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0.2 mg/mL
1.0 mg/mL
80-110
Horwitz Thompson 2:3)
Horwitz
RSD 20
RSD 16%
172
2)
10
2

The
International Harmonized Protocol for
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Sop A-035

SopP
2019.03.04
1
100ppm 123456 Accu 2020.4.15
100ppm asdfgghh Accu 2019.9.7
2
qwers6
98ikmn
3
kihgfd56 DigiPrep Jr.
100 L ijnv67uh DigiTube
AV TS24 )L5—(PTFE, 0.45um) 876hgbvf DISMIC-13HP
4
k-12 1 zxcvhn89 Agilent 7700S
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SoP A-035
SOP
2019.03.04
0.28ppm  (( 1D L
1 2 1
(ppm) (%) (ppm) (%) (ppm) (%)
1 0.2696 96.29] 0.2710 96.79]  0.2703 96.54/2018.04.05 |A
2 0.2740 97.86]  0.2601 92.89] 0.2671 95.38/2018.04.06 |B
3 0.2700 96.43|  0.2594 92.64]  0.2647 94.54[2018.04.07 |C
4 0.2636 9414 0.2573 91.89]  0.2605 93.02/2018.04.08 |A
5 0.2698 96.36]  0.2691 96.11]  0.2695 96.23/2018.04.09 |B
6 0.2657 94.89]  0.2661 95.04]  0.2659 94.96(2018.04.10 |C
0.2663
0.005229
1.96
SoP
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SoP A-035

SOP
2019.03.04
0.28ppm
N) J)
[ 2 [ 6
1
JN 1
1
6 5
2 Xjn
X1in X2n X3n Xan Xsn Xon
%1 ( 1) 0.26960 0.27400 0.27000 0.26360 0.26980 0.26570
sz( 2) 0.27100 0.26010 0.25940 0.25730 0.26910 0.26610
3 X x
X1 X X3 Xy Xs X x
0.27030 0.26705 0.26470 0.26045 0.26945 0.26590 0.26631
4 o,
4-1 Xjn X
Xin— X1 Xan — X X3p — X3 Xyn — Xy Xsp — X5 Xen — X
%1 ( 1)  -0.0007000 0.0069500 0.0053000 0.0031500 0.0003500 -0.0002000
X2 ( 2) 0.0007000 -0.0069500 -0.0053000 -0.0031500 -0.0003500 0.0002000
4-2 xjn TC]'
(x1n= %1 (e —X2)*  (3n = F3)? (e —Xg)? (xsp— %) (e — %e)? ZiZplxjn — Xj)?
%1 ( 1) 4.90E-07 4.83E-05 2.81E-05 9.92E-06 1.23E-07 4.00E-08 S
sz( 2) 4.90E-07 4.83E-05 2.81E-05 9.92E-06 1.22E-07 4.00E-08 '
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Oy

Or

2.90E-05

VRW

&

5.38E-03

=R

%, X f, X i3

=R

Xs x

Te X

=l

0.003992 0.000742

x

2 2
(xo-x) x;, %

-0.001608

@ B

-0.005858

@ D

0.003142

(@ D)

-0.000408

s D

6

j n(fj 7?)2

VRW

_ I (% 9)

Viw 1

VRW
254E-05

042

042 = Vew-V, /N

042
0.00E+00

Or

u=y(o +0%)
0.005384
k

U=uxk k=2
0.01077

1.59E-05 5.50E-07

Oy
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SopP P-100

SopP GC-MS/MS

2019.03.04

123456

2020.4.15

2019.02.25

asdfgghh

qwers6

98ikmn

HPLC

99ikmn

100ikmn

y020sh19imi

HPLC

03e05wai

C18-50 -

sa3litama

PLS3-20 -

sad5itama

PSA-30 -

sa62itama

zxcvbn89

AP224Y

kihgfd56

ijnv67uh

5500

876hgbvt

SR2D

877hgbvt

R410A

ImL

2mL

10mL

k-11 5

abcd1234

Xevo TQD

hap78py23

Inertsil ODS
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SOP P-100
SOP GC-MS/MS
2019.03.04
0.01ppm ( 1D L
1 2 1
(Ppm) (%) (ppm) (%) (ppm) (%)
1 0.00888 88.80[ 0.00834 83.40 0.0086 86.10/2018.05.05 |A
2 0.00846 84.60[ 0.00921 92.10 0.0088 88.35/2018.05.06 |B
3 0.00982 98.20f 0.01149 114.90 0.0107 106.55|2018.05.07 [C
4 0.01040 104.00] 0.00858 85.80 0.0095 94.90/2018.05.08 |D
5 0.00925 9250/ 0.01169 116.90 0.0105 104.70]2018.05.09 [E

0.0096

0.001218

12.67

SOP
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SOP P-100

SOP GC-MS/MS
2019.03.04
0.01ppm
N) J)
| 2 [ 5 |
1
JN 1
71
5 4
2 Xjn
X1n Xon X3n Xan Xsn

%1 ( 1) 0.00888 0.00846 0.00982 0.01040 0.00925

X2 ( 2) 0.00834 0.00921 0.01149 0.00858 0.01169
3 X x

X1 X2 X3 Xy Xs x
0.00861 0.00884 0.01066 0.00949 0.01047 0.00961
4 o,
4-1 Xjn X
Xin— X1 Xon— X3 X3n— X3 Xan = Xy Xsn = Xs

X1 ( 1) 0.000270 -0.000375 -0.000835 0.000910 -0.001220

X2 ( 2) -0.000270 0.000375 0.000835 -0.000910 0.001220
4-2 xjn f]

(xln_fl)z (x2n_fz)2 (X3n—f3)2 (x4n _f‘t)z (XSn_fs)z 2:jzn(xjn _fj)2

X1 ( 1) 7.29E-08 1.41E-07 6.97E-07 8.28E-07 1.49E-06

6.45E-06
%2 ( 2)  729E-08  141E-07  697E-07  828E-07  149E-06
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4-3

5-2

5-3

6-2

6-3

v, o,

v = ZEnlen—x)?
r= T IN-D)

o = VV,

2 o

1.29E-06 1.14E-03

VRW

X

=l

X1 x X2 x X3 X

Xy X s X

-0.00100 -0.00078 0.00104

Xj X

@ » & D

_2
(x: x)

-0.00012 0.00086

2 2
(725 7?) ijn(fj 7?)

(s %)

1.00E-06 6.04E-07 1.09E-06

VRW

|V — ZjZn(fj J?)2
L

VRW
1.72E-06

o, 042

u=+ (o0 +04’)

0.001228

k U
U=uxk k=2
0.0025
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1.49E-08 7.36E-07 6.89E-06
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2L
50 Bg/kg Cs-137
2L
3600
LT)
BW32KH
GC2018 DSA1000
MX033MR
LT)7200
50 Bg/kg
46.1+ 1.1 Bg/kg 21600
1
Y
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0123

2L



2L

2
10
= x 100
Cs-137
2
Cs-137
= x 100
= x 100
Cs-137
= x 100
2L
2L

2
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50 Bg/kg Cs-137 46.1Bg/kg Cs-134
Cs-134 Cs-137

JAB RL509 2018 4 JAB NOTE 9 134Cs 137Cs
https://www.jab.or.jp/news/2018/03012.html 2019.3.12
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BW32KH READABILITY 0.1g MAX32Kg
0.01% u,
10
1981.9 1987.3 1986.35
1987.9 1980.6
1988. 4 1982.2 4.59
1988.3 1994.9
1990.2 1981.8 0.231% u,
0.232% «JUf4-U§
MXO33VR 0123 28
Cs-137
4.5% 2 2.25% u,
6C2018 DSA1000
7200 Cs-137
163343.20 428.86 0.263% u,
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7200

Cs-137

0.00798093

0.00798790

0.087%

2.27%

Cs-137 46+ 1.1Bg/kg 21600

3600 Cs-137
1982.4 45.7 2.31% U6
2.31%
( 2)
50 Bqg/kg) C -137 46.1 Bq/kg
BW32KH
GC2018 DSA1000
MX033MR 0123 LT)7200
Cs-137 46.1+ 1.1 Bg/kg LT)3600
0.232%
0.01%
0.232%
2.27%
2.25%
0.263%
0.087%
2.31%
2.31%
3.2%
2 6.5%
SOP
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10
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)

8,000kg/m3

20 1.2 /m3
d 10
0.1pg 59
1 ng 1 25g
10 ug 30 200g
0.1mg 50 500g
1mg 100g
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1
2
d
/ e
e 500 5,000 50,000 | >50,000
10> 1g 10g 4 3 2 1
0.1g 1g 4 3 2 1
0.01g 0.1g 3 3 2 1
0.001g | 0.01qg 2 2 2 1
0.0001g| 0.001qg 2 2 2 1
<0.0001g | 0.0001g| AA AA AA AA
/ e
50 200 500 2,000 5,000 20,000 50,000 200,000 [ >200,000
4 +05e| x+le | x15e
3 [*+05e]| +05e| +05e| =+le +1.5e
2 | *+05e| +05e| *+05e| *+05e [ +0.5e +le +1.5e
1 |=+05e|*+05e]|*+05e]| *+05e [ *+0.5e +0.5e =+0.5e +le +1.5e
AA | *le +le +le +le +le +le +le +2e +3e
JCSS E2 F1 F2
JIS B 7609 2 + 1/3
3
1/2
1/3 1/2
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15 28
30

5 1
1/2

1/4 1/2

JIS B 7609

70

- 158 -

1/4

1/2

3/4



5 2
1/3 1/2
5 3
1/4
1/4
1/2 3/4
3
JCG203S21
JIS B 7611-1 1
JIS B 7609

- 159 -
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2 2
100 220
1 e 10
0.1 d 1
No g mg mg
1 0.1 0.100013 0.014 0.05 +0.5mg
2 20 20.000048 0.036 0.25 +0.5mg
3 50 50.000042 0.10 0.3 +0.5mg
4 100 100.000059 0.20 0.5 + 1mg
5 200 199.999901 0.25 1 + 1mg
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+0.5 mg

