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R& | 2017428218 | 382 | 0.20 + Lemz:ﬁ:://:/‘;” il 100
#®K% (20154611 8188| 18.0 0.11 + Legionella pneumophila ;& EES 120
ZKiE #A% | 2016410838 | 212 | 0.10 - N Tt
KR | 201728218 | 142 | 0.20 - TEH
* 10CFU/100mL
2016 12
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LA RSB (CFU/L)
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10° '
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10° ¢
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® 9
10" @OOO-0-0-00-+—0—00—0—0——0—
0o 01 02 03 04 05 06 07
B IERIRE (meg/L)
3 -
o o Rﬁ
2 1 o 4.8
o © ﬁ
o AA
o A
e A A..--‘,-
1} 9 by 9 o R=0.89
A 8o o 4 R=094
S oA R=0.75
[ ] R=0.89
O 1 1 ]
0] 1 2 3
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H | I

(%)

(%)

4L 4L 4L 100L 1,000 L 5,000 L

4L

PCR
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log

log(copies/mL.)

2017/10/11 2017/1V1  2017/12/8  2018/5/18  2018/7/13 2018/11/20

8 A
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4 15
3-Log 2.5-Log 2-Log 10DALYs 104/
2.2-Log 3.2-Log
1 /i0L
104 /L 3.2x104 /L 103 /L 101 /L 6.6x104 /L 6.8x105 /L
1/
104/ 3.2x104 / 103/ 101 /L 6.6x104 / 6.8x105 /
4%x10-3
4x107/ 1.3x106/ 4x10¢/ 4x104/ 2.7x10/ 2.7x10°7/
1.5%10-4/ 4.6x104/ 1.5x103/ 1.5x10Y/ 9.7x104/ 1.0x104/
1.03x10-3DALYs/
1.5%10-7 4.8x10-7 1.5%10-6 1.5%X104 1.0x10-6 DALY's 1.0x107 DALYSs
DALYs DALYs DALYs DALYs
3-Log /10L i/ 0.4 1.03x10-3DALYs/
DALY disability-adjusted life year(s)
15 15 10-DALYs

104/
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10

3-Log 2.5-Log 2-Log 106DALYs 104
3.6-Log 4.6-Log

1 /i0L

104 /L 3.2x104 /L 103 /L 101 /L 2.7x104 /L 2.7x106 /L

1L/

104 |/ 3.2x104 / 103 / 101 /L 2.7x105 |/ 2.7x106 /

101

105/ 3.2x10%/ 104/ 102/ 2.7x10-6/ 2.7x10-7/

3.7x103/ 1.2x102/ 3.7x10-2/ 3.7/ 9.7x104/ 1.0x10-4/

1.03x10-3DALYs/

3.8x106 1.2x105 3.8X105 3.8%X10-3 1.0x106 DALY 1.0X107 DALY

DALYs DALYs DALYs DALYs
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10

200mL 0.0015DALYs

3-Log 2.5-Log 2-Log 106DALYs 104
3.0-Log 3.9-Log

1 /i0L

104 /L 3.2x104 /L 103 /L 101 /L 9.1x105 /L 1.4x105 /L

0.2L/

2x105 / 6.3x10>  / 2x104 / 2x102 / 1.8x105 / 2.7x106 /

101

2x108/ 6.3%10-6/ 2x105/ 2x10-3/ 1.8x10-¢/ 2.7x10-7/

7.3x104/ 2.3%103/ 7.3%103/ 0.73/ 6.7x104/ 1.0x10-4/

1.5X10-3DALYs/

1.1x10-6 3.5%106 1.1x105 1.1x10-3 1.0x106 DALY 1.56X107 DALY

DALYs DALYs DALYs DALYs
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100
PCR

y =1.0548x + 1.6666

R?=0.378
R=0.61

150 200 250
/10L

10
PCR

400nt)

=048 (1050 g)

10mn

LiERE

65my/L)

=07 B (1050 g)

10mn

+

B &

= BE(1050 g)

10mn

+

B E

PBS

PBS 40nL

10

(1000nw/L)

20

7

=0 BE(1050 g)

10mn

+

B E

PBS

RNA

11

rRNA
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100,000,000
10,000,000
-
S
~1,000,000
100,000

10,000

rRNA

1,000

100

12

OrRNA

]

- 10,000

-
- 1,000 E

100

- 10

PBS
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PAC

PAC

14

pH
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1 7 22 48
PAC PAC
mg/L mg/L /mL
7/22 06 3 245 0.1 1.6 1
07 3 24.2 0.1 1.7 1
08 3 24.3 0.1 16 1
09 3 24.3 0.1 17 1
10 3 243 0.1 1.6 1
11 3 24.2 0.1 1.7 1
12 3 241 0.1 1.6 1
13 3 241 0.1 1.6 1
14 3 24.7 0.1 16 2
15 3 26.0 0.1 1.7 3
16 3 25.9 0.1 16 5
17 3 268 0.2 19 8
18 3 2638 04 24 11
19 3 267 0.6 2.9 27
20 3 26.7 0.8 2.8 25 PAC PAC
21 3 276 0.8 3.5 25
22 3 282 0.7 3.6 15
23 3 28.2 0.6 2.7 8
7/23 00 3 28.3 0.5 25 5
01 3 28.4 0.4 25 2
02 3 27.1 0.3 25 2
03 3 26.3 0.2 24 2
04 3 24.6 0.1 19 2
05 3 245 0.1 18 2 PAC
06 3 24.4 0.1 18 2
07 3 247 0.1 1.6 4
08 3 24.9 0.1 18 5
09 3 24.8 0.1 18 5
10 3 23.2 0.1 1.7 4
11 3 218 0.1 1.6 4
12 3 22.7 0.1 1.7 5
13 3 244 0.1 18 5
14 3 244 0.1 18 4
15 3 24.3 0.1 16 4
16 3 24.3 0.1 16 5
17 3 25.7 0.1 2.1 6
18 3 26.3 0.1 24 9
19 3 26.4 0.1 24 12 PAC
20 3 26.4 0.1 25 13 PAC
21 3 26.3 0.1 25 13
22 3 255 0.2 2.7 14
23 3 24.6 0.2 25 10
7/24 00 3 24.6 0.2 2.2 7
01 3 242 0.1 18 5 10
02 3 24.1 0.1 18 3 PAC
03 3 245 0.1 19 3
04 3 244 0.1 18 3
05 3 23.9 0.1 1.7 2
PAC 26.5 02 PAC 19
0.00
1
pH 70 71 77 84
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28 30

G
2018
FAMIC
2018 29 28 10 29 9
228 t 1980
29
73340t 41851t 17543t
3% 82955t
40% 42% 30% 56%
44% 20 9 50% 43%
41% 103% 58% 10 19 73%
81% 70% 121% 87%
22
12 29 9 591
16 29 9 1062
896 481 1551 4314

69% 17

102%
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2%

28 30 10
154 93
92 53 7%
30 20
21
28 30 28 30
1.80 0.010
2010 2017 0.031 2013 2015
0.033
0.053 2018 0.077
CMTBA CMTBA
5
4
2 3
LC/IMS/MS 0.03pg/L
167 42 19
ACN
1.76pg/L H30.8.22
ACN BPMC
PEC
167
35 27
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lug/L

10
C F
S 0.00002(mg/L)
111
0.02 mg/L 22 5L
100 mL 100 mL
500 mL
32
3)
FP

1)

4)
120
2)
10
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5)
LCIMSMS
1
LCIMSMS
B
210
0.03ug/L
6)
7)
1)
PRTR
2018
FAMIC 1)

2018 29

28 10 29 9
228 t
1980
29
73340t 41851t
17543t
3% 82955t
40% 42%
30% 56% 44%
20 9 50%
43% 41% 103%
58% 10 19
73% 81%
70% 121% 87%
22
12
29 9 501
16
29 9 1062
896 481 1551
4314 69%
17 102%
2%
2
60.0 o allL
50.0 mioE | 500
7 400 =mn | 40%
i 300 o SEmun | J00E
% 500 200
10,0 100

0 0
R HEEE R A B B s
NPT horaac-NeYnorveg g YRerag

&

B



3000

=35 R
——REE
=35 AR A
—W-RREA

& 2000

#

®
b
i 1000

&
=
2
28
100t 66
53 1000t
D-D
7
29 10t
20% 3
22
4.5t—37.7t
19.8t—98.5t
MDBA
P
P
P
26
3
8

2018

30%

BPPS
DCMU 10

2)
28~30
10

11

93

92 53
7%

30 20
21
28 30
28 30

1.80
2010 2017

0.010

2013 2015
0.033

71

10t

154

0.031



2018

2.0
1.8
1.6
14
12
1.0
0.8
0.6

0.4

2010

o

2011

2012

o

2013

0 0000

2014

0.053
0.077

Q

§ fégz
shihabhdaih 7

2015 2016 2017 2018

4 28 30 10
1 28 30 10
250 248)
154] 93
69) 42}
41 21
34 22)
il 7l
92) 53
U 6
30 2]
8 5
20) 2|
9.36 281
178 0.05
54% 36%
1.80 0.10

3)

72

ADI
2 ADI
ADI  0.0008mg/kg/day
CMTBA CMTBA
2012
ADI
FIP
FIP
40
FIP FIP
FIP+tO FIP
FIP-O FIP
1)
FIP
FIP
1979
300t
DTP
FIP
FIP
FIP+tO FIP-O DTP
5
6 3
LC/IMSMS

DTP



80%

2016 5 2018 10
2016 5
0.025pg/L 7 ADI
251 /L
0.001
8
H27 9
25
01
10t
2017
2018
2017
10 n FIP
5 8
FIP+O
FIP-O 5
FIP+tO FP
FIP-O 1
FIP
6/26
FIP+O  6/26
FIP
FIP-O FIP+O FIP
FIP
FIP-O

73

O FIP
FIP-O FIP+O
56 9.3
713
2
9
HP 30
12
2017
FIP

6 10 FIP

FIP

DTP 2017

14

DTP

15

8/28 FIP-
40 FIP
6 7 FIP

FIP
FIP
FIP-O  FIP+O
FIP-O
2018
13 FIP
6
FIP-O 8
FIP-
DTP 6

10/28

FIP



ADI ADI ADI
(mg/kg/day (mg/kg/day (mg/kg/day
2010 12 0.011
2012 12 0.12] 2012 8 0.039
2013 2 0.0006 2013 2 0.027 2013 2 2.4
2013 6 2013 3 0.041
2013 6 0.049 2013 6 0.021
2013 8 0.00099 2013 7 0.12
2013 7 0.012
2013 8 0.05
2013 10 0.091
2013 10 0.02
2014 5 0.0096 2014 5 0.17| 2014 4 2.7
2014 7
2014 11 0.011]
2015 2 0.0073] 2015 9 0.2
2015 12 0.031] 2015 9 0.19
2016 4 0.019] 2016 4 34
2016 7 - 2016 6 0.046
2016 11 - 2016 11 0.015
2016 11 -
2017 4 0.014 2017 2 0.3] 2017 1 0.023
2017 12 0.012] 2017 2 0.055
2017 12 0.042] 2017 4
2017 11 0.053
2017 11 0.021
2018 3 0.008 2018 2 0.0016 2018 3 0.1
(({&SED)| 3
st ; + [Ms/MSE4]
Hh3L :ACQUITY UPLCC18 HSS T3

(2.1 X100mm, 1.8um)

ZE (AR 0.1%FER
(B AR/—IL
SISO T NEHEAR):

95%(0min)—>55%(1min)—>15%(1min)>
5%(8min)—>0%(1min)

FAE :5uL
HhSLIRE :40°C

AF1E% :ESI(+,)
Curtain Gas 140 psi
Collision Gas 10 psi
lonSpray Voltage: 5000 V
Temperature  :350°C
lon Source Gasl :70 psi
lon Source Gas2 : 60 psi
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cl cl &
O C
H3 \
» N ® OH
_N N—N
cn3 CHs
eIvL— DTP
g F e F g, F
N N N
\\ RN ><F \\ °§s>\<F AN S><F
~o
N/\ \ /\ \ W
H
cl CI cl
F F F
F
74701 TZ470ZNL T4 7D:Jb
AT F (FIP) 274K
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5
BE#Hh5 LHLBA—F)YD)
aAVTaa=yg ek 250mL
< Af/—JL 5mL 53 2
l EEASmL HSRAEMTHB
B TpH3
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3k A
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PEC

16
167 35
27

lug/L

B CMTBA

OWER FAI-L |5

DIRER H)1-1 3

@IER KALUI-2
GIEIR 5EMI-2

[owre 82 LF
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oELR BRI L5 )7
A Gree m

DR 1)11-1

N DRER B
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2
F
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7)

17
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0.00001mg/L

No.l1 No.111



(ng/l)

600
500 -
400 19
300 5+
*
( )
200 het 0
* ——46 -&-47
’ e ==
¥ e --91
100 0 + e 1
bl o . 50 95 109
0 | 'xl Q ', ; 3 * .0 -=-110

™ %, %, %, s, %,
0.02 mg/L

5L

0.18 mg/L
0.001 mg/L 2 S
20

(me/L) SQ

0.2000

0.1600 A

o |\
/

18 0.0800

(ug/L) —vIL o / \\

140 |

00000 4 &
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120 1 —_—a8 ——89 4@
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——02 —93
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ol 20
40 | KEERE
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20

1
18 1980

100mL 200mL
2) 28 30
10
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5) 11

