(®)

5.1.20 © )
STD1(S2) STD2(S3) STD3(S4) STDA4(S5)
Mg/l 0 2 8 40 100
3 3 3 3 3

ELISA 2.145 1.774 1.325 0.547 0.260

2.243 1.799 1.238 0.543 0.272

2.179 1.781 1.217 0.531 0.269

51.21 [Y =D+(A-D)/(1+(X/C)B)] © )
A B C D R~2
2.18 1.04 9.37 0.138 —
2_
1 x
15—
S J
g ] -
1_
0.5—_ 57
i =58
T T T T T T T | T T T T T T T | T T T T T T T T |
1 10 100
Conc. {ppb)
5.1.8 © )




5.1.22 @ )
STD1(S2)  STD2(S3) STD3(S4)  STDA4(S5)
pg/L 0 2 8 40 100
3 3 3 3 3
ELISA 2.245 1.864 1.384 0.620 0.308
2.232 1.834 1.359 0.614 0.301
2.246 1.791 1.335 0.621 0.294
5.1.23 [Y =D+(A-D)/(1+(X/C)E)] @ )
A B C D R"2
2.23 1.01 10.7 0.145 —
2_
: 1=
15—
S ] =
1
B =54
05—
4 =35
L T T T T T T | T T T T T T T | T T T T T L |
1 10 00
Conc. {ppb)
5.1.9 @ )




5.1.24

s1 S2 s3 s4 S5
0 1 0 1 0o 1 0 1 0o 1
ug/L | 0 0 2 2 8 8 40 40 100 100
3 3 3 3 3 3 3 3 3 3
2155 2181 1.820 1.893 1.277 1.320 0.553 0.588 0.263 0.301
2172 2.236 1.848 1.887 1.308 1.366 0.545 0.611  0.265 0.316
2.397 2226 1.852 1.901 1.339 1.401 0531 0.614 0.260 0.314
2.241 2215 1.840 1.894 1.308 1.363 0.543  0.605 0.263 0.311
ng/L 1.994 | 2.078 7.085 7.631  36.19 37.26 131.7 120.8
ug/L 0.118  0.051 0.424 0.608  1.207  1.490 2.753 6.560
% 50 25 60 80 33 40 21 54
3
(6)
5.1.25 ( A)
STD1(S2) STD2(S3) STD3(S4)  STDA4(S5)
ug/L 0 2 8 40 100
3 3 3 3 3
ELISA 2.234 1.820 1.380 0.597 0.297
: 2.269 1.860 1.382 0.586 0.297
2.257 1.808 1.346 0.577 0.289
5.1.26 [Y =D+(A-D)/(1+(X/C)B)] ( A)
A B C D RA2
2.24 1.07 10.5 0.157 —




Bbsorbance (007

is

10

Cone. {ppbl
5.1.10 ( A)
5.1.27 ( B)
STD1(S2) STD2(S3) STD3(S4) STDA4(S5)
pag/L 0 2 8 40 100
3 3 3 3 3

ELISA 2.346 1.982 1.529 0.711 0.366
2.292 1.869 1.467 0.679 0.345
2.242 1.832 1.381 0.641 0.318

5.1.28 [Y =D+(A-D)/(1+(X/C)B)] ( B)

A B Cc D R"2

2.27 1.03 11.8 0.177 —




fibzorbance 0D}

52

10

Caonc. {ppb)
5.1.11
5.1.29 ( Q)
STD1(S2) = STD2(S3) = STD3(S4) = STDA4(S5)
pg/L 0 2 8 40 100
3 3 3 3 3
ELISA 2.185 1.725 1.193 0.547 0.267
2.235 1.795 1.255 0.547 0.266
2.247 1.760 1.212 0.547 0.265
5.1.30 [Y =D+(A-D)/(1+(X/C)B)] ( C)
A B C D R"2
2.22 0.974 8.48 0.131 —




Absorbance (O0)

Cone. {pph?

