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LAS ELISA

()
LAS
16 12 20 17 1 24
LAS
LAS
ELISA
ELISA LAS LAS
96
(2) ELISA
2 ELISA
3 ELISA
4 ELISA
(5) ELISA

(6)

ELISA
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ELISA
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ELISA
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ELISA

LAS ELISA

300-36051 ()

()

(

)

580g

LAS

DO

AS

N
<

12H25CeH4SO3Na)10mg/L  10%

15 30 20

2 8

24

43 n=2 1

2.5




LAS ELISA

()

LAS
16 12
16 12 14 17 1 22
20 1000pg/L 3
60 123% CV 10.8 58.5%
20 1000pg/L 5 20 1000pg/L
93 129% CV 2.6 12.1%
50 1000pg/L
20ug/ll  SD :
3SD  9.0ug/L : 20pg/L
10SD  30pg/L 5
20 500ug/L
100pg/ll  CV 13.5% P CV 6.0 11.8%
SD 15.5ug/L : 36.5 225.1g/
f CV 6.0 11.8%
20 1000ug/L 3 o5 88.5.
vV 7.1 430% i oy 72 17.0%
43.0% 20ug/L ; 2 1
20 1000pg/l 1 |
2 cv :
32 174 : 24
1 26 10.6 :
20 1000pg/L ;
2 :
CV 104 51.6% 5
51.6% 20ug/L :
0.9% 1.0%
<0.1% <0.1%
100pg/L
0 50mg/L 50pg/L 82 100%
100 586% 100pg/lL 80 94%
HPLC
3 1.0 11.7ug/L r=0.98 (y=0.84X+2.63)
090 2.1pg/L RN
ELISA/ 11 56 HY =




1

2)

3)

7 50 1000u g/L

25 3




3.1
3.2
3.3

(1) ELISA oot

)
3.4

4,

4.1
)
2
©)
4
®)

4.2
1
2
©)
4
®)
(6)
(M

4.3
@)
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1.1

ELISA
LAS ELISA
654-0037 3-1-27
16 12 20 17 1 24
LAS ELISA
300-36051 ()
() ()
5809
LAS
OO
LAS
OO
(C12H25CeH4SO3Na)10mg/L  10%
15 30 20
2 8
24
43 n=2 1
2.5




1.2

@
20 1000 pg/L 50 1000 pg/L
20 pg/L
9.0 ug/L 30 pg/L
20 500pg/L 6.0 11.8
36.5 225.1ug/L 1.4 7.3
100 pg/L 13.5
9.5 89.5ug/L 7.2 17.0
20upg/L 43.0 100pg/L
7.1% 1000pg/L 15.7%
24
20pg/L 6.8 10.5% 100pg/L

2.6 3.2% 1000pg/L 106 17.4%



20pg/L 51.6% 100pg/L

10.4% 1000ug/L 14.9%

1.0
<0.1
0.9

<0.1

@

82 100 50 pg/L
80 94 100 pg/L

100 586 100 pg/L

0 50mg/L

HPLC
r=0.98 y=0.84x+2.63 Mg/l n=20

3 LC/MS/MS
10 100

1 1.0
pg/L LC/MS/MS 0.90 pg/L
2 4.3 pg/L 11.7 pg/L LC/MS/MS 1.9 ug/L

2.1 pg/L 2 6



2.1

e-mail

2.2

LAS

2.3

105-0023

03-5444-9891

03-5444-9860

eco

ELISA

jechem.co.jp

1-2-1

9F

LAS



3.1
654-0037 3-1-27
078-735-6911
078-735-7817
e-mail Masanori_yoshioka@pref.nyogo.jp
3.2
654-0037 3-1-27
078-735-6911
078-735-7817
e-mail Yoshinari_kobuke@pref.hyogo.jp
3.3
(1) ELISA
&)
3.4
16 12 20 17 1 24



4.1

@

)

®

©)

®)

4.2

4)

4.3

680

450nm

4-parameter logistic fitting

ELISA

(

)



4.2

€y

4.2.1

LAS

LAS ELISA

T2AQ1

2006.1

20 1000u g/L

16 12 20 15 00 21 00

21 25

() 190-07431

ABS

RWE9217




®

4.2.2

LAS

LAS ELISA

T2AQ1

2006.1

20 1000u g/L

16 12 20 15 00 21 00

21 25

() 190-07431

ABS

RWE9217




®

4.2.3

LAS

LAS ELISA

T2AQ1

2006.1

20 1000u g/L

16 12 20 15 00 21 00

21 25

() 190-07431

ABS

RWE9217




4

4.2.4
LAS
LAS ELISA
T2AQ1
2006.1
20 1000u g/L

16 12 20 15 00 21 00
16 12 22 9 30 14 35
16 12 24 9 30 18 30

21 25 (12/20) 25 27 (12/22) 24 (12/24)

ABS
() 190-07431 RWE9217

10




®)

4.25

LAS

LAS ELISA

T2AQ1

2006.1

20 1000u g/L

16 12 22 9 30 14 35
17 1 24 11 25 17 47

25 27 (12/22) 22 23 (1/24)

() 190-07431

ABS

RWE9217

11




()

4.2.6

LAS

LAS ELISA

T2AQ1 T2CP2-S

2006.1  T2AQl
2006.3  T2CP2-S

20 1000u g/L

16 12 22 9 30 14 35

25 27

() 190-07431

ABS

RWE9217

12




)

4.2.7
LAS
LAS ELISA
T2AQ1
2006.1
20 1000u g/L
16 12 24 9 30 18 30
24
4.2.8
O ABS 1g | 190-07431 | RWE9217
LAS
25¢ | 197-07142 | KLK4484
DS ()
25g | 197-01282 | CEP1970
BS )