- 163 -

lo) I=Ilw-1o)
g g g mg
1 50.000042 50.0001 0.0000 50.0001 0.068
2 50.000042 50.0002 0.0001 50.0001 0.058
3 50.000042 50.0001 0.0000 50.0001 0.048
4 50.000042 50.0001 0.0000 50.0001 0.048
5 50.000042 50.0001 0.0000 50.0001 0.048
6 50.000042 50.0001 0.0000 50.0001 0.068
0.0098
0.0563
+1mg
lo) I=lw-1g)
g mg
1 199.999901 200.000 0.000 200.000 0.099
2 199.999901 200.000 0.000 200.000 0.099
3 199.999901 200.000 0.000 200.000 0.099
4 199.999901 200.000 0.001 199.999 -0.901
5 199.999901 200.000 0.000 200.000 0.099
6 199.999901 200.000 0.000 200.000 0.099
0.4082
-0.0677
+0.5mg
g g mg
50.000042 50.0001 -
50.000042 50.0002 -0.1
50.000042 50.0001 0.0
50.000042 50.0001 0.0
50.000042 50.0001 0.0
50.000042 50.0001 -
0.10 mg




5 +1 mg
g g mg
199.999901 200.000 -
199.999901 200.000 0.0
199.999901 200.000 0.0
199.999901 199.999 1.0
199.999901 200.000 0.0
199.999901 200.000 -
1.0 mg
+0.5mg/1mg
No.
9 9 mg
1 0.100013 0.1001 0.087
2 20.000048 20.0000 -0.048
3 50.000042 50.0000 -0.042
4 100.000059 100.000 -0.059
5 199.999901 199.999 -0.901
+0.5mg/1mg
g g g mg
50 50.000042 50.0000 -0.042
100 50.000042 50.0000 -0.042
150 50.000042 50.0010 0.958
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10



10
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ur= d/\/g

Wi

Wh

s = ﬁZ?ﬂ(Wi_W)Z

Ur
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Uw Uw S

B
E
Maxi3 E1=EM—a:
_ 1 E1
Ue =7 a
B
Ui
v = &
STk
mg
u = Vur? + uw? + us? +ue? x W2
)

U=kXu

JCG203S21
JIS B 7611-1
JIS B 7609

169 -

Us



No

g g g mg
1 3 50 50.000042 50.0001 -0.070
2 5 200 199.999901 200.000 -0.099
No
(ur) (Uw) (Ue) (Us)
mg mg mg
1 0.0408 0.0098 0.00000038 0.050
2 0.4082 0.4082 0.00000096 0.125
No
mg mg
1 0.0681 2 0.14
2 0.6213 2 12
+ 0.5/1mg
No.
g g mg mg mg

1 0.100013 0.1001 0.087 0.0426 0.09

2 20.000048 20.0000 -0.048 0.0463 0.09

3 50.000042 50.0000 -0.042 0.0681 0.14

4 100.000059 100.000 -0.059 0.5938 1.2

5 199.999901 199.999 -0.901 0.6213 1.2

0.5/1 mg

g g g mg mg mg
50 3 50.000042 50.0000 -0.042 0.0681 0.14
100 3 50.000042 50.0000 -0.042 0.0681 0.14
150 3 50.000042 50.0010 0.958 0.0681 0.14
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11



10
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©)

20

1.2

/m3

- 174 -

10

8,000kg/m?



/ e
e 500 5,000 50,000 [ >50,000
10> 19 10g 4 3 2 1
0.1g 19 4 3 2 1
0.01g 0.1g 3 3 2 1
0.001g 0.01g 2 2 2 1
0.0001g] 0.001qg 2 2 2 1
<0.0001g | 0.0001g| AA AA AA AA
/ e
50 200 500 2,000 5,000 20,000 50,000 200,000 [ >200,000
4 +05e| xle | £15e
3 +05e| +05e| £05e| =*le +1.5e
2 +0.5e | =05e | =0.5e| +05e | #=0.5e +le +1.5e
1 +0.5e | +05e | +05e| *+05e | #0.5e +0.5e =+0.5e +le +1.5e
AA | *le | *le +le +le +le +le +le +2e +3e
JCSS E2 F1 F2
JIS B 7609 2 + 1/3
3
1/2
1/3 1/2
1/4 1/2 3/4
4
1/4 1/2
JIS B 7609 2 2
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15 28

30

70

1/2

lo

Iw-

D)

[
~
i
™
~
—
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1/4

1/2 3/4

JCG203S21
JIS B 7611-1
JIS B 7609

1/4
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2 2
100 220
1 e 10
0.1 d 1
No g mg mg
1 0.1 0.100013 0.014 0.05 +0.5mg
2 20 20.000048 0.036 0.25 +0.5mg
3 50 50.000042 0.10 0.3 +0.5mg
4 100 100.000059 0.20 0.5 + 1mg
5 200 199.999901 0.25 1 + 1mg
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+0.5 mg

- 179 -

lo) I=lw-1o)
g g g mg
1 50.000042 50.0001 0.0000 50.0001 0.068
2 50.000042 50.0002 0.0001 50.0001 0.058
3 50.000042 50.0001 0.0000 50.0001 0.048
4 50.000042 50.0001 0.0000 50.0001 0.048
5 50.000042 50.0001 0.0000 50.0001 0.048
6 50.000042 50.0001 0.0000 50.0001 0.068
0.0098
0.0563
+ 1 mg
lo) I=Iw-1o)
9 mg
1 199.999901 200.000 0.000 200.000 0.099
2 199.999901 200.000 0.000 200.000 0.099
3 199.999901 200.000 0.000 200.000 0.099
4 199.999901 200.000 0.001 199.999 -0.901
5 199.999901 200.000 0.000 200.000 0.099
6 199.999901 200.000 0.000 200.000 0.099
0.4082
-0.0677
+ 0.5 mg
g 9 mg
50.000042 50.0001 -
50.000042 50.0002 -0.1
50.000042 50.0001 0.0
50.000042 50.0001 0.0
50.000042 50.0001 0.0
50.000042 50.0001 -
0.10 mg




5 +1 mg
9 9 mg
199.999901 200.000 =
199.999901 200.000 0.0
199.999901 200.000 0.0
199.999901 199.999 1.0
199.999901 200.000 0.0
199.999901 200.000 -
1.0 mg
+0.5mg/1mg
No.
9 9 mg
1 0.100013 0.1001 0.087
2 20.000048 20.0000 -0.048
3 50.000042 50.0000 -0.042
4 100.000059 100.0000 -0.059
5 199.999901 199.999 -0.901
+0.5mg/1mg
9 9 9 mg
50 50.000042 50.0000 -0.042
100 50.000042 50.000 -0.042
150 50.000042 50.001 0.958
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12



10
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50g

50g

I+

I+

mg

I+

mg

0.1pe 51g 254
1

- Oigg 30 200g
0.1 mg 150(()) 500g
1mg J
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mg

509

No.

|

d

|

d

O

O

|

d

O

O

|

d

O

O

509

- 186 -



187 -

13



10
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20 12 /ms3

©)

JIS M1

JIS B 7609 :2008

JIS

JCSS

JIS M1

E2

- 190 -

8,000kg/m?

E2 F1

/ ABA

F1

JS B 7609 2

JCSS

C4.2

JS B 7609 2

ABA



4
15 28
30 70
5
A

A1,B1A2 3
Al B1-(A1+A2)/2
A
B

- 191 -

ABA



Al :

ABA 5

JIS

JIS B7609 2008
JCG203S11
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M1

50|g
3|mg
1
OO
F1
50|g
50.000042|g
0.000042]mg
0.10]mg
0.3|mg
-1
AA
100 g
0.1 mg
0.01 mg
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n

A B
B1-(A1+A2)/2
g g mg
1 50.0001 50.0000 -0.1
2 50.0001 50.0000 -0.1
3 50.0001 50.0000 -0.1
4 50.0001 50.0000 -0.1
5 50.0001 50.0001 0
6 50.0001 - -
-0.08
-0.08 mg n=5
49.999962 g + /1000
g mg mg
M1 50 3 -0.038
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30

17

17
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26

28

Dr.Ehrenstorfer

( )
( )
(n- )(
PCB 300)
5000 ( PCB )
« )
( ) GL
/
-N-

( GC/NH2)

(InertSep GC/NH2 500 mg/500 mg/6 mL)

2
5 (

)

OMNI-International
(
GC/MS) GCMS-QP2010
GC/MS DB-5MS
( 0.25 mm 30 m
0.25 pm)
1.7 mL/min
50 1
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25 125 10
300 10
250
2 uL 230
70 eV
3
1
A ( A) B (
B)
1
1.80 kg
200 mL
6 5
20
5
€
)
A (
4 pg/mL
100 pg/mL
120 pg/mL ) 10 mL
5 6
5 20
5 No.1 5
4 (  No.l
No.4)
oL )
5
A (
0.020 pg/g

0.50 pg/g

0.60 pg/g)
B (
100 pg/mL
4 pg/mL
120 pg/mL ) 10 mL
A
B
( 0.50 ng/g
0.020 ug/g 0.60 ug/g)
A B
4
1)
A B
( )
( )
( )(
) (GC/NS)
10
10

Journal of AOAC
International, Vol. 76, No. 4, 926-
940 (1993)
F )
(Microsoft Excel 2010)

(%)
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40 1mL

20.0 g ( 10 n=2) 10 mL
( ) 40 1 mL
40 mL 3 5mL
20 mL 3 (1:1) 4 mL
( 1 g/mL
)
1mL
100 mL (
10 g 0.01 pg/mL 0.5 g/mL
0.5 mol/L (pH7.0) 20 mL )
(100 mL )
20 mL 10
30
« ) ( )
( )59
100 mL ( A B n=1)
15
« ) ( )
(100 mL )
40 5 (
)
3:1) 2 mL
GC/NH2 17
(3:1) 10 mL A B 1
30 10 10
(50 mL ) ( )
( -15
-30 )

(3:1) 20 mL
( 1 2 / ) 5
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(RSDr %)

30 11 26 ( 22 12
24 1224 2
)
6
(k)
Horwitz
« )
( 117 9 4 1)
( (Huber’ s H15
)
)
( 1/10
10 ) The International Harmonized Protocol
for the Proficiency Testing of
@ ) Analytical Chemistry Laboratories
recommendation *
x 50%
( ( )
")
(RSDr %)
Horwitz  (Huber’ s H15
2 Horwitz
( + 2x ) )
Horwitz
( 2 )
%) (RSDr %)
Horwitz Thompson (
(%) Horwitz )
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80% 120%
PRSDr (%)

Cochran Grubbs
3.
( ) 17
4-1 11-3
4.
C D 4-1 11-3 17
8 kg 2
« A B)
180 185 g
( A 4 B 41 )
(¢ -15 (%)
-30 ) (RSDr %)
2. ( 2-1
2 2-4)
3
1
2
A B
F
F (3.020) P- 0.05 A
1
A B 1
%) 2