T
10

5.1.12
A,C: B:
5.1.31
S1 S2 S3 S4 S5
A B C A B C A B C A B C A B C
pg/L| O 0 0 2 2 2 8 8 8 40 40 40 | 100 : 100 : 100
3 3 3 3 3 3 3 3 3 3 3 3 3 3 3
2.274:2.341:2.138|1.928:1.887 1.813(1.332:1.416:1.276|0.570.0.637:0.484|0.300.0.328:0.268
2.259:2.326:2.189|1.956:1.923 1.818(1.358:1.421:1.301|0.575:0.609:0.520|0.290.0.325:0.259
2.288:2.315:2.192(1.922:1.904:1.823|1.320:1.470:1.289|0.595:0.621:0.508|0.283:0.322:0.273
2.274:2.327:2.173|1.935:1.905:1.818(1.337:1.4361.289|0.580:0.622:0.504 |0.291:0.325:0.267
pg/L 0.185|2.008:2.636:1.953|8.164:7.936:6.799(37.64:41.94140.81|128.0 143.3.131.7
pg/L 0.380 0.731 2.231 7.969
% 17.3 9.6 5.6 5.9




()

( )
5.1.32
STD1(S2)  STD2(S3) . STD3(S4) : STD4(S5)
pg/L 0 2 8 40 100
3 3 3 3 3 3
ELISA 0.040 2.258 1.877 1.423 0.642 0.339
*
0.041 2.273 1.825 1.364 0.622 0.333
0.041 2.256 1.826 1.39 0.627 0.326
5.1.33 Y=D+(A-D)/(1+(X/C)"B)
A B C D R"2
2.2 1.03 10.5 0.413 —

Abzorbance (O D)

54

10

Cone. {pph?

5.1.13




5.1.34
s1 s2 s3 sS4 S5
na/L 0 2 8 40 100
3 3 3 3 3 3
ELISA 0.042 2.277 1.921 1.387 0.656 0.352
0.042 2.252 1.902 1.442 0.653 0.343
0.049 2.295 1.877 1.385 0.653 0.342
2
5.1.35
s1 s2 s3 sS4 S5
mg/L 0 0.05 0.2 1 2.5
3 3 3 3 3 3
ELISA 0.042 2.244 2.119 1.773 1.134 0.691
0.042 2.284 2.125 1.828 1.133 0.707
0.049 2.260 2.141 1.905 1.133 0.725
(2.22-0.156 ) / (1 + ( X/ 10.8 )*1.05) + 0.156
X=0 2.22
0.044
50% 1.132
50 12.964 pg/L
(2.20 - 0.472 )/ (1 + ( X /555 )71.23) + 0.472
X=0 2.20
0.044
50% 1.122
50% 920.608 pg/L

% 12.964/920.608x 100 1.4%




5.1.36
s1 S2 S3 s4 S5
mg/L 0 0.4 1.6 8 20
3 3 3 3 3 3
ELISA 0.042 2.158 1.979 1.588 0.703 0.445
0.042 2.233 1.992 1.480 0.715 0.451
0.049 2.210 1.986 1.632 0.707 0.442
(2.13-0.3) /(1 + (X /2.66E+003 )*1.31) + 0.3
X=0 2.13
0.044
50% 1.087
50% 3570.650 pg/L
% 12.964/3570.650x 100 0.4%
5.1.3
50% (Wag/L) 12.964 920.608 3570.650
100 1.4 0.4
100%

= ——

S 50% —h—

3 \ ——

0% . .
10 100 1000 10000 100000
Conc.(p g/L)

5.1.14




5.2

1)
521
STD1(S2) STD2(S3) STD3(S4) STD4(S5)
pg/L 0 2 8 40 100
3 3 3 3 3
ELISA 2.186 1.869 1.266 0.566 0.279
2.197 1.757 1.237 0.542 0.267
2.196 1.822 1.254 0.543 0.263
5.2.2 [Y =D+(A-D)/(1+(X/C)B)]
A B C D R"2
2.19 1.04 9.34 0.145 —
o]
i k3

Absorbance QD)

Gone. {pph?