3
154 93 167
35 27
92 53
7%
lug/L
30 20
21
3 6)
10 2
FIP C
F S
ADI 0.00002(mg/L)
FIP <0.00002mg/L
FIP FIP C
FIP-O HP 0.00001mg/L
7)
11
0.02mg/L
22 5L
4)
H24-26 H25-27
4 4 100mL
3 4
100 mL
H25-27 H26-28 500 mL
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28 30

—HERI LR 72—

gracilis M. hardyi

45 70

0.01 0.39 pg/L

21

2,4,6-
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2,6- -1,4-

2,6- -1,4- 3,5-
-4- 12
0.3 3.8 ug/L
50 75%
5
18 min

Gas chromatograhy-mass spectrometry-olfactometry GC/0
60%

15 GC/0 17
2-hydroxy-3-oxopent-4-enamide 2- -3,5-
MDMP 1 ng/L MDMP 6 ng/L
ng/L 5 mg/L 1h 20 min
10 mg/L
A
B
HBQs
HAcAms
1.3
1.1
( )
1.4
3
GAC
20 cm 3
THM
1.2
THM 1-THMs 21

82




HBQs
HBQs
1,4- DCBQ

DCBQ

4.1

HAcAms

HACAm

HACAm

4.2

4.3

5.1

CHA

5.2

5.3

DCIAA

2,6-
HBQs

HACAm

GAC

6.1

6.2

THM

6.3

2016

8.1

TON

8.2

TPN  TON

BAC
THMmax
THM
EEM
CDOM
TPN
NCl;

8.3 GC-MS-olfactometry
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Gas 19 1.6

chromatograhy-mass spectrometry- 28 1 20 3 15
olfactometry GC/0 10
1.2
GC/0 0.015 mg/L
A B
8.4 27 3
( ) 10 cm
GC/0
D
25
GC/0
8.5 1.3
28 1 25 Gonyostomum
2 semen (Ehrenberg) Diesing (NIES-1380)
AF-6 20 2000 lux
2- -3,5- MDMP L:D=14:10 1
MDMP
3
Cl,/T0C=10
8.6 mgCl,/mgC
NaOCl pH7.0+ 0.2
MDMP 20 24 h

8.7

1.1
27

1.2

Euglena gracilis NIES-48
Micrasterias hardyi

Cl1,/T0C=20
mgCl,/mgC 96 h
1.4
THM
I-THMs 6 DCIM BCIM DBIM CDIM
BDIM TIM THVs4 TCM BDCM DBCM
TBM 21 AU
4 1 10 21 29 9 14 26
15 30 1 9 11
27 10 22 28 1 DCIAA 2,4,6-
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TIP NaOCl
DCIAA
DCIAA
ClAA DCIAA
Total-I
I-
DCIAA
100
HBQ 31
0.05 1 mg/L 1 h DCBQ
5 240 min
pH 7 1 mM 1lh
1.0+ 0.2 mg CIL./L
-4- DCQC
LC-
MS/MS
4.1
HAcAms (CAcAm)
(BAcAm)
(DCAcAm)
(BCAcAm) (DBAcAmM)
(TCAcAm) 6
2015 9 2016 2
12 WPP-1 WPP-12
A
H28.9 B
H28.9 H29.1
B
AOP
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
4.2
4.1

85

HAcAms
pH7 20 NaOCl
24 h 1 2mg Cl/L
4.3
HACAms 4.1 2
1
HACAms
5.1
CF 6
CF
27 7 27 10 29
FA
26 1 9 28 1 22 CF
28 4 13 29
2 25
CHA
CHA
0.10 0.20 mg/L/min
PT-GC-MS
1.0 2.0 mg Cl./L
CHA 0.5
mg CI./L
5.2
FA
4
5.3
(
GAC )
GAC 3
FA
1
2.0 mg/L



FA
5
60 min
6.1
THM
BAC
E260
6.2
PFA 80 10
PT-GC-
MS THM THM
THMmax THMax
6.3
28 4 29 10
26 4 28 10
THM
29 4 12
EEM PARAFAC
CDOM THM
2016
chlorination AND by-products SCOPUS
8.1
TPN
24 h
0.5 1.0 1.5 mg Cl,/L 3
NaOCl pH
pH

86

6.5 7.0 8.0

24 h
1.0 mg CI,/L
8.2
TON
TPN
8.3 GC-MS-olfactometry
pH 7.0 0.1 mM L uM
24 h 1 mg
Cl./L NaOCl PAN
3 1
TON PAN
PT-GC-MS 2
GC/0 3
SPME GC/0
SPME GC/0
100 200
2 N-
(NCPAAI) NCPAAI
GC/0
15 A O
1mM pH 7
30 50
10 mL 20 mL
60 min 1 mg Cl/L
NaOCl
40
SPME
60 min GC/0
GC
0
1 2 3
60
10 mL PTFE ¢ = 0.45
pm 1 mL



GC-MS

GC/0
PAC 400 mg
10 PAC
4 mL
BSTFA 2-
HP BSFTA
GC-MS 2-HP

QExactive Thermo
Fisher Scientific

2 1 mM
pH 7
30 °C 50
10 mL 60 min
1 mg CL./L
NaOCl 40 °C
SPME
60 min
100 uM
PAN 10 mL 20 mL
PAN
SPME GC/0
TON
PAN 0.027 uM

Matsushita et al., 2017

8.4

GC/0
260 GC-MS

500 mL
0.5 mg/L
30
1.0 mg CI/L
GC/0

8.5

MDMP MDMP

100 mL 50
15 TON
MDMP
PAC 30 3
MDMP 6
ng/L MDMP 1L
PAC Dry 0 2 5
10 20 mg/L PAC
40rpm
20 60 180
100 mL
40 mL
PT-GC-MS PT6000J GL QP2020
MDMP
8.6
3-
IPMP  3-
IBMP MDMP 3
2017 2 15 9
2 6
PT-GC-MS PCI
1 ng/L
8.7
PAC
PAC
1:7

mg NH-N/L 10 1.0

1.2 mg Cl,/L 20 1lh
10 min
2 2017 4
2018 1
10 uM
NaOCl 30uM 2.1 mg Cl/L
2
S5uM
NaOCI30 uM
pH7.0

20 1h



1.1
350
50% 1.2
1.0
449 /100 m* 691 /100 m®
0.001 mg/L
1.2
0.015 mg/L
A B
B GAC
(0.03 mg/L)
1/3
1.3
G. semen
1 pH
pH
G. semen
E. gracilis M. hardyi 45 70
1.4
10 12
3200 /mL
( )
3
2)
(0.006 mg/L)
( /
)

I-THMs

3 0.01 0.39 pug/L
DCIM <0.01 0.30 pg/L

ng/L
CDIM

TIP

DCIAA
DCIAA

MS
DCIAA

MS/MS

7
I-THMs
TIM BDIM <0.01
DCIM BCIM DBIM
THMs 1
2

THMs 10

I-THMs
THMs I-THMs
DCIM  BCIM  1-THM
TCM
BDCM

DBCM  TBM BCIM

pH8
NaOCl DCIAA
TIP 60 mg/L
DCIAA pH8
24.0 32.0 mM
25

NaOCl

1CP-
Total-1  LC-MS/MS
I LC-MS/MS
DCIAA
Total-1 LC-

DCIAA

DCBQ 60 min 31 21

4.9%

2,6-

0.0008%
DCBQ 5

-4- DCQC

DCBQ

p

DCBQ

DCBQ N-
NMA
MA 2-CMA 4-CMA

NMA 2,4-DCMA 2,6-DCMA NMA

2,4

,6-TCMA 3,5-DCQC



DCBQ 5

4.1
6 HAcAms
1 HACAms
2015 9 0.3 3.8ug/L
2016 2 0.3 1.8 ng/L
HAcAms di-haloAcAms
DCAcAms
BCAcAms 24 21
HAcAms
1 HAcAms 2015
9 0.8 11 pg/L 2016 2 0.9 8.0
ng/L HAcAms
72
HAcAms
pH pH
A B HAcAms
B MIEX
HACAms HACAm
BAC HACAm
HACAm
A 65
B 75
48 HACAm
HACAm HACAm
4.2
HAcAms
0.7 3.5 png/L
DBACAm DCAcAm
BCACAm
HAcAms
2.2 3.7 pg/L  THMs
HAcAms
2 2.3 0.6png/L
HAcAms DCAcAm
0.3 0.5 pg/L  DCAcAm

89

4.3
2 4 HACAms
DCACAm
BCAcAm DBAcAm
DCAcAm
DBACAm
5.1
FA
86 99%
CF ADC
5
GAC CF
5
GAC 100%
FA CF
ng/L
7/8
PT-GC-MS
CHA
CHA
2
GC/0
CHA 1 pg/L
min 12 min
12
7 PT-GC-MS CHA 100 pg/L
TIC
5.2
FA 8
FA

18



6.3

5.3 THM
GAC THM  BDCM 50 60%
FA
HMT FA
1
2 10%
HMT
EEM
PARAFAC CDOM 5
6.1 CDOM
78 97
3 4
3 THM TOC CDOM
4 3
3 cbom 1 4
E260 0.96
20
10
E260 3
BAC
THM
28
6.2
THMmax THM THM
2017 4 11
THM
THMmax (2017 4 11 8
)
1.0 1.3
THMmax
THM
THMmax
E260 KMnO,4 TOC
DOC 5 THMmax
8.1
5 THMmax DOC
2017 5 2018 8 TPN NCI; TON
THMs  THMmax 0.65 0.8 mg Cl/L
THMmax THMs 0.4 0.6 mg CI/L
100 pg/L THMmax  THM TPN
0.9 7 13 mg N/L 5 12 mg
N/L NCI;

90



20 60 mg Cl/L
25 50mg CIl/L

TON 20 100
20 70
TON
TON
NCl; # 0.84 TPN # 0.78
R 0.09
TON
TPN A 0.61 NCIs
R 0.45 R 0.13
9 10
TPN  NCI;
TON
TPN TON
24 h
TPN NCI;
pH NCI;
TPN
8.2
TON 4 10 TPN
0.0048 0.0111 mg/L 0.46
0.68 mg/L TON 4
6 TPN
7 8 TPN

8.3 GC-MS-olfactometry

PT-GC-MS
6 NIST
BC BA
BN BC PAA PAN
93%
S7%
TON 142 " "
11
PAA PAN NCI;
TON
45% " " 11

GC-MS PT
PAA  PAN NCPAAI
GC/0 NCPAAI
NCPAAI
SPME TP
GC/0
2- -2-
2C2PAA
NCPAAI  2C2PAA GC/0
NCPAAI
TON 3
2%
2C2PAA
TON 18
11
"+ GC-MS-0" GC/0
60%
13% 2C2PAA  13% 12%
PAA  11% PAN 8% NCPAAI 2%
15
GC/0 17
GC/0
7.4
6.0 min 5.4
min
15 9
5.4 min
BSTFA GC-MS
BSTFA
2-HP
LC-MS
1
m/z 221.1026 C10H12N402
A =-2.50 ppm 2-HP
C5H7NO3
234

Mass Frontier 7.0



MS/MS

4
4 8.5
MAGMa MDMP 1.1 ng/L
MDMP PAC
2-hydroxy-3-oxopent-4- MDMP 6
enamide ng/L 20 min 2mg/L  PAC
A GC/0 2/3 5 mg/L  PAC 1/2
GC 6 10 mg/L PAC <1 ng/L
B 180 min 2 mg/L  PAC
4 1/3 5 mg/L PAC
2 8.6
"complete
additivity" GC/0 MDMP
TON
TON 3
GC/0 TON
TON IPMP  1BMP MDMP
2 ng/L
"complete additive" "hypoadditive"
8.7
SPME
8.4
15 1.4 mg/L
GC/0 60%
29 10 1/2NCl;
GC/0
3 PAC
PAC
PAC
4 3
GC/0
PAC
C18
GC/0
240
5
TON
2,4,6-

92



1h

E. gracilis M. hardyi 45 70
/
21
I-THMs 0.01 0.39 pg/L
I-THMs
DCIAA  TIP TIP
CIAA 1CP-MS
Total-1 LC-MS/MS I~
DCIAA
p
DCBQ
DCBQ 3,5-DCQC
12 1
HAcAms 0.3
3.8 ug/L Di-HAcAms
HACAms
HAcAms
HAcAms
BAC
HACAms HAcAms
50 75%
CF
GAC

93

GAC

CHA 5
2
CHA
18 min

TON  TPN NCI;

TPN

NCI;

GC/0

60%

15 GC/0

17

2-hydroxy-3-oxopent-4-enamide

2
GC/0
GC/0
15
4
MDMP 1 ng/L
MDMP 6 ng/L
PAC 1 ng/L 5 mg/L
1 h
20 min 10 mg/L
PAC



Matsushita T., Sakuma M., Tazawa S., Hatase
T., Shirasaki N. and Matsui Y., Use of gas
chromatography-mass spectrometry-
olfactometry and a conventional flask test
to identify off-flavor compounds generated
from phenylalanine during chlorination of
drinking water, Water Research, 2017, 125,
332-340.

1.

1) Matsushita T., Sakuma M., Tazawa S.,
Hatase T., Shirasaki N. and Matsui Y.,
Use of gas chromatography-mass
spectrometry-olfactometry and a
conventional flask test to identify off-
flavor compounds generated from
phenylalanine during chlorination of
drinking water, Water Research, 2017, 125,
332-340.

2) Matsushita T., Matsui Y., lkekame S._,
Sakuma M. and Shirasaki N., Trichloramine
removal with activated carbon is governed
by two reductive reactions: a theoretical
approach with diffusion-reaction models,
Environmental Science & Technology, 2017,
51, 4541-4548.

