mm 21mm 20mm 2.0mm 2.1 mm
3 um 3 um 3 um 5 pum 3um 3um
200 mM 150 mM 200 mM 200 mM 200mM 200 mM
/0.5% /0.38% /0.5% /0.5% /0.5% /0.5%
B 95% 0125min - B 95% 0125min - B 95% 0-125min - B 8% 09min -50% B 90% 0-7 min —5% B 90% 0-10 min —5%
LC 5% 13-22min  -95% 5% 13-22min  -95% 5% 13-2min -9%% 13-21min -8% 26 7.01-12 min —95% 10.5-19.5 min —90%
22527 min 22527 min 22527 min 32min 12.01-17 min 20-25 min
0.3mL/min 0.2mL/min 0.3mL/min 0.3mL/min 0.3 mL/min 0.2 mL/min
40°C 35°C 35°C 40°C 40°C 35°C
4°C 10°C 20°C 10°C 5°C 10°C
30 uL 50 uL 30 uL 30 L 10 uL 50 L
Weters AB SCIEX Weters
MS/MS
LCMS-8050 Queattro microAPI API3200QTRAP Xevo TOQMS LCMS-8050 LCMS-8040
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
MS/MS
127>111 127>111 129>113 120>113 127>111 127>111
127>95 - 129>97 127>111 - 129>113
6.7 min 5.05min 6.55min 6.52min 3.02 min 3.82min
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17 LC/IMSMS 34
M N o) P Q R
2016/9/23 2016/9/20 2016/9/21 2016/9/27 2016/9/28 2016/10/12
Waters Waters Waters Waters Agilent
© ACQUITY UPLC H-Class  ACQUITY UPLC H-Class Acquity H class H-Class 1260 Infinity series LC800
Shodex Shodex Waters Thermo Scientific Shodex
Rspak JJ-50 2D Rspak JJ-50 2D XBridge BEH Amide Acclaim Trinity P1 Rspak J3-50 2D SYPRON AX-1
- 150 mm 150 mm 100 mm 50 mm 150 mm 100 mm
2.0mm 2.0mm 2.1mm 3.0mm 20mm 21mm
5pum 5pum 25um 3 um 5 um 5 um
200 mM 200 mM 50 mM 200 mM 200 mM 25mM
/0.5% /0.5% /0.5% 05
B 85% 0-9 min —50% B 75% 0-9 min —50% B 90% 0-0.3min —70% B 95% 0-10min B 85% 09min -50% B 40%
LC 13-21 min —85% 26-32 13-21 min —75% 26-32 2.0-8.5min —90% 8.6- 50% 11-25min  -95% 1321 min - 85%
min min 11 min 25-30min 32min
0.3 mL/min 0.2 mL/min 0.3 mL/min 0.3mL/min 0.3 mL/min 0.2 mL/min
40°C 40°C 40°C 40°C 40°C 40°C
10°C 10°C 7°C 10°C 5°C 10°C
10 uL 50 pL 20 L 10 uL 2ul 10 uL
Waters Waters Waters Waters Agilent AB SCIEX
MS/MS
Xevo TQ Xevo TQD Xevo TQD TQSmicro G6470A API14000QTrap
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
MS/MS
(m/z) 127>111 127>111 129>113 127>111 127>111 129>113
(m/z) 129>113 129>113 127>111 127>95 129>113 -
5.7 min 6.58 min 2.70 min 3.8min 6.34min 3.0min
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17 LC/IMSMS 414
S T U \ w
2016/10/7 2016/8/24 2016/10/17 2016/11/15 2016/12/8
Waters Waters Thermo Scientific Thermo Scientific
© Prominence Aquity UPLC I-CLASS ACQuity UPLC UltiMate3000 Surveyor
Thermo Scientific Thermo Scientific Shodex Thermo Scientific Thermo Scientific
Acclaim Trinity P1 Acclaim Trinity P1 Rspak J3-50 2D AcclamHAA Acclaim Trinity P1
© 100 mm 100 mm 150 mm 50 mm 100 mm
21mm 3.0mm 20mm 21mm 3.0mm
3 um 3 um 5 um 3 um 3 um
200 mM 200 mM 200 mM 200 mM 200 mM
A /05% /05% /05% /05% /05%
B
B 95% 0-125min B 90% 010min - B 60% 09min - B 95% 045min - B 97% 0-125min
LC -5% 13-2min - 5% 105195min - 50% 13-21min - 5% 595min -9%% -5% 13-2min -
9% 22.5-27min 90% 20-25min 60% 25-40min 10-16 min 97% 22.5-27min
0.3mL/min 0.3mL/min 0.15mL/min 0.3mL/min 0.3 mL/min
35°C 35°C 40°C 35°C 35°C
5°C 5°C 4°C 5°C 10°C
30 uL 30 uL 15uL 3uL 10puL
AB SCIEX Waters Waters Thermo Scientific Thermo Scientific
MSIMS API3000 Xevo TQ-S Xevo TQ TSQ Endura TSQ Quantum Ultra
VSIS ES () ES () ES () ES () ES ()
(m/z) 127>111 129>113 127>111 127>111 129>113
(m/z) - 1275111 127595 129>113 1275111
6.53min 6.27 min 7.09min 3.00min 7.75min