13




4.3

@

4.3.1

LAS
LAS ELISA
T2AQ1
2006.1
20 1000u g/L
16 12 27 11 30 19 10
21
ABS
() 190-07431 RWE9217
120860050 A019444301

14




)

4.3.2

LAS

LAS ELISA

T2AQ1

2006.1

20 1000u g/L

17 1 7 10 00 23 35

21 25

4.3.3
S1 16 11 25 1L pH8.4 BOD1.5mg/L
S2 16 11 25 1L pH7.4 BOD6.1mg/L
s3 16 11 26 1L pH8.2 BOD<0.5mg/L

15




5.1

@

511
STD1 STD2 STD3
b giL 0 20 100 1000
3 3 3 3
0.949 0.736 0.388 0.064
(1.516) (1.175) (0.619) (0.102)
ELISA
0.994 0.718 0.357 0.063
B/BO" (1.588) (1.147) (0.570) (0.101)
1.057 0.693 0.366 0.080
(1.689) = (1.107) = (0.584)  (0.128)
* Oop g/L BO
5.1.2 [Y=D+(A-D)(1+(X/C)B]
A B C D R~2
1.000 0.904 0.055 0.001 1.000
Rl.OOO T T T T T T T T T T T T T T T
e
S
p 0.800 [~ 1
0o
n
S 0.600 [~ -
e
0.400 [~ -
0.200 [~ 1
0.000 Lol Lol Lol

0.001
Y = (A-D)/(1+(X/C)'B) + D
A=1.000, B =0.904, C = 0.055, D =0.001, 50% = 0.501
RMS = 8E-04, r = 1.000, r2 = 1.000, J = 1.000

0.010

0.100

16

1.000

Conc




513

s1 S2 s3

b gL 20 100 1000

3 3 3

0.760 0.334 0.057

(1.214) (0.533) (0.090)

ELISA 0.916 0.319 0.052
(1.464) (0.510) (0.082)

B/BO” 0.748 0.363 0.068
(1.195) (0.580) (0.108)

0.808 0.339 0.059
(1.291) (0.541) (0.094)

b g/l 15.4 119 1262

b gL 3.9 127 1409

b g/l 165 103 1015

b o/l 11.9 116 1229

~ - 7.0 12.6 199
(0.150) (0.036) (0.013)

N " 58.5 10.8 16.2

(11.6) (6.6) (14.2)

% 60 116 123

Oop g/L BO
ok 100 3 %

17




514

STD1 STD2 STD3
Mg/L 0 20 100 1000
3 3 3 3
0.967 0.696 0.341 0.057
(1.524) (2.097) (0.537) (0.158)
ELISA
0.980 0.701 0.350 0.055
B/BO (1.545) (1.105) (0.551) (0.189)
1.053 0.743 0.414 0.062
(1.661) (2.172) (0.652) (0.176)
Ou g/L BO
5.1.5 [Y=D+(A-D)/(1+(X/C)B)
A B C D RA2
1.000 0.891 0.057 -0.015 1.000
RZLOOO T T T T T L R | T T T T T T T T
e
S
p 0.800 [~ =
0
n
S 0.600 [~ —
e
0.400 —
0200 —
0.000 s el
0.001 0.010 0.100 1.000

Y = (A-D)/(1+(C)"B) + D Cone

A =1.000, B =0.891, C =0.057, D =-.015, 50% = 0.493
RMS =0.002, r = 1.000, r2 = 1.000, J = 1.000

18




5.1.6

s1 SA s2 SB s3
b g/l 20 50 100 500 1000
3 3 3 3 3
0.642 0.478 0.356 0.112 0.059
(1.012) (0.754) (0.561) (0.176) (0.093)
ELISA 0.681 0.497 0.367 0.117 0.055
(1.074) (0.784) (0.578) (0.184) (0.087)
B/BO” 0.672 0.480 0.361 0.137 0.069
(1.060) (0.757) (0.569) (0.216) (0.108)
0.665 0.485 0.361 0.122 0.061
(1.049) (0.765) (0.570) (0.192) (0.096)
g/l 29 61 106 507 987
g/l 24 56 101 482 1052
g/l 25 60 103 400 852
wglL | 258 58.9 103 463 964
N Lol 2.7 2.7 2.6 56.0 102
(0.033) (0.017) (0.0085) (0.021) (0.011)
N ” 10.5 46 2.6 12.1 10.6
(3.1) 2.2) (1.5) (11.0) (11.2)
% 129 118 103 93 96
* Oop g/L BO
i 100 %
3
100y g/L
20p g/L 11.6% 58.5%
60%
5 50p g/L
4.6% 118% 50 1000u g/L

19
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5.1.7
STD1 STD2 STD3
Wil 0 20 100 1000
3 3 3 3
0.949 0.736 0.388 0.064
1.516 1.175 0.619 0.102
ELISA (1.516) (1.179) (0.619) (0.102)
0.994 0.718 0.357 0.063
B/BO (1.588) (1.147) (0.570) (0.101)
1.057 0.693 0.366 0.080
(1.689) (1.107) (0.584) (0.128)
* Ou g/L BO
5.1.8 [Y=D+(A-D)(1+(X/C)'B]
A B c D RA2
1.000 0.904 0.055 0.001 1.000
R1.000 T T T T T T T T T T T T T T
e
S
p 0.800 [ -
o
n
S 0.600 ]
0.400 [~ ]
0.200 [~ ]
0.000 el el el
0.001 0.010 0.100 1.000
Conc