92.5% 103%
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(5?) 2 3

A B 2
2 3 3
1
1 4
3
3 Horwitz
Horwitz
B 2
3 (PRSDz %)
2 A
1 2 3
1
3
B 2
3 3
1 3
( 2-1 2-
4) Cochran ( 2.5%)
Grubbs ( 1.25%)
B A B
2
1 3 A 2
B 3
A 12 A B
2 (
3 )
1 « )
3 1
3 ucCL
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120%) LCL 7-2

70%)
(RSDr %)
1 4 70% 120%
70%
120% 49.1% 178%
56.4% 128% 42 4%
182% 28.6% 127%
t
2 (RSDr %)
15%
10%
7-2
( 1
)
( 4 6 70% 120%
Avg 17 70% 120%
( ) 2
8 QUEChERS 7-1  7-2
5 - STQ
1 (RSDr %)
( )
2
(RSDr %)
13-1  13-3
(RSDr %) 7-1 ( )
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14-1

15-2
16-4

10%

14-3
15-1
16-1

70% 120%
(RSDr %)
15%
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1.80 kg

200 mL
(5
(
(5
I
5 6
1

- 205 -

20



HHA EEAR 2T TEE

IS

HHB MR AXT—2- 9=

1F AR S

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07

0.04

0.013

0.017

T8

0.2 025 03 035 04 045 0.5 0.55 0.6

T8

HRHA QONRRMARASTY - HY—2 5%

SIS

AHB ONRRVART—E-H——2 5%

1F AR 5

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07

0.04

0.013

0.2 025 03 035 04 045 0.5 0.55 0.6

0.015 0.017

1918

198

K2-1 5472 /0OFABAIERERTOVE
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HBA AT —H- 9 —F %

IFUTIES

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07
0.04

T8

HHB XA XT 29—

SRS

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07

0.04

0.014

0.016

0.018

T8

0.02

025 0.3 035 04 045 0.5 0.55 0.6 0.65

0.022 0.024

HRHA QONRRMARASTY - HY—2 5%

1F MR

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.3

0.35

0.4

118

AHB ONRRVART—E-H——2 5%

IFUTIES

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07

0.04

0.014

0.016

0.018

198

0.02

X2-2 y0)LEYHRADRAH A EREETOvE
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HHA EEAR 2T TIEE

IFUTIES

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.014

0.016

0.018

T8

HHB fEFAK22 IR

SRS

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.02

0.022 0.024

0.25 0.3 0.35 0.4 045 0.5 0.55 0.6 0.65 0.7

T8

X2-3 XS5FF D
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HRHA QONRRMARASTY - HY—2 5%

1F MR

0.93
0.9

0.84
0.75

0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.014

0.016

0.018

118

0.02

HHB ONRRNERADT - —=2 T8

IFUTIES

0.93
0.9

0.84
0.75

0.6

0.45

0.3

0.18
0.12
0.08
0.05

0.4

0.45

0.5

198

AHBIIERERTOY

0.55

0.6

0.022 0.024

0.65



HHA AR 2T NEE

IFlIEs

HHB XA XT—H-HU—=2F

FlIEs

0.93
0.9

0.84
0.75

0.6

0.45

0.3

0.18
0.12
0.08
0.05

0.92
0.88

0.82
0.7
0.55
0.4

0.25

0.16

0.1
0.07

0.04

0.3

0.008

0.4

0.012

0.5

T14E

0.016

FE

0.6

0.7

0.02

0.8

0.024

HHA QONRRMERASTY -9)——2 5%

TS

0.93
0.9

0.84
0.75
0.6
0.45
0.3

0.18
0.12
0.08
0.05

03 035 04 045 05 055 0.6 0.65 0.7

T8

HHB ONRRNAEKADT - —= T

SRS

0.93
0.9

0.84
0.75
0.6
0.45
0.3

0.18
0.12
0.08
0.05

0.015

0.017

0.019

T8

0.021

K2-4 Jz=bOFAORABBERERTOVE
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B = EE (0.020 pg/g)

BATDI

== (0.50 pg/g)

A
| ......-......---‘--.---A---X ........................
1 S I

. ..-...... A k3 o

Avg

LcL

A

B = EE (0.020 pg/g)
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13-1 -1/2

1)

2)

59 10 g 20 g

1)

2)
- ( )
a&C
QUECHERS
3) 2) ( )
DS (C18) GC/NH2
Q&C/PSA SAXIPSA

1)
2) ( )
3)
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3)

10 11 50 51 100 101 150
151 200 201 250 251

2)1)
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30

2
7
ELISA
ELISA 60
2 10 pg/g
3
Z_
0 zZ- 3
3 Xbar
1
3
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20
1
B
1
29
3
22 9 10 286 4.
26 3 26 36 2
1)
( 22 9 10
26 3 26 ) ( )
ELISA
2)
PCR
ELISA
(pH 8.6)
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ELISA

ELISA
ELISA

No.1

0.6% SDS

20 mL/

1 g/50-mL
0.1 M
0.1 M Tris-HCI



1 10,000% g

30 min 0.8 um
3)
1 g/50-mL 0.6%
SDS, 0.1 M
0.1 M Tris-HCI (pH 7.5) 20 mL/
1
10,000x g 30min
0.8 pm
4)
2-D Quant Kit
(GE )
3
D
10 pg/g
5
2 kg
109
-20
1
2

2) 3
-20
4 ELISA
1)
® FASTKIT
)(
[ )
)(
(
[ )
)(
2)
® FASTKIT
)(
[ )

- 239 -

10%

10 ng/g

MK-K58 National

ELISA
Ver. 111
« )
FASPEK
) )
ELISA® 11
(
Ver. 111
« )
FASPEK

10¢g

(



)( « ) 6

) 60
° ELISA® 11 ( 30 9
)( « ) )
3)
® FASTKIT Ver. 1 ( )
( ) « ) « )
° FASPEK L I ( )
)( )(
)
° ELISA® 11 ( 2 ELISA 1
)( )(
) 29 10 5
5 7
5
0
10
n=1 ELISA
1.5 5
1.5 JMP  SAS Institute Japan
Xbar-R
Xbar
C ) ( + 50%)
« ) 4
( ) 3 ELISA 50% 150%
EL 808IU

DeltaSoft JV Ver.1.80 (Bio-Tek

Instruments, Inc.)
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Huber

proposal 2 3
z- 0 1 3 5
( ) 60 3
( ) 55
« )
4 « )
3
10¢g
8 3 1 2
D n=2
19 3
4 n=1 1 1 ELISA
ELISA
( )
2)
3

3 SOP
10 g/tube 4 n=6
1 g/50-mL CD

3 5

4 (n=10)
1 1
8 ELISA 1

- 241 -



10 ug/g

8.6 10.3ng/g 2

1 0.017 0.048
0.037 0.050

12 3

1.5

2 1

96% 105%

60 ( )

1 « )
8.5 9.Tug/g
0.0899 ( )
0.0974 ( )
« )
) 4
1) « )
2 (€)) 1
« )
1
4 z-
5 Xbar-R

¢ D
55
¢ D

I+

10.768+ 0.968 ug/g

Z-

3 2
2 3
Xbar
R
3
@ 2
«c )
1
3
5
zZ- 6
7
8

I+

10.386+ 0.916 ug/g

- 242 -

Xbar-R

0.0882
0.0940

60

60

Xbar-R



I+

59
10.359+ 0.891 ug/g

z- 3
1
z- 2 3
2
Xbar
R
3
2) ¢ )
@ 1
«c )
55
1 1
4
9 z-
10
z- 11
Xbar-R 12
Xbar-R 13
s
9.552+ 0.898 pg/g
54 e
9.521+ 0.864 ug/g
7-
z- 3
2
z- 2
3 4
Xbar

3] 2

« )
55
2 2
4
9
10
7- 11
Xbar-R 12
Xbar-R 13
s
9.466+ 0.922 ug/g
53
9.402+ 0.848 ug/g
7-
1
7-
3 2
Xbar
R
1
3) « )
« )
4
14
4)
9 1
6
2
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3
49

2

1
(

2 37
39
2 39

2 39

2

1
Z_
2
5)
2 45
15 b (
17
2
5
1 pg/g (
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19

12

16



6)
€))

3]

21

2
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56
4PL

5PL
RZ

29

18

1500
8
1) 3
10
30 30 3
4
5
2) 3
>0.99
3
20
100
7
11 12

1/3
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4000
3000

23

25

24

ELISA



ELISA
9
26
15
5
0
( ) 97.2+ 0.4%
( ) 98.6+ 1.1%
() 99.2+ 0.2%
5
60
zZ- 1.
zZ- 2.
2 3 3
Xbar
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12.0

10.0
2 50
E
i 6.0
iﬁg 4.0
2.0
n=2 n=2
0.0 —=
1 a
a
a
(
ug/g ug/g
10.3 0.048 9.7 0.050
8.6 0.017 8.5 0.039
9.6 0.039 9.2 0.037
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a) 1.5

10.0

5.0

(ma/

0.0

100.0

50.0

0.0
(%)

10.0

5.0

0.0

100.0

50.0

0.0

100%
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1 2
60 55 4 60 55 4
* (ug/0) 10.768 9.552 9.965 10.386 9.466 9.838
" (ug/q) 0.968 0.898 0.780 0.916 0.922 0.641
- 0.0899 0.0940 0.0783 0.0882 0.0974 0.0652
(ng/9) 10 10
*
** 4
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n=55

=60

n

n=4

16

14

12

we/ 1o
/9)

n=55

n=60

n=4

24

20

16

(ng/
/9)

12
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60 60 59

10.768 10.386 10.359

0.936 0.838 0.794

0.968 0.916 0.891
0.08986 0.08815 0.08603

Ql 10.188 9.683 9.670
10.855 10.350 10.310

Q3 11.220 10.978 10.970
12.208 11.748 11.684

9.329 9.024 9.033

2.879 2.724 2.651

1.033 1.295 1.300

0.484 0.402 0.402

1.580 1.314 1.314
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o ol
n
~-0.95 E‘ 1.64—0.05
-0.51 1284-0.91
_0.84 L0.84
. 5" 0.67-
0.7 H ~0.7
-F -0.5 ¥ 00105
o #d o] 03 B A 062] 03
-0.16 -0.16
f'..-' -1,23~_0.w -1.28-_0.09
-1.644-0.05 -1.64--0.05
. k]
; -0.015 - 0.015
T 1 1 ]
9 10 11 12 13 14 15 75 10 125 15 175 20 225
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4 ) 4 /
2 2
Z_
0 0
-2 -2
-4 -4
z- < z- 2<z- z- z- < z- 2<z- z-
-2 -2
_ — 1 3.474 1 -2.103 1 11.484
_ — 2 3.144 _ — 2 3.281
_ — 3 2.513 7- 4 4
( 60)
5 z-