3) Kosaka K., Iwatani A., Takeichi, Y.,
Yoshikawa, Y., Ohkubo, K. and Akiba, M.,
Removal of haloacetamides and their
precursors at water purification plants
applying ozone/granular activated carbon
treatment, Chemosphere, 2018, 198, 68-74.

4) Kosaka K., Nakai T., Hishida Y., Asami
M., Ohkubo K. and Akiba M., Formation of
2,6-dichloro-1,4-benzoquinone from
aromatic compounds after chlorination,
Water Research, 2017, 110, 48-55.

5) Kosaka K., Ohkubo K. and Akiba M.,
Occurrence and formation of
haloacetamides from chlorination at water
purification plants across Japan, Water
Research, 2016 106 470-476

04

6)

2017 998 2-12

7
2,6- -1,4-
2017 995 3-16
8)
2017 86 2 2-12
9)
2017,
86(1), 2-10.
2

1) Kosaka K., Control of trace pollutants in
water during conventional and accidental
occurrence, 2018 Busan  Waterworks
International Workshop, Busan, Korea, 5-
6 Sep., 2018, 107-127.

2) Kosaka K., Iwatani A., Takeichi, Y.,
Yoshikawa, Y., Ohkubo, K. and Akiba, M,
Removal of haloacetamides and their
precursors upon chlorination during
advanced water purification processes,
Proc. 10th IWA Specialized Conference on
Assessment and Control of
Micropollutants/ Hazardous Substances in
Water, Vienna, Austria, 17-21 Sep. 2017,
1WA-3718922.

3) Sakuma, M., Matsushita, T., Matsui, Y.,
Aki, T., Isaka, M., Hatase, T. and
Shirasaki, N., Investigating mechanism
underlying removal of trichloramine with
super-powdered activated carbon, IWA
World Water Congress 2016, Brisbane,
Australia, 9-14 October 2016.

4) José Andrés Cordero,

53
2019 3 644
5)
53
2019 3 221
6)
55



2018 12 11

7
GC-MS-0
26
2018 2018 11.
8)
- 30
2018 10 734-735.
9)
30
2018 10 720-721.
10)
/
27
2018 6 97-100
11)
GC-MS-0
, 52
2018
12)
61 2018 2
112-115
13)
61
2018 2 104-107
14)
29
2016 11 734-
735
15)
29
2017 11 718-719
16)
2,6- -
1,4-
39
2017 7 31 3 178-181
17)

LC/MS/MS

53

2016 11 198-199

18)
28
2016
11 718-719
19)
28
2016 11 710-711
20)
25
2016 5 85-88
21)
GC-Olfactometry
’ 51 ’
, 2017/3/15-17.
3

1) Kosaka K., Analysis of oxyhalides and
haloacetic acids in drinking water using
IC-MS and IC-ICP-MS, In Michalski R.
(ed.) Application of IC-MS and IC-ICP-MS
in Environmental Research, John Wiley &
Sons, Hoboken, NJ, 2016, 152-177.

4.

1) Kosaka K., Detecting carcinogens in
drinking water, The Column, 2016, 12 (12),
2-6.
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253>127
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4 DCIAA

LCH;

©/CI_>CI\©/CI
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CHs
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|
o]
3,5-DCQC

2,6-DCMA

N

2-CMA

HN’CHS/

O

Cl
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a”

CH;

HN

CH3

)

HN
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—
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28-30

AR R R R R R R

DMTP

DMTP

ChE ChE

ChE

DMTP

ChE

ChE

DMTP
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(TCE) (PCE)

THMs HAAs
TCE 20
(10 u
g/L) 6.5 p gL PCE THMs HAAs
2.6 mg/L
(100 mg/m?) 5%
WHO
20% 10%
0.52mg/L  0.26 mg/L
51 26
47 3
9 15
[Subacute Reference Dose; saRfD (mg/kg/day)]
saRfD
[ (mg/L)]
4-40
WHO
-n- TDI
4 60 kg
2L/day 20 4 HBV Heath-based value

1.5 pg/L
JWWA

102




JWWA

EPN,

0000000000

EPN

ADI

ChE

DMTP

0

6

DMTP

0

0
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ChE

ChE

ChE

ChE

(TDI)

ChE

DMTP

10%
20%
(TCE)
HAAs
@2/1B2/1 | 3/1B3/1
THMs TCM 0.549 0.542
BDCM | 0.802 0.791
DBCM | 0.888 0.883
TBM 0.939 0.940
HAAs DCAA | 1.00 1.00
TCAA | 1.00 1.00
VOCs TCE 0.560 0.654
PCE 0.672 0.677

104




51
26 47
[Subacute
Reference Dose; saRfD (mg/kg/day)]
saRfD
[ (mg/L)]
4, WHO
WHO
WHO
5.

1 ChE

LC/IMSMS

ChE
285 L 7.5uL  ChE 240 unitsL
37°C 30
ChE
ChE 7.5 uL
ACh 120 uM 37°C
2
ChE ACh
Ch
300 pL
ChE
LC/IMS Ch
Ch
Milli-Q
Ch
ChE
ChE

105



2 DMTP TDI
pH 7 10 mM DMTP
230 uM  ~70 mg/L

Ap Ca9Q
~ Dy = — + ty /1 Poyy ——
30 uM 10 mg/L T b, 2/1P2/1 b, B
200 mg-Cl2/L 12 mg-Cla/L KpAskCa
S g2 + a3/1B3/1 pbs D)
w
Dy
LC/MS (mg/(kg d)) Ap .
(mg/d) b, (kg) C; 1
(mg/m?)  ¢Q (m3/d)
ChE Kp (c/d)  Ag
(cm2) Cq
(mg/cn) ey
A3/1, /32/1, /?3/1
2. PBPK
TCE  PCE TCE PCE THMs HAAs
1
TCE PCE
THMs
TCE
PCE
TCE PCE THMs
K’q
VOC Ky
K’q
K’q
K’d

PBPK

106



WHO

3. WHO
EFSA European Food
saRfD 1 Safety Autority
28 90
(NOAEL)
(]3] saRfD 5.
UF 10 10
NOAEL
UF JWWA
1x 104 JWWA
1x10°% 10
saRfD
saRfD saRfD
mg/L 6
1,2- 1,3- 2.4-

Environmental Protection Agency: EPA
Health advisory HA
Human Health Benchmarks for Pesticides 3

HHBP 100 6
50 kg 2
L/day 10 kg
1L/day
NITE
CAS B.
1
4. WHO
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1 ChE
1 ChE

SensoLyte 520
Acetylcholinesterase  Activity Assay  Kit,
AnaSpec, Inc., Fremont, CA, USA

ChE

ChE
ChE

10

0.8

0.6

04

ChE

0.2

0.0

10

0.8

0.6

04

ChE

0.2

0.0

102

104

2 DMTP

108

ChE

100 102 10t

» UM

102

100 102
UM

ChE

DMTP

10

DMTP  29%,



ChE

ChE

Oh

10

08

06 |

04t

02}

0.0

10

0.8

0.6

04

0.2

0.0

80%
DMTP
20%

71%

(a) DMTP

m/

T. .I.'r.I.

0021 3 6 9 12 24 48 72168
. h

(b)

/.
T

0 02051 3 6 12 24 72120168
, h

ChE

ChE

ChE
ChE

ChE
ChE

DMTP

ChE

3  DMTP ChE
ChE
ChE
ChE
1.0 (a) DMTP
0.8
0.6
w 04
&
DMTP
0.2
00 po 8o 9 -
102 108
uM
10
0.8
0.6
w 04
<
(@)
0.2
L® 8.8 9
102 100 10° 100 10 108
» uM
3.
ChE
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ChE

ChE
ChE

DMTP

THMs HAAs TCE PCE
HAAs TCE PCE

ChE

TDI
TDI
5
3 95 TDI
95
95
TDI THMs HAAs
TCE PCE
ChE TCE
10 ug/L 6.55 ug/L
95 TDI  1.46
ng/(kgd)
0.64 ng/(kg d) TDI
2/5 4 95
95
TDI  135%
15 L/day 2 L/day
TDI  18%
10 pg/L
5 TDI
20%
THMs
PCE
10 pg/L 22
g/l 95 TDI
14 ug/(kg d)
5.9 ng/(kg d) TDI
1/3
95 TDI  4.3%
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1.35 L/day 2 L/day
TDI 6.4% TCE DBCM
PCE 3.1 100 pg/L 156.5
9.0 Leg/day ng/L 95 TDI
21.0 ug/(kg d) 2 L/day
TDI  29.9% TBM
TCM 100 pg/L
60 pg/L 139.5 pg/L 202.8 pug/L
95 TDI 95 TDI  17.9ug/(kgd)
12.9 ug/(kg d) 2 L/day TDI  45.4%
TDI 27.6%
42.9% 27.6% TCAA
42.9% 1.3 2.0 L/day 30 pg/L 77.5 pg/lL
2 L/day 5.58 ug/(kg day) 95 TDI 6.0
TDI  43.3% ng/(kg d) 2 L/day TDI
BDCM 51.7% DCAA
30 ug/L 65.9 ug/L 30 ug/L
%5 TDI 6.1 140 pg/L
ng/(kg d) 2 L/day TDI 95 TDI 125 ug/(kg d)
43.2% THMs 2 L/day TDI  44.8%
TDI
TDI 1.46 pg/(kg d)
Oral Oral (food) Inhalation InhalationpermalNon water-related
(water)  1.6% Inhalation (bath) (kitchen) (residence) 1,9%
95 ile 14.6% 53.8% - 18.1% %
B : : Indirect water intake 9.1 Leg/d >
irect wat tak
LU igh  gge i . _._._. _
50 ile 13.5% 12.6% iQ.O% t margin I
i h ———— kit —
151d
2 L/d
water 18.0%
intake ;J
2.0L/d : . . . . . . .
0.0 0.2 04 0.6 0.8 10 12 14 16

Total oral-egilvalent potential dose (2y) [ug/(kg d)]

TCE 95

2.0 pg/L
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100

g 80 I 20 °C
& —TDI - 40°C
g Cw = =
g ===1pg/lL S 60
;02: 2 ug/L
% = 5ug/lL
5 ——6.55 pg/L 40
© = 10 pg/L
0.1 1 10 20
Dr (ng/lkg day])
5. 0 :
0.01 0.1 1 10
TeE C, (ng/m?)
K’q 6
K’q 1/500
0.08 mg/L
K’q
6
(0.08 mg/L)
95% 3.11 ug/m®
(100 pg/md)
20% WHO
100 pg/m® ,
20 pg/md
20 pg/m3 0.52
mg/L
10%
10 pg/m3 0.26 mg/L
(0.35mg/L)
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10

24 saRfD
TDI TolerableDaily Intake
VSD Virtualy Safe Dose
4
saRfD

1x10° saRfD

VSD

10

50 [/ |/
0 47 95mg/kg/day

Osborn —Mendel
1,2-
78
32

6.3x107?/(mg/kg/day) 1x10°
0.16 pg/kg/day

saRfD
ng/kg/day

10 16

1,2-

1x10°

90

TDI 37.5 pg/kg/day

113

F344 B6C3F1 13
5 0 312 625
1250 2500 5000 mg/kg/day
625 mg/kg/day
1,250 mg/kg/day
NOAEL 625 mg/kg 7
446 mg/kg/day
NOAEL
NOAEL
TDI
CD-1 0 522
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  UF 300
3 saRfD 1490
ng/kg/day
-t-
MTBE
Sprague-Dawley MTBE O

100 300 900 1200 mg/kg/day 90
300 mg/kg/day



900 mg/kg/day

1200 mg/kg/day
NOAEL
100 mg/kg/day
SD 0 90 440 1750mg/kg/day
28 5 1/
440 mg/kg/day
1750 mg/kg/day
NOAEL 90 mg/kg/day 7
64 mg/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
ma/kg/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 5.0 g/kg/day
50 5 0 0.5 g/kg/day
13
2.5g/kg/day
NOAEL 0.5 g/kg/day 7
357 mg/kg/day
NOAEL 357 mg/kg/day
WHO
2 3
TDI

NOAEL 600 mg/kg/day POD
UF 100 saRfD 6000

ng/kg/day

(2-
)(DEHP)
F344 0 1600 3100 6300 12500
25000 ppm DEHP 13
25000 ppm
NOAEL 12500 ppm
(625 mg/kg/day)
F344 DEHP 0 1000 4000 12500
25000 ppm 0 63 261 850 1724mg/kg
/day 0 73 302 918 1858 mg/kg/day
13 1000
ppm
LOAEL 1000
ppm 63 mg/kg/day 73 mg/kg/day

SD 0 5 50 500 5000ppm



DEHP 500
ppm 1 7

NOAEL 50ppm 3.7 mg/kg/day

DEHP
mg/kg/day 13

0 100 500 2500

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

saRfD 30 pg/kg/day

UF100

TDI

SD 0 8 33 65mg/kg/day
90 8
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 15 mg/kg/day

LOAEL 8 mg/kg/day
UF 300 3 LOAEL saRfD
27 ng/kg/day
SD 002

2 20 200ppm 13
200 ppm  ALDH

NOAEL  20ppm 1.89 mg/kg/day
2.53 mg/kg/day

SD

300 600 1200 2400 mg/L 90
WHO
LOAEL

1200 mg/L 96 mg/kg/day NOAEL 600
mg/L 48 mg/kg/day

CD-1

0 70 700mg/L 90

LOAEL
CD-
0 60 600mg/L

70 mg/L (16 mg/kg/day)