151



152



18

(%)

(mg LY A G L M N 0 P Q R S T u \Y W
00005 100 93 86 92 uz7 102 80 77 93 82 87 R 109 81 103 97 98 18 84 72 82 104 101
0001 102 93 97 97 107 99 100 %) 97 88 9 100 109 89 101 104 99 104 85 94 9 101 11
0.002 99 101 97 97 100 100 102 106 102 93 100 R 100 101 91 101 102 107 99 120 99 97 116
0005 101 100 102 104 93 95 103 103 101 93 98 100 95 104 98 100 100 102 106 95 102 99 95

0.01 100 100 102 100 93 103 99 99 100 12 104 103 101 100 104 99 100 94 100 101 101 101 95
0.02 100 100 100 100 100 99 - - - 93 99 99 - 100 99 100 100 101 100 - 100 100 101
19 RSD

RSD (%)

(mgL?Y) A D G H K L M N o] P Q R S T U Y w
00005 37 10 35 19 5.6 6.0 6.7 83 28 74 78 1 52 88 1 1 38 1 32 21 91 28 43
0.001 46 8.2 18 29 42 57 47 88 30 78 37 80 n 15 9.0 74 14 70 15 16 79 31 13
0.002 26 35 43 14 47 14 59 23 39 83 22 55 15 1 57 40 16 88 20 20 45 29 79
0.005 44 22 22 20 58 18 25 30 31 8.2 38 8.1 16 14 36 51 06 9.2 15 9 12 17 79

0.01 41 23 21 20 48 18 35 43 32 51 27 22 95 n 30 25 09 41 9.8 n 14 30 40
0.02 45 16 23 27 58 23 - - - 37 16 56 - 96 08 42 09 6.2 12 - 24 26 6.6
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(mgL™)