10

521




8ug/L

0,1,5,10,50mg/L

50mg/L
5.2.3
8ug/L
/L 0 1 5 10 50
3 3 3 3 3

1.322 1.242 1.259 1.214 1.207
1.322 1.268 1.277 1.218 1.161
ELISA 1.289 1.289 1.310 1.279 1.235
* 1.311 1.267 1.282 1.237 1.201
pg/L 7.141 7.779 7.552 8.229 8.808

3.7 4.5 4.9 6.7 7.1

89 97 94 103 110

)
524
STDL(S2) @ STD2(S3) STD3(S4)  STD4(S5)
pg/L 0 2 8 40 100
3 3 3 3 3

ELISA 2.108 1.737 1.238 0.513 0.251
- 2.150 1.709 1.215 0.499 0.239
2.141 1.699 1.212 0.501 0.240

5.2.5 [Y =D+(A-D)/(1+(X/C)B)]
A B C D R"N2
2.12 1.03 9.29 0.117 —




Bbeorbance QD)

mn

Cone. pph)
5.2.2
5.2.6 ELISA
LC/MS/MS
4pglL ELISA
100 111
5.2.6
4ug/L
3 3 3
1.513 (2.115) 1.503 (2.061) 1.590 (1.996)
1.546 (2.159) 1.549 (2.150) 1.572 (2.039)
1.537 (2.173) 1.555 (2.146) 1.566 (2.104)
ELISA
1.532 (2.149) 1.536 (2.119) 1.576 (2.046)
ug/L 4.43 (nd) 4.39 (nd) 3.99 (nd)
40( ) 6.7( ) 30( )
11( ) 110 ( ) 100 ( )
LC/MS/MS ng/L 4.15 (nd) 3.97 (nd) 4.09 (nd)
*ELISA 1 1.2pg/L 2 0.6pg/L LC/MS/MS 0.002 ug/L




1)
2 100 g/L

)

©)
2.5
25
LC/MSIMS 25






ELISA

17 10 3
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1.1

1.2



2.1

2.1

020-0852 1-36-1

019-656-5670

FAX

019-656-5671

E-mail

t-satoru@pref.iwate. jp

601-8315 48

075-692-1786

FAX

075-692-1790

E-mail

Shigekazu. ito@horiba.com

2.2

2.2




2.3

2.3

ELISA

ELISA

ELISA




3.1

ELISA
ELISA
96
3.2
3.2
E

EL202-01

350

105,000

15 25
4 8
9
46
2 3




3.2 2
2.0 100ppb ( 11 2
ppb ppb
2.6 2.7 3.6 9.4 ( 2
1.4 3.4 1.9 125 ( 2)
1.3 4
0.4 4
107.4 108.5 5




4.1
17

4.1

10

18

10

11

12




4.2
4.2
4.2

@ ELISA

@ ELISA

) ELISA

) ELISA

(5) ELISA

(6) ELISA

@ ELISA

6)) ELISA

ELISA
@)

4.3
1 ELISA
ELISA 4.3

o ELISA
o ELISA
o ELISA

2 ELISA
o ELISA

o ELISA




Lot No.

Oooooad

ELISA

4.3




4.4

ELISA

BLK
-parameter logistic fitting

5.2/PC

680



4.4.1

10

4.4.1

0 2 8 40 100ug/L

0 2 8 40 100ug/L

2ug/L

8ug/L

0 0.1 1 10 100( 50) Hg/L

0 0.1 1 10 500( 1000) pg/L

SD

3SD

n=8

10SD

10

SD




50

50
50 / 50 x 100
50
20 10
GA-100 lum
4.4.2
4.4.2
8ug/L

0 15 10 50 mg/L

11

ELISA



3.2

3.2

12

ELISA

10



Analytica Chimica Acta427(2001) 211-219 *“Development of a competitive enzyme-linked
immunosorbent assays (ELISAs) based on monoclonal antibodies for chloronicotinoid
insecticides and acetamiprid.”

0.2mg/L




Bo 20 80
1-2.

TMB

IN
1-3.
1-3-1.
4 30 25
1-3-2
4 30 25
)
6mL
1-3-3.
10mg 10mL
1000ppm
!
25ppm
!
!
2
1 2 5
(ppm) 25 12.5 6.25 1.6 0.78 0.39 0.1
(ppb) 250 125 62.5 15.6 7.8 3.9 1.0

4amL 10 40u 1
1-3-4
!

100u L/well

!
25 1

100u L/well

25 10

100u L/well

450nm




B/Bo=0.8
100 ppb

B/Bo
L 2 ppb B/Bo=0.2
1.0
vo LI
\\
o 0.6 ﬂlLlw
<
“ 0.4 N
0.2
0.0
0.1 1.0 10.0 100.0 1000.0
ppb

B/Bo

H)



2 ppb 100 ppb Bo
2-2.
2-3.
2-3-1.
4 30 25
!
6mL

10% 1.0mL
2-3-2

L H 10
!