NOAEL 60mg/L(21.3
mg/kg/day)
NOAEL 1.89 mg/kg/day

POD UF100 saRfD 189

ng/kg/day

11-
B6C3F1 10 [/ [/ 0 5 15
40 100 250 mg/kg/day 5 /
13 100



mg/kg/day

NOAEL 40
mg/kg/day 7 . 28.6 mg/kg/day
F344 10 / [/ 0 5 15 40
100 250mg/kg/day 5 / 13

100 mg/kg/day
NOAEL 40
ma/kg/day 7 : 28.6 mg/kg/day
POD UF100
saRfD 286 pg/kg/day
Wisar 0
1000 5000 20000 ppm 28
20000 ppm 2
NOAEL  5000ppm 250
mg Sb/kg/day
Wistar

0 1000 5000 20000ppm O 84
421 1686mgkg/day O 97 494 1879

mg/kg/day 90
NOAEL
1686 mg/kg/day 1408 mg
Sh/kg/day
SD
0 05 50 50 500ppm
0 0.06 056 5.6 42.2mgSh/kg/day 0
0.06 0.64 6.1 45.7mg Sb/kg/day 90
500 ppm
ALP
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NOAEL 6.0 mg Sbh/kg/day
TDI 6.0 neg/kg/day
TDI
NOAELG6.0 mg/kg/day POD
Point of Departure UF 100
saRfD 60 ug/kg/day
TDI
TDI VSD
VSD
Fischer344 0 0.01 0.02
0.5 2mg/kg/day
0.5 2 mg/kg/day
2 mg/kg/day
10°
0.5 pg/L
VSD10° 0.02
pg/kg/day EPA-IRIS 2010
0.51/mg/kg/day VSD10®
14 Q0
NOAEL F344



0 005 02 1 5
90

20
mg/kg/day
1 mg/kg/day

5 mg/kg/day
20 mg/kg/day

NOAEL
0.2 mg/kg/day NOAELO.2
mg/kg/day  UF100
VSD10® 10

VSD10%

0.2 pg/kg/day
10

saRfD 0.2

ng/kg/day

EPA-
IRIS 1992
2007

TDI
TDI
VSD
TDI
TDI
Wistar
5 /

0 2 10mg/kg/day
2

LOAEL2 mg/kg 5
UF10000 100 LOAEL
10 10 TDI 0.14
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ug/kg/day

EPA-IRIS 1992 Wistar
0 29 52 89
mg/kg/day 81
52 mg/kg/day
9.9x10-¥/mg/kg/day
VSD10°
1.01 pg/kg/day
2007
SD 0 1
5 25 mgkg/day 90
5 mg/kg/day
( )
NOAEL 1 mg/kg/day
TDI 10 14 pg/kg/day  saRfD
10
ug/kg/day saRfD
saRfD 90 NOAEL1
mg/kg/day POD UF100
10 pg/kg/day
OECD SIDS
VSD10°



Wistar 17 50 7.7 ng/kg/day

14.1 mg/kg/day 135

mg/kg/day
14.1 mg/kg/day
1.7 mg/kg/day
5.0 mg/kg/day
mg/kg/day

10°
0.0875 ng/kg/day
OECD SIDS
Wister 90
0 30 100 300 mg/kg/day 6
100 mg/kg/day
NOAEL 30 mg/kg/day

NOAEL UF100

VSD105 10 saRfD

144 ATSDR MRL
5.0 Wistar 0
100 200mg/kg/day 14
100 mg/kg/day
ATSDR

141 LOAEL100 mg/kg/day UF1000
MRL 100 pg/kg/day
28 90

VSD NOAEL  Swiss 28
5 1/
30 mg/kg/day NOAEL
23 mg/kg/day
/

TDI 10 saRfD
TDI
NOAEL7.7mg/kg/day  UF100

0.0875 pg/kg/day 10 saRfD 77 pg/kg/day

0.875 ng/kg/day  saRfD

TDI VSD
NOAEL LOAEL
ATSDR 2010 15
21
SD
0 125 250 mg/L( 077 LOAEL2.5 mg/kg/day
14 mg/kg/day 0 12 21 mg/kg/day) UF500
10 10 LOAEL NOAEL
NOAEL7.7mg/kg/day  UF1000 5 0.005 mg/kg/day ~ TDI

100 -7,8-
10

—
)
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saRfD
TDI 0.005 mg/kg/day

2
0 20 100 500mg/kg/day
F1
NOAEL  20mg/kg/day
UF100 TDI 0.2

mg/kg/day -

saRfD
TDI 200 pg/kg/day

13 0 125
25 50 100 200 mg/L 0 09 18
3.3 6.2 11.3mg/kg/day 0 10 19
3.8 6.8 12.6mg/kg/day

NOAEL  11.3 mg/kg/day

NOAEL:11.3mgkg/day ~ UF1000

10 10
TDI 11.3 ng/ka/day

TDI NOAEL11.3
mg/kg/day POD UF100
saRfD 113 pg/kg/day

5- -2(5H)-
MX
104

04 13 5.0 mg/kg/day 0 06
19 6.6 mg/kg/day

VSD
10°
VSD  0.055 pg/kg/day
MX

saRfD VSD10
5 10 0.55 pg/kg/day

103
0 250
500 mg/kg/day 5 /
NOAEL 250 mg/kg/day
179 mg/kg/day POD UF1000
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DB TDI
179 pg/kg/day

NTP
90
0 125 250 500 1,000
2,000 mg/kg/day 5 /

NTP 90

0 625 125 250 500
1,000 mg/kg/day 5 /

90
1 0 150 750
1,500 mg/kg/day 750
mg/kg/day
ALT
6-
15 0 515

1,030 2,060 2,580 3,100 4,130 mg/kg/day
3,100 mg/kg/day

2,060 mg/kg/day

4 NOAEL NOAEL
90 150
mg/kg/day POD
UF100 saRfD
1,500 pg/kg/day

21
0.007 0.02 0.1 0.5 mg/kg/day
14 JECFA
50%
BMDLsy  0.11 mg/kg/day
JECFA UF10
10 pg/kg/day PMTDI
1 WHO
PMTDI
1
10 pg/kg/day
saRfD
NDMA
WHO
15
TDos 18 pg/kg/day

2.77 % 10%/ug/kg

VSD10® 0.0036 pg/kg/day
10 0.036 pg/kg/day  saRfD




10%

24
104
10 mg/kg/day
LOAEL10 mg/kg/day
7 mg/kg/day UF1000
LOAEL TDI 7 pg/kg/day
28 90
POD
28
06 17
57 mg/kg/day ( 04 12
41 mg/kg/day) 6
mg/kg/day
17
mg/kg/day
LOAEL 4 mg/kg/day
7

saRfD  TDI 7 pug/kg/day

10%
24

0 005 01 025

0 25 50 125mg/kg/day 40
0.05
USEPA IRIS
SF 3/mg/kg/day
SF VSD10®  0.0033 pg/kg/day
saRfD
VSD10® 10 0.033 pgrkg/day
10%
24
13
1,2,3-
1 10 100 1000 mg/kg
NOAEL 100mg/kg 7.7
mg/kg/day WHO
NOAEL7.7
mg/kg/day  POD UF1000
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TDI 7.7 ng/ka/day

POD  UF100

77 neg/keg/day  saRfD

WHO

24
WHO

0 0.03 0.15 05
0.15
NOAEL
0.03
POD

10 mg NTA/kg/day
UF1000
TDI

10 ng/kg/day

30

0 230

2,300 mg/kg/day 230
mg/kg/day

LOAEL

(140 mg NTA/kg/day)

230 mg/kg/day

90

0 200
0 750

2,000 mg/kg/day
1,000 mg/kg/day
NOAEL 200 mg/kg/day
150 mg NTA/kg/day 750
mg/kg/day
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2
LOAEL140mg/kg/day  POD
UF1000 LOAEL

saRfD 140 pg/kg/day

aRfD

40

4. WHO

WHO 2011

UF
12 pg /kg/day
20
0.07mg/L 70 ug/L
2nd Addendum

LOAEL 12 pg/kg/day

TDI

2012

LOAEL
NOAEL
TDI

12 pg/kg/day UF 3
LOAEL

4 pg/kg/day



EFSA (2015) 4

TDI
2 F1
TBTO
BMDLy 0.28 mg/kg/day NOAELO0.025
UF 100 10 10 mg/kg/day EFSA
TDI 2.8 ug Ni/kg/day POD UF100
TDI 0.25 pg/kg/day
BMDL 1o
1.1 ng/kg/day MOE
5.
EFSA
TDI
50 kg 20 1,2- 13
1,2- 13-
20 pug/L (TDI: 4 nug /kg/day)
EFSA 14 ng/L(TDI: 2.8 pg /kg/day) 1,3
1,3
1,2- 1,3
1,3
TBT
DBT O
TPT -n- DOT
invitro
EFSA 2004
TBT DBT TPT DOT 0 625 20 625 200 625ppm 0O 14.1
45 141 450 1,410mg/m® 2
6 / 5 /
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200
ppm 625 ppm
6.25 ppm
62.5 ppm
LOAEL6.25 ppm 14.1 mg/m?
LOAEL 4.2mg/kg/day
POD UF1000

LOAEC 4.2x10°
3 mg/kg/day

6-15 0 40
200 1000 ppm O 90 450 2250 mg/m?

6h/day

200 ppm
40 ppm 200 ppm

40 ppm (90 mg/m?)

LOAEL
26.8 mg/kg/day
UF1000 LOAEC
2.7x102% mg/kg/day
4.0x108 (ug/m3)* I
VSD10°

2.5x10° mg/m® 1 pg/kg/day

124

1 pg/kg/day

24
2,4-
LOAEL 103
3.2 mg/kg/day/(
)

mg/kg/day

NOAEL
0.01 0.03 0 5 15mg/kg/day
10 0.03

0.03 11

NOAEL 0.01 5 mg/kg/day

2,4-
103
0.0079 3.95 mg/kg/day
0.0176 (8.55 mg/kg/day)
0.0079
0.0079
0.0079

LOAEL3.2 mg/kg/day

3.2



0 0012 008 02 05

12 0 9
61 140 331 mg/kg/day 0.2
NOAEL 61 mg/kg/day
0 005 025 05
70 2
0.25 F1 F2
F2
NOAEL 025 53
mg/kg/day
EPA
IRIS NOAEL  UF100
RfD 530 pg/kg/day
78 mg/kg/day
0 200 1,000 5,000
ul/L 0 10 47 202 mg/kg/day
0 16 76 302mgkg/day
104 1,000 pl/L
5,000ul/L

0 200 1,000 5,000 ul/L 0
28 139 693 mg/kg/day 0 20 152
760 mg/kg/day 10
5,000
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ul/L

NOAEL 139 mg/kg/day

0 176 704 2113mg/m® 104 6
/ 5 |/ 2,113
mg/m?
704
mg/m?
704 mg/m?
2,113 mg/m?
NOAEL 176 mg/m?
31 mg/m?
1-102
13
0 200 1000 5000 ppm
13
NOAEL 1000ppm :680
: 870 mg/kg/day POD 680
mg/kg/day  UF500 5



2
0 1.28 2.5 5.35mg/kg/day
BMDL1o
0.114 mg/kg/day POD
UF100
1.1x10°3
mg/kg/day
2 6 18
mg/kg/day
TG421 6 mg/kg/day
NOAEL 2mg/kg/day 1.28 mg/kg/day:
NOAEL  UF100
1.3x107?
mg/kg/day
2
BMDLy  2.13 mg/kg/day
[l BMDL1o
VSD10®  2.1x10* mg/kg/day
0.21 pg/kg/day
D

1. DMTP

DMTP

ChE
ChE
ChE
DMTP

DMTP
2.

ChE

ChE

2
TCE 20
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(10 p glL)
6.5 u g/L
TCE
5puglL

10 p g/L

PCE

THMs HAAs
110t
30
1/500

K’4

K’4
K’4

WHO
20% 10%
0.52 mg/L, 0.26 mg/L

(0.35 mg/L)
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24
saRfD  TDI
VSD (2-
) n-
TDI
saRfD
TDI saRfD
PMTDI 1
PMTDI saRfD
MTBE 1,1,1-
MTBE
1,11,-
1,2,3-
10 pg/L
20 pg/L



TDI

4. WHO

40

250

128

0.3 56mg/day 6 110
ng/kg/day
LOAEL 6 pg/kg/day
NOAEL
BMDL1g 1.1 ng/kg/day
NOAEL
11 6 pg/kg/day

28 150 pg/L
TDI
NOAEL
EFSA (2004)
TBT DBT TPT DOT
TDI0.25 pg/kg/day
20%
60kg 2L/day
HBV Health-based value
1.5 pg/L 0.6 pg/L
4
4
TDI



15
TBTO 10
735 mg/L
TDI (0.25 250
ng/kg/day)
1
0.21 pg/kg/day
TDI 15 pg/day/ 60kg
1
n_
5.
E.
EPA-IRIS
1,2- 1,3 .
. https://www.epa.gov/iris
' ATSDR
https.//www.atsdr.cdc.gov/
OECD-SIDS

https.//hpvchemicals.oecd.org/ui/Search.aspx
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http://www.nite.go.jp/chem/chrip/chrip sear
ch/srhinput

EPA
IRIS

G.

