21
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(1)
(1)

(1)

(2)

(2)

(2)

(3)

(3)

(4) (5)

11

13

14



1.1.
1.2.
1.3.
2.1.
2.2.
2.3.
2.4.
2.5.
3.1.
3.2
3.3.
4.1.
4.2.
4.3.

1.1.
1.2.
1.3.
1.4.
1.5.



OECD 508






OECD TEST Guideline N0.508 2008

12 8147

/ log Pow



100
(%)

ppm
ppm

EW (10%) 200 5
(20%) 200 5
(10%) 400 3

(20%) 400 3
(50%) 200 3
(43%) 200 3



(20%) 2000 5
(50%) 1000 4
(20%) 2000 2

(20%) 1000 4
(50%) 1000 4
(20%) 2000 2

(20%) 2000 3
(50%) 1000 4
(20%) 2000 2



cis trans

cis trans

cis trans

(40

LC-MS GC-MS LC-MS/MS



0.001 0.05 ppm
2

117

10

20



1.1. 1.1.
1.2. 1.2.
150 250
1.3. 1.3.
2.1 3.1. 1.1.
13% 52%
79% 50% <13%
4% 5% 47%
68% 71% 42%
2.2 3.2. 1.2.
cisttrans 50% P+M 69%
11%
0.4%
2.3. 3.3. 1.3.
3% 34%
103% 84%
2.4. 3.3. 1.4.
1% 0.1% 21%

11

3% 25%

76%

91%

3%

81%

28%

14%
95%

45%

1%






2.1
log Pow
>
2 3
30 5
2
2.2.
(0.4%)
1% 101% log Pow
(41%) > (22%) > (13%)
2.3.
(0.1~3%)
>
3.
3.1.
0.3
3.2.

13



3.3. WM, Aoy, FUa 7 —Vilk
IMTHRENT, RAEREORBRELEREERNS, 2REOERZGEELEH
U, TOERBIRETKRLT, RA, £E, RUIBLURBEONTFREZRD =,
RADKBREEZRDERAOINTHRETHRLT, 2REORBEELZENTS
ZEMTED, 2REORZBEENLERFACHEATESLEEZONS,

[2& &R

1) & BET, RBWE, EHEHRSE, B\ BEF, EANIEE, 8 E, I
H:MTBICRBIC LB KAR T BREREORERL, RRBEESMTE 49,
No.3, p.141-149 (2008).

2) BEPLTF, B FETF  REICHBU MBI S MEBEOREICDONT (8 2
W) ENMOKERICTONT (2D 2), FKBUEMEFE 31 No.b, p.11-17 (1980)

3) HHK:E, BHETF  IVEFOFEEICET LW (B 1R IEFOLD
G EMAE, BHAFRBEFEARFE 48 No.2, p.137-143 (1997)

14



1.1
1.2.
1.3.
2.1.
2.2.
2.3.
2.4.
2.5.
3.1.
3.2.
3.3.
4.1.
4.2.
4.3.

1.1.
1.2.
1.3.
1.4.
1.5.

15



1.1.

(gormL") (%)
600 100
102 17
458 76
540 100
489 91
48.5 10
300
1350 100
338 20
1310~ 79
180
300" 100
409 85
332 69
300
1350 100
341 21
1300~ 79
180
200" 100
335 88
314 83

16



1.2

(9) (%)
250 100
240 96
100 100
35.9 36
61.1 61
100 100
30.6 31
66.9 67

17



1.3.

(9) (%)
1024 100
726 71
293 29
1857 100
1694 91
140 8

(9) (%)
1839 100
1664 90
172 9
948 100
679 72
247 26

(9) (%)
142 100
116 82

24 17
881 100
611 69
254 29

18



ppm

S.D.  RSD (%)

A B C
8.58 9.42 9.07 9.02 0.422 4.7
50.2 45.2 43.5 46.3 3.48 7.5
0.19 0.18 0.16 0.18 0.015 8.3
0.03 0.03 0.03 0.03 0.000 0.0
1.95 1.75 1.93 1.88 0.110 5.9
0.14 0.15 0.15 0.15 0.006 4.0
0.01 0.01 0.01 0.01 0.000 0.0
0.057 0.056 0.056 0.056 0.0006 11
0.059 0.063 0.061 0.061 0.0020 3.3

<0.005 <0.005 <0.005 <0.005 - -
<0.005 <0.005 <0.005 <0.005 - -

0.005 0.005 0.005 0.005 0.0000 0.0
0.003 0.004 0.004 0.004 0.0006 15.0

ppm S.D.  RSD (%)
A B C

24.2 238 20.7 22.9 1.92 8.4

124 105 93.7 108 15.3 14.2
1.24 1.10 1.03 112 0.107 9.6
0.17 0.15 0.15 0.16 0.012 75

10.3 8.5 105 9.8 1.10 11.2
0.75 0.68 0.64 0.69 0.056 8.1
0.07 0.07 0.07 0.07 0.000 0.0
0194 0188 0206 0196  0.0092 4.7
0223 0218 0233 0225 00076 3.4
0017 0021 0019 0019 00020 105
0030 0026 0029 0028 00021 7.5
0053 0047 0045 0048  0.0042 8.8
0017 0016 0017 __ 0.017 __ 0.0006 35

ppm .

- = = S.D.  RSD (%)

4.20 4.35 4.34 4.30 0.084 2.0

24.3 20.4 24.7 23.1 2.38 10.3
0.34 0.33 0.31 0.33 0.015 45
0.19 0.19 0.19 0.19 0.000 0.0
1.93 1.84 1.68 1.82 0.127 7.0
0.24 0.23 0.23 0.23 0.006 2.6
0.15 0.15 0.15 0.15 0.000 0.0
0089 0089 0087 0088 00012 14
0122 0123 0119 0121 00021 1.7
0044 0040 0046 0043  0.0031 7.2
0080 0093 008 008  0.0065 7.6
0011 0012 0014 0012 00015 125
0004  0.004 _ 0.004 _ 0.004 __ 0.0000 0.0

19



2.2.

Cls-

(ppm) cis+trans
A B C S.D. RSD (%)
0.175 0.179 0.182 0.179 0.0035 2.0 0.389
0.096 0.096 0.110 0.101 0.0081 8.0 0.201
0.0816 0.0825 0.0859 0.0833  0.00227 2.7 0.125
0.116 0.116 0.120 0.117 0.0023 2.0 0.259
0.319 0.288 0.318 0.308 0.0176 5.7 0.671
0.131 0.153 0.134 0.139 0.0119 8.6 0.290
trans-
(ppm)
A 5 C S.D. RSD (%)
0.208 0.212 0.209 0.210 0.0021 1.0
0.096 0.096 0.109 0.100 0.0075 7.5
0.0415 0.0408 0.0428 0.0417 0.00101 2.4
0.141 0.140 0.145 0.142 0.0026 1.8
0.377 0.337 0.376 0.363 0.0228 6.3
0.141 0.164 0.147 0.151 0.0119 7.9
(P) ( )
ppm P+M
A B C S.D. RSD (%)
13.0 13.8 13.1 13.3 0.44 3.3 13.6
9.63 9.72 8.82 9.39 0.496 5.3 9.77
10.6 10.4 10.8 10.6 0.20 1.9 11.1
7.20 7.23 7.60 7.34 0.223 3.0 7.70
22.9 23.1 23.3 23.1 0.20 0.9 23.6
5.46 5.33 5.55 5.45 0.111 2.0 5.70
= ( )
ppm
A B C S.D. RSD (%)
0.308 0.299 0.305 0.304 0.0046 1.5
0.378 0.382 0.375 0.378 0.0035 0.9
0.431 0.477 0.460 0.456 0.0233 5.1
0.381 0.361 0.337 0.360 0.0220 6.1
0.531 0.544 0.530 0.535 0.0078 1.5
0.247 0.242 0.249 0.246 0.0036 1.5
(ppm) S.D. RSD (%)
A B C T
10.1 9.93 9.70 9.91 0.201 2.0
0.273 0.281 0.280 0.278 0.0044 1.6
0.096 0.097 0.098 0.097 0.0010 1.0
0.365 0.373 0.376 0.371 0.0057 1.5
0.312 0.314 0.319 0.315 0.0036 1.1
14.8 14.7 15.3 14.9 0.32 2.1

20



2.3.

CIs-

mag/kg cis+trans
N 5 C S.D. RSD
<0.0008 <0.0008 <0.0008 <0.0008 - - <0.0008
0.165 0.160 0.164 0.163 0.0026 1.6 0.358
0.0007 0.0006 0.0006 0.0006  0.00006 10.0 0.0009
0.0011 0.0011 0.0010 0.0011  0.00006 5.5 0.0011
trans-
mg/kg
A B C S.D. RSD
<0.0008 <0.0008 <0.0008 <0.0008 - -
0.190 0.192 0.202 0.195 0.0064 3.3
0.0003 0.0003 0.0003 0.0003  0.00000 0.0
<0.0008 <0.0008 <0.0008 <0.0008 - -
(P)
mag/kg P+M
N 5 C S.D. RSD
0.0214 0.0218 0.0221 0.0218 0.00035 1.6 0.0245
2.31 2.38 2.29 2.33 0.047 2.0 2.342
0.0262 0.0240 0.0253 0.0252 0.00111 4.4 0.0277
0.0357 0.0375 0.0370 0.0367  0.00093 2.5 0.0367
(M) -
mag/Kg
A 5 C S.D. RSD
0.0027 0.0029 0.0026 0.0027 0.00015 5.6
0.013 0.012 0.012 0.012 0.0006 5.0
0.0026 0.0024 0.0026 0.0025 0.00012 4.8
0.0040 0.0043 0.0043 0.0042 0.00017 4.0
ma/kg
A 5 C S.D. RSD
0.0623 0.0640 0.0608 0.0624  0.00160 2.6
0.296 0.311 0.303 0.303 0.0075 25
0.0582 0.0569 0.0571 0.0574  0.00070 1.2
0.0539 0.0480 0.0537 0.0519 0.00335 6.5

21



2.4.

(ppm)

— = L SD.  RSD (%)
0.0066  0.0066  0.0083 _ 0.0072 _0.00098 136
9.61 854 939 918 0565 6.2
0.0052 00052 00041 00048 000064 133
0.0201 _ 0.0189 _ 0.0189 _ 0.0193 _ 0.00069 3.6
(P) —
bpm P
— = L SD.  RSD (%)

0.0042 00046 00044 00044 000020 45  0.0044
40.2 39.3 389 395 067 1.7 39.7
0.0034 00037 00034 00035 000017 49  0.0038
0.0088 __ 0.0094 _ 0.0099 _ 0.0094 _0.00055 59 __ 0.0104

(M) —
ppm
— = L SD.  RSD (%)
<0.0008 <0.0008 <0.0008 <0.0008 - :
0233 0223 0221 0226 00064 2.8
0.0004 00003 00003 00003 000006  20.0
0.0010 _ 0.0010 _ 0.0011 _ 0.0010 _ 0.00006 6.0
(ppm) SD.  RSD (%)
A B C D-
00731 00740 00713 00728 000137 1.9
2.63 2.65 266 265 0015 0.6
0.0768 00757 00763 00763 0.00055 0.7
0104 0102 0104 _ 0103 _ 00012 12

22



2.5.

CIs-

(ppm) cis+trans
A B C S.D. RSD (%)

0.0023 0.0027 0.0025 0.0025 0.00020 8.0 0.0059
2.08 2.03 2.25 2.12 0.115 54 491
0.0027 0.0029 0.0027 0.0028 0.00012 4.3 0.0065
0.0028 0.0028 0.0028 0.0028 0.00000 0.0 0.0065

trans-
(ppm)
N 5 C S.D. RSD (%)
0.0032 0.0033 0.0037 0.0034 0.00026 7.6
2.72 2.74 2.9 2.79 0.099 3.5
0.0036 0.0038 0.0036 0.0037 0.00012 3.2
0.0037 0.0037 0.0038 0.0037 0.00006 1.6
(P)
(ppm) P+M
A B C S.D. RSD (%)
0.134 0.131 0.141 0.135 0.0051 3.8 0.135
41.2 40.7 39.4 40.4 0.93 2.3 40.7
0.107 0.109 0.109 0.108 0.0012 1.1 0.108
0.191 0.188 0.184 0.188 0.0035 1.9 0.188
(M) ( )
ppm
N B C S.D. RSD (%)
<0.0008 <0.0008 <0.0008 <0.0008 - -
0.318 0.303 0.331 0.317 0.0140 4.4
0.0003 0.0003 0.0003 0.0003 0.00000 0.0
<0.0008 <0.0008 <0.0008 <0.0008 - -
(ppm) SD. RSD (%)
A B C e
0.0105 0.0107 0.0108 0.0107 0.00015 1.4
8.82 8.66 9.11 8.86 0.228 2.6
0.0077 0.0083 0.0077 0.0079 0.00035 4.4
0.0116 0.0118 0.0119 0.0118 0.00015 1.3

23



3.1.

(%)

(ppm) 0.178
100
14

95

92

12

81
71
<13

1.12

100
13
79
69

19

45
42

0.329

100
52
50
82
47

16

68
76
25
47

24



3.2.

(%)

(cis+trans) (P+M)

(ppm) 0.389 13.6 9.91
100 100 100

53 53 1

50 28 101

50 69 3

11 28 0.4

39 33 2

25



3.3.

(%)

(cis+trans) (P+M)
(ppm) 0102 0.688 0.131
100 100 100
1 3 34
100 97 66
100 100 100
91 103 84
9 11 6

(%)

(P+M)
(Ppm) 0.859 3.72 0.314
100 100 100
1 0.1 21
100 100 79
100 100 100
48 62 75
70 62 37

(%)

(cis+trans) (P+M)
(ppm) 0.835 6.99 1.51
100 100 100
1 2 1
99 98 99
100 100 100
76 55 51
32 40 32

26



4.1.

(ppm) 0.178

1.00
0.15
10.6
0.81
0.034
0.028
0.022
0.31
0.34
<0.17
0.022

1.12

1.00
0.14
8.75
0.62
0.062
0.043
0.015
0.18
0.20
0.017
0.025

0.329

1.00
0.58
5.53
0.73
0.46

0.036

0.012
0.27
0.37
0.13
0.26

27



4.2.

(cisttrans) (P+M)

(ppm) 0.389 13.6 9.91
1.00 1.00 1.00
0.52 0.72 0.028
0.32 0.82 0.010
0.67 0.57 0.037
1.72 1.74 0.032
0.75 0.42 1.50

28



#4.3. TWh, Ao, FUu417)—Vikk  MTHEE

SRR
Eawsa pilIRES

BEEAL ~JLARN) o (cisttrans) A7 2 AL (P+M) )T T
2 RE (ppm) 0.102° 0.688" 0.131"
£ (ppm) 0.0009" 0.0245 0.0624
SRE 1.00 1.00 1.00
BHA 0.00882 0.0356 0.476
Bz 3.49 3.41 2.31
BH 0.0088 0.040 0.44
Rt 0.011 0.053 0.40
Ay
el TS

By hrvzrTaviA AT7aPd i (P+M) )T T
£ RE (ppm) 0.859 3.79° 0.314"
B (ppm) 0.0072™" 0.0044" " 0.0728"""
RE 1.00 1.00 1.00
BH 0.00838 0.00118 0.232
B 10.7 10.7 8.45
BH 0.0056 0.0010 0.24
R 0.022 0.0028 0.33
XA T N
At LR

g ~L AN (cisttrans) 47 (P+M) AIZ7aTYR
2 RE (ppm) 0.835 6.99" 1.51°
21 (ppm) 0.0059™" 0.135 0.0107"
SHE 1.00 1.00 1.00
BH 0.00707 0.0193 0.00709
Bz 5.88 5.82 5.88
B 0.0078 0.015 0.0052
TR 0.0078 0.027 0.0078

*REALEFOEEFAVTORER

" EERAREGE (R BLUOBEDEEZ AV TOEE)
EEBRATEDE

T EERADH2EDME

29



1.1.

120

100

30



1.2

100

g0 ||

(%)

e L

40

20

100 r

80

(%)

60 |

40

20

(cis+trans) (P+M)

100%

31




1.3.

(%)

100

80

40

20

(cisttrans) (P+M)

H FH [ =

32



1.4.

(%)

100

80

40

20

(P+M)

O 8 0O O

33




1.5.

100

80

40

20

(cis+trans) (P+M)

O m [0 .

34



No-1
No-2
No-3
No-4



(@)

1)
EW (10%) 200 5
(20%) 200 5
(10%) 400 3
2)
3)
10 a 150 L
1 7
7 7 7 7
o] O O (@] (@] X
1 2 3 4 5
28 21 14 7
1 200 200 400
2,3 200 200
45 200 200 400
X
4)
7
7



(b)
1)

2)

3)

4)

123

10 a

251 L

(20%) 400
(50%) 200
(43%) 200

400

200

200

3

3
3

200

21

14



(©)

1)
(20%) 2000 5 28 21
7 (50%) 1000 4
14 7
(20%) 2000 2 14
2)
3)
10 a 252 L
28 21 14 7 5
7 7 7 6 1
@) @) o] @) o —X
1 2 3 4 5

28 21 14 7 1

2000

2000 1000

34 2000 1000 2000
2000 1000
X
4)
1

5

14
21



(d)

1)
(20%) 1000 4
7 3 (50%)1000 4
7 3
(20%) 2000 2
2)
3)
10 a 300 L
21 14 7 3 5
7 7 7 02 1
(e} (e} ] O O —X
1 2 3 5
21 14 7 3 1
1 1000
2 1000 1000
34 1000 1000 2000
1000
X
4)
1
5



(e)

1)
(20%) 2000 3 21
(50%) 1000 4 21
(20%) 2000 2
2)
3)
10 a 375 L
7 4
7 7 6 1
@) O ] O —X
1 2 3
21 14 7 1
1 1000 2000
23 2000 1000 2000
4 2000 1000
X
4)
1
303-0043 4321

Tel: 0297-27-4515

Fax: 0297-27-4517 email: saka@iet.or.jp

14

14

21

14



YANMAR ST50

QS-3
RCK-6DX
25 L Fissler
IH KZ-HP1000-K
K-15T
HUROM KAREN HUROM JAPAN

(D (500 1000 g)

( )
(2) 540 ¢ 3
(3) 3004¢

450 mL 20 300 mL
3 ( 4 )
15
(4) 180 ¢ 1 200 mL
(5) 180 ¢ 1 300 mL
18
(6) 180 ¢ 1 200 mL
(7) 180 g 1 200 mL
5
1) 50¢g (
230 ) 2 3
( 6 (230 5 30 230 30 )



2.3.

1)
(2)

500 1000 g

EdOIRY A

s—:

=
®

o oaE N

1~3)



00




0O







1.2

!

3-(3,5-dichlorophenyl)- A-isopropyl-2,4-dioxoimidazolidine-
1-carboxamide
C13H13CI2N303

330.2
cl o)
NN
N\
>// CONHCH(CHs),
cl 0
134

5x 104 mPa (25 )
13 mg/L (20 )
log Pow=3.0(pH 3 pHD5)

The Pesticide Manual 14th Edition.

N-(3,5-dichlorophenyl)-3-isopropyl-2,4-dioxoimidazolidine-
1-carboxamide

C13H13CI2N30s3

330.2

0]

Cl
o

“CONH

Cl

199.5



1.3.

1.4,

1-(6-chloro-3-pyridylmethyl)- A-nitroimidazolidin-
2-ylideneamine
CoH10CIN502

255.7
o
N
N PN
c— N CH,~N~ “nN—H
— \/
144

4x 10"mPa (20 ) 9x 10"mPa (25 )
0.61g/L (20 )
log Pow =0.57 (21 )

The Pesticide Manual 14th Edition.

2-(4-ethoxyphenyl)-2-methylpropyl 3-phenoxybenzyl ether
C25H2803

376.5
OCH,CH;
o
CH3_?_C\HZ
CH3 O_CH2
37.4+ 0.1

8.13x 10*4mPa (25 )
225 g/L (25 )
log Pow =6.9 (20 )

The Pesticide Manual 14th Edition.



1.5.

1.6.

1.7.

(RS)-1-methyl-2-nitro-3-(tetrahydro-3-furylmethyl)guanidine
C7H14N4O3

202.2
\( \CH3
N
“NO,
107.5

<1.7x 10 mPa (30 )
39.8¢g/L (20 )
logPow= 0.549 (25 )

The Pesticide Manual 14th Edition.