57, 32,52, 24, 13, 46, 4, 53, 28, 42, 47, 31, 17, 10, 61, 33, 35, 20, 43, 51
18, 29, 59, 45, 49, 9, 30, 36, 54, 21, 1, 3, 5, 2, 39, 60, 26, 38, 27, 25, 34, 37, 8, 19, 14, 22, 50, 23, 16,
44,11, 40, 58, 41, 55, 6, 48, 56, 12, 7 2 4,24,13,53, 57,52, 17, 28, 20, 32, 10, 43, 29, 47, 60,
18, 46, 5, 45, 31, 2, 3, 30, 38, 61, 51, 42, 35, 37, 14, 27, 1, 49, 23, 54, 39, 26, 25, 34, 50, 21, 36, 33,
8, 11, 44, 16, 58, 55, 19, 9, 6, 22, 59, 40, 56, 41, 48, 7, 12
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) /
Z 0
_2'
-4
zZ- <-2 zZ- 2<z- zZ-
1 -2.130 1 3.402
_ — 2 2.021
( 59)
6 zZ- 2

2 4,24,13,53,57,52,17, 28, 20, 32, 10, 43, 29, 47, 60, 18, 46, 5, 45, 31, 2,
3,30, 38, 61, 51, 42, 35, 37, 14, 27, 1, 49, 23, 54, 39, 26, 25, 34, 50, 21, 36, 33, 8, 11, 44, 16, 58, 55,
19, 9, 6, 22, 59, 40, 56, 41, 48,7
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a) 1 b) 2

18 ucL=1628| 2%
16 .
. 20
14 ...o°. UCL=1553
12 oot 15 .
10 .“.““..00.0'“'“ =10.86 1OWM“M
=10.35
(no/g 8 "~
6 LCL=518
4 LCL=5.43 :
2.0
20 UCL=1580 ''15 . ! ucL=1314 !
15 . ¢ !
! ?Avg=0.484 ) 1.0 -
10 I \ ; N Ve | Avg:0.402 .
) ) ) o o, . D)
057 1Y ¥ e F [ 05 o . e t c
(10/9) o) W ULN .o..... [} ... “h... LI A ... \ o0 8 .o. ..o
et a8 ) ) " sap o ® L s 1Y P
0.0 Lci=000 | 00 LCL=0.000
( 60)
7 Xbar-R
( ) 57, 32, 52, 24, 13, 46, 4, 53, 28, 42, 47, 31, 17, 10, 61, 33, 35, 20, 43, 51,
18, 29, 59, 45, 49, 9, 30, 36, 54, 21, 1, 3, 5, 2, 39, 60, 26, 38, 27, 25, 34, 37, 8, 19, 14, 22, 50, 23, 16,
44, 11, 40, 58, 41, 55, 6, 48, 56, 12, 7; 2 4,24, 13, 53,57,52,17, 28, 20, 32, 10, 43, 29, 47, 60,

18, 46, 5, 45, 31, 2, 3, 30, 38, 61, 51, 42, 35, 37, 14, 27, 1, 49, 23, 54, 39, 26, 25, 34, 50, 21, 36, 33,
8, 11, 44, 16, 58, 55, 19, 9, 6, 22, 59, 40, 56, 41, 48, 7, 12

Xbar UCL LCL + 50% R
UCL LCL R JIS D4 =3.267
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16 UCL=154

14 ’

12 " 1 uo" “'..

00009808%° l-n..........l. :1031
10 o.o“"o'luuon

8
o’y 6 LCL=5.1
4
20
15 1 ?
2 . UCL=1313
1.0 ?
05 i LD v '.' SR 1 Avg=0.402
ke/9) 00 S O e
8 Xbar-R 2

( ) 2 4,24,13,53,57,52, 17, 28, 20, 32, 10, 43, 29, 47, 60, 18, 46, 5, 45, 31, 2,
3, 30, 38, 61, 51, 42, 35, 37, 14, 27, 1, 49, 23, 54, 39, 26, 25, 34, 50, 21, 36, 33, 8, 11, 44, 16, 58, 55,
19, 9, 6, 22, 59, 40, 56, 41, 48,7

Xbar UCL LCL + 50% R
UCL LCL R JIS D4 =3.267
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55 54 55 53
9.552 9.521 9.466 9.402
0.806 0.747 0.850 0.719
0.898 0.864 0.922 0.848
0.09402 0.09075 0.09739 0.09019
Q1 8.930 8.925 8.790 8.770
9.550 9.525 9.420 9.410
Q3 10.040 10.010 10.000 9.885
10.886 10.805 10.836 10.661
8.217 8.237 8.096 8.142
2.669 2.568 2.740 2.520
1.110 1.085 1.210 1.115
0.516 0.512 0.295 0.281
1.684 1.672 0.963 0.918
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1644

1.284

0.67

0.0+

-0.67 -

-1.28-

164

1

| — |

15

0.95
0.91
0.84

0.7

0.5

0.3

0.16
0.09
0.05

0.015

TR 0w =
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10

15

20

0.93
0.21
0.84

0.7

0.5

0.2

0.16
0.09
0.03

0.015

IERTE 20w -

55)



a) b) 2
4 [“ 4 /‘
2 2
Z_
0 0
-2 -2
-4 -4
z- < z- 2<z- z- zZ- < z- 2<z- z-
-2 -2
1 -2.719 1 7.804 1 -2.143 1 12.165
2 -2.196 2 4.797 _ — 2 6.546
_ — 3 4.452 _ — 3 2.749
_ — 4 2.370 _ — 4 2.174
_ — 5 2.058 z- 4 4
zZ- 4 4
( 55)
10 7-

1 53, 24, 30, 32, 3, 38, 47, 57, 28, 46, 61, 17, 31, 5, 25, 37, 42, 16, 45, 35, 6,
29, 51, 43, 54, 26, 52, 19, 4, 49, 33, 41, 2, 9, 40, 11, 58, 27, 44, 39, 20, 22, 14, 59, 1, 21, 60, 36, 10,
50, 48, 7, 34, 12, 23 2 53, 24, 30, 38, 61, 57, 37, 17, 3, 46, 4, 28, 31, 25, 52, 32, 45, 47, 43, 27,
16, 5, 29, 11, 51, 49, 42, 26, 60, 2, 22, 41, 58, 33, 14, 35, 39, 19, 54, 20, 44, 1, 59, 40, 21, 10, 6, 9,
36, 7, 50, 48, 34, 23, 12
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-2 7 i
-4 -4
zZ- < z- 2<z- zZ- zZ- < zZ- 2<1z- zZ-
-2 -2
1 -2.790 1 5.022 1 -2.255 1 3.064
2 -2.246 2 4.663 — — 4 2.439
_ — 3 2.499 ( 53)
_ — 4 2.175
z- 4 4 ( 54)
11 zZ-

1 53, 24, 30, 32, 3, 38, 47, 57, 28, 46, 61, 17, 31, 5, 25, 37, 42, 16, 45, 35, 6,
29, 51, 43, 54, 26, 52, 19, 4, 49, 33, 41, 2, 9, 40, 11, 58, 27, 44, 39, 20, 22, 14, 59, 1, 21, 60, 36, 10,
50, 48, 7, 34, 12 2 58, 24, 30, 38, 61, 57, 37, 17, 3, 46, 4, 28, 31, 25, 52, 32, 45, 47, 43, 27, 16,
5, 29, 11, 51, 49, 42, 26, 60, 2, 22, 41, 58, 33, 14, 35, 39, 19, 54, 20, 44, 1, 59, 40, 21, 10, 6, 9, 36,
7,50, 48, 34
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a) 1 b)
20 25
UCL=14.33 i 20
15 —
. 15
10 — snaseseestttt
.000."' =9.55 10
(ng/g
5 LCL=4.7 5
25 15
2.0 ! UCL=1.684
1 1.0
15 s !
. ! ? . Avg=0.516
10 0 [] ) . . ', . o ¢ . 05
. [] []
(ng/ 0.5 .o ..' L ‘) 4!
4 00, o _ab o
0.0 * LCL=0.000 0.0
12

2
)
UCL=14.13
'l
o Mooo’““.
00050900000

....onun""' =942

LCL=4.71
UCL=0.96 ,

. ]

AVg=0.295. L BPYY
[ ]

LCL=0.000

( 55)

Xbar-R

1 53, 24, 30, 32, 3, 38, 47, 57, 28, 46, 61, 17, 31, 5, 25, 37, 42, 16, 45, 35, 6,

29, 51, 43, 54, 26, 52, 19, 4, 49, 33, 41, 2, 9, 40, 11, 58, 27, 44, 39, 20, 22, 14, 59, 1, 21, 60, 36, 10,
50, 48, 7, 34, 12, 23 2 53,24, 30, 38, 61, 57, 37,17, 3, 46, 4, 28, 31, 25, 52, 32, 45, 47, 43, 27,
16, 5, 29, 11, 51, 49, 42, 26, 60, 2, 22, 41, 58, 33, 14, 35, 39, 19, 54, 20, 44, 1, 59, 40, 21, 10, 6, 9,
36, 7, 50, 48, 34, 23, 12
Xbar UCL
LCL R

LCL
D4 =3.267

+ 50% R

UCL JIS
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a) 1 b) 2

16 UCL=14.29 16 UCL=14.12
14 o 14
12 o 12 .l.
10 000""."..“ | 10 seed -.00"“".
cogroseneneses’ =953 geasssensestet =9.41
gl g
(worg |° 5
6 LCL=4.76 LCL=4.71
4 4
25 UCL=1673 12
20 . 10 . UCL=0.918
L5 T 0.8 1]
O . [ (] R AVg=0.512 06 R . Jt . Avg:0.281
1. . '] 1S . s °* ! N ? 9
t.. . * | o 04 d L 2 g
05 AR A v 1 o v * X .' . <
(no/ '.. ..o R W ¢ ] L l '.. \ 0.2 [ 2O o o0t % .
0.0 LCL=0.000 0.0 ‘ * —Tcr=0000
( 54) ( 53)
13 Xbar-R

1 53, 24, 30, 32, 3, 38, 47, 57, 28, 46, 61, 17, 31, 5, 25, 37, 42, 16, 45, 35, 6,
29, 51, 43, 54, 26, 52, 19, 4, 49, 33, 41, 2, 9, 40, 11, 58, 27, 44, 39, 20, 22, 14, 59, 1, 21, 60, 36, 10,
50, 48, 7, 34, 12 2 58, 24, 30, 38, 61, 57, 37, 17, 3, 46, 4, 28, 31, 25, 52, 32, 45, 47, 43, 27, 16,
5, 29, 11, 51, 49, 42, 26, 60, 2, 22, 41, 58, 33, 14, 35, 39, 19, 54, 20, 44, 1, 59, 40, 21, 10, 6, 9, 36,
7,50, 48, 34

Xbar UCL LCL + 50% R
UCL LCL R JIS D4 =3.267
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a)
16
14
12
10
8
(ho/g 6
4
1.