(mgLy  # A B c D E F G H [ J K L M N o P Q R S T U Y,
w
1 0012 0011 0011 0011 0009 0010 0011 0009 0011 0012 0009 0010 0013 0010 0008 0011 0010 0010 0012 0010 0010 0010 0012
2 0012 0011 0010 0011 0008 0010 0012 0009 0011 0012 0010 0009 0014 0010 0009 0010 0010 0010 0012 0010 0011 0010 0013
3 0012 0011 0010 0011 0008 0010 0010 0009 0011 0012 0009 0009 0013 0010 0008 0010 0010 0010 0011 0010 0011 0010 0013
oot 4 0011 0011 0010 0011 0008 0010 0010 0009 0011 0012 0009 0010 0011 0010 0009 0010 0010 0009 0009 0010 0010 0010 0012
5 0012 0011 0010 0011 0009 0010 0012 0009 0011 0012 0009 0010 0010 0010 0009 0010 0010 0010 0009 0010 0010 0010 0011
0012 0011 0010 0011 0009 0010 0011 0009 0011 0012 0009 0010 0012 0010 0009 0010 0010 0010 0011 0010 0010 0010 0012
1 00023 00019 00013 00011 00009 00013 00029 00009 00017 00042 00009 00011 00016 00012 00016 00021 00012 00010 00017 00013 00013 00011 0.0026
2 00024 00020 00013 00011 00009 00012 00029 00010 00017 00043 00009 00011 00016 00013 00017 00021 00012 00010 00019 00013 00012 00011 00026
3 00023 00020 00013 00011 00010 00013 00028 00010 00017 00044 00009 00010 00014 00013 00017 00022 00012 00010 00016 00013 00014 00011 00025
0001 4 0002 00021 00013 00011 00009 00013 00027 00011 00017 00043 00009 00010 00015 00013 00016 00021 00012 00012 00015 00013 00013 00011 0.0026
5 00023 00020 00013 00011 00011 00013 00030 00009 00017 00043 00009 00011 00014 00012 00017 00020 00012 00011 00016 00013 00013 00011 00027
00023 00020 00013 00011 00009 00013 00029 00010 00017 00043 00009 00011 00015 00012 00017 00021 00012 00011 00016 00013 00013 00011 0.0026
1 00014 00010 00003 00000 ND. 00002 00018 N.D. 00007 00034 ND. N.D. 00004 00001 00010 00014 00003 00001 00006 00003 00003 0.0002 0.0016
2 00014 00010 00003 00000 N.D. 00003 00018 ND. 00007 00033 N.D. ND. 00004 00002 00008 00013 00003 00002 00006 00003 00002 00002 00015
0 3 00013 00009 00003 00000 N.D. 00003 00019 ND. 00007 00034 N.D. ND. 00003 00002 00009 00013 00003 00002 00006 00003 00003 00002 00015
4 00014 00009 00003 00000 N.D. 00003 00020 N.D. 00007 00034 N.D. ND. 00004 00001 00009 00012 00004 00002 00005 00003 00002 00002 0.0013
5 00013 00009 00002 00000 N.D. 00003 00018 ND. 00007 00034 N.D. ND. 00003 00001 00010 00013 00003 00002 00005 00003 00003 00002 00013
00013 00009 00003 00000 N.D. 00003 00019 N.D. 00007 00033 N.D. ND. 00003 00001 00009 00013 00003 00002 00005 00003 00003 00002 0.0015

N.D.:
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21 RSDr RSD R

RSD; (%) RSDg
(mgL?) A B C D E F G H [ J K L M N o P Q R s T U v W (%)
001 18 21 14 12 08 12 98 14 10 046 40 45 13 290 72 36 12 44 14 068 26 13 70 90