O, C-dimethyl Smethylcarbamoylmethyl phosphorodithioate
CsH12NO3PS2

229.3
5\
P(OCHj),
CH;NHCOCH,S

50.0-51.5 ( 99.5%)

0.25mPa (25 )

23.3 (pH 5), 23.3 (pH 7), 25.0 (pH 9), g/L, 25
log Pow = 0.704

The Pesticide Manual 14th Edition.

4,5,6,7-tetrachlorophthalide
CsH2Cl402



271.9

cl o
cl
0
cl
cl
209-210

3x 10 mPa (23 )
2.5 mg/L (25 )
log Pow = 3.01

The Pesticide Manual 14th Edition.

3-phenoxybenzyl (1RS,3RS ;1RS,35R)-3-(2,2-dichlorovinyl)-
2,2-dimethyl=cyclopropanecarboxylate
C21H20Cl203

391.3
0
Cl\c—c—‘c‘7—H3 L& 0

(cis, trans)

cis- ; 63-65 |, trans-; 44-47
cis-; 0.0025 mPa, trans- ; 0.0015mPa (20 )
6x 103 mg/L (pH 7,20 )
log Pow =6.1 (20 )
The Pesticide Manual 14th Edition.

99.3
99.5
99.5



99.5
99.5
99.5 Riedel-deHaen
99.5
cis- 99.5
trans- 98.9

LC-MS
LC-MS
Milli-Q System Millipore

Chem Elut CE1020 Varian

Cis Bond Elut Cis 1g/6 mL Varian
Sep-Pak Waters
Sep-Pak Waters
N Sep-Pak N Waters
NH:2

ENVI-Carb/LC-NHz 0.59/0.5g/6 mL SUPELCO

3.1.
LC-MS/MS
2695 Waters
Quattro premier XE Waters
MassLynx 4.0 Waters
3.2.
LC-MS 1100 Series LC-MSD Agilent
G1312A
G1316A
G1329A
G1946D G1956B
ChemStation Agilent
3.3.

GC-MS 6890 Series Agilent



6890A 6890N

7683 7683B

5973 5975
ChemsStation Agilent

4,
4.1. (LC-MS/MS)
4.1.1.
41.1.1.
Luna Phenyl-Hexyl (phenomenex )
2.1 mm 150 mm 3 m
A B 5 C
A B ¢ (mL/min)
00min | 48 | 2 | 50 0.2
11.0min | 48 | 2 | 50 0.2
20.0 min 0] 2 | 98 0.2
20.1 min 0] 2 | 98 0.4
25.0 min 0| 2 | 98 0.4
251 min | 48 | 2 | 50 0.4
28.0min | 48 | 2 | 50 0.4
281 min | 48 | 2 | 50 0.2
40
4.1.1.2.
Luna Phenyl-Hexyl (phenomenex )
2.1 mm 150 mm 3 m
A B 5 C
A B c (mL/min)
00min | 18 | 2 | 80 0.2
100min | 18 | 2 | 80 0.2
10.1 min 0] 2 | 98 0.3
22.0 min 0] 2 | 98 0.3
221min | 18 | 2 | 80 0.3
280min | 18 | 2 | 80 0.3
281min| 18 | 2 | 80 0.2
40
4.1.2.

ESI



4.2.
4.2.1.

4.2.2.

50 L/h (N2)

800 L/h (N»)

350
120
3.0 kv

MRM

LC-MS

Atlantis dC18 Waters

2.1 mm
A 5 mmol/L
B 5 mmol/L
A:B = 30:70(v/v)
0.2 mL/min
40
350
12 L/min
50 psi
3000 V
100V
SIM
m/z 256.1

150 mm

20V
25V
15V
20V

3

m

ESI

Ar

m/z 330.00
m/z 330.00
m/z 244.90
m/z 100.60



4.3. LC-MS

4.3.1.
Atlantis dC18 Waters
2.1 mm 150 mm 3 m
A 5 mmol/L
B 5 mmol/L
A:B =90:10(v/v)
0.2 mL/min
40
4.3.2.
ESI
350
12 L/min
50 psi
3000 V
100V
SIM
m/z 394.3
4.4, LC-MS
4.4.1.
Atlantis dC18 Waters
2.1 mm 150 mm 3 m
A 5 mmol/L
B 5 mmol/L
A:B = 20:80(v/v)
0.2 mL/min
40
4.4.2.
ESI
350
12 L/min
50 psi
3000 V



100 V
SIM
m/z 201.2

4.5, LC-MS
45.1.
Cadenza CD-C18 Imtakt
2.0 mm 150 mm 3 m
A 5 mmol/L
B 5 mmol/L
A:B = 40:60(v/v)
0.2 mL/min
40
4.5.2.
ESI

350

12 L/min
50 psi
3000 V
100V
SIM

m/z 230.2

4.6. GC-MS
46.1.
HP-5ms (Hewlett Packard )
0.25 mm 30m 0.25 m
150 (1 min)—10 /min—-250 (0 min)—-15 /min
— 280 (5 min)
250 280
He 1.0 mL/min

4.6.2.
El



230

150
m/z 243.0
4.7. GC-MS
4.7.1.
4.7.1.1.
HP-5ms (Hewlett Packard )
0.25 mm 30m 025 m
100 (2 min)-10 /min—-310 (10 min)
250 280
He 1.0 mL/min
4.7.1.2.
HP-5ms (Hewlett Packard )
0.25 mm 30m 025 m
100 (2 min)-10 /min—-280 (0 min)
250 280
He 1.0 mL/min
4.7.2.
El
230
150
m/z 183.1
5.1.
25.0 mg 50 mL
500 mg/L
(60:40, viv)
0.0016 0.01 0.025 0.05 0.1 mg/L
0.0008 0.005 0.0125 0.025 0.05 mg/L
10 L LC-MS/MS
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5.2.

25.0 mg 50 mL
500 mg/L (80:20,
VIV) 0.00032 0.002 0.01 0.02 0.04 mg/L
10 L LC-MS
5.3.
25.0 mg 50 mL
500 mg/L
0.00032 0.002 0.01 0.02 0.04 mg/L
10 L LC-MS
5.4.
25.0 mg 50 mL
500 mg/L (80:20, v/v)
0.00032 0.002 0.01 0.02 0.04 mg/L
10 L LC-MS
5.5.
25.0 mg 50 mL
500 mg/L (60:40, viv)
0.00016 0.001 0.005 0.01 0.02 mg/L
5 L LC-MS
5.6.
25.0 mg 50 mL
500 mg/L 0.005 0.01 0.025
0.05 0.1 mg/L 1 L GC-MS

11



5.7.

5.7.1.
cis- trans- 25.0 mg 50 mL
500 mg/L
0.0008 0.005 0.025 0.05 0.1 mg/L
5
1 L GC-MS
cis- trans-
5.7.2.
cis- trans- 25.0 mg 50 mL
500 mg/L
0.1 0.0008 0.005 0.025
0.05 0.1 mg/L 5
1 L GC-MS
cis- trans-
6.
6.1.
6.1.1.
10 g 20 mL 30
80 mL 30
50 mL 200 mL
40 mL 29 40
6.1.2.
20 g 20 mL 70 mL
10 mL
30
50 mL 200 mL
40 mL 49 40
6.1.3.
29 20 mL 30
80 mL 30

12



50 mL

40 mL 049 40
6.1.4.
10 mL
6.2.
5 mL
59
10 120 mL
mL 40
6.3.
5 mL
(80:20, viv) 15 mL
40
6.4.
5 mL
10 mL
5mL 2 10 mL
(70:30, viv) 20 mL
6.5.
6.5.1.

13

200 mL
17 mL
100
5mL
2

(95:5, viv) 15mL

5 mL

(85:15, viv)

40

10 L



LC-MS

6.5.2.
1L GC-MS
6.5.3.
(80:20, viv)
10 L LC-MS
7.1.
59 10 mL 30
70 mL
30 mL 30
50 mL
200 mL 40 mL lg
40
80 mL 29
40
7.2.
7.2.1.
50 mL 50 mL
5
50 mL
40

7.2.2.C1s

Cis 5 mL

5mL Cis
(60:40, viv) 10 mL Cis
Cis
10 mL

14



7.2.3. NH:2

NH: 5mL
Cis
(75:25, vIv) 15 mL 40
7.2.4.
5 mL 5 mL
2
(95:5, viv) 5 mL
(80:20, v/v) 15 mL 40
7.3.
7.3.1.
10 mL 5mL 2
g 10
20 mL
80 mL
100 mL 40
7.4.
7.4.1.
100 mL 5
100 mL
40
7.4.2.
5 mL 5 mL
2

(95:5, viv) 15 mL
40

15



7.5.
7.5.1.

7.5.2.

7.6.
7.6.1.

(80:20, viv)

7.6.2.

GC-MS

7.6.3.

59

mL

100 mL

5 mL

(80:20, viv)
(70:30, viv)

10 L

LC-MS

100 mL

40 mL

16

100 mL
100 mL
40
5mL
2
15 mL
20 mL 40
LC-MS/MS
1 L
cis- trans-
(60:40, viv)
100 mL
100 mL
200



40 mL 1g

40
8.2.
8.2.1.Cus
Cis 5 mL
5mL Cis
(60:40, viv) 10 mL Cis
Cis
10 mL
8.2.2. NH:z
NH: 5mL
Cis
(75:25, viv) 15 mL 40
8.2.3.
5 mL 5 mL
2
(95:5, viv) 5 mL
(80:20, viv) 15 mL 40
8.3.
8.3.1.
5 mL 10 mL 24
10
20 mL
80 mL
100 mL 40
8.4.
5 mL 5 mL
2

(95:5, viv) 15 mL

17



8.5.

8.6.
8.6.1.

(80:20, viv)

8.6.2.

GC-MS

8.6.3.

9.1.
9.1.1.
209

49
40

40

5 mL 5 mL
2
(80:20, viv) 15 mL
(70:30, viv) 20 mL 40
10 L LC-MS/MS
1 L
cis- trans-
(60:40, viv)
LC-MS
100 mL 30
50 mL
200 mL 40 mL 4
40 mL

18



9.1.2.

109 100 mL 30
50 mL
200 mL 40 mL 2
g 40 mL
29
40
9.1.3.
209 100 mL 30
50 mL
200 mL 100 mL
109 100 mL
10 g
40
9.2.
9.2.1. Cis
Cis 5 mL
Cis 5mL
(60:40, viv) 10 mL Cis
Cis 10 mL
40
9.2.2.
5 mL 5 mL
2
(95:5, viv) 5 mL
(80:20, v/v) 15 mL 40
9.3.
9.3.1.
10 mL 5 mL
59 10
20 mL
80 mL
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9.4.

9.5.

mL

9.6.
9.6.1.

(80:20, viv)

9.6.2.

9.6.3.

10 L

10.
10.1.
10.1.1.

100 mL

40

5mL

10 mL
40

10 L

0.1
GC-MS

trans-

LC-MS

20

40

5 mL

(95:5, viv) 15 mL

20 mL

LC-MS/MS

cis-

(80:20, viv)

100 mL 30



200 mL
g
40
10.1.2.
10g 100 mL
200 mL
g
40
10.1.3.
2049 100 mL
200 mL
10 g
49
40
10.2.
10.2.1. Cis
Cis 5 mL
Cis 5mL
(60:40, viv) 10 mL Cis
Cis
40
10.2.2.
5mL

(95:5, viv) 5 mL
(80:20, viv) 15 mL

21

50 mL

40 mL 4
5mL
20 mL 249
40
30
50 mL
40 mL 2
5mL
20 mL 1lg
40
30
50 mL
100 mL
40 mL
10 mL
5 mL
2
40



10.3.

10.3.1.
10.3.1.1.
17 mL 59¢
10 20 mL
100 mL
100 mL 40
10.3.1.2.
10 mL 5mL 5
g 10
20 mL
100 mL
100 mL 40
10.4.
5 mL 5 mL
2
(95:5, viv) 15 mL
40
10.5. N
N 5mL 5
mL N
10 mL 20 mL
40
10.6.
10.6.1.
(80:20, viv) 10 L LC-MS/MS
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10.6.2.

LC-MS
10.6.3.
10 L
11.
11.1.
11.1.1.
209
g
49
40
11.1.2.
10g
g
40
11.1.3.
209
109
10 g
40

LC-MS

200 mL

200 mL

200 mL

23

10 L
(80:20, viv)
100 mL 30
50 mL
40 mL 4
40 mL
100 mL 30
50 mL
40 mL 2
5mL
40 mL 249
40
100 mL 30
50 mL
100 mL
100 mL



11.2.

11.2.1. Cus
Cis 5 mL
Cis 5mL
(60:40, viv) 10 mL Cis
Cis 10 mL
40
11.2.2.
5 mL 5 mL
2
(95:5, viv) 5 mL
(80:20, viv) 15 mL 40
11.3.
11.3.1.
17 mL 59¢
10 20 mL
80 mL
100 mL
40
11.4.
5 mL 5 mL
2
(95:5, viv) 15mL
40
11.5.
(85:15, viv) 5mL
5mL
10 mL
(70:30, viv) 20 mL 40

24



11.6.

11.6.1.
(80:20, viv)
11.6.2.
1 L
trans-
11.6.3.
10 L

10 L

GC-MS

LC-MS

0.1

25

LC-MS/MS

(80:20, v/iv)

cis-



LOQ LOD

(ppm or mg/L") (ppm or mg/L")
0.01 0.005
0.05 0.03
0.05 0.03
0.01 0.005
0.01 0.005
0.01 0.005
0.01 0.005
0.005 0.003
0.005 0.003
0.005 0.003
0.005 0.003
0.002" 0.001~
0.002* 0.001"
0.005 0.0008
0.005 0.0008
0.01 0.002
0.005 0.0008
0.005 0.0008
0.01 0.002
0.001 0.0002
0.005 0.0008
0.005 0.0008
0.01 0.002
0.001 0.0002
0.005 0.0008
0.005 0.0008
0.01 0.002
0.001 0.0002
0.005 0.0008
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13.

14.

(

6~10)

27

20

1~5)

20



S.D RSD
(ppm) A B [@ (%) (%) (%)
0.2 112 113 110 112 1.5 1.3
e 001 ___. 105 _____. 108 ] 109 .. 107 ... 21 .- 20 ___
0.2 102 101 98 100 2.1 2.1
e 001 _____ 94 ___...%4 .. 9 .84 . 06 ... 06 ...
1.0 104 109 100 104 4.5 4.3
e 005 .. 9% .97 .. 9% .. %% . 10 ... 10 __.
0.2 93 91 98 94 3.6 3.8
e 001 ____. 106, . 99 __.___. 99 ... 101 .. 40 .. .! 40 .
0.2 88 90 87 88 1.5 1.7
e 001 . 89 __....85 ... 86 ____.. 87 _ . .. 21 .- 24 .
0.1 76 74 72 74 2.0 2.7
e 0.005 ____ 110 .. 107 ] 105 .. 107 ... 25 .- 23 ..
0.1 77 73 73 74 2.3 3.1
e 0.005 ___. 12 . 107 ] 105 .. 108 _____. 36 ... 33 ..
0.04* 100 93 100 98 4.0 4.1
e 0.002* 100 _____.91 _______ 90 ____.. %4 . 95 ] 59 ..
0.04* 94 96 98 96 2.0 2.1
0.002* 89 91 93 91 2.0 2.2
*mg/L
S.D RSD
(ppm) A B [ (%) (%) (%)
2.5 81 86 95 87 7.1 8.2
0.2 99 102 101 101 1.5 1.5
e 001 ___. 110 . 110 .1 107 .. 109 _____. 17 16 __.
0.2 106 97 100 101 4.6 4.6
e 001 _____ 94 .97 ] 106 .99 _ _____. 6.2 _ _____f 6.3 __.
1.0 102 96 105 101 4.6 4.6
e 005 ____. 102 9% ____.: 100 .99 _____. 31 . 31 ..
0.2 95 102 103 100 4.4 4.4
e 001 ____. 109 .. 107 ] 100 _____. 105 .. 47 . ! 45 .
0.2 94 93 93 93 0.6 0.6
e 001 . 98 _ .97 .. 98 ____..9%8 . 06 .. 06 ..
0.1 92 92 92 92 0.0 0.0
e 0.005 ____ 9B ___._..% .. 9. ... 101 . 15 . 15 __.
0.1 92 93 88 91 2.6 2.9
e 0.005 ____ 9 ... 102 ] 01 . 01 . 15 .. 15 .
0.04* 105 107 94 102 7.0 6.9
e 0.002* ___ 97 ... 107 ] 100 .. 101 . Sl ] 50 .
0.04* 96 103 101 100 3.6 3.6
0.002* 81 101 109 97 14.4 14.8
* mg/L
S.D RSD
(ppm) A B C (%) (%) (%)
0.4 98 99 97 98 1.0 1.0
0.2 97 102 100 100 2.5 2.5
e 001 . 95 .97 ] 103 .. 98 _____. 42 ! 43 ...
0.2 96 98 98 97 1.2 1.2
e 001 ____. 102 .93 ... 99 .88 .. 46 ! 47 .
1.0 93 79 99 90 10.3 11.4
e 005 __ . 89 .87 ... 90 ____..89_ _____. 15 . 17 __.
0.2 98 98 99 98 0.6 0.6
e 001 . 87 _.....80 .. 90 ____..89 ... 17 19 .
0.2 88 94 102 95 7.0 7.4
e 001 . 84 __....85 ... 88 ____..86 ______. 21 .- 24 .
0.1 91 93 89 91 2.0 2.2
e 0.005 ____ 82 _ _____.15 .. 1979 35 ____.‘ 44 .
0.1 98 85 85 89 7.5 8.4
e 0.005 ____ 84 .87 ... 81 ____..84 . _. 30 ... 36 ...
0.04* 100 97 100 99 1.7 1.7
e 0.002* ___ 97 ___....88 .. 99 .. 988 .. 10 . 10 __.
0.04* 97 96 98 97 1.0 1.0
0.002* 99 98 99 99 0.6 0.6
* mg/L
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cls-
S.D RSD
(ma/ka) A B C (%) (%) (%)
0.1 84 83 83 83 0.6 0.7
s 0.005 _____. 106 .95 . ... 90 97 . 82 ... 85 ..
0.1 88 83 81 84 3.6 4.3
s 0005 .99 _____.9% ______. S 92 ... 91 ... 9.9 __.
0.2 93 92 88 91 2.6 2.9
s 001 ____..90 __ .8 . 79 84 ... S0 ... 6.8 ..
0.1 86 82 81 83 2.6 3.1
0.005 98 92 91 94 3.8 4.0
trans-
S.D RSD
(ma/kg) A B [¢ (%) (%) (%)
0.1 84 84 84 84 0.0 0.0
s 0.005 _____. 101 97 ... 88 ... 9B 6.7 ... 1
0.1 91 87 86 88 2.6 3.0
s 0.005 _____. 104 . 101 . 87 ... 97 . 91 .. 94 .
0.2 99 98 93 97 3.2 3.3
s 001 .94 .8 ... 8l ... 87 .. 6.7 ... 1.7 .
0.1 87 83 83 84 2.3 2.7
0.005 100 95 93 96 3.6 3.8
(P
S.D. RSD
(ma/ka) A B C (%) (%) (%)
15 81 80 78 80 1.5 1.9
0.1 82 80 77 80 25 3.1
et 0005 .87 .8 ______. [ A 8l ... 5.1 .. 6.3 __.
15 81 81 79 80 1.2 1.5
0.1 93 87 84 88 4.6 5.2
s 0005 .8 _____..8 ______. 83 ... 85 ... LT . 20 __.
15 100 91 88 93 6.2 6.7
0.2 90 88 86 88 2.0 2.3
s 001 .87 .8 ______. 82 .. 84 ... 26 .. 31 .
15 83 81 80 81 1.5 1.9
0.1 86 84 84 85 1.2 1.4
0.005 92 87 83 87 4.5 5.2
(M)
S.D. RSD
(marka) A B C (%) (%) (%)
0.5 81 80 80 80 0.6 0.8
0.1 95 94 87 92 4.4 4.8
s 0005 97 .93 . __. 9L ! 94 . 31 .. 33,
0.5 101 93 90 95 5.7 6.0
0.1 103 101 98 101 25 25
s 0.005 _____. 107 .98 ... 9 .. 100 ... 6.7 ... 6.7 ..
0.2 95 95 90 93 2.9 3.1
s 001 ______. 110 .- 104 . 93 ... 102 . 8.6 ... 84 .
0.5 100 95 87 94 6.6 7.0
0.1 111 98 97 102 7.8 7.6
0.005 93 92 86 90 3.8 4.2
S.D RSD
(marka) A B C (%) (%) (%)
10 85 83 81 83 2.0 2.4
0.1 93 87 84 88 4.6 5.2
s 0005 .94 .9 ______. 89 ... S 26 .. 29 ..
0.1 93 93 88 91 2.9 3.2
s 0.005 _____. 107 . 102 .. 100 . 103 ... 3.6 ... 35 ..
0.2 93 91 82 89 5.9 6.6
s 001 ______. 102 - 101 . 9 ... 01 15 . 15 .
0.1 96 95 86 92 5.5 6.0
0.005 106 104 104 105 1.2 1.1