10

05

(ng/ 0.0

14

—

S E

=10.09

=0.350

10

0.5

0.0

113,7,8,56
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2 13,7,8,56

=9.99

=0.250



<
S R R
D L oi. AR
DR Lk a

56

55

54

53

454950 51 52

41

40

39

0)

®0e OO0

$,0,98

11

07

15
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2 37 39
ug/g
37 4 8.30 8.34
39 28 9.42 9.30
37 8.56 8.50
39 9.82 9.65
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(ng/mL)

60

19

2.5

(ng/mL)

17

20
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1.
1.
©
Dus
n—o 0-
0.
0 1 2 3 4 5
(ng/mL)
—_— 7 ( 1711) —e— 8 (1711) 13 (1707)
56 (1711) == @&=—
18 4
1707GLS 2018.8 1
1711GLS 2018.12 3
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17JLSFGDO045 2018.7.13 1
17NOSFGD049 2018.11.9 1
17DESFGDO050 2018.12.7 2
18FESFGDO051 2019.2.13 2
18MASFGD052 2019.3.1 5
18APSFGDO053 2019.4.4 11
18MYSFGDO054 2019.5.8 15
18JUSFGDO055 2019.6.11 20
18JLSFGDO056 2019.7.9 2

1

a) 17JLSFGDO045, 17NOSFGDO049,

2.5
2.0
15
(oD 1.0
0.5

0.0
0 10 20 30 40 50

—— 13 (045) —o— 1T (049)
12 (REE) — @ = $8THy

¢) 18FESFGDO051

2.5
2.0
1.5
1.0

0.5

0.0

0 10 20 30 40 50

*— 13 —55 = @ = ALY

19-1
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b) 17DESFGDO50

2.5
2.0
1.5
1.0
0.5

0.0

d) 18MASFGD052

2.5
2.0
1.5
1.0

0.5

0.0

0 10 20 30 40 50

—_——1 —_——" 11

——24 - o —iEFY

(ng/mL)

——45



(oD

e) 18APSFGD053

2.5

2.0

1.5

1.0

0.5

0.0

g) 18JUSFGDO055

40

50
P 25

37
52

0 10 20 30
—— 14 = 17
—— 10 —— 35
—— 44 — 413
—_——53 —— 3

]
¢ 0

= §aF

2.5
2.0
1.5
1.0
0.5
0.0
3 8 9 10
G 19 20 23
* 28 > 33 > 36 > 38
* 40 * 43 47 e 45}
e B al 94 a7
- - = HBFEH
19-2
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f) 18MYSFGD054

2.5
2.0
1.5
1.0
0.5
0.0
0 10 20 30 40 50
1 2 6 21
e 10 26 g 27 * 31-1
31-2 32 39 41
42 46 96 e B
- - = HBFEH

h) 18JLSFGD056

2.5

L ]

30

60

(ng/mL)

40 50

- o - AT



FKEW1735 2018.6 1
FKEW1837 2018.9 4
FKEW1838 2018.11 5
FKEW1839 2019.3 27
FKEW1840 2019.5 16
FKEW1841 2019.6 2

a) FKEW1735, FKEW1841

2.5

b) FKEW1837

2.5
2.0 2.0
1.5 1.5
(oD 1.0 1.0
0.5 0.5
0.0 0.0
0 10 20 30 40 50 0 10 20 30 40 50
o7 (35) o— 34 (41 —5 — 30 45
38 (41) — @ = AT ——53 - & = iEFH
c) FKEW1838
2.5
2.0
1.5
1.0
0.5
0.0
0 10 20 30 40 50
—_—— 4 —_——23 37
—— 40 —— 58 - = FEILHY
(ng/mL)

20-1
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a) FKEW1839 b) FKEW1840

2.5 2.5
2.0 2.0
15 15
(op 1.0 1.0
05 0.5
0.0 0.0 @
1 4 6 9
fs ?7 éi ég 10 12 19 2
% % 311 31-2 2 s a k&
32 35 R—r} 3 12 L —
43 P 46 47 - =BT
18 19 52 54
57 59 e R—t1
- - R
(ng/mL)
20-2
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a) 6 )

22
[ ]
20
18
16
2 14
12
(ng
8
6
6 8 10 12 14 16 18
1 (ng/9)
b) 65 )
22
20
2
(g
/9)
c) (4 )
12 X
11 o
2 10 ) / P 7 ,.
(ug R
[ 4
79 °
g
8 9 10 11 12
1 (ug/9)
21
95% ¥y=3
a) (55 )
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1 10.85+ 1.10 ug/g
2 10.56+ 1.63 ug/g
R = 0.742 (p < 0.0001)

1 9.75+ 1.50 pg/g
2 9.74+ 1.93 ug/g
R =0.838 (p < 0.0001)

1 9.97+ 0.69 ug/g
2 9.84+ 0.57 ug/g



22 .7
20 7

18 .

16 e 10.80+ 1.05 pg/g
e 9.75+ 1.50 ng/g
14 . ~ R =0.526 (p < 0.0001)

(mg 12 .
/9) 10

(ng/9)

10.56+ 1.68 ng/g
9.74+ 1.93 ug/g
R =0.819 (p < 0.0001)

(g

(ug/q)

22
95% y=x
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1 2 3 4 6
58 1 1
12h < <14 14 -16 16 <
(h) 4 24 31 1
<90 90 - 110 110 <
(rpm) 4 52 3 1
43 17
sg T 1
60 0
h h
ch ch ¢ ¢ ch
2 7 45 3 2
30 30
4PL” 5PL"
56 4 (60
* 4PL:4
** 5PL:5
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10 30

a) 60
1 2 3 4
0 1 2-6 7 - 14
() 47 9 3 2
<10 10 - 20 > 20
() 39 22 0
< 25°C 25°CHFkET E T > 25°C
36 14 11
< 0.99 >0.99 "
(R?) 2 53
* 5
b) 59
1 2 3 4
0 1 2-6 7 - 14
() 35 15 4 1
<10 10 - 20 > 20
() 34 22 0
< 25°C 25°CHFkET E T > 25°C
33 12 11
< 0.99 >0.99 "
(R?) 4 46
* 4
c) 4
1 2 3 4
0 1 2-6 7 - 14
() 2 2 0 0
<10 10 - 20 > 20
() 3 1 0
< 25°C 265°CHFkETe BT > 25°C
0 3 1
< 0.99 > 0.99
(RY) 0 4
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11

6
1 2 3 4 5 6
10 8 5 5 8 18
58
12
ELISA 43 40 41 34 26 25
]
42 39 39 33 25 —
42 39 40 34 26 —
2 1 1 1 1 —
— — — — — 25
— — — — — 25
4188 4712 3512 3248 3073 1518
5 5 11 4 2 4
21 14 86 16 13 38
58
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12.0
10.0
2.0 -
6.0 -
M 40
2.0 -
0.0 |

ng 5O

0.0

BF PP

23

ii) 5 iii)
12.0
10.0 100.0
8.0
6.0 A %
TR 50.0
2.0
0.0 - 0.0
BF PP
ii) 6 iii)
5.0 4
100.0
10.0
ug o 50.0
5.0 %
0.0 0.0
BF PP
ii) 5 iii)
10.0 100.0
ug 5.0 % 50.0
0.0 0.0
BF PP
3
BF [ |
PP [ |
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c)

b)

a)

L=}
L]
—

5.0

ng

0.0

ELISA

24

c)

a)

S
| SE——

N

.
RN

]

T
SR

.
SN

[
A

25

oo

Z=a
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26

120.0
100.0
80.0
60.0
40.0
20.0
0.0
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n=2



30
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LC

SUNATEC
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30

10 kg 10 kg 1.25 mg/L
0.5 pg/g

34.6 kg/h
MC-50 18,000 rpm 180
100

120 100 80
5% 25 %
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20

1
(
1000 mg/L
1000 mg/L
1.38
1.42 Ultrapur-100
Dr.Ehrenstorfer
HPLC
HPLC
2
PR803
RE-T2
NP-6
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AAG800

100.0 mg
@
100 mL
(1000 pg/mlL)
Cd 4
Pb 1) 0.5 ng/g
Cd 228.8 nm
Pb 283.3 nm
BGC-D>
2.0 nm 0.1 mol/L
0.1 mol/L
(MSA2255100DI)
GC/Ms-
QP2010 DB-5MS 0.1 mol/L
Agilent J&W
2) GC/MS
GC/MS 10.0 ¢ 20 mL 15
50 40 mL
250 3
(GLH-115)
1.5
47.2 cm/
15:1 ( 100 mL
50 1 125 No.5A )
25 / 300 10 7/ 10 (
3 )
20 mL
0.05 0.4 3
ug/mL
0.5 4 pg/mL 5
40 ng/mL
100 mL
20 mL
10 30
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¢ )
C18
10 mL
2 mL
(15
3
)
( 100 mL
) 40° C
( 35° C)
G D
2 mL
GC/NH2
G D
10 mL
( 2mL) GC/NH2
( 50 mL )
@G D 10 mL
GC/NH2
2 (10 mLx 2 )
40° C 35° C 1 mL
10 mL
40° C (35° C ) 1mL
5 mL
A/H 2 mL
( 1 g/mL )
(10 mL
)

( )
20 %
10 kg 0.125
mg/L 0.125 mg/L
40 L
0.5 ng/g
10 %
1.0 pg/g
1 kg
4 L
5
L-8i
ODA-30
CL-8i
L-8i
CL-8i 2kg/h ODA-30 30 kg/h
MC-50
MC-125 L-8i
CL-8i 20000 rpm  ODA-30 18000
rpm
180 100
MT3200
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( )
C D 20%
20
0.5 ng/g
5L kg
L-8i
20,000 rpm
180 ODA-30
10%
0.5 ug/g
1.0 pg/g 1
51.30 pm
46.15 pm
MC-125
200 180
gom

- 287 -

0DA-30

10 10 kg

L-8i

10 kg

20%
0.5 pg/g 50 L

35kg/h

99

18000rpm

184 ym



1

2

0.5 ng/g
0.532 0.534 pg/g
3
3
1.0 mm
0.5 ug/g
5
2.5 kg 4
2
5
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10
30

L-8i

5000rpm

CL-8i



CL-8i

20000rpm
2kg/h
120 100 80 3

8
4
Lot 1 Lot 2 Lot 3
120 100 80
9 Lot2
Lotl 120
Lot3 80

- 289 -



WA

100
80

B

HX

R (% FAUE (%)

1000

1000

10000
FATE (um)

100

10

SRE (%)

46.15 pm

%.