100u L/well
!
25 1
!
100u L/well

!

25 10
!

100u L/well
!

450nm

2-3-3.
Bo L H



-1 1-2
Bo L H
Bo L H
1.6475 1.3675 0.3245 0.143
0.00275767 0.004263 6.0333E-05 1.26667E-05
4 4 4 4
0.00351033 3.65E-05
0 0
6 6
t 6.68342148 t 42 .4859364
P(T<=t) 0.00027187 P(T<=t) 5.6888E-09
t 1.94318091 t 1.94318091
P(T<=t) 0.00054375 P(T<=t) 1.1378E-08
t 2.44691364 t 2.44691364
Bo L
Bo
H
H
2-5.
t Bo L



1000ppm

3-1.
1000ppm 1-1
)
A B
ppm 19.0 7.5
3-2.
)
!
5 50mL x 3
!
ImL
)
)
! p  /mL ppm ppb mL
! A 19.0 3.8 74.5 1.0
! B 7.5 1.5 29.4 1.0
!
!
25mL
!
120 /7 ) 30
!
(85%MeOH
!
ImL 7.5mL
8.5
3-3.
30 25
!
6mL

10% 1.0mL




3-4.

100u L/well

25 1
!
100u L/well
!
25 10
!
100u L/well
!
450nm
3-5
3-6
2-1
(ppb)
B
1 69.5 24.2
2 70.1 27.5
3 68.4 27.4
4 74.6 33.0
5 70.1 31.1
6 75.8 29.6
7 71.6 29.2
8 72.5 27.3
71.6 28.7
2.6 2.7
(%) 3.6 9.4
2-2
(ppb)
B
1 71.6 28.6
2 71.2 23.4
3 73.8 29.8
72.2 27.3
1.4 3.4
(%) 1.9 12.5
9.4 1.9 12.5

2-1

2-2

3.6



3-2.

30 25
6mL

10% 1.0mL

10%

100u L/well

100u L/well

25 10

100u L/well

450nm



4-1.1
3-1
0 90 180 270 330 360
1.563 | 1.330 | 1.403 | 1.388 | 1.176 | 0.900
8 SD 0.074 | 0.088 | 0.098 | 0.204 | 0.067 | 0.027
0 TV 4.8 4.8 4.8 4.8 4.8 4.8
100.0%]  85.1%| 89.8w|  s8s.8u|  75.20|  57.6%
1.358 | 1.169 | 1.166 | 1.165 | 1.104 | 0.769
B/Bo 0.869 | 0.879 | 0.831 | 0.840 | 0.939 | 0.854
SD 0.064 | 0.072 | 0.053 | 0.112 | 0.063 | 0.042
cV(%) 4.7 6.2 4.5 9.6 5.7 5.5
100.0%] 101.1%| 95.6w|  96.6%] 108.0%|  98.3%
0.368 | 0.341 | 0.348 | 0.229 | 0.267 | 0.257
B/Bo 0.235 | _0.256 | 0.248 | 0.165 | 0.227 | _0.285
SD 0.018 | _0.007 | 0.019 | 0.013 | 0.026 | 0.031
cV(%) 5.0 2.0 5.3 5.7 9.7 12.1
100.0%] 108.9%| 105.5%|  70.2%]  96.6w| 121.4%
1.512 | 1.354 | 1.314 | 1.564 | 1.251 | 1.036
80 SD 0.058 | 0.089 | 0.038 | 0.064 | 0.031 | 0.068
cV(%) 3.8 6.6 2.9 4.1 2.5 6.5
100.0%]  89.6%|  86.9w| 103.4%] 82.8%|  68.5%
4-2.2
3-2
0 90 180 270 330 360
1.441 | 1.365 | 1.392 | 1.399 | 1.137 | 1.161
S 5 0.053 | 0.110 | 0.040 | 0.055 | 0.032 | 0.061
cV(%) 3.7 8.0 2.9 3.9 2.8 5.3
100.0%]  94.7%|  96.6w|  97.1%]  78.9w|  80.6%
1.156 | 1.219 | 1.144 | 1.219 | 1.021 | 0.961
B/Bo 0.803 | 0.893 | 0.822 | 0.871 | 0.898 | 0.828
SD 0.011 | 0.040 | 0.076 | 0.029 | 0.022 | 0.066
cV(%) 1.0 3.3 6.7 2.3 2.1 6.9
100.0%] 111.3%] 102.5%| 108.6%| 111.9%| 103.2%
0.343 | 0.323 | 0.340 | 0.223 | 0.286 | 0.284
B/Bo 0.238 | 0.236 | 0.244 | 0.160 | 0.251 | 0.244
SD 0.005 | 0.006 | 0.008 | 0.015 | 0.016 | 0.016
cV(%) 1.6 2.0 2.5 6.5 5.6 5.5
100.0%]  94.2%]  99.2w]  65.2%]  83.4w|  82.8%
1.462 | 1.399 | 1.453 | 1.590 | 1.321 | 1.222
80 SD 0.035 | 0.041 | 0.045 | 0.005 | 0.103 | 0.077
cV(%) 2.4 2.9 3.1 0.3 7.8 6.3
100.0%]  95.7%]  99.4w| 108.8%|  90.4w|  83.6%
0
0 B/Bo
2 2 330