Cis-
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 108 101 101 103 4.0 3.9
_______________ 0005 ____..8 _ __ ___..8r_ ____...8_ ______.8r .10 .11
0.2 95 92 85 91 5.1 5.6
L 0.01 .. 86 ... 85 ... 80 ... 84 .. 32 .......38_ ...
0.02 113 111 109 111 2.0 1.8
L 0.001 105 _.___. 102 . ...¢ 99 .......102 ] 30 .......29 ...
0.1 97 97 92 95 2.9 3.1
0.005 88 86 84 86 2.0 2.3
trans-
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 110 101 100 104 55 5.3
L 0.005 ______. 85 . 83 83 ... 84 ... 12 _....14 .
0.2 91 89 82 87 4.7 5.4
............... 6o . _..8 _ __.__..@8. _ ____._._..81 ____._..8. ____...06 .07
0.02 110 106 102 106 4.0 3.8
............... 6001 .. 91 _.__..91 .90 .9 ____..06 ___ .. 07_
0.1 94 93 89 92 2.6 2.8
0.005 84 83 80 82 2.1 2.6
(]
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 86 83 82 84 2.1 25
............... 0005 102 . __...92 .92 .9 __...58. ____..61 __
4 97 94 92 94 2.5 2.7
0.2 87 84 83 85 2.1 25
L 001 _______. 84 .. 81 ... 80 ... 82 .. 21 .26 .
0.02 106 106 101 104 2.9 2.8
............... 0001 __ .. 94 .91 .. .8 .9 .51 ___ .57 .
0.1 90 88 85 88 2.5 2.8
0.005 96 95 91 94 2.6 2.8
M)
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 95 94 92 94 1.5 1.6
L 0.005 102 ! 93 ... 90 ... 95 ... 62 .65 __.
0.2 94 93 89 92 2.6 2.8
............... 001 .9 .92 .8 .91 .46 ____..51
0.02 102 99 97 99 2.5 25
. 0.001 ______. 99 93 S 92 ... 95 ... 38 _.....40 .
0.1 96 95 93 95 1.5 1.6
0.005 99 97 95 97 2.0 2.1
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 95 94 94 94 0.6 0.6
............... 0005 __ . .104 _ ___ 101 .. 100 __ .. 202 _ ____..21 _____..21_
0.2 91 89 87 89 2.0 2.2
............... 601 101 .98 .9 __....98 __....30__._...31
0.2 96 96 93 95 1.7 1.8
0.02 96 95 95 95 0.6 0.6
L 0.001 _____. 97 92 .S 91 ... 93 .. 32 .......34 .
0.1 90 90 89 90 0.6 0.7
0.005 100 97 97 98 1.7 1.7

30



(%) S.D. RSD

(ppm) A B C (%) (%) (%)

0.1 93 91 89 91 2.0 2.2
_________________ 0005 . ...95 ........93 .......92 _.....93. __...1s5. .16 ..

10 87 85 84 85 1.5 1.8

0.2 87 80 77 81 5.1 6.3
_________________ 001 ... ...104 ... 103 _ ... 97 ... 101 . .38 . _....38. ..

0.02 93 88 87 89 3.2 3.6
................. 0001 . ...99 .. ....94 . ...9%4. ....9% _....29_ .....30

0.1 87 85 83 85 2.0 2.4

0.005 97 96 96 96 0.6 0.6

(P)

(%) S.D. RSD

(ppm) A B C (%) (%) (%)

0.1 100 96 95 97 2.6 2.7
................. 0005 . _...89 . ......89 _......8 . ....8  ___...00_ ___...00_ .

50 93 87 86 89 3.8 4.3

0.2 94 93 91 93 1.5 1.6
................. 001 . _...87 ........8 . ....8 ____...8_ .06 .07 .

0.02 95 93 90 93 2.5 2.7
................. 0001 .91 . _......8 .8 __....8 .30 .34 .

0.1 100 99 98 99 1.0 1.0

0.005 110 110 109 110 0.6 0.5

(M)

(%) S.D. RSD

(ppm) A B C (%) (%) (%)

0.1 97 96 92 95 2.6 2.7
_________________ 0.005 . ...96 . ......90 . ....89 .....92 __...38_ . ....4A} .

0.2 100 97 89 95 5.7 6.0
_________________ 001 . ...103 . ......98 . ....93 .....98 _...50_  ___..51_ .

0.02 101 97 95 98 3.1 3.2
_________________ 0.001 . _...104 ... 103 _ .. _.100 . ...102 . .21 _._...21 ..

0.1 100 99 96 98 2.1 2.1

0.005 106 104 100 103 3.1 3.0

(%) S.D. RSD

(ppm) A B C (%) (%) (%)

0.1 96 88 88 91 4.6 5.1
_________________ 0005 . ...101 .95 . ....94 . ...97. . ...38.......39. ..

4 86 82 79 82 35 4.3

0.2 97 96 90 94 3.8 4.0
_________________ 001 . ...98 . ......98 . ....8. __....9 __..715......80_.

0.1 97 97 94 96 1.7 1.8

0.02 97 86 84 89 7.0 7.9
................. 0001 .. ..100 .. ..99 .. _....9%6  _.....98 .21 .21

0.1 98 97 96 97 1.0 1.0

0.005 99 99 97 98 1.2 1.2
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Cls-
(%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 90 90 89 90 0.6 0.7
eeeeemeee..220005 100 ... 99 ... _.f 99 .99 .. 06 _ __._...06_ ..
5 88 87 84 86 2.1 2.4
0.2 90 90 85 88 2.9 3.3
eeeeee..222001 94 .91 ¢ 89 .91 .25 27 .
0.02 93 92 91 92 1.0 1.1
eeeemmo...220001 104 . 102 92 .99 .64 .65 .
0.1 90 89 86 88 2.1 2.4
0.005 98 93 91 94 3.6 3.8
trans-
(%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 88 88 85 87 1.7 2.0
eeeeneeo....0005 . 97 .96 ¢ 9% _____..9%6 .. 06 _ .06 __.
5 90 89 84 88 3.2 3.6
0.2 83 82 80 82 1.5 1.8
S ¢1 ¢ S 90 _ ___....90_ ¢ 88 ___....89..__....rk2 13 ..
0.02 91 90 89 90 1.0 1.1
eeeeemeo...220001 98 95 S 93 .95 .25 .26 .
0.1 90 89 86 88 2.1 2.4
0.005 99 95 94 96 2.6 2.7
(P)
%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 88 87 87 87 0.6 0.7
meemeeo....0005 . [ N - 81 ___...85. ... 51 _ _.....60._ ...
50 89 87 78 85 5.9 6.9
0.2 87 85 83 85 2.0 2.4
eee.222001 84 ...80_ ... A= TS - A S 31 ......38.._.
0.2 93 92 87 91 3.2 3.5
0.02 82 79 78 80 2.1 2.6
eeeemeo...220001 83 __....82_ ¢ 80 ___....82_ 15 .18 ..
0.1 86 83 81 83 2.5 3.0
0.005 88 82 82 84 3.5 4.2
(M)
(%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 99 99 95 98 2.3 2.3
eemeennee.2220005 107 ... 105 ... 103 .. 105 . ....20 .19 .
0.2 95 94 92 94 1.5 1.6
S €Y ¢ S 82 . _....80 ¢ 8o ___....81 .12 .15 .
0.02 109 107 104 107 2.5 2.3
eeeemme...220001 100 ___.98 .. .. 89 ___....9%6 .59 ..___.61l_ .
0.1 105 104 97 102 4.4 4.3
0.005 104 97 93 98 5.6 5.7
(%) SD. RSD
(ppm) A B C (%) (%) (%)
0.1 104 100 96 100 4.0 4.0
eeeemneeo.22.0005 101 .. 100 ¢ 97 ___....99. L2l 21
15 97 92 92 94 2.9 3.1
0.2 102 100 98 100 2.0 2.0
memm...22001 100 _...98 .. .. 97 ___....98 .15 .15 .
0.02 94 87 84 88 5.1 5.8
eeemmee.....0001 90 ____...84 ¢ 81 ___...85. ... 46 .54 .
0.1 100 99 99 99 0.6 0.6
0.005 100 99 99 99 0.6 0.6
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(ppm) A B
0.2 98 99 99  2009/9/25 2010/3/24 180
(ppm) A B
0.2 86 93 90  2009/9/25 2010/3/24 180
(ppm) A B
0.2 95 94 95  2009/9/25 2010/3/24 180
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CiS-

(ppm) A B
0.1 101 99 100 2009/11/16 2010/3/23 127
trans-

(ppm) A B

0.1 108 105 107 2009/11/16 2010/3/23 127
(P)

(ppm) A B

0.1 75 73 74 2009/11/16 2010/3/23 127
(M)

(ppm) A B

0.1 85 75 80 2009/11/16 2010/3/23 127

(ppm) A B

0.1 95 94 95  2009/11/16 2010/3/23 127
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CiS-

(mg/kg) A B
0.1 107 105 106 200971272 2010/2/8 68
0.2 107 103 105 200971272 2010/2/8 68
0.02 82 77 80 2009/12/2 2010/2/2 62
0.1 93 89 91 2009/12/2 2010/2/8 68

trans-

(mg/kg) A B
0.1 107 103 105 2009/12/2 2010/2/8 68
0.2 106 104 105 200971272 2010/2/8 68
0.02 85 79 82 2009/12/2 2010/2/2 62
0.1 90 88 89  2009/12/2 2010/2/8 68

P)

(mg/kg) A B
0.1 97 95 96 2009/12/2 2010/1/13 42
0.2 93 93 93 2009/12/2 2010/1/13 42
0.02 90 84 87 2009/12/2 2010/1/13 42
0.1 96 95 96 2009/12/2 2010/1/13 42

M)

(mg/kg) A B
0.1 96 91 94  2009/12/2 2010/1/13 42
0.2 87 85 86 2009/12/2 2010/1/13 42
0.02 89 88 89 2009/12/2 2010/1/13 42
0.1 97 91 94 2009/12/2 2010/1/13 42

(mg/kg) A B
0.1 97 95 96 2009/12/2 2010/2/2 62
0.2 96 93 95 2009/12/2 2010/2/3 63
0.02 81 75 78 2009/12/2 2010/2/2 62
0.1 94 88 91 2009/12/2 2010/2/3 63
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(mg/kg) A B
0.1 86 82 84  2009/10/13 2009/12/7 55
0.2 85 83 84  2009/10/13 2009/11/30 48
0.02 90 90 90 2009/10/13 2009/11/12 30
0.1 91 89 90 2009/10/13 2009/11/13 31

(P)

(mg/kg) A B
0.1 91 85 88  2009/10/13 2009/11/17 35
0.2 100 96 98  2009/10/13 2009/11/17 35
0.02 94 90 92  2009/10/13 2009/11/17 35
0.1 80 77 79  2009/10/13 2009/11/17 35

(M)

(mg/kg) A B
0.1 106 99 103  2009/10/13 2009/11/17 35
0.2 98 94 96  2009/10/13 2009/11/17 35
0.02 104 103 104  2009/10/13 2009/11/17 35
0.1 95 94 95  2009/10/13 2009/11/17 35

(mg/kg) A B
0.1 85 77 81 2009/10/13 2009/11/12 30
0.2 94 83 89  2009/10/13 2009/11/13 31
0.02 93 92 93  2009/10/13 2009/11/12 30
0.1 94 92 93  2009/10/13 2009/11/13 31
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10.

CIS-

(mg/kg) A B
0.1 92 87 90 2009/10/23 2009/12/1 39
0.2 79 77 78 2009/10/23 2009/12/2 40
0.02 92 89 90 2009/10/23 2009/12/2 40
0.1 90 89 90 2009/10/23 2009/12/1 39

trans-

(mg/kg) A B
01 92 86 89 2009/10/23 2009/12/1 39
0.2 79 77 78 2009/10/23 2009/12/2 40
0.02 91 89 90 2009/10/23 2009/12/2 40
0.1 89 88 89 2009/10/23 2009/12/1 39

(P)

(mg/kg) A B
01 82 81 82 2009/10/23 2009/12/11 49
0.2 84 83 84 2009/10/23 2009/12/11 49
0.02 82 79 81 2009/10/23 2009/12/11 49
0.1 78 78 78 2009/10/23 2009/12/11 49

(M)

(mg/kg) A B
0.1 91 90 91 2009/10/23 2009/12/11 49
0.2 91 88 90 2009/10/23 2009/12/11 49
0.02 93 89 91 2009/10/23 2009/12/11 49
0.1 88 87 88 2009/10/23 2009/12/11 49

(mg/kg) A B
0.1 96 95 96 2009/10/23 2009/12/1 39
0.2 95 94 95 2009/10/23 2009/12/2 40
0.02 86 79 83 2009/10/23 2009/12/2 40
0.1 88 83 86 2009/10/23 2009/12/1 39
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2.1.
2.1.1.
[ ]
| 59  10mL 30
[ ]
70 mL
30 mL
30
50 mL
200 mL 40mL 1g
80mL 2g¢g
v
50 mL
50mL 2
v
Cis |
5mL
[ 5mL ]
5 mL (60 40) 10 mL
1
v 10 mL
IGCB/NH: |
[ 5mL ]

(75 25) 15 mL

5mL
[ 5mL ]
10 mL (95 5)5mL
(80 20) 15mL

101



:

Lc-MS/MS |

(80 20) 10 L

10 mL
5mL 2d
10
100 mL
100 mL

l 100mL 2

5mL
[ 5mL ]
10 mL
(95 5)15mL

100 mL
100mL 2

5mL
[ 5mL ]
10 mL (80 20)15mL
(70 30) 20 mL
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LC-MS
(60 40) 5 L
2.1.2.
V59
100 mL
100mL 2
200 mL 40mL 1g
40mL 1g
v
Cis |
5mL
[ 5mL ]
5 mL (60 40) 10 mL
1
v 10 mL
IGCB/NH: |
[ 5mL ]
(75 25) 15 mL
v
5mL
[ 5mL ]
10 mL (95 5)5mL
(80 20) 15 mL
v
Lc-MS/MS |

(80 20) 10 L
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5mL
10 mL 249

100 mL
100 mL

5mL
[ 5mL ]
10 mL
(95 5)15mL

5mL
[ 5mL ]
10 mL (80 20) 15 mL
(70 30) 20 mL

(60 40) 5 L

104



2.2.
2.2.1.

 (10/03/03)
CIS-
= -566.610065 + 2686410.676567 X
r= 0999914
trans-
= -184598475 + 2069762.125974 X
r= 0999845

300000
cis-

n -
200000 trans

Area

100000

0 0.02 0.04 0.06 008 01
Amount(ng)

105



2.2.2.

0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): F100224B_018.D\datams (*) lon 183.10 (182.80 to 183.80): F100224B_015.D\datams (*)
lon 163.00 (162.70 to 163.70): F100224B.018.D\data.ms (*) lon 163.00 (162.70 to 163.70): F100224B_015.D\datams (*)
24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 N 19000
18000 = 18000
I
17000 =D 17000
2
16000 o 16000
15000 ga’“s 15000
e
14000 Ov? 14000
I
13000 1 a 13000
I
12000 =} 12000
11000 l 11000
10000 10000
9000 9000 D
8000 8000 =
s
7000 7000
RS
6000 6000 i’-{
5000 5000 A
2
o.— g
4000 4000 S8
8
3000 3000 ! !
2000 \ 2000
1000 1000
0 T T T T T T T 0 T T T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-->
Abundance Abundance
lon 183.10 (182.80 to 183.80): F100225A 006.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100225A 003.D\datams (*)
lon 163.00 (162.70 to 163.70): F100225A006.D\data.ms (*) lon 163.00 (162.70 to 163.70): F100225A-003.D\datams (*)
24000 24000
23000 23000
22000 22000
21000 N 21000
20000 = 20000
o~
19000 Y 19000
2
18000 5N 18000
(=
17000 bz 17000
B
16000 01\ 16000
15000 1 "2 15000
14000 é 14000
o
13000 ] 13000
12000 ! 12000
11000 11000
10000 10000
9000 9000 AN
8000 8000 AP
7000 7000 TR
22
6000 6000 uze?
5000 5000 b
a8
4000 4000 °8
B
3000 3000 l
2000 2000
1000 ;_A,__—-—J 1000
0 T T T T T T T (o] T T T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-->
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2.2.2.

0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): F100301A 019.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100301A 016.D\data.ms (*)
44000 lon 163.00 (162.70 to 163.70): F100301A_019.D\data.ms (*) 44000 lon 163.00 (162.70 to 163.70): F100301A_016.D\data.ms (*)
42000 42000
40000 40000
38000 38000
36000 36000
34000 34000
32000 N 32000
=
30000 N 30000
28000 = 28000
A
26000 EEN 26000
LI
24000 57 24000
I
22000 1z 22000
©
20000 B 20000
18000 | 18000
16000 16000 N
AN
14000 14000 Z
12000 12000 R
"R
10000 10000 N4
Ve
8000 8000 { 2
a8
6000 6000 o8
4000 4000 1]
Y W S S LA—;
2000 4M’_'M\_J 2000
) T T T T T T T o T T T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-->
Abundance Abundance
lon 183.10 (182.80 to 183.80): F100226A_055.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100226A_052.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100226A _055.D\data.ms (*) lon 163.00 (162.70 to 163.70): F100226A_052.D\data.ms (*)
24000 24000
23000 23000
22000 \ 22000
21000 = 21000
20000 =N 20000
K=
19000 R 19000
18000 { } 18000
25
17000 o"{ 17000
16000 l %’ 16000
15000 & 15000
14000 | 14000
13000 13000
12000 12000
11000 11000
10000 10000
9000 9000
N
8000 8000 ==
s
7000 7000 "&’3
6000 6000 ;’?\ez
|
5000 5000 ) IE g
4000 4000 (S
B
3000 3000 l
2000 2000
1000 1000 MJ_J
0 T T T T T T T (o] T T T T T T T
1250 1300 1350 14.00 1450 1500 1550  16.00 1250 1300 1350 14.00 1450 1500 1550  16.00
Time--> Time-->
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2.2.