1
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)



1,2- JWWA K 139
GX
JWWA K 139
JWWA K 139
13- JWWA K 139
GX
JWWA K 139
JWWA K 139
2,4- JWWAK 135
JWWA K 139
GX
JWWA G 112
GX
JWWA K 139
GX
JWWA K 139
JWWAK 139
JWWA G 112
GX
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4 Subacute Reference Dose(SaRfD) TDI VSD
POD TDI POD saRfD
UF UF
(mg/kg/day) VD= (mg/kg/day) >
1,2-
VSD10%
VSD10° 0.16 16 10
x10
13
NOAEL 446 3000 149 NOAEL 446 300 1490 10
-t- 2 28
NOAEL 143 1000 143 NOAEL 64 100 640 45
1,11 13
NOAEL 600 1000 600 NOAEL 600 100 6000 10
(2
NOAEL 3 100 30 NOAEL 3 100 30 1
) AGD
90
LOAEL 8 3000 27 LOAEL 8 300 27 10
2 90
LOAEL 135 3000 45 NOAEL 189 100 18.9 4.2
1,1- 2 13
BMDL1o 4.6 100 46 NOAEL 286 100 286 6.2
90
NOAEL 6 1000 6 NOAEL 6 100 60 10

133



VSD10®
VSD10° 0.02 0.2 10
x10
2
LOAEL 1.4 10000 0.14 NOAEL 1 100 10 71
135-144 VSD10°
VSD10® 0.0875 0.875 10
x10
2
NOAEL 77 1000 7.7 NOAEL 77 100 77 10
GD15-PND21
LOAEL 25 500 5 LOAEL 25 500 5 1
2
NOAEL 20 100 200 NOAEL 20 100 200 1
F1
13
NOAEL 11.3 1000 11.3 NOAEL 11.3 100 113 10
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MX  3- -

4- -5
-5 104 VSD105 0.055 \X/lsomo 0.55 10
-2(5H)-
103 %0
NOAEL 179 1000 179 aLT NOAEL 150 100 1500 8.4
14
BMDL 0.11 10 oy BMDL 011 10 10 1
% ' (PMTDI) % '
- -5
VSD10 0.0036 \X/lsomo 0.036 10
NDMA
104
LOAEL 7 1000 7 LOAEL 7 1000 7 1
-5
40 VSD105 0.0033 \X/lsomo 0.033 10
12,3 13
“ NOAEL 7.7 1000 7.7 NOAEL 7.7 100 77 10
30
NTA 2 NOAEL 10 1000 10 LOAEL 140 1000 140 14
saRfD  TDI VSD

* %

ng/kg/day
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saRfD
(ng/kg/day) (mg/L) (mg/L) ( (mg/L) (
) )
1,2- 16 0.004 0.04 10 0.02 5
1490 0.4 40 100 10 25
-t- MTBE 640 0.02* 20 1000 6 300
11,1- 6000 0.3* 200 667 60 200
(2- ) 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
60 0.02 2.0 100 0.6 30
0.2 0.0005 0.005 10 0.002 4
10 0.0004 0.3 750 0.1 250
0.875 0.002 0.02 10 0.009 4.5
77 0.02 2.0 100 0.8 40
- 5 0.01 0.1 10 0.05 5
200 0.5 5.0 10 2 4
113 0.06 3.0 50 1 17
1500 0.4 40 100 150 38
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MX 3 -4 -5

0.55 0.001 0.01 10 0.006 6
2(5H)-
10 0.025 03 12 0.1 4
- NDMA 0.036 0.0001 0.0009 9 0.0004 4
7 0.02 02 10 0.07 4
0.033 0.0001 0.0008 8 0.0003 3
123 77 0.02 2 100 0.8 40
NTA 140 0.2 4 20 1 5
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28 30 3

LC/IMSMS
DNPH

/10 0.008 mg/L

LC/IMSMS

LC/IMSMS

0.001 mg/L

3. GC/MS LC/MS

LC/UV

15

23

/10
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4. GC/IMS

5. GC/MS

143 16 84
16 259 GC/MS
153 59% 17
170 66%
LC/IMSIMS 204 79%

GC-MS 173 2
1 176 GC-MS

23

GC
GC-MS
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GC/MS

3 -2-

MBTH 4

—3— —5— 124

AHMT O-(4 -2-
) CEBHA
24-
DNPH
GC
1 LC
uv MS
95 1
1
19 - - 24
] GCIMS 2 DNPH
LC
PFBOA
2 uv
MSMS 2
24
3), 4)
GCIMS
15
GCIMS
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BrOs
1)
18 —
2
1/10
0.001 mg/L
1 mol/L
(LCIMS)
(LCIMSMY)
24)-30)
LC/MS
LC/MSMS

23

3.GC/MS LC/MS

70,000 100,000

51

GC/MS

GCIMS
LCIMSMS

GC/MS

LC/MSMS



70,000 100,000

51

2015

GC-MS

GC-MS

2004 Kadokami 2005

GC-MS
GC-MS

144

. GC/MS

GC-MS

173
176

GC-MS

1
GC-MS

GC-MS

GC

GC-MS



1998
GC-MS

176

GC

1995

24

3,4

IARC

%)

008 mg/L

48 pgm?

100 u L 10mL

10mglL

DNPH
2 -DNPH

100 mg/L
HPLC

DNPH

Milli-QAdvantageA10

20 v 1% wiv
DNPH
029
01 wiv DNPH

145

1000

50%
100 mL

LC



LC ODS

-DNPH
-DNPH
uv MSMS 2
LC/MSMS
SIM U.S EPA 10
SRM
uv DNPH
PDA SPD-M20A
200 -DNPH
800nm
-DNPH
MSMS SIM SRM
ES
SIM
SRM
15
DNPH
0.08 mg/L
1720 0.008 mg/L
5
DNPH pH
9
DNPH

DNPH LC
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uv
MSMS SIM SRM

5 0005 001

0.1 mglL
008 0.008 mg/L

002 005

=3 5

RSD

31)

IARC

2B
2)

WHO

001 mglL )

WHO
10%

001 mg/L 1>

LCMSMS
2000 mg/L
Milli-Q Advantage A10
LC/MSMS
SRM
ES
LC
200 mM
10.5%
LCMSMS
ClGs NOs
Br- cl
3)42'
LC

Acdam Trinity P1 (3.0x 1200 mm, 3um,



Thermo Scientific) Rgpak J350 2D (2.0x 150 n=3 5
mm 5puym Shodex) 2

3.GCIMS LCMS

120
143 16
23 84
16 259
GC/IMS
GC/MS
001 mgL
1/10 0001 mglL LCMSMS
5
LCIMSMS
5
LC/MSMS GC/MS
GC-MS
173 2
RSD 1 176
6 00005 0001 0002 0.005 176 60 40
0.001 0.02 mglL 56 1
LCIMSMS 28

148



10mg
10mL
1000mg/L 10 1
100 L
10mL
10mg/L A
A 100 pL
900 uL
B 1 mglL
B 100 puL
900 uL.
C 0.1mg/L
B C
3 100 pg/mL
3
100 uL 10mL
3 1
mg/L 3
IS
‘dlo 9‘
'd12
5 5 2
IS
GC

DB-5MS 30 m x 025 mm id. 025 pum
Agilent Tchnologies
MS

Scan m'z 40 500

GC-MS 29

5 6 GC-MS
GC-MS MSQ1050 2
A B QP-2010
Pus 2 C D Agilet
Technologies 5975 E 5977
F 1
A B C 3
30 001 mgL 5mglL
9
2 GC-MS
3
5
IS
1mglL
01 mg/lL
IS
5 6 GC-MS
. GC/MS
176
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GC-MS

2011
GC/MS

GC

24
LogPow
085 482 03 818,000 mgL

33
GC/MS
NAGINATA
18
24-
26
26-

24
26

5 mg

RESTEK

GC-MS

6890/5973N

150

50mL
100 mg/L
Cugom Internd Standard
8 4- -d; 14
-ts -Gs
'dlo
O -0
100 mg/L
1mglL
1mglL
GC
GC-MS  Agilet
2 GCMS
2017 1
2004



GC-MS

NAGINATAZ2

GC-MS

GC-MS

NAGINATA

Injo

Inj20, 40,
60, 80, 100, 120, 140, 160, 180, 200, 220, 240,
260 260

14
GC

50cm

GC-MS

151

LC/UV
360 nm
-DNPH
LCMSMS SIM SRM
ES
ES
SM
SRM nvz
-DNPH 209
-DNPH 223
SRM
m'z -DNPH
151 119 163
-DNPH 163 151 122
2
2
-DNPH
1 uv
MSMS
-DNPH
7 9
MSMS
SM SRM uv
b oL
LC/IMSMS DNPH



LC/MSMS
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
20
100 mg/lL
DNPH
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USEPA Method 554 DNPH

HPLC
10)
DNPH
1 10 mL
0puL
2
DNPH
4 1
1
3
0.005
mg/L
DNPH
DNPH
DNPH
JS 9 DNPH
0.08 mg/L
110
DNPH
DNPH
13



-DNPH

4
-DNPH
24 100 88
72 80 76
3
13 LC/IUV LC
Inerts| ODS-3
ODS
11
1 B
DNPH
uv
360 nm 4 365 nm
5 LC/MSMS SM 12
LC/MSMS SRM LC
Shim-Pack FC-ODS
InertSustain C18
ODS 1
11
1 B 0.5mMm
01

ES

r? LCUV
099
r2
15 19)
r 0.99
rZ 098
LCIUV
LCMSMS SM r2 0986
LCMSMS SRM
r2 0943
LCIUV LC/UV
LC/UV
84 115%
4 LCMSMS SM
SRM
0.005 mg/L
-35 131%
5 6 0.005 mg/L
0),21)

80 120%



0.1 mglL

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

10 n

01

28%

13
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-DNPH
-DNPH
0,008 mg/L N
1/10
-DNPH
DNPH
-DNPH
13
-DNPH
-DNPH
1/10
LCUV  LCMSMS  SIM
LCMSMS SRM
3 4
5
2)
70 120%

10



LCUV 78

LCMSMS SIM

76 104% LC/MSMS SRM
116% 73 11%

111% 74
8 109%
83

112%

LCUvV  LCMSMS SM
LCMSMS SRM

13 14

2

V1o 1

<15% 17100 110 <25%

0.08 mg/L

LCUV 0.23
21% 024 32% LC/MSMS SIM
067 33% 067 47%
LCMSMS SRM 11% 0.24
14%

0.99

<15%
0,008 mg/L
LCUV 084 93%
088 65% LC/MSMS SIM 15 47%
12 12% LCMSMS SRM
15 12% 13 2%
008 mg/L
<25%
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1710 1 <20% 1100 110
<30%
QA 2
008 mglL
LC/UV 41% 5.6%
LCMSMS  SIM 6.9% 5.6%
LCMSMS SRM 5.3% 8.3%
<20
0,008 mg/L
LC/UV 8.3%
11% LCMSMS SM~ 7.3% 8.2%
LCMSMS SRM 9.0% 13%
008 mglL
<30%



LCMSMS
mz 127 129 2
2
BrOs
Br &gy
2
mz127
mzi1 95 m/z129
mz113 97
4
90% 200 mM
10.5% 10%
04 mL/min
LC
Acdam Trinity P1
6
10 200mM
/0.5% 95%
5% 9
6 LC
Repek 350 2D
Repak 1350 2D Acdam
Trinity P1
200 mM

10.5%
50%

LC/MSMS 16

LC/MSMS
23
LCOMSMS 17
H R
@] 20 200 mM
10.5%
U Acdam Trinity P1

RSpak J3502D  Shodex
RSpak 13502D  Acdam Trinity P1

U Acdam HAA

25mM R
25 mM
SYPRON

150mM

AX-1

10

O 50mM

XBridge BEH Amide

XBridgeBEHAMmide  HILIC

ES



0.001 mg/L
A%
r2
15 19 r
0.99 rr 098 RSD% 19
0.0005 mg/L 23
r? 0.98 19 RSD 1
GHIT 4
00005 002 mglL 40 0.0005 mg/L 6 10%
RSD 21%
0.02 mg/L 0.0005
00lmgL 20 2. 2)
15%
20%
M S
T 20
72
120% 18
20), 21) 5
+ 20% 20
+ 15% 110 0.001 mg/L
N
8 120% 10
SRM
H T 2
0.0005 mg/L 110
% 7%
2 23 19
00005 0005mglL 10
0.0005 mg/L A J @) P
0% W 5
0.001 mg/L
2
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0.001 mg/L

10%
23
2)
7
710 1 <20% 1/100
2) <30%
70 120%
0.01 mglL
76 118% 0.001 mg/LL 73
116%
RA P
5
21
2)
1710 1 0.01 mg/L
<15% 1/100 1/10 <25% 9.0%
<20
0.01 mglL 0.001 mg/L
046 14% 10%
<15% 0.01 mg/L
0.001 mg/L <30%
16 14% 0.01 mg/L
<25%
18
— 3. GC/MS LC/MS
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3

21
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84 16
2 2
27
259
GCIMS 153
5%
17 170 66%
LCMSMS
204 7%
GC/NS
mz
126
mz
1 2 m'z
mz
mz

31

159

9 RSD

482 512

2010Plus

1mglL

GC-MS
2mglL
5mglL

2 5mgl 2

R&D 1
1
IS
6
C QP
1 mg/lL
5 mg/L
1



GC
50 cm
C QP-2010Pus
70 120 80 120%
2
50 200
120% 142%
R? 146%
194%
. GC/NS 1995
GC-MS
2011
Inj0
100% 20
37
160 Inj160 121% 9% 132%
80 120%
Inj160
Inj260 50 60%
GC