FIgHF

51.30 pm

FHRTFE
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ODA-30D 48]

BRAEINRIL

2 ODA-30

- 291 -



- 292 -



MR KBRS

RATU—FS4 v THERLE-THRE XY

L3 ACY)

MBE (%)

)

M (V)

44

+
|
|
Il
|
|
1000

e
— 4
| o
]
|
—— —— —
[
|
! o
w o~ =2 © « 00

HIE (um)
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BAtREF No.2

LY X 2250:X250

SN (%) L2 N
100

“l 80

T 60

H a0

A 20

0.1 1 10 100 1000 10000

FEE (um)
FHRFE 26.5um
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1 10 100 1000

EHHRFE 36.8um

i a0
I

i 20

o
10000
F0E (um)



0.4 pg
0.2 pg
0.2 pg
0.1 pg

4L( 80%)

1000 g ( 20%)

04 pg/g
0.2 ug/g
0.2 ug/g
0.1 pg/g
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CL-8i
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100°C 203.3 um

120°C 174.1 uym
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%

50
45
40
35
30
25
20
15
10

=¢=Dia

== MFP

Mal

A =@~ Chl

\//

Lot 1

Lot1:120

Lot 2

Lot2:100
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Lot 3

Lot3:80



=F 3 7i 26 371
VERITRERIEE 1 0.5 ug/g {ERIIRERIBE 1.0 ug/g
(ng/g) (ug/g)
AERE T8 SD RSD (%)  HERE F§ SD  RSD (%)
0.532 1.055
0514 1.035
0.503 0.522 0.0149 29 1.006 1.044 0.0253 24
0522 1.073
0.541 1.052
20 %K 10 %8 &
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- 300 -

a b C f=(a*b)/c

ug/mL)  (mb) 9) ng/g) CV%
1 0.1054 10.0 2.003 0.5262 0.526
2 0.1068 10.0 2.004 0.5329 0.532
3 0.1099 10.0 2.001 0.5492 0.549 0.532
4 0.1062 10.0 2.000 0.5310 0.531 0.0101
5 0.1049 10.0 2.002 0.5239 0.523 19
1 0.1022 10.0 2.004 0.5099 0.509
2 0.1050 10.0 2.001 0.5247 0.524
3 0.1083 10.0 2.004 0.5404 0.540 0.534
4 0.1111 10.0 2.000 0.5555 0.555 0.0179
5 0.1088 10.0 2.001 0.5437 0.543 34
1 0.1369 10.0 2.003 0.6834 0.683
2 0.1368 10.0 2.002 0.6833 0.683
3 0.1427 10.0 2.002 0.7127 0.712 0.680
4 0.1321 10.0 2.001 0.6601 0.660 0.0215
5 0.1322 10.0 2.002 0.6603 0.660 3.2

0.5 ng/g 20 %



a d e f=(a*d)/(e) SD
RSD (%)
ug/ml) (mL) q) mg/kg) (mg/kg)  (ma/kg) (%)
1-1 0.4935 10.0 10.001 0.4934 0.493 0526 0410
1-2 0.4896 10.0 10.002 0.4895 0.489 0522 0406 0.410
1-3 0.4880 10.0 10.004 0.4878 0.487 0520 0.404 0.00576
1-4 05019 10.0 10.003 05017 0501 0535 0419 140
1-5 0.4935 10.0 10,002 0.4934 0.493 0526 0410 820
2-1 05712 10.0 10.002 05710 0571 0.604 0.488
2-2 05754 10.0 10.002 05752 0575 0.609 0493 0.488
2-3 0.5694 10.0 10.004 0.5691 0.569 0.602 0.486 0.00286
2-4 05720 10.0 10.002 05718 0571 0.604 0488 059
2-5 0.5684 10.0 10.004 05681 0568 0.602 0486 976
3-1 05730 10.0 10.002 05728 0572 0.606 0.490
3-2 0.5786 10.0 10.001 05785 0578 0.612 0496 0491
3-3 05760 10.0 10.004 05757 0575 0.609 0.493 0.00374
3-4 0.5683 10.0 10.002 0.5681 0.568 0.602 0486  0.76
3-5 05726 10.0 10.001 05725 0572 0.606 0490 982
4-1 0.6014 10.0 10.002 0.6012 0.601 0.634 0518
4-2 0.5980 10.0 10.004 05977 0597 0.630 0514 0516
4-3 05971 10.0 10.002 0.5969 0.596 0.629 0513 0.00339
4-4 0.6043 10.0 10.003 0.6041 0.604 0.637 0521  0.66
4-5 0.5980 10.0 10.003 0.5978 0.597 0.630 0514  103.2
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___________ a____. b ¢ d_ e f___ 0"
No. g = a*f*e/d*c/b/1000
(ng/mL) @ (mL) (mL) (mL) (1g/9)
1-1 10.67096  10.006 100 20 2 2 0021329123 | 00213
Lot 1- 1-2 9.74059 10.024 100 20 2 2 0019434537 " 0.0194
1-3 1049834  10.006 100 20 2 2 002098409 0.0209
Mean 0020533333 00205
SD 0.001001665 ' 0.00100
RSD (%) 487804878 | 49
Recovery (%) 205 " 205
2-1 4.74058 10.040 100 20 2 2 0009443386 | 0.00944
Lot 2- 2-2 4.89639 10.005 100 20 2 2 0009787886 ~ 0.00978
278492681 10007 ... 100 20 22 Q-.Q.Q.??.‘}@Z?.Z....:..9.-99.9..84.....
Mean 0.009686667 | 0.00969
SD 0.000215716 | 0.000216
RSD (%) 2229102167 = 22
Recovery (%) 9.69 " o7
3-1 1228380  10.027 100 20 2 2 0024501446  0.0245
Lot 3- 3-2 1140209  10.038 100 20 2 2 0022717852 " 0.0227
3-3 12.88956  10.007 100 20 2 2 0025761087 0.0257
Mean 0.0243 " 00243
SD 0001509967  0.00151
RSD (%) 621399177 62
Recovery (%) 243 " 243
5
a b c d e f "
No. g = a*f*e/d*c/b/1000
(ng/mL) ) (mL) (mL) (mL) (ng/9)
1-1 2302711  10.006 100 20 2 2 0.046026604 | 0.0460
Lot 1- 1-2 2073501  10.024 100 20 2 2 004137073 | 0.0413
1-3 2304779 10.006 100 20 2 2 0.046067939 0.0460
Mean 0044433333 0.0444
) 0002713546 | 0.00271
RSD (%) 6.103603604 6.1
Recovery (%) 22.2 " 222
2-1 1049447  10.040 100 20 2 2 0.020905319 | 0.0209
Lot 2- 2-2 10.46807  10.005 100 20 2 2 0.020925677 | 0.0209
2-3 10.13202 __10.007 100 20 2 2 0.020249865 y 0.0202
Mean 0.020666667 0.0207
sD 0.000404145  0.000404
RSD (%) 1951690821 = 20
Recovery (%) 10.35 " 104
3-1 2694140  10.027 100 20 2 2 0053737708 | 0.0537
Lot 3- 3-2 2366189  10.038 100 20 2 2 004714463  0.0471
3-3 2710523 10.007 100 20 2 2 0.054172539 " 0.0541
Mean 0051633333 | 0.0516
sD 0.003931073  0.00393
RSD (%) 761627907 | 76
Recovery (%) 25.8 " 2538
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a b c d e f @™
No. g = a*f*e/d*c/b/1000
(ng/mL) @ (mL) (mL) (L) (ng/9)

1-1 2074131  10.006 100 20 2 2 0041457745 © 0.0414

Lot 1- 1-2 19.25388  10.024 100 20 2 2 0.038415563  0.0384
1-3 20.74984  10.006 100 20 2 2 0041474795 | 0.0414

Mean 0.0404 " 0.0404

SD 0.001732051  0.00173

RSD (%) 4282178218 43

Recovery (%) 20.2 " 202

2-1 9.03353 10.040 100 20 2 2 001799508 | 0.0179

Lot 2- 2-2 9.02143 10.005 100 20 2 2 0.018033843  0.0180
2-3 8.76516 10.007 100 20 2 2 0.017518057 | 0.0175

Mean 0.0178 " 0.0178
SD 0.000264575 | 0.000265

RSD (%) 1.488764045 15

Recovery (%) 8.9 8.9

3-1 2332933  10.027 100 20 2 2 0.046533021 | 0.0465

Lot 3- 3-2 2092426  10.038 100 20 2 2 0.041690098  0.0416
3-3 2415481  10.007 100 20 2 2 0048275827 | 0.0482

Mean 0045433333 | 0.0454

SD 0.003426855 ' 0.00343

RSD (%) 7555066079 | 7.6

Recovery (%) 227 " 227

7
a b c d e f "
No. g = a*f*e/d*c/b/1000
(ng/mL) ) (mL) (mL) (mL) (ng/9)

1-1 2264000  10.006 100 20 2 2 0.045252848 | 0.0452

Lot 1- 1-2 2250853  10.024 100 20 2 2 0.044909278 | 0.0449
1-3 2414283 10.006 100 20 2 2 0.048256706 0.0482

Mean 0.0461 " 0.0461

SD 0.001824829  0.00182

RSD (%) 3.947939262 7 39

Recovery (%) 11525 " 115

2-1 1109523  10.040 100 20 2 2 0.022102052 ' 0.0221

Lot 2- 2-2 1064191  10.005 100 20 2 2 0021273183 ' 0.0212
2-3 1116097 10.007 100 20 2 2 0.022306326 , 0.0223

Mean 0.021866667 0.0219
SD 0.000585947  0.000586

RSD (%) 2675799087 = 27

Recovery (%) 5.475 " 55

3-1 3205634  10.027 100 20 2 2 0.063940042 | 0.0639

Lot 3- 3-2 2931570  10.038 100 20 2 2 0058409444 0.0584
3-3 33.05882  10.007 100 20 2 2 0.06607139 " 0.0660