Y = (A-D)/(1+(XC)'B) + D
A=1.000, B =0.904, C =0.055, D = 0.001, 50% = 0.501

RMS = 8E-04, r = 1.000, r2 = 1.000, J = 1.000

20




5.1.9

s1
woll | 20 20 20 20 20 20 20 20
1 2 3 4 5 6 7 8
0.724 ~ 0738 0749 0891 = 0742 0769 ~ 0.838  0.826
(1.156) © (1.179) - (1.196) - (1.423) ' (1.186) = (1.228) ® (1.339) - (1.320)
ELISA 0774 0723 0732 0722 0672 0736 0770 0.752
(1.236)  (1.155)  (1.170) ~ (1.153) (1.073) (1.175) = (1.230) = (1.202)
B/BO” 0721 = 0772 0720 ~ 0.739 . 0.647 = 0.704 ~ 0.651 _ 0.740
(1.152) ~ (1.233) ~ (1.150) - (1.180) = (1.033) = (1.124) ~ (1.040) = (1.182)
0.739 . 0744 0734 ~ 0784 - 0687 = 0736 . 0.753 . 0.773
(1.182) - (1.189) = (1.172) _ (1.252) = (1.098) = (1.176) . (1.203) = (1.235)
Ho/L | 174 ° 169 = 180 - 133 @ 231 = 177 © 160 - 142
. Lol 17.1
(1.189)
N Lol 3.0
(0.047)
N " 17.4
(3.9)
* Op g/L BO
3SD 9.0u g/L
10SD  30u g/L
20pug/L SD
3SD 9.0pug/L 30ug/L
(1)- 50ug/L 5
30upg/L 30 50ug/L

21




©)

5.1.10
STD1 STD2 STD3
b g/l 0 20 100 1000
3 3 3 3
0.949 0.736 0.388 0.064
(1.516) (1.175) (0.619) (0.102)
ELISA
0.994 0.718 0.357 0.063
B/BO" (1.588) (1.147) (0.570) (0.101)
1.057 0.693 0.366 0.080
(1.689) (1.107) (0.584) (0.128)
* Ou g/L BO
5.1.11 [Y=D+(A-D)(1+(X/C)B]
A B c D RA2
1.000 0.904 0.055 0.001 1.000
RZLOOO T T T T T L R | T T T T T T T T
e
S
p 0.800 [~ -
0
n
S 0.600 [~ =
e
0.400 [~ =
0.200 [~ =
0.000 sl sl sl
0.001 0.010 0.100 1.000

Y = (A-D)/(1+(C)"B) + D Cone

A =1.000, B =0.904, C =0.055, D =0.001, 50% = 0.501
RMS = 8E-04, r =1.000, r2 = 1.000, J = 1.000

22



5.1.12

S2

p o/l 100 100 100 100 100 100 100 100

1 2 3 4 5 6 7 8

0.367 0382 0359 0391 = 0344 0311 0359 0374
(0.586) ° (0.610) - (0.573) - (0.625) (0.549) = (0.497) ® (0.573) - (0.597)

0.363 0349 0313 0376 0287 0268 0.328 0.339
ELISA (0.580) ~ (0.557) = (0.500) - (0.600) = (0.459) = (0.428)  (0.524) = (0.541)

0.337 0311 = 0330 = 0.398 . 0319 = 0319 = 0.328  0.369
(0.538) ~ (0.497) = (0.527) - (0.635) = (0.509) = (0.510) - (0.523) = (0.523)

B/B0*

0.356 . 0.347 = 0334 - 0.388 . 0.317 = 0.300 . 0.338 . 0.360
(0.568) - (0.555) = (0.534) - (0.620) = (0.506) ~ (0.479) . (0.540) = (0.576)

MOl | 106.5 110.9 118.4 91.2 129.2 141.3 116.0 104.0

114.7
(0.547)

*k

Mo/l

15.5
(0.044)

*k

Mo/l

135
(8.0)

Hk %

* O g/L BO

*%

100pg/L 8 13.5

23
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1
5.1.13
STD1 STD2 STD3
b g/l 0 20 100 1000
3 3 3 3
0.949 0.736 0.388 0.064
(1.516) (1.175) (0.619) (0.102)
ELISA
0.994 0.718 0.357 0.063
B/BO" (1.588) (1.147) (0.570) (0.101)
1.057 0.693 0.366 0.080
(1.689) (1.107) (0.584) (0.128)
Op g/L BO
5.1.14 [Y=D+(A-D)I(1+(X/C)B]
A B C D RN2
1.000 0.904 0.055 0.001 1.000

r 1000 —

e

S
p 0.800 [ -

0

n
S 0.600 [ -

e
0.400 -
0.200 -

0.000 e T
0.001 0.010 0.100 1.000

Y = (A-D)/(1+(C)"B) + D Cone

A =1.000, B =0.904, C =0.055, D =0.001, 50% = 0.501
RMS = 8E-04, r =1.000, r2 = 1.000, J = 1.000

24



5.1.15
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
1.050 0.746 0.398 0.084
(1.555) (1.104) (0.589) (0.124)
ELISA
1.132 0.835 0.412 0.091
B/BO” (1.676) (1.236) (0.610) (0.135)
0.817 0.828 0.400 0.087
(1.210) (1.225) (0.592) (0.128)
* Oop g/L BO
5.1.16 [Y=D+(A-D)/(1+(X/C) B]
A B (63 D R"N2
1.000 1.159 0.064 0.050 1.000
g 1.000 T — — —
e
S
p 0.800 [~
0
n
S 0.600
e
0.400 [~
0.200 [~
0.000 el el e i
0.001 0.010 0.100 1.000

Y = (A-D)/(1+(XCYB) + D

A =1.000, B =1.159, C = 0.064, D = 0.050, 50% = 0.525

RMS = 9E-05, r = 1.000, r2 = 1.000, J = 1.000

25
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5.1.17 5
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
1.059 0.703 0.386 0.069
(1.567) (1.040) (0.572) (0.103)
ELISA
0.934 0.755 0.377 0.077
B/BO (1.383) (1.117) (0.559) (0.114)
1.007 0.701 0.355 0.063
(1.490) (1.038) (0.525) (0.093)
Oop g/L BO
5.1.18 [Y=D+(A-D)/(1+(X/C)B]
A B C D R/N2
1.000 0.912 0.056 0.002 1.000
Rl.OOO T T T T L R | T T T T T T T
e
S
p 0.800 [~ —
0
n
S 0.600 [~ -
e
0.400 - —
0.200 [~ —
0.000 il il il
0.001 0.010 0.100 1.000
Y = (A-D)/(1+('C)"8) + D Cone