0.001 6.1 6.2 21 19 6.6 38 10 75 29 7.6 41 6.1 8.6 6.0 78 6.7 25 82 14 16 87 26 7.7 10
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# CASRN GC LC
1 13- (D-D) 542-75-6 C3H4ClI2 110.97 0.05 cis trans
2 2,2-DPA 75-99-0 C3H4Cl1202 142.97 0.08
3 24D 24-PA 94-75-7 C8H6CI203 221.04 0.03
4 EPN 2104-64-5 C14H14NO4PS 32331 0.004 o
EPN o
6 3337-71-1 C8H10N204S 230.24 0.2
7 30560-19-1 C4H10NO3PS 183.16 0.006 o
8 1912-24-9 C8H14CIN5 215.69 0.01 o
9 64249-01-0 C13H19CINO3PS2 367.85 0.003 o
n 15972-60-8 C14H20CINO2 269.77 0.03
12 18854-01-8 C13H16NO4PS 31331 0.008 o
o
13 25311-71-1 C15H24N0O4PS 3454 0.001 o
o
14 MIPC 2631-40-5 C11H15NO2 193.25 0.01 o
15 IPT 50512-35-1 C12H1804s2 290.39 0.3 o
16 IBP 26087-47-8 C13H2103PS 288.34 0.09 o
17 57520-17-9 C24H53N706 355.57 0.006
19 85785-20-2 C15H23NOS 265.42 0.03 o
20 EDDP 17109-49-8 C14H1502PS2 310.37 0.006 o
21 80844-07-1 C25H2803 376.5 0.08 o
22 2593-15-9 C5H5CI3N20S 24753 0.004 o
23 115-29-7 C9H6CI603S 406.92 0.01 a B- o
o
25 10380-28-6 C18H12CuN202 351.85 0.03
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28 125306-83-4 C16H22N403S 350.44 0.008
30 NAC 63-25-2 C12H1INO2 201.23 0.05
31 104030-54-8 C15H18CI3NO 334.68 0.04
32 1563-66-2 C12H15NO3 221.26 0.005
34 133-06-2 C9HBCI3NO2S 300.59 0.3
36 1071-83-6 C3HBNOSP 169.07 2 AMPA
AMPA
39 CNP 1836-77-7 C12H6CI3NO3 31855 | 0.0001 | CNP CNP
CNP-
40 2921-88-2 C9H11CI3NO3PS 350.59 0.003
41 TPN 1897-45-6 C8CI4aN2 26591 0.05
44 DCMU 330-54-1 C9H10CI2N20 2331 0.02
45 DBN 1194-65-6 C7H3CI2N 172.01 0.01
46 DDVP 62-73-7 CAH7CI204P 220.98 0.008
47 2764-72-9 CI12H12N2 184.24 0.005
48 298-04-4 C8H1902P3 274.39 0.004
50 0.005
51 97886-45-8 C15H16FSNO2S2 40141 0.009
53 CAT 122-34-9 C7H12CIN5 201.66 0.003
54 22936-75-0 C11H21IN5S 255.38 0.02
55 60-51-5 C5H12NO3PS2 229.25 0.05
56 1014-70-6 CBHI15NS5S 2133 0.03
57 0.003
58 333-41-5 C12H21IN203PS 304.35 0.005
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59 42609-52-9 C17H20N20 268.36 0.8
62 137-26-8 CB6H12N2A 240.42 0.02
63 59669-26-0 C10H18N404S3 354.46 0.08
64 23564-05-8 C12H14N404AS2 342.39 0.3
65 28249-77-6 C12H16CINOS 257.78 0.02
66 MBPMC 1918-11-2 C17H27NO2 27741 0.02
67 55335-06-3 C7H4CI3NO3 256.47 0.006
68 DEP 52-68-6 C4H8CI304P 257.44 0.03
69 41814-78-2 COH7N3S 189.24 0.08
70 1582-09-8 C13H16F3N304 335.29 0.06
71 15299-99-7 C17H2INO2 271.36 0.03
73 24151-93-7 C14H28NO3PS2 35348 | 0.0009
7 119-12-0 C14H17N204PS 340.34 0.002
78 88678-67-5 C18H22N202S 330.45 0.02
79 57369-32-1 C11H1INO 173.22 0.05
80 120068-37-3 CI12H4CI2F6N4OS | 437.15 | 0.0005
81 MEP 122-14-5 COHI2NOSPS 277.23 0.003
82 BPMC 3766-81-2 CI12H17NO2 207.27 0.03
84 MPP 55-38-9 C10H1503PS2 278.32 0.006
MPP
MPP
MPP
MPP
MPP
85 PAP 2597-03-7 C12H1704PS2 320.36 0.007
87 27355-22-2 C8H2Cl402 271.92 0.1
89 36335-67-8 C13H21IN204PS 332.36 0.02
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90 69327-76-0 C16H23N30S 305.44 0.02
92 51218-49-6 C17H26CINO2 311.86 0.05
93 32809-16-8 C13H11CI2NO2 284.14 0.09
95 60207-90-1 C15H17CI2N302 342.23 0.05
9% 23950-58-5 C12H11CI2NO 256.13 0.05
97 27605-76-1 CI10HONGO3S 223.25 0.05
98 74712-19-9 C15H22BrNO 312.25 0.1
9 17804-35-2 C14H18N403 290.32 0.02 MBC
66063-05-6 C19H21CIN20 328.84 0.1
100
25057-89-0 C10H12N203S 240.28 0.2
103
40487-42-1 C13H19N304 281.31 0.3
104
82560-54-1 C20H30N205S 410.53 0.04
105
1861-40-1 C13H16F3N304 335.29 0.01
106
121-75-5 C10H1906PS2 330.35 0.05
109
MCPP 7085-19-0 C10H11CIO3 214.65 0.005
110
111 16752-77-5 C5H10N202S 162.21 0.03
57837-19-1 C15H21INO4 279.34 0.06
113
DMTP 950-37-8 C6H11IN204PS3 302.32 0.004
114
42609-73-4 C17H20N20 268.36 0.03
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115