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

2.
0.005 ppm
0.1ng

lon 183.10 (182.80 to 183.80): F100301A 032.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100301A 032.D\datams (*)

— cisVARN) Y

“ trans—~UVA KUV

A

0
12
Time-->

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

U T T T T T T
.50 13.00 13.50 14.00 1450 15.00 15.50 16.00

0.1 ng

lon 183.10 (182.80 to 183.80): F100226A 033 D\datams (*)
lon 163.00 (162.70 to 163.70): F100226A 033.D\data.ms (*)

— cis VANV

“— trans~IVA RV

I

B ———

1

Time-->

0
1250

U U T T T T T
13.00 13.50 14.00 1450 15.00 15.50 16.00

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

0.005 ng

lon 183.10 (182.80 to 183.80): F100301A 029.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100301A 029.D\data.ms (*)

v
v

~

Y

cis—
ans—

—
« tr

N IO NIy W

0
12,
Time-->

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

U
.50 13.00

T T T T T T
13.50 14.00 14.50 15.00 15.50 16.00

0.005 ng

lon 183.10 (182.80 to 183.80): F100226A 030.D\datams (*)
lon 163.00 (162.70 to 163.70): F100226A_030.D\data.ms (*)

“— cisPARY YV
“— trans—VA KU

Time-->
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U U T T T T T
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2.2.2.
0.2 ppm
0.1 ng 0.005 ng

Abundance Abundance
fon 183,10 (182.80 to 183.80): F100303A 046.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100303A 038.D\data.ms (*)
44000 lon 163.00 (162.70 to 163.70): F100303A 046.D\datams (*) 44000 lon 163.00 (162.70 to 163.70): F100303A_038.D\data.ms (*)
42000 42000
40000 40000
38000 38000
36000 36000
34000 34000
32000 32000
30000 30000
28000 N 28000
=
26000 PN 26000
=
24000 A 24000
=
22000 KN 22000
0w
20000 5 ‘{ 20000
@
18000 | g 18000
-
16000 et 16000 \,\
14000 1 14000 Z\E
-~
12000 12000 x;\
AR
10000 10000 cz“{
2
8000 8000 og
o4
6000 6000 1 A
4000 4000 l
2000 2000
T T T T T T T o f T T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-->
Abundance Abundance
lon 183.10 (182.80 to 183.80): F100303A 031.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100303A 028.D\datams (*)
44000 lon 163.00 (162.70 to 163.70): F100303A 031.D\datams (*) 44000 lon 163.00 (162.70 to 163.70): F100303A 028.D\data.ms (*)
42000 42000
40000 40000
38000 38000
36000 N 36000
-
34000 > 34000
32000 N 32000
N
30000 "{ ’ 30000
2
28000 2% 28000
o=
26000 f 26000
A
24000 5 24000
B
22000 | 22000
20000 20000
18000 18000
16000 16000 N
:\:\
14000 14000 v
12000 12000 l\}
o\"\
10000 10000 4 f
o
8000 8000 o8
i)
6000 6000 ! -
4000 4000 4
2000 2000
T T T T T T T o T T - T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-—>

109



2.2.2.

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

0.1 ppm
0.1 ng

lon 183.10 (182.80 to 183.80): F100226A 019.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100226A 019.D\datams (*)

— cis VARV

< trans~JVA RY v

1250
Time-->

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

T T T T T T T
13.00 13.50 14.00 1450 15.00 15.50 16.00

0.005 ppm
0.1 ng

lon 183.10 (182.80 to 183.80): F100303A 021.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100303A_021.D\data.ms (*)

— cis VARV

< trans—YVA RJ Vv

N

12.50
Time-->

U U T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

0.005 ng

lon 183.10 (182.80 to 183.80): F100226A 016.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100226A 016.D\data.ms (*)

<
M

1
ay

%
9

cis—

«—

“— trans—

0
12,50
Time-->

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

U T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00

0.005 ng

Jon 183.10 (182.80 to 183.80): F100303A 018.D\datams (*)
lon 163.00 (162.70 to 163.70): F100303A 018 D\data.ms (*)

I~y Uyy

cis—~ LA B
— trans—ILR

«—

A

0
12.50
Time-->
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2.2.3.

0.1 ppm

1 L/[4AmL/2g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

Time-->

0
1250

fon 183.10 (182.80 to 183.80): F100301A 020.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100301A 020.D\datams (*)

Yy
UG

NRIVRA B
— trans—L X

cis—

«—

w

T T T T
1450 15.00 1550 16.00

U T T
13.00 13.50 14.00

0.2 ppm

1 L/AmL/1g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

Time-->

0
1250

lon 183.10 (182.80 to 183.80): F100303A 042.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100303A 042.D\data.ms (*)

— s A Ry
— trans—A A FY

I C

T T T T T 1
14.00 14.50 15.00 15.50 16.00

T T
13.00 13.50

0.1 ppm

1 L/4AmL/2g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

Time-->

0
1250

lon 183.10 (182.80 to 183.80): F100226A 006.D\datams (*)
lon 163.00 (162.70 to 163.70): F100226A_006.D\datams (*)

v
v

‘—‘_trarclég?;(}/jlj\yu

A

T T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00

0.1 ppm

1 L/AmL/2g

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000

18000

lon 183.10 (182.80 to 183.80): F100226A 020.D\datams (*)
lon 163.00 (162.70 to 163.70): F100226A_020.D\data.ms (*)

16000 R

14000

12000

10000

8000

6000

4000

2000

Time-->

111

0
1250

L n

T

T T T T T T T
13.00 13.50 14.00 1450 15.00 15.50 16.00



2.2.3.

1 L/2

Abundance

44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

0.005 ppm
mL/2 g

fon 183.10 (182.80 to 183.80): F100301A 007.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100301A 007.D\datams (*)

A

0
1250
Time-->

U T T T T T T
13.00 13.50 14.00 1450 15.00 1550 16.00

0.01 ppm
1 L/2mL/1g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

fon 183.10 (182.80 to 183.80): F100303A 032.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100303A 032.D\datams (*)

v
v

A%

o

)V
“ trans—~NV

 clsm

0
1250
Time-->

U T T T T T T
13.00 13.50 14.00 1450 15.00 1550 16.00

0.005 ppm

1 L/2mL/2g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

lon 183.10 (182.80 to 183.80): F100303A 022.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100303A_022.D\data.ms (*)

.

0
12,50
Time-->

U T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00

0.005 ppm
1 L/2mL/2g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

lon 183.10 (182.80 to 183.80): F100303A 022.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100303A 022 D\data.ms (*)

A

0
1250
Time-->
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2.2.4.

1 L/2mL/2g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000 AAAA[

1000

lon 183.10 (182.80 to 183.80): F100224B_006.D\datams (*)
fon 163.00 (162.70 to 163.70): F100224B.006.D\data.ms (*)

NS

— cisWALY
< trans—~NVA NV

h@tj

0
1250
Time-->

T T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00

1 L/2mL/1lg

Abundance
lon 183.10 (182.80 to 183.80): F100301A_063.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100301A_063.D\data.ms (*)
44000
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000 N N
14000 ==
rx
12000 x\
Y
10000 57
¢
8000 28
S g
6000 +
4000 l l
2000
o T T T T T T T
1250 13.00 13.50 14.00 14.50 15.00 15.50 16.00
Time-->

1 L/2mL/2g

Abundance

44000

42000

40000

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

lon 183.10 (182.80 to 183.80): F100301A 033.D\data.ms (*)

A

lon 163.00 (162.70 to 163.70): F100301A_033.D\data.ms (*)

Time-->

o U T T
12,50 13.00 13.50 14.00

1 Li2mL/2g

T
14.50

T T T
15.00 15.50 16.00

Abundance
lon 183.10 (182.80 to 183.80): F100301A 048.D\datams (*)
44000 lon 163.00 (162.70 to 163.70): F100301A 048.D\data.ms (*)
42000
40000
38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000 N
==
14000 AT
ES
12000
33
10000 K¢ {
0z
8000 B
S8
6000 ! *
4000
2000{ VAAAJ«V,AAA\4J¥~A,J
0 ; e ; ; ; \
1250 1300 1350 1400 1450 1500 1550  16.00

Time-->

113




2.2.5.

1 L/10mL/2g 1 L/4AmL/2g

Abundance Abundance
lon 183.10 (182.80 to 183.80): F100225A_007.D\datams (*) lon 183.10 (182.80 to 183.80): F100226A_056.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100225A_007.D\data.ms (*) lon 163.00 (162.70 to 163.70): F100226A_056.D\data.ms (*)

24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
AN
14000 14000 iy
13000 NN 13000 ~N
g R
12000 = 12000 NG
‘o >
11000 11000
NS AN
10000 = 10000 o)
4 a{ 1) I{
9000 ! 9000 n
28 1 g
8000 °s 8000 =
= +
B
7000 l . 7000 |
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
1000 1000 AA—’_’_M_'_’_Z_/\#\_J
0 T T T T T T T 0 7 T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00

Time--> Time-->

Abundance Abundance
lon 183.10 (182.80 to 183.80): F100226A 037.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100226A 023.D\data.ms (*)

44000 lon 163.00 (162.70 to 163.70): F100226A_037.D\data.ms (*) 44000 lon 163.00 (162.70 to 163.70): F100226A_023.D\data.ms (*)
42000 42000
40000 40000
38000 38000
36000 36000
34000 34000
32000 32000
30000 30000
28000 28000
26000 26000
24000 24000
22000 PN 22000 NS
= ==
20000 -’ 20000 e
=
18000 },\ 18000 § A
B2 ,‘Z°{
16000 f.l_ 16000 N
U w
14000 =i 14000 s §
5 +
12000 4 12000
L L
10000 g 10000
h=]
8000 | 8000
6000 6000
4000 4000
2000 2000
o T T T T T T o T T T T T T T
1250 1300 1350 1400 1450 1500 1550  16.00 1250 1300 1350 1400 1450 1500 1550  16.00
Time--> Time-->
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2.2.6.
cis- 0.1 ppm trans- 0.1 ppm
127 1 L/4AmL/2g 127 1 L/4AmL/2g

Abundance Abundance
fon 183.10 (182.80 to 183.80): F100326A 008.D\datams (*) lon 18310 (182.80 to 183.80): F100326A 009.D\datams (*)
lon 163.00 (162.70 to 163.70): F100326A-008.D\data.ms (*) lon 16300 (162.70 to 163.70): F100326A_009.D\datams (*)
24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
14000 14000
13000 S 13000
= ’\
12000 i 12000 =
= "
11000 11000
= -~
10000 { 10000 =
b <
9000 B 9000 ]
o g
8000 8000 8
l Il
be]
7000 7000 !
6000 6000
5000 5000
2000 4000
3000 3000
2000 2000
1000 1000 A
o - - - ; T T : 0 - - 7 : i T :
1250 13000 13550 1400 1450 1500 1550  16.00 12550 13000 13550 1400 1450 1500 1550  16.00
Time--> Time-->
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2.3.

2.3.1.
(10702/22)
= -223.655031 + 73388.762223 X
r= 0.999709
40000 |
30000
3
& 20000
10000
0
0 0.1 0.2 0.3 04 05
Amount(ng)
2.3.2.
0.005 ppm 0.005 ppm
0.005 ppm
0.5ng 0.05 ng
F100214_019 MRM of 2 Channels ES+ F100214_022 MRM of 2 Channels ES+
100- 330 > 244.9 100- 330 > 244.9
6.50e4 6.50e4
)
% | % |
!
-37 T e Time -3 5 T e Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 20.00
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2.3.2.

0.5ng 0.05 ng
U100222_017 MRM of 2 Channels ES+ U100222_038 MRM of 2 Channels ES+
_ 330 > 244.9 - 330 > 244.9
100 g.00ea 00 8.0064
!
%] % |
l
-3 T T T 1 Time -3 T T T T T T T 1 Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 20.00
15 ppm 15 ppm 15 ppm
0.5ng 0.05 ng
U100311_019 MRM of 2 Channels ES+ U100311_022 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
2.70e5 2.70e5
!
% | % |
)
-3 e Time -3 e Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 20.00
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2.3.3.

15 ppm 15 ppm
10 L/600 mL/1g 10 L/600 mL/1 g
U100311_011 MRM of 2 Channels ES+ U100311_014 MRM of 2 Channels ES+
100+ 330>244.9 g0 330 > 244.9
2.70e5 2.70e5
%] % |
! l
-3 T — Time -3 T T T 1 Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 .00
15 ppm 15 ppm
10 L/600 mL/1g 10 L/600 mL/1 g
U100305_079 MRM of 2 Channels ES+ U100311_017 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
6.50e4 2.70e5
% | % |
| ! | !
-3 T Time BT Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 20.00
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2.3.3.

0.005 ppm
10 L/AmL/lg
F100214_064 MRM of 2 Channels ES+
100+ 330 > 244.9
6.50e4
%l
|
-3 T T Time
5.00 10.00 15.00 20.00
0.01 ppm
10 L/2mL/1g
F100214_053 MRM of 2 Channels ES+
100+ 330 > 244.9
6.50e4
%l
l
-3 T T e Time
5.00 10.00 15.00 20.00

0.005 ppm
10 L/1mL/1g
F100214_027 MRM of 2 Channels ES+
100+ 330 > 244.9
6.50e4
%l
i
-3 R A B B — Time
5.00 10.00 15.00 0.00
0.005 ppm
10 L/AmL/1g
F100214_040 MRM of 2 Channels ES+
100+ 330 > 244.9
6.50e4
%l
| \
-3 T o Time
5.00 10.00 15.00 20.00
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2.3.4.

10 L/AmL/1g

F100214_063 MRM of 2 Channels ES+

_ 330 > 244.9
100 6.50e4
%l
l
-3 S e Time
5.00 10.00 15.00 20.00
10 L/2mL/1g
F100214_050 MRM of 2 Channels ES+
_ 330 > 244.9
100 6.50e4
%l
l
-3 o Time
5.00 10.00 15.00 20.00

10 L/I1mL/1g

F100214_024
100+

MRM of 2 Channels ES+
330 > 244.9
6.50e4

0|

Time

10,00 1050 11.00 1150

10 L/AmL/1g

F100214_038 MRM of 2 Channels ES+

_ 330 > 244.9
100 6.50e4
%]
l
-3 T T Time
5.00 10.00 15.00 20.00
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2.3.5.

10 L/400 mL/1g 10 L/400 mL/1 g
U100222_024 MRM of 2 Channels ES+ U100222_025 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
8.00e4 8.00e4
l 4
l
%] %1
-3 T T T 1 Time -3 T T T T T Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00
10 L/400mL/1g 10 L/400 mL/1g
U100222_032 MRM of 2 Channels ES+ U100222_030 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
8.00e4 8.00e4
l |
% | % |
!
-3 T T T 1 Time -3 T T T T T 1 Time
5.00 10.00 15.00 20.00 5.00 10.00 15.00 20.00
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2.3.6.

0.1 ppm 127
10 L/4mL/lg
U100325_011 MRM of 2 Channels ES+
100+ 330 > 244.9
8.00e4
%] I
-3 T T T Time
5.00 10.00 15.00
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2.4,
24.1.

(10702/20)

-64.302211 + 13128.365544 X
0.999978

r

8000

6000

Area
[}
o
o

2000

0 01 0.2 03 04 05
Amount(ng)
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24.2.

0.005 ppm
0.005 ppm
0.5ng
F100214_019 MRM of 2 Channels ES+
100+ 330 > 100.6
1.00e4
l
o
-3 T T Time
5.00 10.00 15.00 20.00
0.5 ppm
0.5ng
F100220_006 MRM of 2 Channels ES+
100+ 330 > 100.6
1.90e4
l
% |
-3 T T Time
5.00 10.00 15.00 20.00

0.05 ng

0.005 ppm

F100214_022

100+

%]

MRM of 2 Channels ES+
330 > 100.6
1.00e4

!

I W

T T T 1 Time
5.00 10.00 15.00 20.00
0.5 ppm 0.5 ppm
0.05 ng

F100220_009

100

%]

124

MRM of 2 Channels ES+
330 > 100.6
1.90e4

!

I

5.00

11000

—— Time
20.00

'15.00



2.4.3.
0.5 ppm
10 L/20mL/1g

U100309b_012

MRM of 2 Channels ES+

_ 330 > 100.6
100 1.90e4
. !
-3 T T T 1 Time
5.00 10.00 15.00 20.00
0.2 ppm
10 L/8mL/1g
F100214_057 MRM of 2 Channels ES+
_ 330 > 100.6
100 1.00e4
o]
!
-3 L L L B L B B —— Time
5.00 10.00 15.00 20.00

0.5 ppm
10 L/20mL/1g

U100309b_013 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.90e4
i l
%
-3 T T T 1 Time
5.00 10.00 15.00 20.00
0.5 ppm
10 L/20mL/1g
U100309b_017 MRM of 2 Channels ES+
100+ 330 > 100.6
1.90e4
l
%]
-3 T T T 1 Time
5.00 10.00 15.00 20.00
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2.4.3.

0.005 ppm
10 L/AmL/lg
F100214_014 MRM of 2 Channels ES+
100— 330 > 100.6
1.00e4
%l
l
-3 T T T T 1 Time
5.00 10.00 15.00 20.00
0.01 ppm
10 L/2mL/1g
F100214_053 MRM of 2 Channels ES+
100+ 330 > 100.6
1.00e4
%l
!
-3 T T e Time
5.00 10.00 15.00 20.00

10 L/AmL/lg

0.005 ppm

F100214_026

100+

%]

MRM of 2 Channels ES+
330 > 100.6

1

1.00e4

I W

5.00

0.005 ppm
10 L/AmL/1g

F100214_026

100+

%]

126

10.00

15.00

20

1 Time
.00

MRM of 2 Channels ES+
330 > 100.6

1.00e4

D | Yo

15.00

20

— Time

.00



244,

10

100+

%]

L/ImL/1g
F100214_011 MRM of 2 Channels ES+
330 > 100.6
1.00e4
l

e A e e e e s S

T T T T 1 Time
5.00 10.00 15.00 20.00

10

100+

L/’2mL/1g
F100214_050 MRM of 2 Channels ES+
330 > 100.6
1.00e4

%]

i
e A e e e s

e e Time
5.00 10.00 15.00 20.00

10 L/I1mL/1g

F100214_024

100+

%]

10 L/AmL/1g

MRM of 2 Channels ES+

330 > 100.6
1.00e4
!
| AT ARE VS U Y VDNV S VR SR
T T T 1 Time
5.00 10.00 15.00 20.00

F100214_038

100+

%]

127

MRM of 2 Channels ES+
330 > 100.6

!

1.00e4

o N

15.00

20

— Time

.00



2.4.5.

10 L/20mL/1g

F100220_011

MRM of 2 Channels ES+

_ 330 > 100.6
100 1.90e4
%
l
-3 T T T 1 Time
5.00 10.00 15.00 20.00
10 L/20mL/1g
F100220_026 MRM of 2 Channels ES+
_ 330 > 100.6
100 1.90e4
% | !
-3 T ) Time
5.00 10.00 15.00 20.00

10 L/20mL/1g

F100220_015 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.90e4
%]
!
-3 L L B L B B —— Time
5.00 10.00 15.00 20.00
10 L/20mL/1g
F100220_022 MRM of 2 Channels ES+
_ 330 > 100.6
100 1.90e4
%]
!
-3 o Time
5.00 10.00 15.00 20.00
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2.4.6.

0.1 ppm 127
10 L/4mL/lg
U100325_013 MRM of 2 Channels ES+
100+ 330 > 100.6
1.90e4
l
%]
-3 T e Time
5.00 10.00 15.00 20.00
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2.5.

2.5.1.
(10702/19)
= -1268.492421 + 1917042.183482 X
r= 0.999651
200000 |
150000
(151
o
<C 100000
50000
0
0 0.02 0.04 006 008 0.1
Amount(ng)
2.5.2.
10 ppm
0.1 ng 0.005 ng
MSD1 230, EIC=229.85:230.85 (C\CHEM32ILIDATAF100218AIF0218A26.0) A MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATAF100218AIF0218A29.D) A
10000 10000 ]
9000 ! 9000
8000 8000
7000 7000
6000-| 6000-|
5000 ] 5000 ]
40 4000
3000 3000-]
] ] 1
2000 zooo(m—\LM
‘ ‘ 1 T T T ‘ T T T ‘ T T T
4 6 8 min 4 6 8 min
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2.5.2.

10 ppm
0.1 ng

0.005 ng

14000

12000

10000

8000

60004

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000019.D)

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000022.D)
14000
12000
10000
8000
6000

| l
4000
! ! ! . ! ! ! . ! ! !
4 6 8 min

0.1 ng

0.005 ng

6000

MSD1 230, EIC=229.85:230.85 (D:\D_CHEM\DATAIF100325A\F0325A000002.D)

min

MSD1 230, EIC=229.85:230.85 (D:\D_CHEM\DATA\F100325A\F0325A000005.D)
12000
10000
8000
6000
4000
] !
0 r_ggh
-
4 6 8 min|
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2.5.3.