Mean 0.062766667 | 0.0628

SD 0.003924708  0.00392

RSD (%) 6.242038217 | 6.2

Recovery (%) 15.7 15.7
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30

®
« )
« )
« )
« )
« )
EU EU
EU
( 22 12 24 1224 1 ) EU
COMMISSION DECISION (2002/657/EC)
EU
B. B, G G2 COMMISSION DECISION
(2002/657/EC)
(CCa ) (ccp)
EU Bi B, G G
B B, G G
EU B,
B. G: G, CCa 0.27 0.17 0.29 0.21 p g/kg CCB
0.36 0.24 0.41 0.31 pg/kg 3-0-
CCa 56.3 58.8 p g/kg CCPB 62.6 67.7 u g/kg
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EU

EU
Bi B, G
COMMISSION
DECISION (2002/657/EC)
( )
(CCa )
(CCB )
EU

EU

A

EU B
EU 1 EU

1-1
Bi B, G G2
EU
( B:
Bz Gs

( 22 12 24 1224 1 ) G. 25 mg/L)

EU COMMISSION (
DECISION (2002/657/EC) ) (

)

Autoprep MF-A 1000(
)

Toronto Research Chemicals

3-0-
( 96 %)
(
) (
) ( ) Waters Oasis
HLB( -N-

)

B B, G G2
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11V 45 eV

(BLIXER-3D)
1-3
Bi B, G G2
4 mL
200 mL
( 500 u g/L
)
(HPLC) LC-20AD (9:1)
HPLC 5 2.5 0.625 0.25 0.1p
Mightysil RP-18 GP(4.6 mm 250 g/L
mm 5pum
(60:40) 0.7
mL/min 40° C 5 mg
365 nm 450 50 mL
nm (
)
(100 mg/L)
(BLIXER-3D) 3-0-
2 mg 100 mL
1KA
( )
SCIEX 3-0-
- (LC- (20 mg/L)
MS/MS) Triple Quad 6500+ 5 mL 25 mL
20 mg/L
LC-MS/MS 20 mg/L
InertSustain C18 (2.1 mm 150 3-0-
mm 5 pum 1 mL 20 mL
(1000:1) 1 mg/L
0.2 mL/min 40° C 0.002 0.001 0.0005
0.0002 0.0001 mg/L
46
V 45 eV 3-0-
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Gz

Bi B: Gi
1-4 10 plL
Bi B, G G2
B1
(9:1) B. Gy
G2
50 g 500 mL
(9:1)200 mL 10 p L
5
2500 r/min 5 B:
B2 G1
5 mL Autoprep MF-A 1000 G2
1.5 mL
2 ulL
10 g 250 mL
100 mL 0-
1
2 ulL
50 mL 1
200 mL 0-
4 mL( 0.2 g
) 15 mL
Oasis HLB ( 10 mL
(3:2)10 mL
) 1-6
(3:2)5 mL B. B, G G2
2 1)
10 mL 20
10 mL
2)
CRM
1-5 50 ¢
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Bl BZ
Gl Gz
1 1.5 2y g/kg

1 6 3 -
50 % +20 %(50 120 %)

3)
B; B2
G: G2
5 2.5 0.625 0.25
0.1 p g/L 5
4)
( CV)
Horwitz ( )
2/3 (CV:15 %)
5) (CCa )
1-6 2)
X
Y
B1
B2 Gy
G2 CCa
CCa vy y
2.33
6) (CCB )
1-6 2) CCa
(1 v 9/kg) CCB
1-6 2)
s ) 2

20 CCp
Bs
B2 G1
G, CCB
cCp CCa 20
1.64
1
20
2)
CRM
10 g
3-0-
25 50 75 p g/kg
1 6 3
-20 % +10 %(80 110 %)
3)
3-0-
0.002 0.001 0.0005
0.0002 0.0001 mg/L 5
4)
V) Horwitz
( )
2/3 (15 %)
5) (CCa )
1-6 2) (MRL)
(50 p g/kg) 18 )
2 20
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CCa
CCa 20
6) (ccp )
CcCB CCa
20
1.64 CCa
CCa
MRL
M g/kg) 20
1.64 (CCa )
CCp CCa 20
1.64
2
EU
-12
(
EU MRL (MRL
3
( )
1/3
1710
1/3
1/3
70 120 % 3

MRL

30

)

cv Horwitz (
2/3

(15 %)

CD

1 EU

D

2)

120 %)

3)

4

5)

6)
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B B, G G2

Bl BZ
G1 Gz

)
-1 4
-50 % +20 %(50
B, Bz
Gy G2
-1
B, Bz
Gy G2
0.995
14
B1
B, Gy
G2
(CCa )
-5
(CCB )
-6 -7



1) -12 3
3-0-
cv
2) ( )
-8 9 70 120 %
-20 % +10 %(80
110 %)
15 %
3)
3-0-
-2
3-0-
0.995
4) E
-8 9 EU
Bi B, Gy
3-0-
( )
5) (CCa )
-10 11
6) ccp) 3
CCB 62.6 y g/kg
3-0- cCB 67.7
M 9/kg
B, B
Gy G2
1 p g/kg
30
50 p g/kg
F
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3
Ccv
14.7 %
3
G
EU
EU
EU
EU
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-1 B;
i g/kg)
(v o/kg) 1 2 3 4 5 6 ® ) ®
1 1.0498 | 1.0060 | 1.1016 | 1.0627 | 1.0350 | 1.0454
1 2 1.0113 | 1.0294 | 0.9396 | 0.9386 | 0.9598 | 0.9244 | 1.0239 102.4 3.8 5.9
3 1.0239 | 1.0644 | 1.1200 | 0.9997 | 1.0877 | 1.0412
1 14864 | 1.4713 | 14584 | 15138 | 1.5209 | 1.4620
1.5 2 13903 | 1.4553 | 1.4110 | 1.4061 | 1.4564 | 1.4611 | 1.4781 98.5 2.3 3.7
3 1502 | 1549 | 14476 | 1.5718 | 1512 | 1.5114
1 2.0005 | 2.0391 | 2.0093 | 2.0391 | 2.0378 | 1.9814
2 2 1.9282 | 1.8178 | 1.8970 | 1.9171 | 1.8919 | 1.8574 | 1.9900 99.5 2.5 5.2
3 20140 | 2.0180 | 1.9895 | 2.0012 | 2.1708 | 2.1110
-2 B,
y g/kg)
(1 o/kg) 1 2 3 4 5 6 ® ® ®
1 0.9846 | 0.9799 | 1.0431 | 0.9931 | 1.0064 | 0.9864
1 2 0.9374 | 0.9744 | 0.915 | 0.9%57 | 0.9157 | 0.9388 | 0.9869 98.7 2.6 5.4
3 1.0662 | 1.0231 | 1.0338 | 0.9811 | 1.0534 | 1.0092
1 14716 | 1.4673 | 1.4542 | 1.4630 | 1.4442 | 1.4348
1.5 2 13992 | 14104 | 13922 | 1.3599 | 1.3950 | 1.4114 | 1.4541 9.9 1.5 4.2
3 15114 | 15572 | 1.4940 | 1.5313 | 1.4953 | 1.4816
1 19570 | 1.9662 | 2.0014 | 1.9518 | 2.0008 | 1.8907
2 2 1.9162 | 1.8323 | 1.8402 | 1.9378 | 1.9205 | 1.9053 | 1.9567 97.8 1.9 3.6
3 2.0099 | 2.0056 | 2.0096 | 1.9909 | 2.0233 | 2.0316
-3 Gy
i 9/kg)
(1 9/kg) 1 2 3 4 5 6 ® ® ®
1 10568 | 11122 | 1.1636 | 11472 | 1.1365 | 1.1305
1 2 0.9920 | 0.9194 | 0.95% | 0.9791 | 0.9482 | 1.057 | 1.06%6 106.3 3.6 8.6
3 11229 | 1.0628 | 1.0727 | 1.1306 | 1.1524 | 1.0780
1 1.6043 | 1.5984 | 1.4983 | 1.5866 | 1.5571 | 1.5197
1.5 2 1465 | 1.5133 | 1.4911 | 1.5678 | 1.4902 | 1.5606 | 1.5554 103.7 3.4 4.0
3 16315 | 1.6266 | 1.5043 | 1.5233 | 1.6845 | 1.5736
1 21417 | 2.1368 | 2.2002 | 2.1704 | 2.1297 | 2.1144
2 2 2004 | 2.0220 | 2.0030 | 1.9741 | 1.9697 | 1.9127 | 2.0893 104.5 2.0 4.8
3 21835 | 2.082%5 | 2.1735 | 2.0698 | 2.1173 | 2.1930
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i g/kg)
(1 9/kg) 1 2 3 5 6 ® ) ®
1 1.094 | 1.0766 | 1.1098 | 1.103 | 1.1087 | 1.0861
1 2 0.9905 | 0.9914 | 0.9733 | 0.9839 | 0.9686 | 0.9602 | 1.0548 105.5 1.6 6.5
3 11194 | 1.0805 | 1.0890 | 1.0596 | 1.1135 | 1.0728
1 15812 | 1.5579 | 1.5449 | 1.5665 | 1.5633 | 1.5371
1.5 2 1.4800 | 1.4864 | 1.4500 | 1.4504 | 1.4750 | 1.5124 | 1.5390 102.6 1.3 3.7
3 15697 | 1.6153 | 1.5750 | 1.5058 | 1.5813 | 1.5412
1 20609 | 2.1359 | 2.1623 | 2.1137 | 2.0770 | 2.0152
2 2 2033 | 1.9503 | 1.9739 | 2.0157 | 1.9974 | 1.9786 | 2.0729 103.6 1.7 3.9
3 2.0 | 2.1200 | 2.1483 | 2.1130 | 2.1403 | 2.1469
-5 B1 B, Gy G, CCa
Bl Bz Gl GZ
y (a) 0.048181 0.011300 0.029036 0.028297
y ) 0.091876 0.064957 0.108655 0.076687
(b)x 2.33 (c) 0.214072 0.151349 0.253165 0.178680
(a)+(c) 0.262253 0.162649 0.282201 0.206977
CCa 0.27 0.17 0.29 0.21
-6 ( M 9/kg)
Bl Bz Gl GZ
1 0.9608 1.0028 1.0758 1.0764
2 1.0313 1.0195 1.1294 1.1151
-7 B: B, G G, CCB
Bl Bz Gl GZ
n=20 (Sb) 0.054103 0.045216 0.076918 0.056864
1.64x SD  (d) 0.088728 0.074154 0.126145 0.093257
CCa +(d) 0.350981 0.236802 0.408346 0.300234
CCB 0.36 0.24 0.41 0.31