Injo

160



38
Inj200 ART 1
Inj220
Inj260 ART 491
ART 1
10 13
IO Inj260
INjO  Inj100
Inj180
12
Inj260

ART

13

GC-MS

7
160  Inj160
80 120%
Inj260 50%
INj160
GC
20
110%
Inj220 ART

InNj240

INj160
GC
45% 135%
80 120%
%0
39
40
24
24-
1



26

15

2011

26-
17

26

80%

14 17
Inj220
14 Inj240
Inj260
16
1
DNPH
LCIMSMS
1%
mL  0.1%DNPH
20
GC-MS
SRM
-DNPH
Inj160 0.008 mglL
15
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24

Inj260

Inj180

LCUV

10mL
0 plL
20% 0.2
05mL

uv MSMS SM

/10



uv MSMS

SIM SRM
LCMSMS
23
73 118%
70 120%
043 14%
10%
001 mglL
9.1% 000LmgL  10%
1/10 <30%
<20%
1/10
6 2
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3.GCIMS LCMS
143
16
84
16 259
GC/IMS 153
5%
17 170 66%
LC/MSMS
204 0
GC/MS
GC-MS
GC-MS



.GCIMS 3)

GC/MS
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LC/UV

157; -DNPH
104 -DNPH
5
Oj““\““\““\““\ [ [ T T
65 70 75 80 85 90 95 100 min
LC/MS/MS SRM
] -DNPH -DNPH
15000 /N
z [\
10000*; “3’5" \\
5000-] ///
6.75 7.00 7‘25 ‘ ‘7.‘50‘ 7‘75 8.00 7825‘ Y ‘8.‘50‘ a ‘8‘75‘ ‘ ‘79‘00 9.;:‘7 ‘ ‘9‘50‘ 9‘75‘ a ]‘.O.‘O(‘) ‘7‘ 2‘10‘25H ‘;\
1LC/UV LC/IMSMS SRM -DNPH
10 mL
_ v
1% 50 yL
- \4
15 min
_ \Y4
pH pH3 20% 0.2 mL
v
. A4
0.1%DNPH 0.5mL
v
20 min
) \V4
LC/UV or LC/IMS(/MS)
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(%)

(%)

140

120

140

140

| 0.08mg L-* 0.008 mg L-!

3LC/UV

120

140

| 0.08mg L-* M 0.008 mg L-!

+ SD.

| 0.08mg L-* W 0.008 mg L-!

4LC/IMSMS SIM
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| 0.08mg L-* W 0.008 mg L-!

+ 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)

176

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
>
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3 13
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 pL
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 21 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 3.95 min
LC/MS/ LC - -
MS Prominence UFLC 1200 - - LC800
A 01 -0.5mMm - -
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
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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
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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 L - 50 uL 50 uL 100 L
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 - 5um 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 L 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
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2.0 mm

2.0 mm

2.0mm 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/IMS
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
SIM 209 - - - -
(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 I J K M N (o]

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

0.005 103 87 100 103 108 84 103 101 105 m 102 99 m

0.01 102 98 101 102 101 107 104 105 106 99 103 101 m

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/MSMS SIM

(%)

(mg L% B E F K o
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 95 101 114 108 111 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 15 034 075 038 065 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 2.3 27

0.02 20 0.81 11 2.8 13 37 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 0.73 6.7

0.1 037 077 18 4.3 0.17 5.0 009 072 073 034 056 0.16 3.6
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8LC/MSMS SIM

RSD (%)

(mg LY B E F K (0]

0.005 20 18 8.6 26 7.8

0.01 0.23 3.1 74 13 6.3

0.02 0.61 16 3.0 9.5 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 94 16 3.8

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 2.6

9LC/IMSIMS SRM
RSD (%)

(mg L) A B E F G H J K N
0005 16 3.6 2.3 35 9.3 7.2 28 3.1 36 6.0 6.6 13
0.01 13 12 2.8 3.1 2.2 17 27 2.0 14 2.2 36 11
0.02 3.1 17 55 31 069 092 50 15 1.0 3.1 29 6.9
0.05 3.2 2.9 15 33 045 12 15 11 0.9 22 065 30
0.1 18 1.9 2.2 47 15 12 18 1.0 14 2.3 29 2.7
0005 41 012 41 3.2 9.3 2.7 12 1.9 14 41 8.1 12
0.01 2.8 16 2.0 6.6 2.1 16 17 062 13 17 40 6.1
0.02 2.0 18 6.1 73 071 12 48 037 04 25 086 30
005 018 17 20 6.2 16 08 13 062 063 10 1.2 3.6
0.1 037 12 11 8.7 11 082 18 092 19 11 16 2.0
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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
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1 LC/IMSMS 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/UV RSD, RSDr

RSD; (%) RSDgr

(mgL? A B C D E F H I J K M N o )

0.08 0.23 15 11 1.0 088 0.27 21 20 20 032 038 026 026 41

0.008 2.6 3.2 18 3.8 13 1.0 0.84 9.3 15 17 6.5 4.5 12 8.3

0.08 0.24 11 11 15 095 0.29 17 3.2 2.6 049 054 032 050 5.6

0.008 3.6 4.6 54 39 0.89 14 0.88 5.8 0.99 38 6.5 50 19 1

14LC/MSMS SIM RSD, RSDr

RSD; (%) RSDr

(mg LY B E F K o %)

0.08 0.67 33 14 16 23 6.9

0.008 15 2.1 21 16 4.7 7.3

0.08 0.67 4.7 3.8 15 2.2 5.6

0.008 12 2.0 21 12 51 8.2

15LC/IMSMS SRM RSD; RSDr

RSD: (%) RSDr

(mg LY A B E F G H [ J K L N o %)

0.08 0.99 11 3.2 1.9 14 17 11 6.5 12 14 2.6 54 53

0.008 4.4 15 3.0 20 15 25 12 15 38 2.7 59 58 9.0

0.08 0.24 15 3.9 21 19 0.72 11 14 0.75 24 13 21 8.3

0.008 3.6 2.2 14 2.3 4.4 13 22 16 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 J3502D 2.0x150 mm 5 um Shodex
3501
401
A 200 mM 10.5%
B

B: 90% (0-10 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?

0.3 mL min?

10-30 uL

MSMS ES

(m/i2)* 127>111, 127>95, 129>113, 129>97

>
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17

LC/IMSMS V4
A B Cc D E F
2016/6/23 2016/4/28 2016/6/20 2016/6/23 2016/6/24 2016/6/20
Waters Agilent
L Prominence UFLC Acquity UPLC 1260 NASCA2 NexeraxXR 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 2.1 mm 2.0mm 20mm
3 um 3 um 5um 3 um 5um S 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% 13-21 min) - 85% 26-32 13-21min -85% 26-32
20-25 min 22.5-27 min min 22.5-27 min min) min
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 uL 30 uL 10 uL 10 L 10 uL 20 uL
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 Waeters
L NexeraxX2 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 Rspak 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 S um 3um 3um
200mM 150 mM 200mM 200mM 200mM 200 mM
A /0.5% /0.38% /0.5% /0.5% /0.5% /0.5%
B
B 95% 0-125min -5% B 95% 0125min -5% B 9% 0125min -5% B 85% 09min -50% B 90% 0-7 min —5% B 90% 0-10 min —5%
LC 13-22min - 95% 13-22min - 95% 13-22min - 95% 13-21min -85% 26-32 7.01-12 min —95% 10.5-19.5 min —90%
22,527 min 22527 min 22527 min min 12.01-17 min 20-25 min
0.3mL/min 0.2 mL/min 0.3 mL/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 uL 10 uL 50 pL
Weters AB SCIEX Waters
MS/MS
LCMS-8050 Quattro micro API API3200QTRAP Xevo TQMS LCMS-8050 LCMS-8040
ES () ESI() ESI() ES () ESI() ESI()
MS/MS
(m/z) 127>111 127>111 129>113 129>113 127>111 127>111
(m/2) 127>95 - 12997 127>111 - 129>113
6.7min 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
L 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 1350 2D SYPRON AX-1
© 150 mm 150 mm 100 mm 50 mm 150 mm 100 mm
2.0mm 2.0mm 2.1 mm 3.0mm 20mm 21mm
5um 5um 25um 3 um 5 um S um
200 mM 200 mM 50 mM 200mM 200mM 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 -50% B 85% 09min -50% B 40%
LC 13-21 min —»85% 26-32 13-21 min —»75% 26-32 2.0-8.5min —90% 11-25min  -95% 25-30 13-21min -85% 26-32
min min 8.6-11 min min min
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 L 50 pL 20 uL 10 uL 2uL 10 uL
Waters Waters Waters Waters Agilent AB SCIEX
MS/MS
Xevo TQ Xevo TQD Xevo TQD TQS-micro G6470A API4000QTrap
ESI (-) ESI (-) ESI (-) ESI (-) ESI (-) ESI (-)
MS/MS
(m/z) 127>111 127>111 129>113 127>11 127>111 129>113
(m/z) 129>113 129>113 127>111 127>95 120>113 -
5.7 min 6.58 min 2.70 min 38min 6.34min 3.0min
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17 LC/MSMS 4/4

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
L 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 S um 3 um 3 um
200mM 200mM 200mM 200mM 200mM
A /0.5% /0.5% /0.5% /0.5% /0.5%
B
B 95% 0125min - B 90% 0-10min -5% B 60% 09min -50 B 9% 045mn - B 97% 0125min -
LC 5% 13-22min  -9%% 105195min - 90% 13-21min - 60% 5% 595mn -9% 5% 13-22min - 97%
22,527 min 20-25min 25-40 min 10-16 min 22527 min
0.3 mL/min 0.3 mL/min 0.15 mL/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 15l 3uL 10 uL
AB SCIEX Waters Waters Thermo Scientific Thermo Scientific
MSIMS API3000 Xevo TQ-S Xevo TQ TSQ Endura TSQ Quantum Ultra
MSIMS ES () ES () ES () ES () ESI()
(m/z) 127>11 129>113 127>11 127>11 129>113
(m/2) - 1275111 127>95 1295113 127>111
6.53min 6.27 min 7.09min 3.00min 7.75min
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(%)

(mg LY A D 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 94 97 88 9 100 109 89 101 104 99 104 85 %) % 101 11
0.002 99 101 97 97 100 100 102 106 102 93 100 92 100 101 a1 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

001 100 101 102 100 93 103 99 99 100 112 104 103 101 100 104 99 100 94 100 101 101 101 95
0.02 100 100 100 100 100 99 - - - 98 99 99 - 100 99 100 100 101 100 - 100 100 101
19 RSD

RSD (%)

(mgL? A C 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 82 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 5.1 27 22 95 n 30 25 09 41 9.8 u 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 00026
2 00024 00020 00013 00011 00009 00012 00029 00010 00017 00043 00009 00011 00016 00013 00017 00021 00012 00010 00019 00013 00012 00011 0.0026
3 00023 00020 00013 00011 00010 00013 00028 00010 00017 00044 00009 00010 00014 00013 00017 00022 00012 00010 00016 00013 00014 00011 0.0025
000t 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 0.0027
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 N.D. 00002 00018 ND. 00007 0003 ND. ND. 00004 00001 00010 00014 00003 00001 00006 00003 00003 00002 00016
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 ND. 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 ND. 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 ND. 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 20 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 86 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
28 125306-83-4 C16H22N403S 350.44 0.008 o
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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 C9H8CI3NO2S 300.59 0.3
36 1071-83-6 C3H8NOS5P 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
a4 DCMU 330-54-1 C9H10CI2N20 2331 0.02
45 DBN 1194-65-6 C7H3CI2N 172,01 0.01
46 DDVP 62-73-7 C4H7CI204P 220.98 0.008
47 2764-72-9 CI12H12N2 184.24 0.005
48 298-04-4 C8H1902PS3 274.39 0.004
50 0.005
51 97886-45-8 C15H16FSNO2S2 401.41 0.009
53 CAT 122-34-9 C7H12CIN5 201.66 0.003
54 22936-75-0 C11H2INSS 255.38 0.02
55 60-51-5 C5H12NO3PS2 229.25 0.05
56 1014-70-6 C8H15N5S 2133 0.03
57 0.003
58 333-41-5 C12H21IN203PS 304.35 0.005
59 42609-52-9 C17H20N20 268.36 0.8
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62 137-26-8 C6H12N2HA 240.42 0.02
63 59669-26-0 C10H18N404S3 354.46 0.08
64 23564-05-8 C12H14N404S2 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 25744 0.03
69 41814-78-2 CI9H7N3S 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
e 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 C12HACI2FEN40S | 437.15 | 0.0005
81 MEP 122-14-5 C9HI12NO5PS 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
90 69327-76-0 C16H23N30S 305.44 0.02
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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
96 23950-58-5 C12H11CI2NO 256.13 0.05
97 27605-76-1 C10HONO3S 223.25 0.05
98 74712-19-9 C15H22BrNO 312.25 0.1
9 17804-35-2 C14H18N403 290.32 0.02 MBC
100 66063-05-6 C19H21CIN20 328.84 0.1
103 25057-89-0 C10H12N203S 240.28 0.2
104 40487-42-1 C13H19N304 28131 0.3
105 82560-54-1 C20H30N205S 410.53 0.04
106 1861-40-1 C13H16F3N304 335.29 0.01
109 121-75-5 C10H1906PS2 330.35 0.05
110 MCPP 7085-19-0 C10H11CIO3 214.65 0.005
11 16752-77-5 C5H10N202S 162.21 0.03
113 57837-19-1 C15H21NO4 279.34 0.06
114 DMTP 950-37-8 C6H11N204PS3 302.32 0.004
115 42609-73-4 C17H20N20 268.36 0.03
118 73250-68-7 C16H14N202S 298.36 0.02
119 55814-41-0 C17HI9NO2 269.35 0.1
120 2212-67-1 COH17NOS 187.3 0.005
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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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# 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 24-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
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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 201.77 0.02
94361-06-5

35 121552-61-2 C14H15N3 225.29 0.07
36 52315-07-8 C22H19CI2NO3 416.31 0.1
37 149508-90-7 C14H20FN30Si 29341 0.02
38 2274-67-1 C10H10CI304P 331.52 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 447.92 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 293.8 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 419.91 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 350.48 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 343.21 0.1
80 3773-49-7 CI12H22N4SA 350.58 -
81 10265-92-6 C2H8NO2PS 141.13 0.002

208




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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# 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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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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28GC-MS

CASNo.