10 ppm

5 L/2000 mL/2 g

0.1 ppm

5 L/20mL/2g

WSD1 230, EIC=229.85.230.85 (CCHEM3ZUIDATAF 100303AT 0303A000018.0 WSD1 230, EIC=229.85:230.85 (CCHEM3ZIDATA 100218AF0216A34.D) A
14000 10000
9000
12000 ]
8000
10000 7000
6000
] !
8000 ]
l 5000
4000
60001 ]
3000
2000 2000
— —
4 6 8 min 4 6 8 min
0.2 ppm 0.1 ppm

5 L/20mL/1g

5 L/20mL/2 g

10000
9000 f
8000 f
7000 —
6000
5000 f
4000 —
3000 f

2000

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100218A\F0218A58.D) A

min

10000
9000 f
8000 f
7000 —
6000
5000 f
4000 —
3000 f

2000

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100218A\F0218A46.D) A

min
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2.5.3.
0.005 ppm
5 L/10mL/2 g

0.005 ppm

5 L/10mL/2g

MSD1 230, EIC=229.85:230.85 (CICHEM32IDATAF100218AIF0218A22D) A MSD1 230, EIC=229.85:230.85 (CICHEM32IDATAF100218AIF0218A31D) A
10000 10000
9000 9000
8000 8000
7000 7000
6000 | 6000
5000 5000
4000 4000
3000 3000 .
] l ]
2000 {/M 2000{ f\;‘L—'WV—
T T T T T T T T T T T 1 T T T T T T T T T T T
4 6 8 min 4 6 8 min
0.01 ppm 0.005 ppm

5 L/10mL/1g

5 L/10mL/2 g

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100218A\F0218A54.D) A

10000
9000 —
8000 —
7000 f
6000
5000 —
4000 f
3000 — 1

2000

4 6 8 min

10000
9000 f
8000 f
7000 —
6000
5000 f

4000

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100218A\F0218A43.D) A

3000 !

2000 ] (’WL'—V\_/,

133




2.5.4.

5 L/10mL/2 g

5 L/10mL/2g

MSDL 230, EIC=229.85:230.85 (C:CHEM3Z\LDATAFL00218AF0218A07.0) A VSD1 230, EIC=229.85:230.85 (C:CHEM3Z\LDATAFL00218A\F0218A09.0) A
10000 10000
9000 9000
8000 8000
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
] 1 i !
2000 —_— 2000 FMWH
T T T ‘ T T T ‘ T T T 1 T T T ‘ T T T ‘ T T T
4 § 8 min 4 § 8 min
5 L/10mL/1g 5 L/10mL/2 g
MSD1 230, EIC=220.85:230.85 (C\CHEM32IL\DATAIFL00218AIF0218A13D) A MSD1 230, EIC=220.85:230.85 (C\CHEM32I\DATAIFL00218AIF0218ALD) A
10000 10000
9000 9000
8000 8000
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
] ! i l
2000 ———————— 2000 —
T T T ‘ T T T ‘ T T T 1 T T T ‘ T T T ‘ T T T
4 6 8 min 4 6 8 min
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2.5.5.

5 L/2000 mL/2 g

5 L/60mL/2g

14000

12000

10000

8000

60004

4000

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000037.D)

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000026.D)
14000
12000
10000

l
8000
6000
4000
! ! ! . ! ! ! . ! ! !
4 6 8 min

5 L/10mL/1g

5 L/B0mL/2g

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000041.D)

14000

12000

10000

8000

6000

4000+

min

MSD1 230, EIC=229.85:230.85 (C:\CHEM32\1\DATA\F100225\F0225A000029.D)
14000
12000
10000

l
8000
6000
4000
T T
4 6 8 min
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2.5.6.

0.1 ppm 127

5 L/20mL/2g

MSD1 230, EIC=229.85:230.85 (D:\D_CHEM\DATAIF100325A\F0325A000007.D)

12000

10000

8000

60004

40004

2000

6 8 min
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v

v

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

30

30

30

40mL 4g

40mL 4g
40mL 2g

40mL 2g
100 mL 1049

100mL 10g
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Cis |

[ 5mL ]
5mL (60 40) 10 mL

10 mL

5mL
[ 5mL ]
10 mL (95 5)5mL
(80 20) 15mL

v
LC-MS/MS

(80 20) 10 L

10 mL
5mL 549
10
100 mL
100 mL

5mL
[ 5mL ]
10 mL
(95 5)15mL

138



15 mL
20 mL

5mL
5mL

(80 20)
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3.2.

3.2.1.
(10/02/01)
cis-
= -203.063727 + 303558.178303 X
r= 0.999783
trans-
= -149.313179 + 218963.306936 X
r= 0.999818
30000 Cis-
trans-
« 20000
o
<
10000
0
0 0.02 0.04 006 0.08 0.1
Amount(ng)
3.2.2.
0.1 ng 0.005¢g
Abundance Abundance
lon 183.10 (182.80 to 183.80): F100201A 006.D\datams (*) lon 183.10 (182.80 to 183.80): F100201A 003.D\datams (*)
lon 163.00 (162.70 to 163.70): F100201A_006.D\datams (*) lon 163.00 (162.70 to 163.70): F100201A_003.D\datams (*)
4500 4500
4000 N 4000
iy
[
3500 ;&:\\ 3500
='<\.L
%N
3000 s? 3000
L
2500 B 2500
! N
2000 2000 22
,.L"L
~N
1500 1500 ??\
! ©n
1000 1000 s
L
500 500
13.00 1320 1340 1360 1380 1400 1420 1440 1460 1480 1500 1520 1540 13.00 1320 1340 1360 1380 1400 1420 1440 1460 1480 1500 1520 1540
Time--> Time-->
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3.2.2.

0.1 ng 0.005 ng
Abundance Abundance
lon 183.10 (182.80 to 183.80): F100128A 089.D\data.ms (*) lon 183.10 (182.80 to 183.80): F100128A 086.D\data.ms (*)
lon 163,00 (162.70 to 163.70): F100128A 089.D\datams (*) lon 163,00 (162.70 to 163.70): F100128A 086.0\datams (*)
3000 N 3000
=\
L
N
oy
2500 = 2500
I N
23
o ol<
2000 1 3 2000
j=]
! NES
1500 1500 =2
NN
bR
1000 1000 a2
H
by
500 7‘J 500
O e O e
13001320 13, 40 1360 13 80 14.00 1420 14 40 1460 14.80 15 001520 15 40 13001320 1340 13 60 1380 14 00 14.20 1440 14 60 14,80 15,00 15.20 1540
Time--> Time-->
0.1 ng 0.005 ng
Abundance Abundance
Jon 183.10 (182.80 to 183.80): F100201A 019.D\data.ms (*) Jon 183.10 (182.80 to 183.80): F100201A 016.D\datams (*)
lon 163.00 (162.70 to 163.70): F100201A 019.D\datams (*) Jon 163.00 (162.70 to 163.70): F100201A_016.D\datams (*)
4500 N 4500
=
-~
4000 g N 4000
<R
[
3500 N 3500
2
! K4
3000 2 3000
B
2500 ! 2500
N
2000 2000 L_\\:\
o
=
AN
1500 1500 % 7
1000 1000 =
A . 3
500 500
13.00 1320 1340 1360 1380 14.00 1420 1440 14,60 14.80 1500 15.20 15.40 13.00 1320 1340 1360 13.80 14,00 14.20 1440 14,60 14.80 1500 1520 15.40
Time--> Time-->
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3.2.2.

0.005 ppm
0.1 ng
Abundance
lon 183.10 (182.80 to 183.80): F100128A 027.D\datams (*)
lon 163.00 (162.70 to 163.70): F100128A 027 D\datams (*)
4500
4000 S
iy
N
=
3500 (3
L3
2
3000 =
L8
k]
2500
!
2000
1500
1000
500
O L B R ma e R
1300 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14,60 14.80 15.00 15.20 15.40
Time-->
0.1 ppm
0.1 ng
Abundance
Jon 183.10 (182.80 to 183.80): F100125A 037.D\datams (*)
lon 163,00 (16270 to 163.7Q): FL00125A 037.D\datams (*)
=
v
4500 =
S
u{ ,\
4000 a2
=
13
3500 4
A
8
Bs)
3000
!
2500
2000
1500
1000
500 / e
13.00 13.20 13.40 13.60 13.80 14,00 14.20 14.40 14,60 1480 15.00 15.20 15.40
Time-->

0.005 ng
Abundance
lon 183.10 (182.80 to 183.80): F100128A 024.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100128A_024.D\data.ms (*)
4500
4000
3500
3000
2500
N
2000 2R
s
~ R
1500 A5
¢
© 8
Bogs
1000 ©E
L
500
] O
13,00 13.20 1340 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40
Time-->
0.005 ng
Abundance
lon 183.10 (182.80 to 183.80): F100125A_034.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100125A_034.D\data.ms (*)
4500
4000
3500
3000
2500
2
2000 AR
=
3
1500 Y
29
S5
1000 l 1
500
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40
Time-->
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3.2.3.

0.1 ppm
1 L/8mL/4g
Abundance
lon 183.10 (182.80 to 183.80): F100128A 070.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100128A 070.D\datams (*)

4500

4000

3500

3000
SN
AN
p

2500 s
NN
a\ ~
4
]

2000 2l
S§
| B

1500 i

1000

500

/J\JV

0
13
Time-->

R R A e A BEARR RSSO
00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

0.02 ppm

1 L/4mL/10g

Abundance

4500

4000

3500

3000

2500

2000

1500

1000

500

lon 183.10 (182.80 to 183.80): F100201A 026.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100201A 026.D\datams (*)

ARYV
vy

< cis~V

“ trans—~YVA b

Time-->

0 T e
13.00 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

0.2 ppm
1 L/8mL/2g
Abundance
lon 183.10 (182:80 o 18380 F100128A 082.D\datams (¥)
lon 16300 (162.70 o 163.70): F100128A 082.D\datams (*)
3000
2500
hON
2000 AN
NN
3
1500 22
b
1000
500

1300132013401360138014001420144014601480150015201540
Time-->

0.1 ppm
1 L/8mL/4g
Abundance
Jon 183.10 (182.80 to 183.80): F100125A 030.D\datams (*)
lon 163.00 (162.70 to 163.70): F100125A_030.D\datams (*)
4500
4000
3500
N
=N
-
3000 .
AR
15
2500 o
©n
g
-
2000 L5
!
1500
1000
500

0 i e
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40
Time-->
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3.2.3.

0.005 ppm
1 L/4mL/dg
Abundance
lon 183.10 (182.80 to 183.80): F100128A 095.D\datams (*)
lon 163.00 (162.70 to 163.70): F100128A_095.D\datams (*)
4500
4000
3500
3000
2500
N
2000 NS
N
P
=X
1500 =7
fh
a8
1000 ©5
Ly
500
O A R R B
13.00 1320 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 1540
Time-->

0.001 ppm
1 L/2mL/10g
Abundance
lon 183.10 (182.80 to 183.80): F100201A 022.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100201A 022.D\data.ms (*)

4500
4000
3500
3000
2500

N

2000 ==

oz

~

BN

1500 ?u{

ba

1000 f g

l

500

Time-->

0 T e
13.00 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

0.01 ppm
1 L/4AmL/2g
Abundance
lon 183.10 (182.80 to 183.80): F100128A 035.D\datams (*)
lon 16300 (162.70 to 163.70): F100128A 035.D\datams (*)
3000
2500
2000
AN
1500 fadey
v
N
1000 1%
@2 o
° &
!
500 ;
Qb e e e e e e e
1300 13.20 1340 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 1540
Time-->
0.005 ppm
1 L/AmL/4g
Abundance
Jon 183.10 (182.80 to 183.80): F100128A 020.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100128A_020.D\data.ms (*)
4500
4000
3500
3000
2500
2000 :\:;:
o
oy
1500 N
<
1000 £
Ly
500

0 i e
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40
Time-->
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3.2.4.

1 L/4mL/dg

Abundance

4500

4000

3500

3000

2500

2000

1500

1000

500

lon 183.10 (182.80 to 183.80): F100125A 007.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100125A 007.D\datams (*)

Time-->

e R L
1300 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

1 L/2mL/10g

Abundance

4500

4000

3500

3000

2500

2000

1500

1000

500

lon 183.10 (182.80 to 183.80): F100201A 020.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100201A_020.D\datams (*)

Time-->

0 T e
13.00 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

1 L/4AmL/2g

Abundance

lon 18310 (182.80 to 183.80): F100128A 033 D\datams (*)
lon 16300 (162.70 to 163.70): F100128A 033 D\datams (*)

3000
2500
2000
N
1500 2=
,.L"L
NN
1000 1,
Aa
g
Ly
500
Of T e e e e e
1300 1320 13 401360 13.80 14 00 14.20 14.40 14.60 14.80 15. 00 1520 1540
Time-->
1 L/AmL/4g
Abundance
lon 183.10 (182.80 to 183.80): F100125A 025.D\datams (*)
lon 163.00 (162.70 to 163.70): F100125A 025.D\datams (*)
4500
4000
3500
3000
2500
2000 D
:\':\
s
1500 NN
<
@2
1000 °8
L
500

O e
13.00 1320 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

Time-->
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3.2.5.

1 L/4mL/dg

Abundance

4500

4000

3500

3000

2500

2000

1500

1000

lon 183.10 (182.80 to 183.80): F100201A 007.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100201A 007.D\datams (*)

N4
ANY YV

< cis= kR
“ trans—b

500

Time-->

e R L
1300 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

1 L/2mL/10g

Abundance

4500

4000

3500

3000

2500

2000

1500

1000

500

lon 183.10 (182.80 to 183.80): F100201A 028.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100201A 028.D\datams (*)

yy
(NG

}
A

— cis VR
“—  trans—~\)V

Time-->

0 T e
13.00 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

1 L/4mL/2g
Abundance
lon 183.10 (182.80 to 183.80): F100201A 054.D\datams (*)
lon 16300 (162.70 to 163.70): F100201A 054.D\datams (*)
3000
D
2500 i-::
N
n< °,
2000 & fg
M=
Ly
1500
1000
500
O T T T T T T e e
1300 13 201340 13 60 13.80 14.00 14. 20 1440 14.60 14.80 15.00 15 20 1540
Time-->
1 L/AmL/4g
Abundance
Jon 183.10 (182.80 to 183.80): F100201A 041.D\datams (*)
lon 163.00 (162.70 to 163.70): F100201A_041.D\datams (*)
4500
4000
3500
3000
2500
2000 N
:\’:\
v
1500 1:1:
15
2g
1000 S g
N
500
O T T T T T T T T
13.00 1320 1340 1360 13.80 14,00 14.20 1440 14,60 14.80 1500 1520 15.40
Time-->
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3.2.6.

0.1 ppm 68
1 L/8mL/4g
Abundance
lon 183.10 (182.80 to 183.80): F100210A 006.0\datams (*)
lon 163.00 (162.70 to 163.70): F100210A 006.0\datams (*)
4500
4000
3500
3000
NN
2500 ==
Ll
NN
2000 P2
b by
SE
1500 ! B
l
1000
500 /////U\//

L R
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40

Time-->
0.02 ppm 62
1 L/4mL/10g
Abundance
lon 183.10 (182.80 to 183.80): F100210A 019.D\datams (*)
lon 163.00 (162.70 to 163.70): F100210A 019.D\datams (*)
4500
4000
3500
N
3000 o2
e
=
2500 =
(%%
“l
gh
2000 |
l -
!
1500
1000
500
]
1300 13.20 13.40 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40
Time-->

0.2 ppm 68
1 L/8mL/2g
Abundance
lon 183.10 (182.80 to 183.80): F100201A 042.D\datams (*)
lon 16300 (162.70 to 163.70): F100201A 042.D\datams (*)
3000
2500
2000
1500 22
,.L"l—
N
1000 <
=1
g
!
500 !
O e e
1300 13.20 1340 13,60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 1540
Time-->
0.1 ppm 68
1 L/8mL/4g
Abundance
lon 183.10 (182.80 to 183.80): F100210A 031.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F100210A_031.D\data.ms (*)
4500
4000
3500
3000
23
2500 ot
33
g5
2000 @ fn
.
l +
1500 !
1000
500

Time-->

147

0 T e
13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 15.40



3.3.
3.3.1.

(09/12/27)

r

80000
60000

40000

Area

20000

138.949923 + 67702.713496 X
0.999939

0 02 04 0.6 0.8 1
Amount(ng)
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3.3.2.

1ng 0.1 ng
U091215_048 MRM of 2 Channels ES+ U091215_051 MRM of 2 Channels ES+
. 330 > 244.9 _ 330 > 244.9
100 ! 5.00e5 100 5.00e5
% | %]
!
-7 7—— 7 77— Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.1 ppm 0.01 ppm
1ng 0.1 ng
U091221_015 MRM of 2 Channels ES+ U091221_018 MRM of 2 Channels ES+
330 > 244.9 330 > 244.9
- 100
100 ! 3.50e5 3.50e5
% %
!
-3 b L L L B B A LA L R A B L \Time -3 T T \Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.3.2.

0.005 ppm 4 ppm
1ng 0.1 ng
U100105_16 MRM of 2 Channels ES+ U100105_19 MRM of 2 Channels ES+
_ 330 > 244.9 _ 330 > 244.9
100 l 2.70e5 100 2.70e5
% | % |
!
-3 T T T 1 Time -3 T T T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
1ng 0.1 ng
U100106_008 MRM of 2 Channels ES+ U100106_011 MRM of 2 Channels ES+
_ 330 > 244.9 _ 330 > 244.9
100 l 2305 100 2.30e5
% | % |
!
-3 T T T 1 Time -3 T T T T T  Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.3.3.

0.1 ppm 4 ppm
10 L/8mL/4g 10 L/160 mL/2 g
U091221_025 MRM of 2 Channels ES+ U100114_020 MRM of 2 Channels ES+
100— 330 > 244.9 100+ 330 > 244.9
3.50e5 2.70e5
| i !
% %
l
-3 — ] Time 37777 7 ———— Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 0.1 ppm
10 L/4 mL/10g 10 L/8mL/4g
U091227_48 MRM of 2 Channels ES+ U091215 081 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
2.30e5 5.00e5
l
%] %] !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.3.3.

0.005 ppm
10 L/2mL/4g
U100105_13 MRM of 2 Channels ES+
100+ 330 > 244.9
2.70e5
%]
N\
-3 o Time
5.00 10.00 15.00
0.001 ppm
10 L/1mL/10g
U091227_65 MRM of 2 Channels ES+
100+ 330 > 244.9
2.30e5
%l
\
-3 T T 1 Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g

U091221_ 023 MRM of 2 Channels ES+

B 330 > 244.9
100 3.50e5
o]
1
-3 o Time
5.00 10.00 15.00
0.005 ppm

10 L/2mL/4g

U091215_079 MRM of 2 Channels ES+

- 330 > 244.9
100 5.00e5
%]
!
-3 T T 1 Time
5.00 10.00 15.00
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3.3.4.

10 L/2mL/4g 10 L/2mL/2g
U091215_053 MRM of 2 Channels ES+ U091221_ 022 MRM of 2 Channels ES+
100 330 > 244.9 100+ 330 > 244.9
5.00e5 3.50e5
% | % |
! !
0~ |
-3 T T Time BT 7 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091227_59 MRM of 2 Channels ES+ U091215_ 076 MRM of 2 Channels ES+
100 330 > 244.9 100 330 > 244.9
2.30e5 5.00e5
% | % |
1 . 1 .
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.3.5.

10 L/2mL/4g 10 L/100 mL/2 g
U100106_014 MRM of 2 Channels ES+ U100110_015 MRM of 2 Channels ES+
100 330 > 244.9 100+ 330 > 244.9
2.30e5 2.70e5
% | % |
l I
-3 U 7 ——— Time -3 b L L ———— 7 ———— Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/4mL/10g 10 L/2mL/4g
U100110_011 MRM of 2 Channels ES+ U100106_022 MRM of 2 Channels ES+
100 330 > 244.9 100 330 > 244.9
2.70e5 2.30e5
l
| l |
% | % |
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.3.6.

0.1 ppm 42 0.2 ppm 42
10 L/8mL/4g 10 L/8mL/2g
U100114_011 MRM of 2 Channels ES+ U100114_016 MRM of 2 Channels ES+
100— 330 > 244.9 100+ 330 > 244.9
2.70e5 2.70e5
l
%] ! %]
-3 T Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 42 0.1 ppm 42
10 L/4mL/10g 10 L/8mL/4g
U100114_013 MRM of 2 Channels ES+ U100114_016 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
2.70e5 2.70e5
i ! i l
% %
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.4.

3.4.1.
(09/12/27)
= 75.398620 + 18440.275401 X
r= 0.999978
20000 [
15000
s
<
< 10000
5000
0
0 02 04 0.6 0.8 1
Amount(ng)
3.4.2.
1ng 0.1 ng
U091215_048 MRM of 2 Channels ES+ U091215_051 MRM of 2 Channels ES+
100 330 > 100.6 100~ 330 > 100.6
1.50e5 1.50e5
% | % |
-37 71— Time BT o Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.4.2.