A =1.000, B =0.912, C =0.056, D = 0.002, 50% = 0.501
RMS = 7E-04, r = 1.000, r2 = 1.000, J = 1.000

26




5.1.19

S1 S2 S3
1 3 5 1 3 5 1 3 5
polL| 20 20 20 100 : 100 : 100 : 1000 : 1000 : 1000
3 3 3 3 3 3 3 3 3
0.760 - 0.715 - 0.694 - 0.334 - 0.376 : 0.330 - 0.057 : 0.091 . 0.069
(1.214):(1.058):(1.027):(0.533):(0.557):(0.489):(0.090):(0.134):(0.103)
0.916 : 0.738 : 0.638 : 0.319 : 0.378 : 0.360 : 0.052 : 0.084 : 0.055
(1.464):(1.092):(0.944):(0.510):(0.560):(0.533):(0.082):(0.124):(0.082)
0.748 1 0.743 : 0.659 : 0.363 : 0.391 : 0.355 : 0.068 : 0.100 : 0.051
% (1.195):(1.100):(0.976):(0.580):(0.579):(0.421):(0.108):(0.148):(0.076)
0.808 : 0.732 : 0.664 :0.339 : 0.382 : 0.325 : 0.059 : 0.092 : 0.058
(1.291)(1.084):(0.982):(0.541):(0.566):(0.481):(0.094):(0.136):(0.087)
oLl 11 29 27 116 109 : 126 : 1208 : 914 : 1225
22.2 116.9 1116
> Mg/l
(1.119) (0.529) (0.105)
9.5 8.3 175
|u gl
(0.158) (0.044) (0.027)
43.0 7.1 15.7
> %
(14.1) (8.3) (25.2)
* Oy g/L BO
3 100ug/L 7.1% 1000pg/L
15.7% 20ug/L
(1)- 43.0%

27
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5.1.20
STD1 STD2 STD3
b g/l 0 20 100 1000
3 3 3 3
1.050 0.746 0.398 0.084
(1.555) (1.104) (0.589) (0.124)
ELISA
1.132 0.835 0.412 0.091
B/BO" (1.676) (1.236) (0.610) (0.135)
0.817 0.828 0.400 0.087
(1.210) (1.225) (0.592) (0.128)
* Ou g/L BO
5.1.21 [Y=D+(A-D)(1+(X/C)B]
A B c D RA2
1.000 1.159 0.064 0.050 1.000
RZLOOO UL | L R | T T T T T T T T
e
S
p 0.800 [~
0
n
S 0.600 [~
e
0.400 [~
0.200 [~
0.000 sl sl sl e
0.001 0.010 0.100 1.000

Y = (A-D)/(1+(XCYB) + D

A =1.000, B =1.159, C = 0.064, D = 0.050, 50% = 0.525

RMS = 9E-05, r = 1.000, r2 = 1.000, J = 1.000

28
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5.1.22
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
0.967 0.696 0.341 0.057
(1.524) (2.097) (0.537) (0.158)
ELISA
0.980 0.701 0.350 0.055
B/BO (1.545) (1.105) (0.551) (0.189)
1.053 0.743 0.414 0.062
(1.661) (2.172) (0.652) (0.176)
* Oop g/L BO
5.1.23 [Y=D+(A-D)(1+(X/C)B]
A B C D RN2
1.000 0.891 0.057 -0.015 1.000
Rl.OOO T T T T T T T T T T T T T T T
e
S
p 0.800 [~ —
0
n
S 0.600 [~ -
e
0.400 [~ —
0200 [~ —
0.000 T Y T
0.001 0.010 0.100 1.000
Y = (A-D)/(1+(XC)B) + D Cone

A =1.000, B =0.891, C =0.057, D =-.015, 50% = 0.493
RMS =0.002, r =1.000, r2 = 1.000, J = 1.000

29



5.1.24

s1 S2 s3
1 1 1
oL | 20 20 100 100 1000 . 1000
3 3 3 3 3 3
0715 ' 0642 @ 0376 = 0356 = 0.091 ' 0.059
(1.058) < (1.012) - (0.557) - (0.561) = (0.134) = (0.093)
0738 0681 @ 0378 = 0367 = 0.084 ' 0.055
(1.092) - (1.074) = (0.560) - (0.578) = (0.124) - (0.087)
0743 0672 0391 - 0361 - 0.100 . 0.0690
& (1.100) (1.060) = (0.579) = (0.569) = (0.148)  (0.108)
0732 : 0.665 @ 0382 . 0361 & 0.092 : 0.061
(1.084) (1.049)  (0.566) = (0.570) = (0.136) = (0.096)
oL | 29 26 109 103 914 957
- | 286 258 1094 - 1033 = 9341 = 9638
HO% | (1.084) (1.049)  (0.566) = (0.570) = (0.136) ' (0.096)
" R 2.7 35 26 1627 _ 101.9
H 9% 1 (0.022) (0.033) (0.012) . (0.009) = (0.012) . (0.011)
oy 68 105 _ 32 26 174 106
0 1) (31 (1) (@15 (89 . (112
* Oy g/l BO
1 2 20ug/L  6.8% - 10.5%
100pg/L  3.2%-2.6% 1000ug/L  17.4% - 10.6%

1

20ug/L

30




(6)