73250-68-7 C16H14N202S 298.36 0.02
118

55814-41-0 CI17HI9NO2 269.35 0.1
119

2212-67-1 C9H17NOS 187.3 0.005
120
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H25

# CASRN GC LC
MCPA 94-74-6 C9H9ICIO3 200.62 0.005

10 33089-61-1 CI19H23N3 293.42 0.006 o

o

18 133220-30-1 C20H17CIO3 340.81 0.009 o

24 153197-14-9 C20H19CI2NO2 376.28 0.02 GC/IMS

26 248593-16-0 C18H25N505 3914 0.1 o

248583-16-1

27 95465-99-9 C10H23PS202 2704 0.0006 o

29 15263-53-3 C7H15N30282 237.34 0.3

33 ACN 2797-51-5 C10H6CINO2 207.61 0.005 o

35 99485-76-4 C17H19CIN20 302.8 0.03

37 51276-47-2 C5H12NO4P 181.12 0.02

38 84496-56-0 C16H15CI2NO2 324.21 0.02 o

42 21725-46-2 C9H13CIN6 240.7 0.004 o

43 CYAP 2636-26-2 C9H10NO3PS 243.22 0.003 o

49 3347-22-6 C14H4N202S2 296.32 0.03

52 122008-85-9 C20H20FNO4 357.38 0.006 o

60 533-74-4 C5H10N2S2 162.28 0.01 MITC

61 223580-51-6 C11H10CIN30S 267.73 0.1

72 1910-42-5 C12H14CI2N2 257.16 0.005

74 158353-15-2 C15H15CING 314.78 0.01

75 71561-11-0 C20H16CI2N203 403.27 0.004 o

76 58011-68-0 C19H16CI2N204S 439.32 0.02 DTP

83 89269-64-7 C15H18N4 254.3 0.05 o

86 158237-07-1 C16H20CIN502 349.82 0.01

88 23184-66-9 C17H26CINO2 311.86 0.03 o

91 79622-59-6 C13H4CI2F6N404 465.1 0.03 o
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94 34643-46-4 C11H15CI202PS2 345.24 0.004

101 156963-66-5 C22H20CI02S 446.97 0.09

102 82692-44-2 C22H20CI2N203 431.32 0.005

107 68505-69-1 C12H1604S 256.32 0.07

108 98886-44-3 C9H18NO3PS2 283.34 0.003

112 137-42-8 C2HANNaS2 129.17 0.01 MITC
116 133408-50-1 C16H16N203 284.32 0.04 E

117 21087-64-9 C8H14N40S 214.29 0.03
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24