0.1 ppm 0.2 ppm
1ng 0.1 ng
U091221_015 MRM of 2 Channels ES+ U091221_018 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 9.50e4 100 9.50e4
l
% | % |
\
-3 T Time 3177 77— Time
5.00 10.00 15.00 5.00 10.00 15.00
0.005 ppm 0.01 ppm
1ng 0.1 ng
U100105_16 l MRM of 2 Channels ES+ U100105_19 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 6.30e4 100 6.30e4
% | % |
I
-3 T T T 1 Time -3 T T T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.4.3.
0.1 ppm
10 L/8mL/4g

U091221_025

MRM of 2 Channels ES+

_ 330 > 100.6
100 9.50e4
% | !
-3 e — — Time
5.00 10.00 15.00
0.05 ppm
10 L/4 mL/10g
U091227_45 MRM of 2 Channels ES+
100+ 330 > 100.6
6.30e4
% | !
-3 T T 1 Time
5.00 10.00 15.00

0.2 ppm
10 L/8mL/2g

U091221_028 MRM of 2 Channels ES+

_ 330 > 100.6
100 9.50e4
% | l
-3 —T T — Time
5.00 10.00 15.00
0.1 ppm

10 L/8mL/4g

U091215_080 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.50e5
%]
l
-3 T T 1 Time
5.00 10.00 15.00

158



3.4.3.

0.005 ppm
10 L/2mL/4g
U100105_13 MRM of 2 Channels ES+
100+ 330 > 100.6
6.30e4
%]
l
-3 T T L S A —— Time
5.00 10.00 15.00
0.001 ppm
10 L/1mL/10g
U091227_65 MRM of 2 Channels ES+
100+ 330 > 100.6
6.30e4
%l
| !
-3 T T T T 1 Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g
U091227_56 MRM of 2 Channels ES+
100 330 > 100.6
6.30e4
ol
I
3| —— N — Time
5.00 10.00 15.00
0.005 ppm

10 L/2mL/4g

U091215_ 078 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.50e5
%]
I
-3 T T T 1 Time
5.00 10.00 15.00
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3.4.4.

10 L/2mL/4g 10 L/2mL/2g
U091215_053 MRM of 2 Channels ES+ U091215_084 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 1.50e5 100 1.50e5
% | % |
J . J !
-3 U I ———— T Time -3 b L L ——— T ———— Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091215_062 MRM of 2 Channels ES+ U091215_075 MRM of 2 Channels ES+
100 330 > 100.6 100+ 330 > 100.6
1.50e5 1.50e5
% | % |
J . J !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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3.4.5.

10 L/2mL/4g 10 L/2mL/2g
U100106_013 MRM of 2 Channels ES+ U100106_024 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 6.30e4 100 6.30e4
% | % |
l
| l | J
-3 T ey Time B 71— Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U100106_016 MRM of 2 Channels ES+ U100106_021 MRM of 2 Channels ES+
100 330 > 100.6 100 330 > 100.6
6.30e4 6.30e4
% | % |
i l i
!
-3 T T T 1 Time -3 T T T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00

161



3.4.6.
0.1 ppm
10 L/8mL/4g

U100114_011

42

MRM of 2 Channels ES+

_ 330 > 100.6
100 6.30e4
i I
%
-3 e — — Time
5.00 10.00 15.00
0.02 ppm 42
10 L/4mL/10g
U100114_013 MRM of 2 Channels ES+
100+ 330 > 100.6
6.30e4
l
%l
-3 T T 1 Time
5.00 10.00 15.00

0.2 ppm
10 L/8mL/2g

U100114_017

42

MRM of 2 Channels ES+

_ 330 > 100.6
100 6.30e4
| l
%
-3 e 1 Time
5.00 10.00 15.00
0.1 ppm 42
10 L/8mL/4g
U100114_016 MRM of 2 Channels ES+
100+ 330 > 100.6
6.30e4
l
%l
-3 T T T 1 Time
5.00 10.00 15.00
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3.5.

3.5.1.
(09/12/18)
= -332.010584 + 485262.246657 X
r= 0.999997
200000
150000
[5+]
o
<C 100000
50000
0
0 01 0.2 03 04
Amount(ng)
3.5.2.
0.4 ng 0.02 ng
MSD2 201, EIC=200.9:201.9 (F\F091225B\F1225B28.0) , Neg, SIM, Frag: 100 MSD2 201, EIC=200.9:201.9 (F:\F091225B\F1225B31.D) , Neg, SIM, Frag: 100
14000 14000
12000 12000
, l ,
10000 10000
8000 8000
6000 6000
4000 4000
zoooi zoooi !
0 \ \ \ ‘ 0 \ \ \ ‘
4 6 8 10 min 4 6 8 10 min
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3.5.2.

0.4 ng 0.02 ng
MSD2 201, EIC=2009.201.9 (FIF100114AV0114A02.D) , Neg, SV, Fag: 100 MSD2 201, EIC=2009.201.9 (FIF100114AV0114A05) , Neg, SIM, Frag: 100
2250 2250
] ! ]
2000-| 2000-|
1750 1750
1500 1500
1250 1250
1000 1000
750 750
500 ] 500 !
250 2501 -
M M —
4 6 8 10 min 4 6 8 10 min
0.4 ng 0.02 ng
WSDZ 201, EIC=2009.201.9 (FAF100209AV0209A28.0) , Neg, SV, Frag; 100 WSDZ 201, EIC=2009.201.9 (FAFL00209AT0209A3LD) , Neg, SV, Frag; 100
10000 10000
: ! :
8000-| 8000-|
60001 6000 -1
4000 4000-|
20001 2000
1 l
[ [ I T [ [ I T
4 6 8 10 min 4 6 8 10 min

164




3.5.3.
0.1 ppm
10 L/20 mL/4 g

0.2 ppm
10 L/20mL/2 g

MSD2 201, EIC=200.9:201.9 (F\F091225B\F1225B12.D) , Neg, SIM, Frag: 100

14000 f
12000 f
10000 f
8000 —
6000 f !
4000 f

2000

MISD2 201, EIC=2009:201.9 (F:\F091225B\F1225B51.0) , Neg, SIM, Frag; 100

14000 f
12000 f
10000 f
8000 —
§000 — !
4000 f

2000

4 6 8 10 min

0.2 ppm
10 L/100 mL/10g

0.1 ppm
10 L/20mL/4 g

MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A35.D) , Neg, SIM, Frag: 100

10000

8000

6000

4000

2000

MSD2 201, EIC=200.9:201.9 (F:\F091225B\F1225B38.D) , Neg, SIM, Frag: 100

14000 f
12000 —
10000 —
8000 f
6000 f !
4000 —

2000
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3.5.3.

0.005 ppm

10 L/10 mL/4 g

0.01 ppm

10 L/10 mL/2g

7 MSD2 201, EIC=200.9:201.9 (F:\F091225B\F1225B09.D) , Neg, SIM, Frag: 100 ) MSD2 201, EIC=200.9:201.9 (F\F091225B\F1225B48.D) , Neg, SIM, Frag: 100
14000{ 14000{
12000{ 12000{
10000{ 10000{
8000{ 8000{
6000{ 6000{
4000{ 4000{
2000; ! 2000; l
| | N
07“‘\“‘\“‘\“‘ 07“‘\“‘\“‘\“‘
4 6 8 10 min 4 6 8 10 min
0.001 ppm 0.005 ppm

10 L/5mL/10g

10 L/10 mL/4 g

10000

8000

6000

4000

2000

MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A34.D) , Neg, SIM, Frag: 100

10 min

14000 *
12000 *
10000 *
8000 *
6000 *
4000 *

2000

MSD2 201, EIC=200.9:201.9 (F:\F091225B\F1225B35.0) , Neg, SIM, Frag: 100

10 min
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3.5.4.

10 L/10 mL/4 g

10 L/10 mL/2g

MSD2 201, EIC=200.9:201.9 (F\F091225B\F1225B07.D) , Neg, SIM, Frag: 100

14000 *
12000 *
10000 *
8000 *
6000 *
4000 *

2000

MSD2 201, EIC=200.9:201.9 (F\F091225B\F1225B46.D) , Neg, SIM, Frag: 100

14000 *
12000 *
10000 *
8000 *
6000 *
4000 *

2000

10 L/5mL/10g

10 L/10 mL/4 g

MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A33.D) , Neg, SIM, Frag: 100

10000
8000
6000
4000
2000
i
-
[ ] I T

4 6 8 10 min

MSD2 201, EIC=200.9:201.9 (F:\F091225B\F1225B33.D) , Neg, SIM, Frag: 100

14000 *
12000 *
10000 *
8000 *
6000 *
4000 *

2000
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3.5.5.

10 L/10 mL/4 g

10 L/30 mL/2 g

MSD2 201, E1C=200.9:201.9 (F\FL00114A\F0114A07 D), Neg, SIM, Frag; 100

2250%
zoooé
1750%
1500%
1250%
1000%
750%
500

250

MSD2 201, E1C=200.9:201.9 (F\FL00115A\F0115A10.D) , Neg, SIM, Frag: 100

2250%
zoooé
1750%
1500%
1250% !
1000%
750%
500

250

4 6 8 10 min

10 L/30 mL/10g

10 L/10 mL/4 g

MSD2 201, EIC=200.9:201.9 (F:\F100115A\F0115A07.D) , Neg, SIM, Frag: 100

2250%
zoooé
1750%
1500%
1250%
1000
750-|
500%

250

MSD2 201, EIC=200.9:201.9 (F:\F100114A\F0114A13.D) , Neg, SIM, Frag: 100

2250%
zoooé
1750%
1500%
1250% !
1000
750-|
500%

250

4 6 8 10 min
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3.5.6.
0.1 ppm 62
10 L/20 mL/4 g

0.2 ppm 63

10 L/20mL/2 g

MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A20.D) , Neg, SIM, Frag: 100 MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A26.D) , Neg, SIM, Frag: 100
10000 10000
8000 8000
6000 6000
! !
4000 4000
2000 2000
-— -—
4 6 8 10 min 4 6 8 10 min|
0.02 ppm 62 0.1 ppm 63

10 L/10 mL/10 g

10 L/20mL/4 g

MSD2 201, EIC=200.9:201.9 (F:\F100209A\F0209A22.D) , Neg, SIM, Frag: 100

10000

8000

6000

4000

2000

MSD2 201, EIC=200.9:201.9 (F\F100209A\F0209A24.D) , Neg, SIM, Frag: 100
10000
8000
6000
!
4000
2000
T T T T
4 6 8 10 min
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v

v

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

30

40mL 4g
5mL

30

40mL 2g
5mL

30

100 mL 10g
40mL 4¢g

170

20mL 2g

20mL 1g



Cis |

[ 5mL ]
5mL (60 40) 10 mL

10 mL

5mL
[ 5mL ]
10 mL (95 5)5mL
(80 20) 15mL

v
LC-MS/MS

(80 20) 10 L

17 mL
59
10
120 mL
100 mL

10 mL
5mL 59
10
120 mL
100 mL
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5mL
[ 5mL ]
10 mL
(95 5)15mL
v
10 L
N |
5mL
[ 5mL ]
15 mL
20 mL
v
(80 20) 10 L
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4.2.

4.2.1.
(09/12/01)
= -1517.571112 + 3578113.50077 X
r= 0.999974
1500000
1000000
[1+]
<
<
500000
0
0 0.1 0.2 03 04
Amount(ng)
4.2.2.
0.4 ng 0.02 ng
MSD 394, EIC=393.7:394.7 (F\F091201AF1201A51D) API-ES, Pos, SIM, Fra MSD 394, EIC=393.7:394.7 (F\F091201AF1201A54D) API-ES, Pos, SIM, Fra
90000 90000
80000 80000
1 ! 1
70000 70000
60000 60000
50000 50000
40000 40000
30000 30000
20000 20000
] ] !
10000 10000
] ]
o7 1 1 T o7 1 T T T
4 6 8 10 min 4 6 8 10 min
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4.2.3.

0.1 ppm

10 L/10 mL/2g

10 ppm

10 L/500 mL/1g

WSDI 304, EIC-3037:304T (FIFO9L20IAFI20IALED) APLES, Pus, S, Fia WSDI 304, EIC-3037:304T (FIFO9L20IAFI20IARZD) APLES, Pus, S, Fia
90000% 90000%
soooo—f soooo—f
70000% 70000%
60000; 60000;
S0 S0
] l ]
40000 40000 !
30000% 30000%
zoooo—f zoooo—f
1oooo—f 1oooo—f
] ]
H—:----— H—:----r-—
4 6 8 10 min 4 6 8 10 min
0.02 ppm 0.1 ppm

10 L/4AmL/4g

10 L/10 mL/2g

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A14.D)  API-ES, Pos, SIM, Fra

10 min

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A30.D) ~ API-ES, Pos, SIM, Fra

10

min
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4.2.3.

0.005 ppm

10 L/5mL/2g

0.01 ppm

10 L/5mL/lg

WSDI 364, EIC-3037:394T (FIFO9L20IAI20IALOD) APLES, Pus, S, Fia WSDI 304, EIC-3037:304T (FIFO9120IAFI20IAZG D) APLES, Pus, S, Fia

9oooo—f 9oooo—f

soooo—f soooo—f

7oooo—f 7oooo—f

60000; 60000;

soooo—f soooo—f

40000—? 40000—?

3oooo—f 3oooo—f

20 20
] ! ] !

10000 - 10000 N
0:“‘\“‘\“‘\“‘ 0:“‘\“‘\“‘\“‘
4 6 8 10 min 4 6 8 10 min

0.001 ppm 0.005 ppm

10 L/2mL/4g

10 L/5SmL/2g

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A11.D)  API-ES, Pos, SIM, Fra

10

min

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A12.D)  API-ES, Pos, SIM, Fra

10 min
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4.2.4.

10 L/5mL/2g 10 L/5mL/1g
NSD 394, EIC=3937:394 7 (FIFOILZ0IAFLZ01ADT D] APIES, Pos, S, Fia NSD 394, EIC=3937:394 7 (FIFO9LZ0IAFIZ01AZ6 D) APIES, Pos, S, Fa
90000—? 90000;
80000; 80000;
7oooo—f 70000;
60000; 60000;
soooo—f soooo—f
40000—? 40000;
soooo—f 30000;
zoooo—f 20000;
1oooo—f l 1oooo—f l
— 1
H—:----— H—:----r-—
4 6 8 10 min 4 6 8 10 min
10 L/2mL/4g 10 L/5SmL/2g
NSD 394, EIC=3937394 7 (FIFO9L2UIAFLZ0IADD) APIES, Pos, S, Fia NSD 394, EIC=3937:394 7 (FIFO9L2UIAFLZ01AD9D) APIES, Pos, S, Fia
90000—? 90000;
soooo—f 30000;
70000% 70000%
eoooo—f eoooo—f
50000—? 50000;
40000—? 40000;
30000—? 30000;
2oooo—f 20000;
l 1
10000 F&___/,\/\_’_%/\ 10000
] ]
01 \ I \ ‘ 01 \ I \ ‘
4 6 8 10 min 4 6 8 10 min
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4.2.5.

10 L/5mL/2g 10 L/500 mL/1g
MSD1 304, EIC=393.7:304.7 (FIFOS1201AF1201AL6.0) APIES, Pos, SIM, Fra MSD1 304, EIC=393.7:304.7 (FIFOS1201AF1201A37.0) APIES, Pos, SIM, Fra

90000 90000

80000 80000

70000 70000

60000 60000

50000 50000
] ] l

40000 40000

30000 30000

20000 20000
] ! ]

10000 1 (—L_“A 10000
o e e
4 6 8 10 min 4 6 8 10 min

10 L/2mL/4g 10 L/5SmL/2g
MSD1 394, EIC=393.7:304.7 (FAFOSL201AF1201ALT D) APIES, Pos, SIM, Fra MSD1 394, EIC=393.1:304.7 (FAFOSL20IAF1201AI8.D) APIES, Pos, SIM, Fra

90000 90000

80000 80000

70000 ] 70000

60000 60000

50000 50000

40000 40000

30000 1 30000
1 1 1

20000 20000

10000 10000
0 \ \ \ ‘ 0 \ \ \ ‘
4 6 8 10 min 4 6 8 10 min
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4.2.6.

0.1 ppm 55

10 L/10 mL/2g

0.2 ppm 48

10 L/10mL/1g

. MSD1 394, EIC=393.7:394.7 (F\F091208B\F1208B08.D)  API-ES, Pos, SIM, Fra . MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A49.D)  API-ES, Pos, SIM, Fral
90000—? 90000—?
80000; 80000;
7oooo—f 7oooo—f
60000; 60000;
soooo—f soooo—f
40000—? 40000—? !
] ! ]
30000 30000
zoooo—f zoooo—f
1oooo—f 1oooo—f
0:“‘\“‘\“‘\“‘ 0:“‘\“‘\“‘\“‘
4 6 8 10 min 4 6 8 10 min
0.02 ppm 30 0.1 ppm 31

10 L/4AmL/4g

10 L/10 mL/2g

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A45.D) ~ API-ES, Pos, SIM, Fra

10 min

90000 f
80000 f
70000 —
60000 ,
50000 f
40000 f
30000 f
20000 —

10000

MSD1 394, EIC=393.7:394.7 (F\F091201A\F1201A47.D)  API-ES, Pos, SIM, Fra

10

min
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4.3.
4.3.1.

(09/10/24)

676.644703 + 150910.974992 X
0.999939

r

150000

100000

Area

50000

0 02 04 0.6 0.8
Amount(ng)
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4.3.2.

1ng 0.1 ng
U091016_015 MRM of 2 Channels ES+ U091016_018 MRM of 2 Channels ES+
_ 330 > 244.9 _ 330 > 244.9
100 4.50e5 100 4.50e5
i
% | % |
!
-7 7—— 7 77— Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
1ng 0.1 ng
U091024_015 MRM of 2 Channels ES+ U091024_018 MRM of 2 Channels ES+
_ 330 > 244.9 _ 330 > 244.9
100 5.20e5 100 5.20e5
\
% | % |
l
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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4.3.3.

0.1 ppm 50 ppm
10 L/8mL/4g 10 L/2000 mL/2 g
U091016_024 MRM of 2 Channels ES+ U091118_023 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
4.50e5 4.50e5
% | l % | 1
-3 T T T 1 Time -3 T T 1 Time
5.00 10.00 15.00 5.00 10.00 .00
0.02 ppm 0.1 ppm
10 L/4 mL/10g 10 L/8mL/4g
U091024_014 MRM of 2 Channels ES+ U091024_025 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
5.20e5 5.20e5
l
% | l % |
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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4.3.3.
0.005 ppm
10 L/2mL/4g

U091016_028 MRM of 2 Channels ES+

. 330 > 244.9
100 4.50e5
%]
l
-3 T T T 1 Time
5.00 10.00 15.00
0.001 ppm

10 L/1 mL/10g

U091024_009 MRM of 2 Channels ES+

- 330 > 244.9
100 5.20e5
0%
I
-3 T T T 1 Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g

U091108_008 MRM of 2 Channels ES+

— 330 > 244.9
100 4.50e5
%
l
-3 T T T T T 1 Time
5.00 10.00 15.00
0.005 ppm

10 L/2mL/4g

U091024_021 MRM of 2 Channels ES+

- 330 > 244.9
100 5.20e5
%l
i
-3 [ 1 Time
5.00 10.00 15.00
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4.3.4.

10 L/2mL/4g 10 L/2mL/2g
U091016_008 MRM of 2 Channels ES+ U091108_007 MRM of 2 Channels ES+
B 330 > 244.9 B 330 > 244.9
100 4.50e5 100 4.50e5
% | %]
| | !
l
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091016_009 MRM of 2 Channels ES+ U091016_011 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
4.50e5 4.50e5
% | % |
] . ] I
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00

183



4.3.5.

10 L/2mL/4g 10 L/1400 mL/2 g
U091118_025 MRM of 2 Channels ES+
U091108_012 MRM of 2 Channels ES+ 330 > 244.9
1004 330 > 2449 1007 4.50e5
4.50e5
1 | !
%] % |
I
-3 T T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091108_015 MRM of 2 Channels ES+ U091108_022 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
4.50e5 4.50e5
% | % |
] l |
I
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00

184



4.3.6.
0.1 ppm 35

10 L/8mL/4g

U091118_009 MRM of 2 Channels ES+

i 330 > 244.9
100 4.50e5
o
1
-3 — e — Time
5.00 10.00 15.00
0.02 ppm 35

10 L/4 mL/10 g

U091118_012 MRM of 2 Channels ES+

- 330 > 244.9
100 4.50e5
%]
!
-3 T T 1 Time
5.00 10.00 15.00

0.2 ppm 35

10 L/8mL/2g

U091118_015 MRM of 2 Channels ES+

- 330 > 244.9
100 4.50e5
% | !
-3 —— AT DR — Time
5.00 10.00 15.00
0.1 ppm 35

10 L/8 mL/4 g

U091118_ 013 MRM of 2 Channels ES+

- 330 > 244.9
100 4.50e5
%]
l
-3 T T 1 Time
5.00 10.00 15.00
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4.4,
4.4.1.