A
5.1.25 A
STD1 STD2 STD3
M g/l 0 20 100 1000
3 3 3 3
1.050 0.746 0.398 0.084
(1.555) (1.104) (0.589) (0.124)
ELISA
1.132 0.835 0.412 0.091
B/BO (1.676) (1.236) (0.610) (0.135)
0.817 0.828 0.400 0.087
(1.210) (1.225) (0.592) (0.128)
Op g/L BO
5.1.26 [Y=D+(A-D)(1+(X/C)B]
A B (63 D R"2
1.000 1.159 0.064 0.050 1.000
RZLOOO UL | L R | T T T T T T T T
e
S
p 0.800 [~
0
n
S 0.600 [~
e
0.400
0200
0.000 s e

0.001 0.010
Y = (A-D)/(1+(XCYB) + D

0.100

A =1.000, B =1.159, C = 0.064, D = 0.050, 50% = 0.525

RMS = 9E-05, r = 1.000, r2 = 1.000, J = 1.000

31

1.000

Conc




5.1.27 B
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
1.013 0.746 0.372 0.089
(1.680) (1.238) (0.617) (0.147)
ELISA
1.001 0.711 0.385 0.083
B/BO” (1.660) (1.180) (0.639) (0.138)
0.986 0.724 0.384 0.091
(1.636) (1.201) (0.636) (0.150)
* Oop g/L BO
5.1.28 [Y=D+(A-D)/(1+(X/C)"B]
A B C D RN2
1.000 0.934 0.055 0.027 1.000
g 1.000 — — — —
e
S
p 0.800 —
0
n
S 0.600 —
e
0.400 —
0.200 —
0.000 el el e i

0.001

Y = (A-D)/(1+(XCYB) + D
A=1.000, B =0.934, C = 0.055, D =0.027, 50% = 0.514
RMS = 2E-04, r = 1.000, 12 = 1.000, J = 1.000

0.010

0.100 1.000
Conc
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5.1.29 C
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
0.998 0.668 0.388 0.097
(0.951) (0.636) (0.369) (0.092)
ELISA
1.003 0.718 0.412 0.104
B/BO” (0.956) (0.684) (0.392) (0.099)
0.998 0.747 0.398 0.110
(0.951) (0.712) (0.379) (0.104)
* Oop g/L BO
5.1.30 [Y=D+(A-D)/(1+(X/C)"B]
A B C D RN2
1.000 0.828 0.057 0.020 1.000
g 1.000 — — — —
e
S
p 0.800 —
0
n
S 0.600 —
e
0.400 —
0.200 —
0.000 el el e i

0.001

Y = (A-D)/(1+(XCYB) + D
A=1.000, B =0.828, C = 0.057, D =0.020, 50% = 0.510
RMS = 0.002, r = 1.000, r2 = 1.000, J = 1.000

0.010

0.100 1.000
Conc
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5131

S1 S2 S3
A B C A B C A B C
wa/L| 20 20 20 100 100 100 : 1000 : 1000 : 1000
3 3 3 3 3 3 3 3 3
0.715 . 0.745 - 0.809 : 0.376 : 0.381 - 0.419 - 0.091 : 0.098 - 0.093
(1.058):(1.235):(0.771):(0.557):(0.631):(0.399):(0.134):(0.162):(0.088)
0.738 : 0.695 : 0.820 : 0.378 : 0.394 : 0.428 : 0.084 : 0.100 : 0.102
(1.092):(1.153):(0.781):(0.560):(0.653):(0.408):(0.124):(0.166):(0.097)
0.743 1 0.719 : 0.858 : 0.391 : 0.381 : 0.416 : 0.100 : 0.104 : 0.102
% (1.100):(1.193):(0.817):(0.579):(0.631):(0.396):(0.148):(0.172):(0.097)
0.732 : 0.720 : 0.829 : 0.382 : 0.385 : 0.421 : 0.092 : 0.101 : 0.099
(1.084):(1.194):(0.790):(0.566):(0.639):(0.401):(0.136):(0.167):(0.094)
pwa/lL| 29 21 9 109 98 89 914 . 802 . 1077
194 98.8 931
> u g/l
(1.023) (0.535) (0.132)
10.0 10.3 139
gL
(0.209) (0.122) (0.036)
51.6 104 14.9
| %
(20.4) (22.7) (27.5)
A B C
* Op g/L BO
2 1
100ug/L 10.4% 1000pug/L 14.9%
20ug/L (1)-
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Q)

5.1.32
STD1 STD2 STD3
U g/l 0 20 100 1000
3 3 3 3
1.059 0.703 0.386 0.069
(1.567) (1.040) (0.572) (0.103)
ELISA
0.934 0.755 0.377 0.077
B/BO" (1.383) (1.117) (0.559) (0.114)
1.007 0.701 0.355 0.063
(1.490) (1.038) (0.525) (0.093)
* Oop g/L BO
5.1.33 [Y=D+(A-D)(L+(X/C)B]
A B (63 D R"2
1.000 0.912 0.056 0.002 1.000
R1.000 T T T T T T T T T T T T T T T T T
e
s
p 0.800 [~ —
o
n
S 0.600 - -
e
0.400 [~ -
0.200 [~ -
0.000 T Y T
0.001 0.010 0.100 1.000
Conc

Y = (A-D)/(1+(XC)'B) + D
A=1.000, B =0.912, C =0.056, D = 0.002, 50% = 0.501

RMS = 7E-04, r = 1.000, r2 = 1.000, J = 1.000
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5.1.34