4 EPN 2104-64-5 CuHNOPS 32331
EPN 2012-00-2 CuH1NOsP 307.24
7 30560-19-1 CiHiNOPS 18316
8 1912-24-9 CeH1CINs 21569
9 64249-01-0 CiH1CINOPS, | 367.85
10 33089-61-1 CioHzNs 29342
51550-40-4 CiHuN, 19869
1 15972-60-8 CuHxCINO, 269.77
12 18854-01-8 CiH1NOPS 31331
32306-29-9 CiaH1sNOsP 297.24

13 25311-71-1 CisHNOPS 54
31120851 CisHz2NOsP 32933
14 (MIPC) 2631-40-5 CuH1NO, 19325
15 (IPT) 50512-35-1 CrH1:0:S 290.39
16 (1BP) 26087-47-8 CiH20PS 28334
18 1 133220301 CoH1/ClOs 3081
18 2 133220301 CaH1/ClO; 34081
19 85785-20-2 C15H23NOS 265.42
20 (EDDP) 17109498 CuHs0PS 31037

21 80844-07-1 CosHz0s 3765
2 ( 2593-15-9 CsHsClaN,OS 24753
23 o (o- 959-98-8 CoHeCldO:S 406.92
23 B- (i 33213-65-9 CoHeCldO:S 406.92

(
23 1031-07-8 CoHeClsO:S 4229
)

24 153197-14-9 CaH1sClLNO, 37628

%6 248593-16-0 CasHaN:Os 3914

(62)- - CisHzNsOs 3914

27 95465-99-9 CiHzPS0O, 2704
28 125306-83-4 CieH2NOsS 35044
0 (NAC) 63-25-2 CrHuNO, 20123
2 1563-66-2 CroH1sNO; 22126
3 (ACN) 2797-51-5 CiHeCINO, 20761
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% 133-06-2 CoHeCl:NO,S 30059
<] 99485-76-4 CiHiCINO 3028
'] 84496-56-0 CieH1CINO; 2421
) (CNP) 1836-77-7 CiHACINO; 31855
CNP- 26306-61-6 CiHCINO 28856
%o 2921-882 CHuCINOPS | 35059
5508-15-2 CHyCINOP 3452
4 (TPN) 1897-45-6 CoClN, 26591
V) 21725462 CoH1CING 2407
3 (CYAP) 2636-262 CoH1NOsPS 24322
45 (DBN) 1194656 CHALCIN 17201
%6 (DDVP) 62-73-7 CH/CLOP 22098
48 298044 CHiOPS: 27439
51 97886-45-8 CisHiFNO:S, 40141
52 122008-859 CaHFNO, 357.38
53 (CAT) 122-349 CrHCINs 20166
54 22936-75-0 CuHzNsS 25538
55 60-51-5 CHNOPS, 22025
56 1014-706 CaHz=NsS 2133
57 61432-55-1 CisHaNOS 26340
58 333-41-5 CiHaNOPS 30435
962-58-3 CiHaNOP 28828
65 28249-77-6 CiHCINOS 25778
66 (MBPMC) 1918-11-2 CiHzNO, 27741
67 55335-06-3 CH,CINO; 25647
68 (DEP) 50-68-6 CHCl:0P 257.44
69 41814782 CHNGS 18924
70 1582-09-8 CiaHieFNO, 33529
71 15299-99-7 CiHxNO, 27136
73 24151-93-7 CuHzNOPS, 35348
v 71561-11-0 CaH1eCIN,Os 40327
77 119120 CuHNOPS 34034
78 88678-67-5 CisHzN0,S 33045
7 57369-32-1 CuHuNO 17322
80 120068-37-3 CHCLFNOS | 437.15
81 (MEP) 122145 CoH1NOsPS 277123
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2256-17-6 CoHNOP 261.17
2 (BPMC) 3766-81-2 CHNO, 207.27
& E)- 89269-64-7 CasHigNs 2543
a3 743 89269-64-7 CasHiaN, 2543
& (MPP) 55389 CiHis0PS, 27832
MPP 3761-41-9 CiH0PS 204.33
MPP 3761-42-0 CiH0:PS 31033
MPP 6552-12-1 CiH=0PS 26226
MPP 6552-13-2 CiH0PS 27826
MPP 14086-35-2 CioHis0PS 294.26
8 (PAP) 2597-03-7 CuHiOPS 32036
87 27355-22-2 CsHoCl.O, 27192
8 23184669 CiHACINO, 311.86
89 36335-67-8 CiHaNOPS 3236
56362-05-1 CiHaNOP 31629
0 69327-76-0 CiHzN:-0S 30544
a1 79622-59-6 CiaHClFNO, 4651
2 51218-49-6 CiHxCINO, 311.86
B 32809168 CyHuCING, 284.14
M 34643-46-4 CuHClLOPS, 34524
38527-91-2 CuHClL,OPS 32018
%5 60207-90-1 CisHiCIN:O, 23
% 23950585 CHuCINO 256.13
97 27605-76-1 CiHNO:S 22325
%8 74712199 CisHBrNO 31225
100 66063-05-6 CiHxCIN,O 884
108 25057-89-0 CiHN,05S 24028
104 40487-42-1 CaHiN:O, 28131
106 1861-40-1 CaaHaFN:O, 33529
107 68505-69-1 CiHiOsS 256.32
108 1 98836-44-3 CoH1NOPS, 28334
108 2 98836-44-3 CoH1sNOPS, 28334
109 121-755 CiHhdOPS, 33035
1634-78-2 CiH1OPS 314.29
13 57837-19-1 CisH2NO, 27934
14 (DMTP) 950-37-8 CeHuNLOPS: 30232
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115 42609734 CiHaNO 26836
116 133408-50-1 CigHisN-0; 28432
117 21087-64-9 CeHuNOS 21429
118 73250687 CieHuNO,S 29836
119 55814-41-0 CiH1NO, 26935
120 2212-67-1 CHNOS 1873

1 135410-20-7 CiHuCIN, 2267
5 107534-96-3 CieHzCIN-O 307.82
7 298-00:0 CaH1NOsPS 26321
8 10004-44-1 CiHsNO, 99.09

9 77458-01-6 CuHsCINOPS | 3608

10 106917-52-6 CiHCLFNO,S | 41517
1 314-40-9 CoH1Z0NBr 26112
12 110056-75-7 CiHCIFNO, 35378
13 2310-17-0 CHiCINOPS, | 36781
14 108-62-3 CeH1O, 17621
16 51218-45-2 CisHzCINO, 2838

4 MCPB 10443706 CiHCIOs 256.73
8 834-12-8 CoHNsS 27133
1 83657-17-4 CisH1CIN-O 29178
13 79540-50-4 CaeH1=ClINO; 34021
18 76578-14-8 CiHCINO, 37281
21 (TCTP) 1861-32-1 CiHeClOs 33197
2 5508-13-0 CH/CINOPS | 3253
24 (ECP) 97-17-6 CioH=ClLOPS 31515
2% 62865-36-5 CuHaClNO 2551

p::] 115-32-2 CuHoClsO 37049
31 119446-68-3 CisH/ClNOs 406.26
) 68359-37-5 CoH1=ClFNO; 4343

< M361-065 CisHisCINO 20177
<] 121552-61-2 CiHisNs 22529
*» 52315-07-8 CoH1eClINO; 41631
37 149508-90-7 CuHxFNOS 29341
] (E)- 71363525 CiH1ClOP 33152
] @- 67628-93-7 CiH1ClOP 33152
) 105024-66-6 CoHxFO,S 40859
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20 87818-31-3 CiHzO> 27441
3 111988-49-9 CiHCIN,S 25272
Y 153719-23-4 CeHiCINGOSS 201.71
¥'3 31895-21-3 CHuNS, 181.33
6 130000-40-7 CiHeBroFeN.Oxs | 52806
48 (CVMP) 22248799 CiHoCl.OP 36597
49 112281-77-3 CiHuCLFNO | 3721

52 68694-11-1 CisH1sCIFNO 4575
53 129558765 CaHzCINO, 38387
56 76738620 CiHxCINO 2938

61 (E)- 136191-64-5 CiH1oNsOs 361.36
61 @- 136191-64-5 CiH1oNoOs 36136
62 29230-93-7 CuHaNOPS 30533
63 [ 121-21-1 CaHz0s 30846
63 I 121-29-9 CoHzOs 37245
63 | 25400-06-6 CaHzOs 31643
63 I 121-202 CaHzOs 36044
63 [ 4466-14-2 CaHaOs 33046
63 I 1172-63.0 CoHaOs 37447
64 115852-48-7 CisH1CIN,0, 3202
65 1 51630-58-1 CasHzCINO; 41991
65 2 51630-58-1 CasHzCINO; 41991
67 123572-88-3 CiHaCINO, 33381
69 (DCPA) 709-98-8 CaH4CINO 21808
70 7292162 CiHAOPS 30434
71 (BPPS 2312358 CiHx0:S 35048
73 (PHC) 114261 CuHNO; 20025
74 7287-196 CioH1NsS 24136
' ds 61949-76-6 CaHxCl,0s 391.29
7 trans- 61949-77-7 CaHxCl0s 391.29
77 22781-23-3 CuHNO, 22323
7 188425856 CisHCIN,0 34321
81 10265-92-6 CHNOPS 14113
&3 6923-22-4 CHuNOP 22317
1 131860-33-8 CoHiNOs 4034

2 36734197 CiaH1ClNOs 33017
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63637-89-8 CysH1sClNAOs 33017
2675-77-6 CeHeCl,0, 207.06
96491-05-3 CisHisCINO,S 32384
57018-04-9 CoHuCl,0:PS 30113
97483-08-4 CoHuCl,OP 28506
42576-02-3 C1HsCINOs 214
95737-68-1 CaoHioNO; 2133
66332-96-5 CrHiFNO, 3332
(AP) 741-58-2 CuH2NOPS; 39751
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29GC-MS

GC DB-5MS (30 m x 0.25 mm i.d, 0.25 pm)

50°C (1 min) - 20 °C/min - 200 °C (0 min) - 5 °C/min - 300 °C (1 min)

40 cm/'s or 25mm 1.2mL/min

250°C

1min
2uL
MS Scan m/z40 500
280°C
250°C
30
(nL)
3
A B C
s (20 mg/L) (A mglL) (0.1 mg/L)
(Imgl)

STDO 0 - - - 100 900
STD1 0.01 - - 100 100 800
STD2 0.02 - - 200 100 700
STD3 0.05 - - 500 100 400
STD4 01 - 100 - 100 800
STD5 0.2 - 200 - 100 700
STD6 05 - 500 - 100 400
STD7 100 - - 100 800
STD8 200 - - 100 700
STD9 5 500 - - 100 400
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31

(m/2) (m/2)
EPN 157 169
EPN 141 77
136 Y
200 58
125 226
121 162
162 132
160 188
105 77
105 161
58 121
229 201
(MIPC) 121 136
(IPT) 18 162
(1BP) 91 204
-1 159 174
2 174 159
a1 71
(EDDP) 109 173
163 135
211 183
o 241 239
B- 195 241
272 274
187 274
116 58
(52)- 116 58
159 158
100 72
(NAC) 144 115
164 149
(ACN) 207 172
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(m2) (m2)
79 80
120 118
120 283
(CNP) 317 319
CNP- 108 287
97 197
109 242
(TPN) 266 264
212 68
(CYAP) 109 243
(DBN) 171 173
(DDVP) 109 79
8 89
354 306
256 229
(CAT) 201 68
212 213
87 93
213 170
19 118
137 179
137 273
100 72
(MBPMC) 205 220
210 212
(DEP) 109 79
189 162
264 43
72 128
122 140
105 a1
97 340
165 108
173 130
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(m2) (m2)
367 369
(MEP) 125 109
109 244
(BPMC) 121 150
E)- 239 132
@ 239 132
MPP 278 125
MPP 278 125
MPP 125 310
MPP 262 109
MPP 109 262
MPP 109 215
(PAP) 91 274
243 241
176 160
286 %
244 216
105 57
387 417
162 176
9% 67
13 162
162 97
-1 173 69
2 173 69
173 175
130 103
19 120
125 180
19 198
252 57
292 264
163 121
il 195 97
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(m2) (m2)
2 195 4
127 93
127 99
206 45
(DMTP) 145 85
107 106
191 77
198 4
192 77
19 a1
126 55
56 152
125 70
109 125
) 43
194 139
179 243
207 205
70 285
182 121
89 87
162 238
MCPB 87 115
227 212
P 234 70
179 59
299 372
(TCTP) 301 299
286 125
(ECP) 223 279
254 256
139 141
4l 265 323
2 265 323
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(m2) (m2)
il 163 206
2 163 206
3 163 206
4 163 206
4l 222 139
2 222 139
224 225
-l 163 181
2 163 181
3 163 181
4 163 181
121 73
E)- 295 109
@) 295 109
179 286
105 43
101 126
212 132
71 135
194 166
109 331
336 338
73 43
171 197
236 125
E)- 302 256
@ 302 256
290 276
1 133 123
2 133 161
il 123 81
2 107 93
-l 123 a1
2 107 93
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189 139