(09/10/16)

80.607687 + 32680.770299 X
0.999979

r

40000

30000 |

20000 |

Area

10000 |

0 02 04 0.6 0.8
Amount(ng)
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4.4.2.

1ng 0.1 ng
U091016_015 MRM of 2 Channels ES+ U091016_018 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 1.00e5 100 1.00e5
l
% | % |
l
-3 T T T 1 Time -3 T T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.2 ppm
1ng 0.1 ng
U091016_051 MRM of 2 Channels ES+ U091016_054 MRM of 2 Channels ES+
_ 330 > 100.6 _ 330 > 100.6
100 1.75e5 100 1.75e5
!
% | % |
l
8 e Time 8 e Time
5.00 10.00 15.00 5.00 10.00 15.00

187



4.4.2.

0.01 ppm
1ng 0.1 ng
U091118 016 MRM of 2 Channels ES+ U091118 019 MRM of 2 Channels ES+
o 330 > 100.6 _ 330 > 100.6
100 1.15e5 100 1.15e5
!
% %
1
-3 T T T 1 Time -3 L R L I B ———— Time
5.00 10.00 15.00 5.00 10.00 15.00
1ng 0.1 ng
U100106_008 MRM of 2 Channels ES+ U100106_011 MRM of 2 Channels ES+
- 330 > 100.6 5 330 > 100.6
100 6.60e4 100 6.60e4
!
%] % |
!
BT 1 Time B 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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4.4.3.

0.1 ppm

10 L/8mL/4g

U091016_024
100+

%]

MRM of 2 Channels ES+

100+

%]

330 > 100.6
1.00e5
l
T T 1 Time
5.00 10.00 .00
0.02 ppm
10 L/4mL/10g
U091024_014 MRM of 2 Channels ES+
330 > 100.6
1.15e5
l
— — —— Time
5.00 10.00 15.00

U091016_048
100+

%]

0.2 ppm
10 L/8mL/2g

MRM of 2 Channels ES+

100+

%]

330 > 100.6
1.75e5
l
T T 1 Time
5.00 10.00 .00
0.1 ppm
10 L/8mL/4g
U091024_025 MRM of 2 Channels ES+
330 > 100.6
1.15e5
l
T g Time
5.00 10.00 15.00
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4.4.3.
0.005 ppm
10 L/2mL/4g

U091016_028 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.00e5
oo
!
-3 T T T 1 Time
5.00 10.00 .00
0.001 ppm

10 L/1 mL/10g

U091024_009 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.15e5
%]
1
-3 e Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g

U091108_008 MRM of 2 Channels ES+

, 330 > 100.6
100 1.15e5
.
l
-3 T T T 1 Time
5.00 10.00 .00
0.005 ppm

10 L/2mL/4g

U091024_021 MRM of 2 Channels ES+

- 330 > 100.6
100 1.15e5
o]
1
-3 T o ———— Time
5.00 10.00 15.00

190



4.4.4.

10 L/2mL/4g 10 L/2mL/2g
U091016_008 MRM of 2 Channels ES+ U091108_007 MRM of 2 Channels ES+
100 330 > 100.6 100 330 > 100.6
1.00e5 1.15e5
% | % |
! \
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091016_009 MRM of 2 Channels ES+ U091016_011 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.00e5 1.00e5
% | % |
! l
-3 T T T T T 1 Time -3 T Time
5.00 10.00 15.00 5.00 10.00 15.00
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4.45.

10 L/2mL/4g

U091108_010
100+

%]

MRM of 2 Channels ES+

330 > 100.6
1.15e5

10 L/1 mL/10g

U091108_014
100+

%]

10.00

1 Time
15.00

MRM of 2 Channels ES+

330 > 100.6
1.15e5

10 L/8mL/2g

U100106_032

MRM of 2 Channels ES+

_ 330 > 100.6
100 6.60e4
l
%l
-3 T T T 1 Time
5.00 10.00 15.00
10 L/2mL/4g
U091108_022 MRM of 2 Channels ES+
_ 330 > 100.6
100 1.15e5
%l
l
] A NN
-3 ; e . ——— 1 Time
5.00 10.00 15.00
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4.4.6.

0.1 ppm 35 0.2 ppm 35
10 L/8mL/4g 10 L/8mL/2g
U091118_009 MRM of 2 Channels ES+ U091118_015 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.15e5 1.15e5
%] ! %] !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 35 0.1 ppm 35
10 L/4mL/10g 10 L/8mL/4g
U091118 012 MRM of 2 Channels ES+ U091118 013 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.15e5 1.15e5
% | ! % | l
-3 L L L L L LA — Time T L A B S SR — Time
5.00 10.00 15.00 5.00 10.00 15.00
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4.5.
45.1.

(09/10/22)

212.978890 + 340121.356601 X
0.999915

r

150000

100000

Area

50000

0 01 0.2 03 04
Amount(ng)

194



45.2.

0.4 ng

0.01 ppm

0.02 ng

WSD2 201, EIC=2009.201.9 (FIFO91022AV 1022A33D) , Neg, SV, Fag: 100 MSD2 201, EIC=2009:201.9 (FAF031022AF 1022A36.0) , Neg, SV, Frag: 100
9000 9000
8000 8000
1 ! 1
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
1 ] !
1000 1000{%
\ \ \ ‘ | \ \ \ ‘
4 6 8 10 min 4 6 8 10 min
4 ppm 0.1 ppm

0.4 ng

0.02 ng

6000

5000

1000

MSD2 201, EIC=200.9:201.9 (F\F091109\F1109A29.D) , Neg, SIM, Frag: 100

min

6000

5000

1000

MSD2 201, EIC=200.9:201.9 (F:\F091109\F1109A32.D) , Neg, SIM, Frag: 100

10 min
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0.001 ppm




4.5.3.

0.1 ppm

10 L/10 mL/2g

4 ppm

10 L/200 mL/1g

MSD2 201, EIC=200.9:201.8 (FAF081022AF1022A23.0) _, Neg, SIM, Frag; 100 MSDZ 201, EIC=200.9:201.9 (FAF0SLLI3IFL1I3C30.0) , Neg, SIM, Frag: 100
9000 ]
] 6000
8000
] 5000
7000 ]
6000 40004
5000 ]
] 3000
4000 ¢ !
] 2000
3000 ]
2000 1000
1000
— v
4 § 8 10 min 4 § 8 10 min
0.1 ppm 0.1 ppm

10 L/20mL/4 g

10 L/10 mL/2 g

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F\F091113\F1113C33.D) , Neg, SIM, Frag: 100

9000
aooo—f
7000%
eooo—f
5000
4000%
3000—?
zooo—f

1000

MSD2 201, EIC=200.9:201.9 (F:\F091022A\F1022A41.D) , Neg, SIM, Frag: 100
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4.5.3.

0.005 ppm

10 L/5mL/2g

0.01 ppm

10 L/5mL/lg

MSD2 201, EIC=200.9:201.8 (FAF081022AF1022A22.0) _, Neg, SIM, Frag; 100 MSD2 201, EIC=200.9:201.8 (FAF081022AF1022A45.0) _, Neg, SIM, Frag; 100
9000 9000
8000 8000
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
] 1 ] 1
1000;\-AM 1000{&/\——\“.&_,——“;——\,_,_
-— -—
4 § 8 10 min 4 § 8 10 min
0.001 ppm 0.005 ppm

10 L/2mL/4g

10 L/5SmL/2g

9000
aooo—f
7000%
eooo—f
5000
4000%
3000—?
zooo—f

1000

MSD2 201, EIC=200.9:201.9 (F:\F091022A\F1022A28.D) , Neg, SIM, Frag: 100

10

min

9000
aooo—f
7000%
eooo—f
5000
4000%
3000—?
zooo—f

1000

MSD2 201, EIC=200.9:201.9 (F:\F091022A\F1022A39.D) , Neg, SIM, Frag: 100

10 min
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45.4.

10 L/smL/2g 10 L/5mL/1lg
MSD2 201, EIC=200.9:201.8 (FAF081022AF1022A07.0) _, Neg, SIM, Frag; 100 MSD2 201, EIC=200.9:201.8 (FAF081022AF1022A13.0) _, Neg, SIM, Frag; 100
9000 9000
8000 8000
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
] ! 1 !
w - w{—
T T T ‘ T T T ‘ T T T ‘ T T T 1 T T T ‘ T T T ‘ T T T ‘ T T T
4 § 8 10 min 4 § 8 10 min
10 L/2mL/4g 10 L/5SmL/2g
MSD2 201, EIC=200.9:201.9 (F/F091022AF1022A00D) , Neg, SIM, Frag: 100 MSD2 201, EIC=200.9:201.9 (F/F091022AF1022A1LD) , Neg, SIM, Frag: 100
9000 9000
8000 8000
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
] ! ] !
T w{
I I \ ‘ 1 I I \ ‘
4 § 8 10 min 4 § 8 10 min
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455.

10 L/5mL/2g

10 L/100 mL/1g

6000{
5000{
4000{
3000{
2000{

1000

MISD2 201, EIC=2009:201.9 (F:\FO9L108\FLL08A41D) , Neg, SIM, Frag: 100

min

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F\F091109\F1109A26.D) , Neg, SIM, Frag: 100

10 L/12mL/4g

10 L/10 mL/2g

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F\F091109\F1109A20.D) , Neg, SIM, Frag: 100

10

min

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F:\F091109\F1109A23.D) , Neg, SIM, Frag: 100

10 min
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4.5.6.

0.1 ppm 30

10 L/10 mL/2g

0.2 ppm 31

10 L/10mL/1g

MSD2 201, EIC=200.9:201.9 (F:\F091113\F1113C37.D) , Neg, SIM, Frag: 100 MSD2 201, EIC=200.9:201.9 (F:\F091113\F1113C42.D) , Neg, SIM, Frag: 100
6000 6000
50004 5000
4000 4000
3000 3000 1
] . ]
2000 2000
1000 1000
o577 o+ F 7
4 6 8 10 min 4 6 8 10 min
0.02 ppm 30 0.1 ppm 31

10 L/4AmL/4g

10 L/10 mL/2g

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F\F091113\F1113C38.D) , Neg, SIM, Frag: 100

10 min

6000{
5000{
4000{
3000{
2000{

1000

MSD2 201, EIC=200.9:201.9 (F\F091113\F1113C41.D) , Neg, SIM, Frag: 100
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v

v

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

100 mL
50 mL
200 mL

30

30

30

40mL 4g

40mL 4g
40mL 2g

40mL 2g
100 mL 1049

100mL 10g
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Cis |

[ 5mL ]
5mL (60 40) 10 mL
1
10 mL
v
|
5mL
[ 5mL ]
10 mL (95 5)5mL
(80 20) 15mL
v
LC-MS/MS
(80 20) 10 L
|
17 mL
59
10
100 mL
100 mL
v
|
5mL
[ 5mL ]
10 mL
(95 5)15mL
v
1L
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(85 15)5mL
[ 5mL ]
15 mL
(70 30) 20 mL

(80 20) 10 L
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5.2.
5.2.1.

 (09/11/25)
CIs-
= 286259623 + 1828343571978 X
= 0999936
trans-
= -87.909161 + 1472315319477 X
r= 0999916

200000

cis-

150000 trans-

100000

Area

50000

0 0.02 0.04 0.06 008 01
Amount(ng)

5.2.2

0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): FO91104A_006.D\data.ms (*) lon 183.10 5182 80 to 183. BO;: F091104A 003.D\datams §*§
jon 163.00 (162.70 to 163.70): F091104A 006.D\datams (*) ion 163.00 (162.70 to 163.70): F091104A_003.D\data.ms (*
24000 24000
23000 23000
22000 22000
21000 N 21000
20000 = 20000
-_ \
19000 K 19000
NN
18000 JZ -’ 18000
17000 b § 17000
B2
So
16000 { 16000
15000 l g 15000
14000 8 14000
13000 l 13000:
12000 12000
11000 11000
10000 10000
NS
9000 9000 ==
8000 =
8000 _~%
7000 7000 Y %
6000 6000 T éé
5000 5000 T8
8
4000 4000 1 !
3000 3000
2000 .——sf\.—/\—jU\ 2000 A A
1000 _/L 1000: 1
0 ' : : T T \ ' 0 . . ; , : : :
1300 1350 1400 1450 1500 1550  16.00  16.50 1300 1350 1400 1450 1500 1550 1600  16.50
Time--> Time-->
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5.2.2.
0.01 ppm
0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091104A_063.D\data.ms (*) lon 183.10 (182.80 to 183.80): F091104A_060.D\data.ms (*)
lon 163.10 (162.80 to 163.80): F091104A 063.D\data.ms (*) lon 163.10 (162.80 to 163.80): F091104A°060.D\data.ms (*)
24000 24000
23000 23000
AN
22000 = 22000
-’
21000 -~ AN 21000
BN
20000 02 " 20000
19000 I\ 19000
an
LR
18000 8% 18000
!
17000 l % 17000
16000 =} 16000
15000 l 15000
14000 14000
13000 13000
12000 12000
11000 11000
10000 10000
N
9000 9000 ==
8000 8000 =
"v\}
7000 7000 '?c\
6000 6000 {
22
5000 5000 o8
P}
4000 4000 l l
3000 3000
zo00) M B I VUL WY U
o T T T T T T T 0 T T T T T T T
1300 1350 1400 1450 1500 1550 1600 1650 1300 1350 1400 1450 1500 1550 16.00  16.50
Time--> Time-->

5 ppm
0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091214A 016.D\datams (*) lon 183.10 (182.80 to 183.80): F091214A 013.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091214A 016.D\datams (*) lon 163.00 (162.70 to 163.70): F091214A 013.D\data.ms (*)
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
AN
14000 =~ 14000
-~
13000 =D 13000
A
12000 o= 12000
R
11000 AR 11000
(5] a(
10000 ! I 10000
8
9000 & 9000
8000 l 8000
ND
7000 7000 ==
,.L"l—
6000 6000 ~ K
AR
5000 5000 % ¢
Lo
4000 4000 A
© g
h=]
3000 3000 1 |
2000 2000
N
1000 M 1000
0 T T T T T T T 0 T T T T T T T
1300 1350 1400 1450 1500 1550 1600 1650 1300 1350 1400 1450 1500 1550 1600 1650
Time--> Time-->
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5.2.2.

0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): FO91104A_025.D\data.ms (*) lon 183.10 (182.80 to 183.80): FO91104A_022.D\data.ms (*)
lon 163.00 (162.70 to 163.70): FO91104A 025.D\data.ms (*) lon 163.00 (162.70 to 163.70): FO91104A 022.D\data.ms (*)
24000 24000
23000 23000
22000 22000
AN
21000 = 21000
~
20000 oy N 20000
ENCN
19000 °2 = 19000
18000 IS 18000
2N
A
17000 S 17000
16000 1 '%; 16000
15000 S 15000
-
14000 1 14000
13000 13000
12000 12000
11000 11000
10000 10000
N
9000 9000 ==
8000 8000 oy
xl\
7000 7000 = nz
6000 6000 IR éé
5000, 5000, T8
s
4000, 4000, l 1
3000 3000
2000 _A_/R,_,l\!\.t_f;,__,} 2000 _gw_ﬁ_._/\—f\_/\___/\m—
1000 WO A
o T T T T T T T [ T T T T T T T
1300 1350 1400 1450 1500 1550 1600 1650 1300 1350 1400 1450 1500 1550 1600  16.50
Time--> Time-->

0.1 ng 0.005 ng

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091126A 006.D\data.ms (*) lon 183.10 (182.80 to 183.80): F091126A 003.D\data.ms (*)
lon 163.10 (162.80 to 163.80): FO91126A_006.D\data.ms (*) lon 163.10 (162.80 to 163.80): FO91126A_003.D\data.ms (*)
24000 24000
23000 23000
22000 N 22000
=
21000 - 21000
20000 R 20000
N =
) L
19000 ¢ 19000
18000 N 18000
85
17000 { 17000
| &
16000 g 16000
-
15000 - 15000
14000 ! 14000
13000 13000
12000 12000
11000 11000
10000 10000
NS
9000 9000 :\;—_L\
8000 8000 -
LS
7000 7000 2R
6000 6000 f {
h e
5000 5000 o §
8
4000 4000 l l
3000 3000
2000 __’__/\_/\_J LAV.—._.__ 2000f A A .
0 T T T T T T T 0 T T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00 16.50 13.00 13.50 14.00 14.50 15.00 15.50 16.00 16.50
Time--> Time-->
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5.2.

3.
0.1 ppm

1 L/8mL/4g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

lon 183.10 (182.80 to 183.80): FO91104A 009.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091104A009.D\data.ms (*)

— cis~

“ trans—~/V

0
13
Time-->

T T T T T T T
00 13.50 14.00 14.50 15.00 15.50 16.00 16.50

0.02 ppm

1 L/4mL/10g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000

1000

lon 183.10 (182.80 to 183.80): FO91104A 028.D\data.ms (*)
fon 163.00 (162.70 to 163.70): F091104A 028 .D\data.ms (*)

S

)Y R

cis
< trans—~V A

«—

YN VI |

Time-->

0 T T T T T T
13.00 13.50 14.00 14.50 15.00 15.50 16.00 16.50

5 ppm

1 L/200mL/2g

Abundance

24000
23000
22000
21000
20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000-
8000
7000
6000
5000
4000
3000

2000

lon 183.10 (182.80 to 183.80): F091214A_008.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091214A°008.D\data.ms (*)

Yy
yv

A B
VA b

s
ans—/1

cl

1000

= = <

0
13.00
Time-->

T T T T T T
13.50 14.00 14.50 15.00 15.50 16.00 16.50

0.1 ppm

1 L/8SmL/4g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000-

5000-

4000

3000

2000

lon 183.10 (182.80 to 183.80): F091104A _048.D\data.ms (*]
lon 163.00 (162.70 to 163.70): FO91104A_048.D\data.ms (*,

=N
~=
K

¢

WV

< cis—
< trans—YL A

i

AN el

0
13.00
Time-->
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5.2.3.

0.005 ppm

1 L/4mL/dg

Abundance

24000
23000
22000
21000
20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000
1000

lon 183.10 (182.80 to 183.80): F091104A_013.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091104A°013.D\data.ms (*)

— cisRPA R v
< trans—~YLA KDL

L

0
13.00
Time-->

T T T T T T
13.50 14.00 14.50 15.00 15.50 16.00 16.50

0.001 ppm

1 L/2mL/10g

Abundance

24000
23000
22000
21000
20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000
1000

lon 183.10 (182.80 to 183.80): F091104A _032.D\data.ms (*)
lon 163.00 (162.70 to 163.70): FO91104A_032.D\data.ms (*)

— cis_VA RNV
v

< trans~YLA I

0
13.00
Time-->

T T T T T T T
13.50 14.00 14.50 15.00 15.50 16.00 16.50

0.01 ppm

1 L/4AmL/2g

Abundance

24000
23000
22000
21000
20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000-
8000
7000
6000
5000
4000
3000
2000
1000

lon 183.10 (182.80 to 183.80): F091104A_070.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091104A°070.D\data.ms (*)

— cis WAV
“ trans—NVA RNV

0
13
Time-->

T T T T
.00 13.50 14.00 14.50 15.00 15.50

0.005 ppm

1 L/AmL/4g

Abundance

24000

23000

22000

21000

20000

19000

18000

17000

16000

15000

14000

13000

12000

11000

10000

9000

8000

7000

6000

5000-

4000

3000

2000

1000

lon 183.10 (182.80 to 183.80): FO91104A 0!
lon 163.00 (162.70 to 163.70): F091104A 0!

EN

T T
16.00 16.50

1.D\data.ms (*)
1.D\data.ms (*)

Time-->
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5.2.4.