LAS DS BS
50%
(U g/L) 46 5300 55000
(%) 100 0.9 <0.1
5.1.35
LAS Ou g/L 20p g/L | 100p g/L | 1000p g/L
1.002 0.694 0.330 0.069
ELisA | 1 (1.483) (1.027) (0.489) (0.103)
o 0.989 0.638 0.360 0.055
B/BO (1.464) (0.944) (0.533) (0.082)
( )| 3 0.948 0.659 0.284 0.051
(1.403) (0.976) (0.421) (0.076)
0.980 0.664 0.325 0.058
(1.450) (0.982) (0.481) (0.087)
0.028 0.028 0.038 0.0096
(0.042) (0.042) (0.056) (0.014)
cv %)™~ 2.9 43 11.7 16.4
DS Oy g/L 20p g/L | 100u g/L | 1000u g/L |10000u g/L
1 1.005 0.968 0.822 0.844 0.363
ELISA (1.488) (1.433) (1.216) (1.249) (0.537)
o 0.926 0.927 0.880 0.803 0.363
B/BO (1.370) (1.372) (1.302) (1.188) (0.538)
( )| 3 0.968 1.027 0.916 0.876 0.394
(1.432) (1.520) (1.356) (1.297) (0.583)
0.966 0.974 0.972 0.841 0373
(1.430) (1.441) (1.291) (1.244) (0.552)
0.040 0.050 0.048 0.037 0.018
(0.059) (0.074) (0.071) (0.055) (0.026)
cv %)™ 41 5.2 55 4.4 48
BS Ou g/L 20p g/L | 100p g/L | 1000u g/L |10000u g/L{100000u g/L
1 0.943 0.891 0.807 0.809 0.841 0.355
ELISA (1.396) (1.318) (1.195) (1.197) (1.245) (0.525)
o 0.943 0.917 0.823 0.846 0.923 0.350
B/BO (1.395) (1.357) (1.218) (1.252) (1.366) (0.519)
( )| 3 0.949 0.977 0.895 0.909 0.878 0.346
(1.404) (1.446) (1.325) (1.346) (1.300) (0.512)
0.945 0.928 0.842 0.855 0.881 0.350
(1.398) (1.373) (1.246) (1.265) (1.303) (0.518)
0.0033 0.044 0.047 0.051 0.041 0.0044
(0.0049) (0.066) (0.069) (0.075) (0.061) (0.0065)
cv )™ 0.4 438 5.6 6.0 46 1.3
Ou g/L BO

*k
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1
= —e—LAS
205 —o—DS
3 4 eeBS
O [ [ [
10 100 1000 10000 100000
Conc. (u g/L)
51.1
LAS
DS
BS
2 0.9%

<0.1
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5.2

€Y
521
STD1 STD2 STD3
Mg/l 0 20 100 1000
3 3 3 3
1.008 0.672 0.331 0.052
(1.747) (1.164) (0.574) (0.090)
ELISA
1.003 0.700 0.305 0.048
B/BO” (1.737) (1.213) (0.528) (0.083)
0.989 0.667 0.314 0.049
(1.713) (1.156) (0.544) (0.086)
* Oop g/L BO
5.2.2 [Y=D+(A-D)(1+(X/C)B]
A B C D RN2
1.000 0.945 0.044 0 1.000
Rl.OOO T T T T T L R | T T T T T T T
e
S
p 0.800 [~ —
0
n
S 0.600 [~ -
e
0.400 - —
0.200 [~ —
0.000 il il L
0.001 0.010 0.100 1.000
Y = (A-D)/(1+('C)"8) + D Cone

A =1.000, B =0.945, C = 0.044, D = -4E-4, 50% = 0.500
RMS = 1E-04, r = 1.000, r2 = 1.000, J = 1.000
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5.2.3

LAS 100 g/L 5)
v | mg/L 0 1 5 10 50
3 3 3 3 3
0.331 0.294 0.182 0.163 0.080
(0.574) (0.509) (0.315) (0.283) (0.139)
0.306 0.266 0.180 0.148 0.083
ELISA
(0.531) (0.462) (0.313) (0.257) (0.144)
B/B0? 0.309 0.299 0.198 0.147 0.077
(0.535) (0.518) (0.343) (0.255) (0.133)
0.315 0.286 0.187 0.153 0.080
(0.546) (0.496) (0.323) (0.265) (0.138)
b gL 92.6 111 216 248 584
b gL 105 128 218 280 560
b g/l 103 109 194 283 614
poll | 100.1 116.1 209.4 270.5 585.9
6.6 10.8 13.7 19.3 27.0
3) Mgl
(0.024) (0.030) (0.017) (0.016) = (0.0055)
6.6 9.3 6.5 7.1 4.6
3) %
(4.3) (6.1) (5.2) (5.9) (4.9)
) % 100 116 209 271 586
1) 50 60
12
2) Ou g/L BO
3)
4) 0.90u g/L
5)
LAS 100pg/L LAS 0.90ug/L
1mg/L
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&)

524
STD1 STD2 STD3
b giL 0 20 100 1000
3 3 3 3
0.993 0.703 0.324 0.053
(1.715) (1.214) (0.560) (0.091)
ELISA
0.966 0.735 0.306 0.046
B/BO" (1.668) = (1.269) = (0.529) . (0.079)
1.041 0.733 0.319 0.053
(1.798) (1.266) (0.550) (0.091)
* Oop g/L BO
5.25 [Y=D+(A-D)I(A+(X/C)B]
A B C D RN2
1.000 1.097 0.047 0.017 1.000
R]..000 T T T T T T T T T T T T T T T
e
S
p 0.800 [ -
0
n
S 0600 |- -
e
0.400 -
0.200 -
0.000 T BT BT
0.001 0.010 0.100 1.000
Y = (AD)/(1+(XC)B) + D Cone

A =1.000, B =1.097, C =0.047, D =0.017, 50% = 0.509
RMS = 9E-05, r = 1.000, r2 = 1.000, J = 1.000
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5.2.6 ELISA LC/MS/MS