# CASRN GC LC
1 135410-20-7 C10H11CIN4 222.67 0.2 o
2 138261-41-3 C9H10CIN502 255.67 0.1

3 0.01

4 76-06-2 CCI3NO2 164.38 -

5 107534-96-3 C16H22CIN30O 307.82 0.07 o
6 0.002

7 298-00-0 CBHIONOSPS 263.21 0.04 o
8 10004-44-1 CAH5NO2 99.09 0.1 o
9 77458-01-6 C14H18CIN203PS 360.8 - (1996) o

0.003
10 106917-52-6 | CI13H7CI2F3N204S | 415.17 - (1996) o
0.003
1 314-40-9 C9H1302N2Br 261.12 0.05 o
12 110956-75-7 C17H17CIFNO4 353.78 0.6 LC/MS o
13 2310-17-0 C12H15CINO4PS2 367.81 0.005 o
14 0.06
15 556-61-6 C2H3NS 7312 0.01
MITC

16 51218-45-2 C15H22CINO2 283.8 0.2 o
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# CASRN GC LC
1 2- 2312-35-8 C19H2604S 350.48 -
MCPM
2 2,4-DB 94-82-6 C10H10CI203 2491 -
3 DBEDC 61607-82-7 CA0H74CuN406S2 834.7 -
4 MCPB 10443-70-6 C13H17CIO3 256.73 0.08 o
5 135158-54-2 C8HEN20S2 210.27 0.1
6 120162-55-2 C13H16N1005S 4244 0.2
7 61-82-5 C2H4N4 84.08 0.003
8 834-12-8 C9H17N5S 227.33 0.2 o
9 82211-24-3 C19H15CIN202 338.8 03
10 122548-33-8 C14H13CIN6O5S 412.81 0.2
11 P 83657-17-4 C15H18CIN30O 291.78 0.04 o
12 126801-58-9 C15H18N407S 398.39 0.1
13 79540-50-4 C16H15CI2NO3 340.21 0.1 o
14 145-73-3 C8H1005 186.17 -
15 39807-15-3 C15H14N203CI2 341.2 0.02
16 23135-22-0 C7H13N303S 219.26 0.05
17 14698-29-4 C13H1INO5 261.24 0.05
18 76578-14-8 C19H17CIN204 372.81 0.02 o
19 210880-92-5 C6HBCIN502S 249.68 0.2
20 143807-66-3 C24H30N203 394.51 0.7
21 TCTP 1861-32-1 C10H6CI404 33197 - o
22 5598-13-0 C7H7CI3NO3PS 322.53 0.03 o
23 136849-15-5 C17HI9N506S 421.43 0.08
24 ECP 97-17-6 C10H13CI203PS 315.15 0.006 o
25 63935-38-6 C26H21CI2NO4 482.37 0.008 LC/IMS
26 62865-36-5 C11H8CI2N20 255.1 0.05 o

164




27 120-36-5 C9H8CI203 235.07 0.06
28 115-32-2 C14H9CI50 370.49 0.06
29 94593-91-6 C15H19N507S 41341 0.2
30 165252-70-0 C7H14N403 202.21 0.6
31 119446-68-3 C19H17CI2N303 406.26 0.02
32 68359-37-5 C22H18CI2FNO3 434.3 0.05
33 35367-38-5 C14H9CIF2N202 310.69 0.03
34 113096-99-4 C15H18CIN30O 20177 0.02
94361-06-5

35 121552-61-2 C14H15N3 22529 0.07
36 52315-07-8 C22H19CI2NO3 416.31 0.1
37 149508-90-7 C14H20FN30Si 29341 0.02
38 2274-67-1 C10H10CI304P 33152 0.01
39 105024-66-6 C25H29FO2Si 408.59 03
40 87818-31-3 C18H2602 27441 0.1
41 168316-95-8 C42H71IN109 734.04 0.06
42 74051-80-2 C17H29NO3S 327.49 04
43 111988-49-9 C10H9CIN4S 252.72 -