1 L/4mL/dg 1 L/4AmL/2g

Abundance Abundance
lon 183.10 (182.80 to 183.80): FO91104A_007.D\datams (*) lon 183.10 (182.80 to 183.80); FO91104A 064.D\data.ms (%)
lon 163.00 (162.70 to 163.70): FO91104A_007.D\datams (*) lon 163.00 (162.70 to 163.70): FO91104A_064.D\datams (*)

24000 24000

23000 23000

22000 22000

21000 21000

20000 20000

19000 19000

18000 18000

17000 17000

16000 16000

15000 15000

14000 14000

13000 13000

12000 12000

11000 11000

10000 10000

9000 AN 9000 D
A= N

8000 g0l 8000 A

7000 R 7000 ~ K
“ 23

6000 :?\“f 6000 7 {

]

5000 @ 5000 28]
Lg 25
— < 8

4000 SH 4000 =]

3000 l l 3000 l l

2000 e 2000

1000 1000'/ﬁ<,;\/f/"\\"#4A_"_4y4A"4‘4AAyvV‘44«vﬁJ\AgAAAA_FKNAurgvAQA_%

0 T T T T T T T o T T T T T T
1300 1350 1400 1450 1500 1550 1600  16.50 1300 1350 14,00 14550 1500 1550 1600  16.50
Time--> Time-->

1 L/2mL/10g 1 L/AmL/4g

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091104A_026.D\data.ms (*) lon 183.10 (182.80 to 183.80): FO91104A_045.D\data.ms (*)
lon 163.00 (162.70 to 163.70): F091104A026.D\data.ms (*) lon 163.00 (162.70 to 163.70): F091104A 045 D\datams (*)

24000 24000

23000 23000

22000 22000

21000 21000

20000 20000

19000 19000

18000 18000

17000 17000

16000 16000

15000 15000

14000 14000

13000 13000

12000 12000

11000 11000

10000 10000

N

9000 NS 9000 AN N
) MG

8000 =V 8000, A
PN =

7000 = 7000, “
N9 2=

6000 = f 6000, a4
{ @ Pl

5000 8 5000 e g
a8 ° g

4000 o+ 4000 =

3000 1l 3000 ) 1

2000 foee 2000

1000 v 1000 b

0 T T T T T T T 0 T T T T T T
1300 1350 1400 1450 1500 1550 1600  16.50 1300 1350 1400 1450 1500 1550 1600  16.50
Time--> Time-->
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5.2.5.

1 L/4AmL/4g 1 L/160 mL/2 g

Abundance Abundance
lon 183.10 (182.80 to 183.80): FO91125A 009.D\datams (*) lon 183.10 (182.80 to 183.80): F091127A_007.D\data.ms (%)
lon 163.00 (162.70 to 163.70): F091125A 009.D\datams (*) lon 163.00 (162.70 to 163.70): F091127A_007.D\datams (*)
24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
14000 14000
13000 13000
12000 12000
N
11000 11000 :\2
10000 10000 ~
9000 iy 9000 ‘K"’;
A= :{o\
8000 = 8000 ¢ {
LR Y
7000 L 7000 58
e =
6000 .,’Z f 6000 =
[ & by
5000 w g 5000
as
4000 el 4000
3000 Ll 3000
T 2000
1000 ’W 1000 7
0 T T T T T T T 1 0 T T T T T T T
1300 1350 14.00 1450 1500 1550 1600  16.50 1300 1350 1400 1450 1500 1550 1600 1650
Time--> Time-->

1 L/2mL/10g 1 L/AmL/4g

Abundance Abundance
lon 183.10 (182.80 to 183.80): FO91125A 023.D\data.ms (* lon 183.10 (182.80 to 183.80): F091126A_007.D\data.ms (*)
lon 163,00 (162.70 to 163.70): F091125A 023 D\datams (* lon 163,00 (162.70 to 163.70): F091126A 007.D\data.ms (*)
24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
14000 14000
13000 13000
12000 12000
11000 N 11000
10000 AT 10000
—
9000 = 9000 D
=
D =
8000 :\\\ 8000 oL
o
7000 21 7000 N
L8 =25
6000 a8 6000 % (4
o+ b
5000 5000 a5
b ©H
4000 4000 =
EOOO_A_,_\_/\_A_A_/U\____/\—__ o ' '
2000 20004 — A A AN
o T T T T T T T 0 T T T T T T T
1300 1350 1400 1450 1500 1550  16.00  16.50 1300 1350 1400 1450 1500 1550 1600  16.50
Time--> Time-->

210



5.2.6.
0.1 ppm 39 0.2 ppm 40
1 L/8mL/4g 1 L/8mL/2g

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091208A_007.D\datams (*) lon 183.10 (182.80 to 183.80): FO91208A 043.D\datams (*)
lon 163,00 (162.70 to 163.70): F091208A 007.D\datams (*) lon 163.00 (162.70 to 163.70): F091208A_043.D\datams (*)

24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000
14000 NN 14000 NS
. =
13000 AN 13000 =7
“e =
12000 R 12000 xl\
D D
11000 7 2 11000 7 7
] vl
10000 f 10000 @
L A8
S g S
9000 5 9000 ]
l +
8000 8000 l l
7000 1 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
o u w A
o T T T T T T T 0 T T T T T T T
1300 1350 1400 1450 1500 1550 1600 1650 1300 1350 1400 1450 1500 1550 1600  16.50
Time--> Time-->

0.02 ppm 40 0.1 ppm 39
1 L/4AmL/10g 1 L/8mL/4g

Abundance Abundance
lon 183.10 (182.80 to 183.80): F091208A_019.D\datams (*) lon 183.10 (182.80 to 183.80): FO91208A_031.D\data.ms (*)
lon 163.00 (162.70 to 163.70): FO91208A_019.D\datams (*) lon 163.00 (162.70 to 163.70): F091208A_031.D\datams (*)

24000 24000
23000 23000
22000 22000
21000 21000
20000 20000
19000 19000
18000 18000
17000 17000
16000 16000
15000 15000 AN
=D
14000 AN 14000 :_\
== i
13000 o 13000 w
~
12000 BN 12000 T
23 %
11000 (o 11000 i) f
1 o w
10000 L a 10000 g
o % ~
9000 ] B 9000 &
8000 1 8000 l
7000 7000
6000 6000
5000 5000
4000 4000
3000 3000
2000 2000
o T T T T T T T (o] T T T T T T T 1
1300 1350 1400 1450 1500 1550 1600 1650 1300 1350 14,00 1450 1500 1550  16.00  16.50
Time--> Time-—>
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5.3.
5.3.1.

(09/11/23)

727.980474 + 152826.018226 X
0.999904

r

150000

100000

Area

50000

0 02 04 0.6 0.8
Amount(ng)

212



5.3.2.

0.01 ppm
1ng 0.1 ng
U091123A_022 MRM of 2 Channels ES+ U091123A_025 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
5.30e5 5.30e5
I
% | % |
l
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
50 ppm
1ng 0.1 ng
uU091227_19 MRM of 2 Channels ES+ U091227_22 MRM of 2 Channels ES+
_ 330 > 244.9 _ 330 > 244.9
100 2.30e5 100 2.30e5
I
% | % |
!
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.3.3.

0.1 ppm 50 ppm
10 L/8mL/4g 10 L/2000 mL/2 g
U091118_041 MRM of 2 Channels ES+ U091227_30 MRM of 2 Channels ES+
100 330 > 244.9 100+ 330 > 244.9
5.30e5 2.30e5
% % !
i ! i
-3 T Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.2 ppm 0.1 ppm
10 L/40 mL/10g 10 L/8mL/4g
uU091227_29 MRM of 2 Channels ES+ U091123A_030 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
2.30e5 5.30e5
% | 1 % |
l
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.3.3.

0.005 ppm
10 L/2mL/4g
U091118_036 MRM of 2 Channels ES+
100+ 330 > 244.9
5.30e5
%]
l
-3 T Time
5.00 10.00 15.00
0.001 ppm
10 L/1mL/10g
U091227_65 MRM of 2 Channels ES+
100+ 330 > 244.9
2.30e5
%l
!
-3 T T T 1 Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g
U091205_011 MRM of 2 Channels ES+
100+ 330 > 244.9
5.30e5
%]
l
-3 ] [ime
5.00 10.00 15.00
0.005 ppm
10 L/2mL/4g
U091123A_028 MRM of 2 Channels ES+
100+ 330 > 244.9
5.30e5
%l
N\
-3 T T T 1 Time
5.00 10.00 15.00
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5.3.4.

10 L/2mL/4g 10 L/2mL/2g
U091123A_007 MRM of 2 Channels ES+ U091123A_013 MRM of 2 Channels ES+
100 330 > 244.9 100+ 330 > 244.9
5.30e5 5.30e5
% | % |
l l
-3 T Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091123A_010 MRM of 2 Channels ES+ U091123A_011 MRM of 2 Channels ES+
100 330 > 244.9 100 330 > 244.9
5.30e5 5.30e5
% | % |
l !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.3.5.

10 L/20 mL/4 g 10 L/1000 mL/2 g
U091208_020 MRM of 2 Channels ES+ U091227_13 MRM of 2 Channels ES+
330 > 244.9 - 330 > 244.9
100+ 5.30e5 100 2.30e5
l
!
%] % |
-3 —— ] Time -3 T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/15mL/10g 10 L/14mL/4A g
uU091208_027 MRM of 2 Channels ES+ U091208_039 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
5.30e5 5.30e5
l
i i l
% %
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.3.6.

0.1 ppm 49 0.2 ppm 49
10 L/8mL/4g 10 L/8mL/2g
U091215_041 MRM of 2 Channels ES+ U091215_047 MRM of 2 Channels ES+
100 330>244.9 90— 330 > 244.9
5.30e5 5.30e5
% | % | 1
-3 T T T 1 Time T e A B R SR — Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 49 0.1 ppm 49
10 L/4mL/10g 10 L/8mL/4g
U091215_042 MRM of 2 Channels ES+ U091215_ 044 MRM of 2 Channels ES+
100+ 330 > 244.9 100+ 330 > 244.9
5.30e5 5.30e5
% | % |
! !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.4.

54.1.
(09/12/05)
= 169.659056 + 45682871957 X
r= 0.999996
40000 [
o
o
<
20000 [
0
0 02 0.4 0.6 0.8 1
Amount(ng)
5.4.2.
0.01 ppm
1ng 0.1 ng
U091123A_022 MRM of 2 Channels ES+ U091123A_025 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
!
% | % |
I
-37 T T T 1 Time -37 T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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54.2.

0.2 ppm
1ng
U091227_19 MRM of 2 Channels ES+
_ 330 > 100.6
100 5.50e4
\
%]
B T e e e L e e s e e ——— Time
5.00 10.00 15.00
1ng
U091221 015 MRM of 2 Channels ES+
. 330 > 100.6
100 9.50e4
N\
%l
-3 T T 1 Time
5.00 10.00 15.00

0.1 ng
uU091227_22 MRM of 2 Channels ES+
- 330 > 100.6
100 5.50e4

%]
l
317777 Time
5.00 10.00 15.00
0.1 ng

U091221_018
100+

%]

MRM of 2 Channels ES+
330 > 100.6
9.50e4

220
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5.4.3.

0.1 ppm 0.2 ppm
10 L/8mL/4g 10 L/8mL/2g
U091118_041 MRM of 2 Channels ES+ U091227_24 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.35e5 5.50e4
i J l
% 1 %
-3 T Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 0.1 ppm
10 L/4mL/10g 10 L/8mL/4g
U091123A_021 MRM of 2 Channels ES+ U091123A_031 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
i i l
% ! %
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.4.3.
0.005 ppm
10 L/2mL/4g

U091118_036 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.35e5
o]
!
-3 T [ B —— Time
5.00 10.00 15.00
0.001 ppm

10 L/1 mL/10g

U091123A_016 MRM of 2 Channels ES+

_ 330 > 100.6
100 1.35e5
%]
l
-3 T T T 1 Time
5.00 10.00 15.00

0.01 ppm
10 L/2mL/2g

U091205_011 MRM of 2 Channels ES+

- 330 > 100.6
100 1.35e5
o
!
-3 o Time
5.00 10.00 15.00
0.005 ppm
10 L/2mL/4g
U091123A_028 MRM of 2 Channels ES+
100+ 330 > 100.6
1.35e5
o]
I
-3 T T T 1 Time
5.00 10.00 15.00
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5.4.4.

10 L/2mL/4g 10 L/2mL/2g
U091123A_007 MRM of 2 Channels ES+ U091123A_013 MRM of 2 Channels ES+
100 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
% | % |
1 !
-3 U I 7 ——— Time -3 b L L ———— T ———— Time
5.00 10.00 15.00 5.00 10.00 15.00
10 L/AmL/10g 10 L/2mL/4g
U091123A_010 MRM of 2 Channels ES+ U091123A_011 MRM of 2 Channels ES+
100 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
% | % |
1 . 1 !
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.4.5.

10 L/2mL/4g

U091205_017

MRM of 2 Channels ES+

- 330 > 100.6
100 1.35€5
o]
-3 ‘ —_ e Time
5.00 10.00 15.00

10 L/1 mL/10g

U091205_024

MRM of 2 Channels ES+

_ 330 > 100.6
100 1.35e5
%1
-3 T T T 1 Time
5.00 10.00 15.00

10 L/10 mL/2 g

U091221_009

MRM of 2 Channels ES+

_ 330 > 100.6
100 9.50e4
.
-3 —— 71— Time
5.00 10.00 15.00

10 L/2mL/4g

U091205_035

MRM of 2 Channels ES+

_ 330 > 100.6
100 1.35e5
%1
-3 T T T 1 Time
5.00 10.00 15.00
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5.4.6.

0.1 ppm 49 0.2 ppm 49
10 L/8mL/4g 10 L/8mL/2g
U091215_041 MRM of 2 Channels ES+ U091215_046 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
%] ! %] !
-3 T Time 317777 Time
5.00 10.00 15.00 5.00 10.00 15.00
0.02 ppm 49 0.1 ppm 49
10 L/4mL/10g 10 L/8mL/4g
U091215_042 MRM of 2 Channels ES+ U091215_045 MRM of 2 Channels ES+
100+ 330 > 100.6 100+ 330 > 100.6
1.35e5 1.35e5
% | ! % | l
-3 T T T 1 Time -3 T T T 1 Time
5.00 10.00 15.00 5.00 10.00 15.00
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5.5.

5.5.1.
(09/11/04)
= 646.866312 + 861426.800729 X
r= 0.999926
400000
300000
& 200000
<
100000
0
0 0.1 0.2 03 04
Amount(ng)
5.5.2.
0.01 ppm
0.4 ng 0.02 ng
MSD1 256, EIC=255.8:256.8 (FAF091104B\F1104B33.D) API-ES, Pos, SIM, Fral MSD1 256, EIC=255.8:256.8 (FAF091104B\F1104B36.0) API-ES, Pos, SIM, Fral
25000 25000
20000 1 20000
15000 15000
10000 10000
5000 5000
] ] !
<N
0 \ \ ‘ 0 \ \ i
5 10 15 min 5 10 15 min
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5.5.2.

0.4 ng 0.02 ng
WSD1 256, EIC=2558.256 8 (FIFOSL1ZTAFLI27AI3D) APIES, Pos, SN, Fra WSD1 256, EIC=2558.256.8 (FIFOSL1ZAFLI27A16.0) APIES, Pos, SN, Fra
20000 20000
17500 17500
15000 ] ! 15000 ]
12500 ] 12500 ]
10000 10000
7500 7500
5000 5000
2500-] 2500-]
1 1 !
] ] AN
“‘“— 2 —
5 10 15 min 5 10 15 min
15 ppm

0.4 ng

50000

20000

MSD1 256, EIC=255.8:256.8 (F:\F091207A\F1207A02.D)  API-ES, Pos, SIM, Fra

min

0.02 ng
MSD1 256, EIC=255.8:256.8 (F:\F091207A\F1207A05.D)  APIES, Pos, SIM, Fral
50000
40000
30000
20000
10000
] l
_
0+———— ‘ ;
5 10 15 min
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5.5.3.

0.1 ppm

10 L/20 mL/4 g

15 ppm

10 L/1500 mL/2 g

MSD1 256, EIC=255.8:256.8 (F\F091104B\F1104B22.D) API-ES, Pos, SIM, Fra

MSD1 256, EIC=255.8:256.8 (F\F091209A\F1209A73.D) ~ API-ES, Pos, SIM, Fra

50000
25000
40000

20000
| 30000

15000 1
] 1 20000

10000 J !

5000 1ooooi
+—r -+
5 10 15 min 5 10 15 min

0.02 ppm 0.1 ppm

10 L/10 mL/10 g

10 L/20mL/4 g

25000 *
20000 *
15000 *
10000 *

5000

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B28.D) API-ES, Pos, SIM, Fra

10 15 min

25000 *
20000 *
15000 *
10000 *

5000

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B39.D) API-ES, Pos, SIM, Fra

10 15 min
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5.5.3.

0.005 ppm

10 L/10 mL/4 g

0.01 ppm

10 L/10 mL/2g

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B24.D) API-ES, Pos, SIM, Fra MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B48.D) API-ES, Pos, SIM, Fra
25000 25000
20000 20000
15000 15000
10000 10000+
5000 5000
] l ] l
Db -————— 7
5 10 15 min 5 10 15 min|
0.001 ppm 0.005 ppm

10 L/5mL/10g

10 L/10 mL/4 g

25000 *
20000 *
15000 *
10000 *

5000

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B31.D) API-ES, Pos, SIM, Fra

min

25000 *
20000 *
15000 *
10000 *

5000

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B42.D) API-ES, Pos, SIM, Fra

5 10 15

min
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5.5.4.

10 L/10 mL/4 g

10 L/10 mL/2g

MSD1 256, EIC=255.8:256.8 (F\F091104B\F1104B07.D)  API-ES, Pos, SIM, Fra

25000 *
20000 *
15000 *
10000 *

50004

5 10 15 min

MSD1 256, EIC=255.8:256.8 (F\F091104B\F1104B13.D) API-ES, Pos, SIM, Fra

25000 *
20000 *
15000 *
10000 *

5000

5 10 15 min

10 L/5mL/10g

10 L/10 mL/4 g

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B09.D) API-ES, Pos, SIM, Fra

25000 *
20000 *
15000 *
10000 *

5000

5 10 15 min

MSD1 256, EIC=255.8:256.8 (F:\F091104B\F1104B11.D) API-ES, Pos, SIM, Fra

25000 *
20000 *
15000 *
10000 *

5000
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5.5.5.

10 L/10 mL/4 g

10 L/600 mL/2 g

25000 f
20000 f
15000 *
10000 f

50004

MSD1 256, EIC=255.8:256.8 (F\F091126A\F1126A11.D) API-ES, Pos, SIM, Fra

5 10 15 min

20000
17500—?
15000-|
12500
10000
7500—?
5000-|

2500

MSD1 256, EIC=255.8:256.8 (F\F091127A\F1127A07.D)  API-ES, Pos, SIM, Fra

min

10 L/5mL/10g

10 L/10 mL/4 g

25000 *
20000 *
15000 *
10000 *

5000

MSD1 256, EIC=255.8:256.8 (F:\F091126A\F1126A18.0) API-ES, Pos, SIM, Fra

5 10 15 min

MSD1 256, EIC=255.8:256.8 (F:\F091126A\F1126A29.D) API-ES, Pos, SIM, Fral
25000
20000
15000
10000
5000 !
| A
0 T T
5 10 15 min
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5.5.6.

0.1 ppm 39

10 L/20 mL/4 g

0.2 ppm 40

10 L/20mL/2 g

VISD1 256, EIC=255.8:256.8 (FF091204C\F1204C07.0) APIES, Pos, SIM, Fra VISD1 256, EIC=255.8:256.8 (F\F091207AF1207A07D) API-ES, Pos, SIM, Fral

50000 50000

40000 40000

30000 30000
] . ]

20000 20000 !

10000 10000
0+ 0+
5 10 15 min 5 10 15 min

0.02 ppm 40 0.1 ppm 39

10 L/10 mL/10 g

10 L/20mL/4 g

50000 *
40000+
30000
20000 *

10000

MSD1 256, EIC=255.8:256.8 (F:\F091204C\F1204C09.D) API-ES, Pos, SIM, Fra

10 15 min

50000 *
40000 *
30000 *
20000 *

10000

MSD1 256, EIC=255.8:256.8 (F:\F091204C\F1204C11.D) API-ES, Pos, SIM, Fra

3]

min

232
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