O©CoOoO~NOoO O, WNRE

10

11

12

13

14

15
3-1.

4mL 10
3-2.
4 30 25
!
6mL
3-3.
!
100u L/well
!
25 1
!
100 L/well
!
25 10
!
100 L/well
!
450nm

3-4

|C50 IC50

40u 1

x 100



(D)

100

<A AN A A A AAAAAAA
O OO1000O0CODOOO0COO0O




1000ppm

3-1.
1000ppm 1-1
l
A B C
ppm 25.5 12.8 2.6
3-2.
l
)
5 50mL x 3
l
ImL
!
)
! ppm ppm ppb mL
) A 25.5 5.10 100.0 1.0
) B 12.8 2.56 50.2 1.0
l C 2.6 0.51 10.0 1.0
!
!
25mL
l
120 /7 ) 30
l
(85%
)
ImL 7.5mL
8.5
3-3.
4
30 25
!
6mL

10% 1.0mL



3-4.

10%MeOH

100p L/well

25 1
!
3
100p L/well
!
25 10
!
100p L/well
!
450nm
4.
ppm) (ppm)
5.7 113.2
5.00 5.5 109.0 108.5+ 4.9
5.2 103.3
3.1 122.9
2.50 2.8 110.4 108.5+ 15.5
2.3 92.2
0.64 128.5
0.50 0.46 92.2 107.4 + 18.9
0.51 101.5
4 3 107.4 108.5 108.5

x 100




Enzyme-Linked Immunosorbent Assay ELISA

" N N\

450 nm

10%

10

50 200p L,1000p L

ELISA 500 mL
10 mL
ADVANTEC
FIBER FILTER GA-55
( )
( )
2 100 ppb
Cl C2 C3
C4  10% mL
C C
2 8 40 100 ppb
6 mL
450 mL
x 12
% 1
2 ppb 1mL 2
8 ppb 1 mL 2
40 ppb 1mL 2
100 ppb 1 mL 2
6 mL 2
(10 ) 50 mL 1
13 mL 1
13 mL 1
1

Ver 1

GLASS



12

(450

10%

02

150p L 0

(ng/ml)
150p L

Y=-0.033+(1.087+0.033)/1+10"(logX-l0g31.2)

100p L

a 25 )

()

L 100

30pL 3 13

0.4

0.1

0.1

0.1

| 0.1

100p L 0.1

@ 25 ) 10 01

100 p L 01

0.1

0.1

0.1

0.1

450 nm L6 ) 0.1




30

2 100 ppb
100ppb
10

601 8315 48
TEL.O75 692 1786 FAX.075 692 1790
http://www.horiba-biotech.co.jp



1-(6-chloro-3-pyridylmethyl)-N-nitroimidazolidin-2-ylideneamine

C9H10CIN502 (255.7)

CAS No.

105827-78-9

LY

1 N

NI—IJIH
o

N —HNO,

143.8

1.543 20

0.05g  100ml 20