44 153719-23-4 C8H10CIN503S 291.71 0.05
45 31895-21-3 C5HI1INS3 181.33 0.03
46 130000-40-7 C13H6Br2F6N202S 528.06 0.04
47 76280-91-6 C14H5CIENO3 44792 0.1
48 CVMP 22248-79-9 C10H9CI404P 365.97 0.01
49 112281-77-3 C13H11CI2FAN30 3721 -

50 112410-23-8 C22H28N202 352.48 0.04
51 95266-40-3 C13H1605 252.27 0.01
52 99387-89-0 C15H15CIF3N30 345.75 0.04

68694-11-1
53 129558-76-5 C21H22CIN302 383.87 0.01
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54 52570-16-8 CI19H17NO2 291.35 0.02
55 150824-47-8 C11H15CIN4O2 270.72 13
56 76738-62-0 C15H20CIN30O 2938 0.05
57 37248-47-8 C20H35N013 4975 -
58 125401-92-5 C19H17N4NaO8 452.36 0.03
59 123312-89-0 C10H1IN50 217.23 0.03
60 93697-74-6 C14H18N607S 4144 0.1
61 136191-64-5 C17H19N306 361.36 0.05
62 29232-93-7 C11H20N303PS 305.33 0.06
63 121-21-1 121-29-9 C21H2803 328.46 0.1
64 0.02
65 51630-58-1 C25H22CINO3 41991 0.04
66 65907-30-4 C18H26N205S 382.48 0.008
67 123572-88-3 C17H20CIN302 333.81 0.02
68 P 83066-88-0 C15H12F3NO4 327.26 0.03
69 DCPA 709-98-8 C9HICI2NO 218.08 0.04
70 7292-16-2 C13H2104PS 304.34 0.001
71 BPPS 2312-35-8 C19H2604S 35048 0.02
72 127277-53-6 C10H10Ca05 250.27 05
73 PHC 114-26-1 C11H15NO3 209.25 0.2
74 7287-19-6 C10H1I9N5S 241.36 0.06
75 52645-53-1 C21H20CI203 391.3 0.1 cis trans
76 17606-31-4 C17H21INO4A 4316 0.09
7 22781-23-3 C11H13NO4 223.23 0.009
78 14816-18-3 C12H15N203PS 298.3 0.003
79 188425-85-6 C18H12CI2N20 34321 0.1
80 3773-49-7 CI12H22N4SA 350.58 -
81 10265-92-6 C2H8NO2PS 141.13 0.002
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82 624-83-9 C2H3NO 57.05 0.006
83 6923-22-4 C7H14NO5P 22317 0.002
84 330-55-2 C9H10CI2N202 2491 0.02
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26

# CASRN GC LC
1 131860-33-8 C22H17N305 4034 05 o
2 36734-19-7 C13H13CI2N303 330.17 0.3 o
o

3 2675-77-6 C8H8CI202 207.06 0.05 o
4 1982-49-6 C14H20N20 232.33 0.3

5 96491-05-3 C16H18CINO2S 323.84 0.2 o
6 57018-04-9 C9H11CI203PS 301.13 0.2 o
7 100784-20-1 C13H15CIN6O7S 434.81 0.3

8 42576-02-3 C14H9CI2NO5 342.14 0.2 o
9 95737-68-1 C20H19NO3 321.38 0.3
10 104040-78-0 C13H12F3N505S 407.33 0.03
1 66332-96-5 C17H16F3NO2 323.32 0.2 o
12 SAP 741-58-2 C14H24NO4PS3 397.51 0.1 o
13 83055-99-6 C16H18N407S 4104 05
14 15845-66-6 C2H703P 110.05 2
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27

GC PT LC
DB 153 0 0
DB 17 2 204
DB 170 2 204
DB 59% 0% 0%
DB 66% 1% 79%
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