-1 125 167

2 125 167

157 159

(DCPA) 161 163
220 140

(BPP-1 135 64
(BPPS)-2 135 107
(PHC) 110 152
241 184

ds 183 163
trans- 183 163
151 126

140 112

A 9%

127 67

344 75

314 56

187 127

191 193

127 288

265 93

249 251

341 75

136 s

173 145

(SAP) 77 141
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32

(001~05mglL) (0.1~20mglL) (L0O~50mglL)
o™ X2 o X o X
-tio 66 99 64 108 103 68
9 70 97 69 103 97 75
-Oho 58 109 69 103 84 88
1 50 200%
21 50% 200%
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3 GC/MS

L ogPow L ogPow
mg/L mo/L
-0.85 818000 353 1
261 34.7 0.51 120000
3.73 19 157 4000
- - 33 38
- - 3.56 176
212 6300 - 29
38 14 347 354
28 51 4.82 0.3
3.05 0.6 234 500
355 0.74 -1 1.68 9850
218 6.2 -2 168 9850
1.26 185 321 970
A GC/IMS
L ogPow L ogPow
mg/L mg/L
24- 2.78 620 431 4.76
2,4- 1.84 1440 218 6.2
2,6- 275 1900 33 38
2,6- 1.84 8240 242 1080
2,6- 2.36 6050 4.73 2.69
3.73 19 201 4300
3.0 540 512 14
38 14 2- 144 7000
4.96 112 40 280
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35 GC-MS

GC DB-5MS (30 m x 0.25 mm i.d, 0.25 pm Film thickness)

50°C (1 min) - 20 °C/min - 200 °C (0 min) - 5 °C/min - 300 °C (1 min)

1.2 mL/min

250°C

1min

2ulL

MS Scan m'z40 500

El  70ev

280°C

250°C

36 GC-MS

GC DB-5MS (30 m x 0.25 mm i.d, 0.25 pm Film thickness)

40 °C (2 min) - 8 °C/min - 310 °C (5 min)

1.2 mL/min

250°C

1min

1uL

MS Scan m'z40 600

El  70ev

280°C

250°C

229




Injo
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100

Inj20

99
100
110
108
104

99
108
105
105
103
106
101
107
103
103
110
103
102
103
103
100
112
121
102
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Inj40
113
103
111
103
101

97
109
104
102
102
107
100
102
127

98
112
119

96
100
109
122
107
112
101

Inj60
113
97
109
97
97
100
100
104
96
104
114
99
93
133
93
108
106
104
91
103
128
106
114
102

Inj80
100
100
108
109
105

86
104

94
103

99
115

97
107

91
102
114
125
112
100
108
107
114
125
102

Inj100
78
102
95
97
103
91
108
99
104
101
105
95
102
89
98
109
109
85
97
100
99
98
103
101

Inj120
115
100
110

95

99
103
101

95
102
103
112
113

96
125
100
105
116

84

97
106
116
106
106
105
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Inj140
108
101
102
100
102

95
93
97
102
95
115
98
101
120
96
108
109
82
97
104
115
110
103
101

Inj160
109
103
104
100
103

94

83

93
100
100
111

99
108
125
101
108
111

91
101
108
102
107
116
104

Inj180
104
104
105
111

97
81
71
79
94
104
112
101
96
116
97
112
113
81
93
83
101
101
119
100

Inj200
116
99
110
106
101
87
68
79
94
106
114
96
94
126
97
111
110
75
94
79
100
101
110
100

%

Inj220
88
95

109
111
101
81
70
75
89
102
110
89
97
108
95
110
111
79
94
71
94
110
109
98

Inj240
95
98

105
109
102
83
64
71
90
95
118
80
96
117
97
105
112
51
92
69
96
103
112
98

Inj260
83
94
97

107
102
82
59
62
86
96
113
72
96
117
96
107
116
50
92
59
87
101
114
100

142
98
124
91
112
91
146
130
82
97
101
116
108
194
97
96
82
113
95
108
110
109
115
110

Inj20
121
103
117
112
120

89
94
93
84
97
104
103
117
132
103
102
%
105
109
86
100
108
119
111



Inj0
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
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Inj20
0.04
-0.01
0.00
0.00
0.00
0.02
0.03
-0.02
0.00
0.02
0.04
0.38
0.02
0.01
0.02
0.02
0.02
0.02
0.01
0.00
-0.37
0.00
0.02
0.00

Inj40
0.41
-0.01
-0.01
-0.38
-0.38
0.01
-0.35
-0.01
-0.01
-0.36
0.03
0.02
0.01
0.00
0.02
0.01
-0.37
0.01
0.00
-0.01
0.00
-0.01
0.02
-0.39

Inj60
0.42
-0.01
-0.38
-0.38
-0.76
0.02
-0.35
-0.01
-0.01
-0.35
0.04
-0.38
-0.36
0.00
0.02
-0.36
-0.36
-0.36
0.00
-0.38
0.00
-0.01
0.02
-0.38

Inj80
041
-0.02
-0.40
-0.39
-0.39
0.38
-0.36
-0.02
-0.01
0.01
0.02
-0.01
0.01
-0.39
0.01
0.01
-0.75
0.01
-0.01
-0.39
-0.01
-0.02
0.38
-0.01

Inj100
0.41
-0.02
-0.39
-0.38
-0.25
0.39
-0.35
-0.01
-0.01
0.02
0.03
-0.38
-0.37
-0.38
0.02
-0.36
-0.75
0.01
0.00
-0.01
-0.38
-0.01
0.39
-0.39

Inj120
0.80
-0.01
-0.39
-0.38
-0.76
0.02
-0.35
-0.38
-0.38
-0.36
0.04
0.00
-0.37
0.00
0.02
0.02
-0.36
0.02
0.00
-0.38
-0.38
-0.39
0.01
-0.38
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Inj140
0.80
-0.01
-0.38
-0.38
-0.76
0.02
-0.73
-0.01
-0.38
0.02
0.03
-0.38
-0.37
0.00
0.02
0.01
-0.74
0.40
-0.38
-0.01
-0.38
-0.39
0.01
-0.38

Inj160
0.80
-0.01
-0.76
-0.38
-0.75
0.02
-0.34
-0.38
-0.38
-0.35
0.04
114
-0.36
-0.37
0.02
-0.36
-0.36
-0.35
-0.37
-0.38
-0.37
-0.38
0.02
-0.37

Inj180
0.41
-0.02
-0.77
-0.77
-1.14
0.01
0.02
-0.39
-0.01
-0.37
0.02
113
-0.37
0.37
0.01
-0.37
-0.38
0.01
-0.39
0.36
-0.39
-0.02
0.01
-0.39

1nj200
0.80
-0.01
-0.38
-0.37
-0.75
0.40
-0.72
-0.38
0.00
0.03
0.04
114
-0.36
0.39
0.03
-0.35
-0.36
0.02
-0.37
0.76
-0.37
0.00
0.02
-0.37

Inj220
0.42
-0.01
-0.38
-0.38
-1.14
0.01
-0.35
-0.38
0.00
0.02
0.03
227
-0.74
0.38
0.02
-0.36
-0.74
0.02
-0.38
0.75
0.00
-0.39
-0.36
-0.38

Inj240
0.80
0.37

-0.76
-0.75
-1.13
0.78
-0.72
-0.38
0.00
0.02
0.04
3.78
-0.74
0.76
0.40
-0.36
-0.74
0.78
-0.38
1.13
-0.37
-0.38
-0.36
-0.38

1nj260
041
0.36
-0.77
-0.76
-1.14
0.39
-0.73
-0.01
-0.01
0.40
0.03
491
-0.74
0.38
0.39
-0.36
-0.75
0.39
-0.38
113
0.38
-0.01
0.01
-0.39

0.68
0.49
-0.16
0.35
0.18
-0.30
-0.71
-0.52
-0.23
0.04
0.91
-0.42
-0.32
0.06
0.17
0.14
-0.07
0.20
0.23
0.07
-0.06
-0.08
-0.06
-0.32

Inj20
0.89
0.28

-0.49
0.09
0.17

-0.25

-0.19

-0.07
0.29

-0.20
1.09
0.75

-0.56
0.67
0.32

-0.23
041

-0.19
0.19
0.66
0.06

-0.34
0.06

-0.10
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24-
24-
2,6-
2,6-
2,6-

InjO
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
100
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Inj20
106
106
107
98
93
102
91
112
91
105
113
107
104
106
106
123
99
105

Inj40
102
100
104

99
102
103

95
108
104
113
107
113
104
112

98
120
107
106

Inj60
100

98
105
100

99
109

91
105
105
119
106
114
107
110
100
124
107
107

Inj80
101

99
107
101

99
116

92
102
103
116
113
110
103
107
104
122
105
104

Inj100 Inj120
109 102
99 104
109 108
98 98
95 101
99 95
82 97
99 94
99 100
103 106
111 115
104 111
104 104
100 102
102 106
110 125
105 104
96 107
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Inj140
106
106
101

96
104
100

94

87
104
112
119
117
108
115
104
122
109
110

Inj160
103
107
108
102
100
100

90

84
101
109
118
112
105
108
111
122
104
110

Inj180
106
96
112
103
99
102
88
65
100
112
117
111
102
100
108
120
97
106

%
Inj200
105
102
105
99
102
105
98
63
101
115
118
111
104
97
106
112
101
104

Inj220
100
91
107
98
101
101
96
55
107
115
113
111
102
109
106
115
97
102

Inj240
101
95
113
98
100
97
94
52
101
116
122
110
105
103
111
115
97
108

INj260
99
77
106

97
100

94

94

45
112
119
114
109
104
114
108
106
100
108

101
102
100
103
109
117
110
135
123

94

88
108
100
121

99

96
101

97

Inj20
106
100
101
102

95
109
104

95
108
104
103
106
102
109
102
102

96
109



24-
24-
2,6-
2,6-
2,6-

Injo
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
0.00
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Inj20
0.00
-0.38
-0.01
0.00
0.00
-0.37
0.38
0.00
-0.01
-0.01
0.00
-0.38
-0.08
0.05
0.00
0.02
0.01
0.00

Inj40
0.01
-0.37
0.01
0.01
0.00
0.01
0.39
-0.37
-0.01
0.00
-0.37
-0.38
-0.07
-0.38
0.00
0.03
-0.36
-0.37

Inj60
0.00
-0.38
0.01
0.00
0.00
-0.37
0.00
-0.38
-0.39
-0.39
-0.37
-0.38
-0.08
0.05
0.00
0.02
-0.37
-0.37

Inj8o
0.01
0.01
0.39
0.01
0.01

-0.36
0.39
0.01

-0.39
0.00
0.01

-0.37

-0.07

-0.37
0.01
0.03

-0.36

-0.37

Inj 100
0.01
0.01
0.02
0.01
0.01
0.01
0.39

-0.37
-0.39
0.00
0.01
-0.75
-0.07
-0.37
0.01
0.03
-0.36
-0.37

INj120
0.00
-0.38
0.01
-0.37
0.00
-0.37
0.00
-0.38
-0.39
-0.39
-0.37
-0.75
-0.08
-0.75
0.00
0.02
-0.37
-0.37
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Inj140
0.00
0.00
0.01
0.00
0.00
-0.75

0.00
-0.38
-0.39
-0.39
-0.38
-0.38
-0.08
-0.76

0.00

0.02
-0.37
-0.37

Inj160
0.01
0.01
0.01
0.01
0.01
-0.36

0.39
-0.75
-0.39
-0.38
-0.37
-0.38
-0.07
-0.75

0.01

0.03
-0.36
-0.37

Inj180
0.00
0.38
0.01
0.00
0.00

-0.75
0.00
-0.76
-0.39
-0.39
0.00
-0.76
-0.08
-0.76
0.00
0.02
-0.37
-0.38

Inj200
0.00
0.38
0.01
0.00
0.00

-0.75
0.37
-0.38
-0.39
-0.39
0.00
-0.38
-0.08
-0.76
0.00
0.02
-0.37
-0.38

Inj220
0.01
0.77
0.02
0.01
0.01

-0.36
0.00
-0.36
-0.38
-0.38
0.01
-0.75
-0.06
-0.75
0.01
0.03
-0.36
-0.37

Inj240
0.00
151
0.01
0.00
0.00

-0.37
0.38
-0.76
-0.77
-0.39
0.00
-0.38
-0.08
-0.76
0.00
0.02
0.01
-0.37

Inj260
0.01
1.90
0.40

-0.37
0.01
-0.36
0.02
-0.74
-0.76
-0.38
-0.36
-0.75
-0.07
-0.75
0.01
0.41
0.01
-0.37

0.04
0.12
0.44
-0.01
0.24
-0.14
0.55
-0.35
0.40
0.22
0.51
0.13
031
0.09
-0.32
-0.22
0.14
0.42

Inj20
-0.14
0.12
0.37
0.31
0.58
-0.08
0.50
-0.59
0.10
0.19
0.31
-0.24
0.18
-0.16
-0.05
-0.05
0.69
0.65
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