10 10 100
3 3 3
0.539 0.315 0.309
(0.931) (0.543) (0.533)
ELISA 0.510 0.261 0..28
(0.880) (0.451) (0.567)
B/BO 0.552 0.363 0.286
(0.954) (0.580) (0.493)
0.534 0.276 0.059
(0.922) (0.490) (0.531)
b g/l 4.2 10.1 1.0
ELISA b gL 4.7 12.9 0.95
b g/l 4.0 12.0 1.2
b gL 43 117 10
N gL 0.35 1.45 0.10
(0.038) (0.048) (0.037)
R " 8.3 12.4 9.6
@.1) (9.7) (7.0)
LCIMSIMS b gL 1.9 21 0.90
* Oop g/L BO
ELISA 9.0p g/L 30p g/L
LC/MS/MS 0.049p g/L 0.15u g/L
3
LAS 1.0 11.7pg/L LC/MS/MS
0.90 2.1pg/L
(2)-
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ELISA

LAS ELISA
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1.1
1.2

2.1
2.2
2.3

3.1
3.2

4.1
4.2
4.3
4.4

6.1
6.2

1ii



v



1.2

16

31

ELISA



2.1
654-0037 3-1-27
078-735-6911
FAX 078-735-7817
E-mail Yoshinari_kobuke@pref.hyogo.jp
105-0023 1-2-1 N 9F
03-5444-9891
FAX 03-5444-9860
E-mail eco jechem.co.jp
2.2




2.3

ELISA

ELISA




LAS
LAS ELISA
ELISA

3.2

96

3-1 1

LAS ELISA

300-06051 ()

()

()

580g

LAS

(O

LAS
-
\fgzlg%ﬂ%Hz;SOsNa 10mg/L  10%
15 30 20

2 8

24

43 n=2 1

2.5




3-2 2
20 1000pg/L 2 LAS-1
20pg/L B/B 80+10
7.3 11.8% 1.4 7.3%
2 LAS-2
7.4 17.0% 2 LAS-2
2 LAS-3
% Low=108.0% High=111.2%
LAS-1
78 109% 2 LAS-4
ELISA 0.84xHPLC-2.63 R 0.98
2 LAS-4
16 11 5
1 3
2
3




16

12

17

11

12

4-5




4.2

ELISA




ELISA

°
o ELISA
o ELISA
ELISA

e ELISA

e ELISA

ELISA

ELISA

ELISA



ELISA

Lot No.

o o o o o




4.4

680

10



LAS

10SD

(DBS) 10
6
6
mg/L
LAS 0 0.02 0.1
DBS 0 0.02 0.1
DBS 0.02
DBS 0.1
0 0.02 0.1 10
0 0.02 0.1 10 100
3
3 3
SD SD 3SD

11



50

50
x100

50

20 10

12

50

50



lpm

7
mg/L

LAS 0.1
1
5
10
50

3 C18
tC18 - - -10%
LAS

13

ELISA



6.2

14



24

LAS ELISA

! 0.2mg/L
LAS

(HPLC)

ELISA
HPLC

LAS

LAS

15



LAS
0.02-1mg/L ppm

Cv 10%
2.5
[ ELISA
LAS
LAS
LAS
450nm LAS

LAS



No.
LAS 96 well 2 8
LAS C12, 10mg/L 10% AmL 2 8
7mL 2 8
8mL 2 8
6 50mL 2 8
250p L 2 8
15mL 2 8
15mL 2 8
96 well
o [ ]
1 9831-1207
( 36481047 @ 47mm)
(20-200u L, 200-1000u L) P-200, P-1000
ICN 96NS
4 (50-300p L)
ICN 96NS
5 450nm ME
6
7 2578
8
o [ ]
1-8
J. T. Baker SPE C18 562-20014
PS-2 N20131 Waters
10 1M pH5

Sep-Pak



30
2 8
n 2
10% /V)
10%
10%(V/V)
LAS (2001)
1M pH5 pH 5
C18
10%
APE ELISA AE ELISA

http://www jechem.co jp/eco

LAS 10 ©=

LAS 10mg/L 10 10 1mg/L
LAS 10%




LAS

LAS 10% LAS
(mg/L) | 10 01 0.02 0
10% (ul) 0 900 980 | 1000
1mg/L LAS (ul) | 1000 100 20 0
(ul) 1000 | 1000| 1000| 1000
10 10mg/L LAS 10
10 LAS=0
10
1mg/L LAS LAS
)10 ) 10mg/L LAS
10% 1mg/L LAS
3
LAS
LAS
8mL/ 7mL
2
3
2 7mL
50well
100p L/well
LAS 10% 100u L/well
LAS LAS
2 3
LAS O 10%
LAS

100 L/well



18 25 60

wel Swell
18 30
15
20mL 100mL
1 Iwvell 1.2mL(1
120mL)
300p L/well well 3
3
3
3 wel
1:100
12mL 120p L
15
Swell ImL 1 12mL
100p L/well
18 25 30 100p L/well

18 30



450nm (OD)

LAS LAS
LAS
LAS uo/l = LAS po/L 09
09 10%(V/V)
15
m LAS ]
LAS Ou g/L OD  100% B/B0%
(B/B0%) = ( OD)/(LAS Ou g/L OD)
LAS ug/L  OD B/B0%
LAS
( )
Standard OD or B/B0% Log-Log Graph Paper Calculation
LAS=0.055(mg/L) from B/B0%=51.0%
LAS(mg/L)| OD B/B0%
0 1312 100 00— 7
002 1010 7 TN
01 0525 40 51.0 ::I:T
10 0.105 8 RN
LAS(mg/L)] OD | B/BO% N
0055 | (0669) | 510 | HEEE
10 ot
L \ Hﬂm\ \\r i Hﬁi
0.01 0.0550.1 1
LAS(mg/L)
4-parameter logistic fitting LAS
“ ”  BioMetallics, Inc, Princeton, NJ (http.//www.microplate.com)

7



LAS

()

LAS

4

96

well

0,0.02, 0.1, 1.0mg/L

n=

well

88

S5

S5

S13

S13

S21

S21

S29

S29

S37

S37

002

002

S6

S6

S14

S14

S22

S22

S38

01

01

S7

S7

S15

S15

S23

S23

S31

S31

S39

S39

10

10

S8

S16

S16

S24

S24

S1

S1

S9

S9

S17

S17

S25

S25

1

41

S10

S10

S18

S18

S26

S26

8
&

S11

S11

S19

S19

S27

S27

Q
Q

S12

S12

S20

S20

S28

S28

£E|8

£1E|8

LAS

(n=2)

20

(=

2)

S13

S13

S5

S13

S13

002

002

S6

S6

S14

S14

002

002

S6

S6

S14

S14

01

01

S7

S7

S15

S15

01

01

S7

S7

S15

S15

10

10

S16

S16

10

10

S8

S16

S16

S1

S1

S9

S9

S17

S17

S1

S1

S9

S9

S17

S17

S2

S2

S10

S10

S18

S18

S2

S2

S10

S10

S18

S18

S3

S3

S11

S11

S19

S19

S3

S3

S11

S11

S19

S19

S12

S12

S20

S20

S12

S12

S20

S20




CH4(CH2)sCHCH,CH3

SO3Na

(%)

(LASCL2)
(SDS)
(Cl4)
(C12)

2

(EO = 10)
(EO = 20)
(C16)
(C18)

100
10
03
01
01
<01
<01
<01
<01
<01 LAS
<01
<01
<01
<01
<01

LAS

100 perpprrr

Loaos A L |

R L T N

B/B0%

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,

,,,,,,,,,

A A N N A MRS
0.01 0.1 1
LAS(mg/L)

002 1Img/L

cv

10%



[ HPLC

0'25IIII|IIII|IIII|IIII|IIII

0.2

0.15

0.1

0.05

0.84x-0.003
0.9

|Q|||||||||| I B R

0 0.05 0.1 0.15 0.2 0.25

(20012)
48 (1997)
Fujita et al, Environ. Sci. Technol. 32 (8), 1143-1146 (1998)
ELISA 52 578-579(2001)

Memo

http://www.jechem.co.jp/eco

10




,,,,,,,,,,,,,

(2010004 giL) k.
L ——————

LAS-1
1-
100
o
oy}
S
S
10
10
1-
65.9 711 108.0
182.2 2025 111.2

100 1000
LAS (4 g/L)
(M g/L)
sample  Low High Low High
1 0.834 0.431 65.7 185.0
2 0.811 0.412 69.1 197.5
3 0.831 0.412 66.1 197.5
4 0.771 0.408 755 200.4
5 0.788 0411 727 198.2
6 0.792 0.389 72.0 214.8
7 0.790 0.403 724 204.0
8 0.798 0.406 71.1 201.8
9 0.781 0.384 73.8 218.9
10 0.788 0.399 72.7 207.0
VE 0.798 0.406 71.1 202.5
SD 0.02 0.01 3.2 9.6
CV(%) 2.6 3.2 45 4.7
1 JEC-LAS-MP



LAS-2

1-
LAS
LAS (ng/ml)
0 20 40 80 200 500
1 2 18 43 87 202 578
2 - 23 41 75 205 537
3 - 21 41 85 178 553
4 3 18 37 84 217 537
5 3 26 41 83 204 553
6 - 18 44 65 208 457
7 1 21 45 84 184 501
8 - 22 44 78 199 515
9 - 21 40 78 188 596
10 - 20 39 76 170 541
average 25 21.0 414 795 1955 536.6
SD 0.8 25 25 6.4 14.9 39.2
CV (%) 33.7 11.8 6.0 8.1 7.6 7.3
LAS
ng/ml
1 43.6 88.5 241.7 176.6 459 34.1 36.4 1525 934
2 44.3 875 227.2 185.5 50.0 384 38.7 1475 95.7
3 48.7 85.6 204.4 1704 50.9 38.2 336 129.7 87.8
4 45.4 875 227.2 177.7 515 40.7 374 146.8 91.8
average 455 87.3 225.1 177.6 49.6 379 36.5 1441 922
SD 2.3 1.2 154 6.2 25 2.7 2.2 9.9 33
CV(%) 5.0 14 6.8 35 51 7.3 59 6.9 3.6
1-
LAS
: ng/ml
1 2 3 4
970213 10.0 98.0 62.0 11.0
970224 9.0 81.0 56.0 14.0
average 9.5 89.5 59 125
SD 0.7 12.0 4.2 2.1
CV(%) 7.4 134 7.2 17.0
2 JEC-LAS-MP




LAS-3

LAS
LAS
(%)
8 75
9 114
10 101
11 88
12 100
13 45
(%)
(LAS C12) 100
(SDS) 10
(C14) 03
(C12) 0.1
0.1
<0.1
_2- <0.1
<0.1
<0.1
<0.1
<0.1
(EO = 10) <0.1
(EO = 20) <0.1
(C16) <0.1
(C18) <0.1

JEC-LAS-MP



LAS-4

LAS
0 ng/ml 50 ng/ml 100 ng/mi
(ng/ml) (ng/ml) (%) (ng/ml) (%)
1 0 46 91 109 109
2 0 46 91 93 93
3 0 45 89 91 91
4 103 155 104 203 100
5 0 39 78 88 88
6 36 76 80 123 87
7 0 39 78 84 84
LAS cv (n=5)
ug/) (%) (%)
A 50 88 12
B 50 100 14
C 50 84 7
D 50 82 5
A 100 80 8
B 100 94 5
C 100 83 5
D 100 81 5
250- UL I LI I LI I L I LI i
. 200F _ -
d - y=0.84x-2.63 ]
2 - R=0.98 ]
N | —
e 150r .
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PRTR 2)
81 LAS
0.2mg/L 16
MBAS LAS HPLC
LAS ELISA (HPLC )
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