i g/kg)
( gk) 1 2 3 4 5 6 (1 (1) ()
1 26.2598 | 26.5209 | 27.6753 | 24.6935 | 25.5547 | 24.7298
25 2 28.4264 | 26.0960 | 25.8069 | 24.7610 | 25.2414 | 23.7223 | 25.5924 102.4 6.0 6.0
3 24.6058 | 23.8795 | 25.3324 | 24.3942 | 24.2542 | 28.7090
1 48.4422 | 47.6158 | 48.2320 | 47.8589 | 47.6373 | 49.6415
50 2 49.0453 | 47.8458 | 48.0527 | 46.9695 | 48.8451 | 49.7659 | 49.8269 99.7 7.0 8.3
3 53.8606 | 54.4627 | 45.3092 | 46.0634 | 57.5996 | 59.6377
1 74.3550 | 74.8921 | 70.9227 | 71.9909 | 74.7689 | 70.9252
75 2 75.9626 | 73.3099 | 74.4980 | 72.7203 | T74.0410 | 75.8843 | 72.3384 96.5 2.0 3.8
3 69.6336 | 70.3783 | 68.5645 | 70.5972 | 70.0059 | 68.6420
-9 3-0-
U g/kg)
(1 9/kg) 1 2 3 4 5 6 "~ wm w
1 24.7901 | 26.4833 | 26.6497 24.5770 | 25.6568 | 23.9308
25 2 24.105 | 21.3754 | 22.5502 21.049 | 22.3192 | 20.5221 | 24.2247 96.9 4.9 9.1
3 26.5863 | 23.5630 | 24.5496 | 25.4485 | 26.5320 | 25.295
1 47.8695 | 45.2712 | 46.8005 | 50.1080 | 47.0636 | 48.2859
50 2 40.0295 | 42.4216 | 42.4514 | 42.3299 | 40.8355 | 41.8368 | 47.8872 95.8 3.7 13.8
3 55.4465 | 55.9657 | 52.3429 | 50.5577 | 55.8422 | 56.5125
1 81.0024 | 72.5007 | 77.1592 | 84.3082 | 77.1777 | 84.0849
75 2 64.7492 | 66.6047 | 65.9929 | 64.8725 | 62.1989 | 70.5448 | 71.6894 95.6 4.6 10.6
3 68.5661 | 72.3953 | 66.7070 | 70.9361 | 69.9749 | 70.5446
-10 CCa -11 3-0- CCa
50 p g/kg 50 p g/kg
No. (1 9/kg) No. 1 9/kg)
1 48.44215 1 47.86952
2 47.61577 2 45.27117
3 48.23197 3 46.80050
4 47.85885 4 50.10797
5 47.63732 5 47.06355
6 49.64145 6 48.28585
7 49.04532 7 40.02945
8 47.84582 8 42.42160
9 48.05272 9 42.45137
10 46.96952 10 42.32985
11 48.84512 11 40.83547
12 49.76587 12 41.83677
13 53.86060 13 55.44647
14 54.46272 14 55.96565
15 45.30917 15 52.34287
16 46.06340 16 50.55765
17 57.59962 17 55.84217
18 59.63767 18 56.51245
19 47.47125 19 44.25080
20 46.66655 20 47.12640
3.824337744 5.390432375
1.64 6.2719139 1.64 8.840309094
CCa 56.2719139 CCa 58.84030909
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2500 8000 -
7000
2000 |
6000
Bing 1500 38 5000
T T 4000
D | K]
1000 3000
y =425.07x-6.7015 y = 1370.6x- 24.81
Rz = 0.9995 2000 Rz =0.9994
500
1000
o0 - . . 0
1 2 3 4 5 6 0 1 2 3 4 5 6
T77 % /BLEFE (1 g/L) T7IMV/B2ERE (1 g/L)
1800 - 7000 -
1600 6000 -
1400 -
5000
1200 -
*’E 1000 4 4“& 4000
| |
kY 800 9 3000
00 y = 324.08x- 6.9127 y = 1246.9x - 26.579
2 = -
Rz = 0.9995 2000 4 R2 =0.9993
400
200 1000
0 0
1 2 3 4 5 6 0 1 2 3 4 5 6
TIFMV/GLIREE (1 g/L) TIFMV/G2HREE (1 g/L)
- 1 Bl Bz G 1 G2
700000 - 300000
600000 ~ 250000
500000
200000
400000 =
Hel =
N & 150000
| 300000 - |
v y = 3E+08x - 1762.5 u y = 1E+08x + 91.254
200000 R2 = 0.9993 100000 R2 = 0.9995
100000 50000
0! . . . : ) 0 )
0.0005  0.001 0.0015 0.002 0.0025 0 0.0005  0.001 0.0015 0.002 0.0025
FoLNE Y U HEE (ng/L) 3-0-7EFI &4 BT HEE (ng/L)

- 315 -




G—AQLT0T/TO(RE) BB, —AY ¢ RHCIFETHEC
G—AOLETOREHHL—AOFHYEHEZQ

£ AREG—AZLHED

£E Z %01 ® G 86 D £ 86 D 0l 0l - SN/SH21] AR AT
g9 6 701 2 £ 001 2 [6°¢LL 2 g8 £y 08 08 SKHSH-01| E LEY(iE LEY(E 1%
LT 97901 4 Z 201 @ €101 @ 0l 0l I = AR =TT
L7l [£760L @ [oz8 T [9°¢ol T 0l 0l ov SKSK-01] E VAAPEOY NI AT
9°¢g 896 D [698 ® Z°(8 D g [ 051 [SN/SW-01| &6 Y J/4D4C 4404
92 86l @ v el ® 0°2L D S g SN/SK-01] 8 Lyl ik Lyl &
97 636 D € €6 ® 116 D 0l oL - SN/SK-01| &6 YGho (4L Yeho (7L &8
gzl |L68 ® Z 86 O 9°¢LL D 0¢ 0¢ - SN/SKN-01| ®8 LAyELAT LAyELAT
70 0°€0L T v eol ®© 6 €01 D 0l 0l - SH/SH-01 | B Ty /%0y Yy /%0¥
6 696 D 966 D e 90! D 08 08 - SN/SN-0T | S [ (M IE) Z(A AR
£ 2 L ® £ Z8 D L6 ® 002 002 SK/SH-01 | =S R LA v 3
8¢ T @ [0°L0L ® 896 D 001 0l 00GL | SN/SK-071| =& LA EELf LAy EEL,
S0 v 66 @ 966 @ €00l D 0082 ol 0062 | SK/SK-07 | ¥ [T-ESINOC A-E-IcAo Ex
6 ¢ 626 O 8°L6 D €001 T 08 0l 08 T EE] A-L-IC/ i A-L-I(/LE
LT 8 €0l O G 66 ® {86 ® g0 g0 - I EEE A-pLi% A-pL%
L6 £i6 ® ZZ8 T 1 €8 T g g - SHSH-0T | = A-0L VA4 A-0L VA A4
G 97101 © 816 z 7oLLL Z Az 001 00 |SK/SK-01| S E(C (3
G '8 Z 0LL T |66 T G 101 ®© 001 0l 002 | SWSA-0T| =X AT AT
1l 6 28 2 [6718 © 1718 © 008 0l 008 | SW/SA-07| =X AE TG LT M
76 1201 D L 88 D 6 S8 D 08 ol 00L | SA/SW-07| = \. Y ALY ENY LAY
0°9 .86 ® 9°i8 T |[z°¢6 D 08 0L 00L [Sw/Sw-01| =H LB PACAY] A6 LGN YR ACAY
LZL [8°¢0lL O v 28 D 088 D 08 ol 00L | SN/SK-07| B \. AN /T \. ENL /ALY
88 g'cs I 696 T 128 D 0l 0l 002 [ SW/SA-07| =X L/&%0C/ & \.\,‘?QQ K
0°¢ [T ® 1101 © L €0l © 0l 0l 051 [ SW/SA-07| =X 74L%0C ¥t 7ALE0C | @
6T 168 D g 98 z 08 < 0l 0l - SHSH-0T | = AT IAEL 744500 MK
¢ 728 @ €18 ® G938 D 0l 0l - SH/SK-01 | = Li&0CE \.\,;a%
97 0°G6 D [ooolL D 9°86 T 0l 0l - SHSH-0T | =EE L/ &E0CAT [RATRT;
6°LL [g6L ® G g6 ® gL D 0l ol SN/SK-21 fA4%000 (4
£6 |2 v8 D 1628 O T T oL oL 002 Shop-07] = 7740007t 40000z
9°¢ 8°£6 2 € 70l D 196 D S0 g0 - SKSH-0T1 X A-0L% A-0L%
£9 9718 2 Gi8 © | D L L - SHSH-0T| X A-0L W 4 A-0L W A4
. wExE| &8 |ose| 88 || a8 U I R
oEs | wx | oo | wE | grec | wx | gree [JUU | SVID [ DT | span | R G sEEaE | ®S
EER ES7 EET

EHEHSEIRN TE

- 316 -



30

EU

EU

EU
EU

EU

EU

EU

BVL(

EU

) 2019 3 5 (

EU
EU
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B

1

German Federal Office of consumer
Protection and Food Safety (BVL)
12277

Germany

Marienfelde

Berlin

2019 3 5
9:00 18:00( )

()
BVL

1 EU
EU
reference laboratories (EURL)

BVL
EU

National reference laboratories (NRL)
Routine field laboratories
EURL NRL
Routine field laboratories
NRL EU
EURL NRL
EU
EURL NRL
BVL Braunschweig
EU 5
EU
1999 15017025
2017 15017043

2
BVL
3
CRM
CRM
CRM
2
4

Commission Decision 2002/657/EC
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Interval Alternative
Validation Approach

5 (CCa ) (CCB)
( 22 12
24 1224 1 )
CCa  CCP
CCa CCP
EU
CCa CCP
a

Commission Decision 96/23/EC
| A

5 CCa
95
99

B
ccp

( ) S %
6
BVL

(Qc )
SN AREA
20
QC
7

EU

Community Reference
Laboratories residues 20/1/2010

BVL EU
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EU

EU
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validate

verify

SOP

SOP
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59

0.2 mg/mL
5
1 mg/mL
2 5
2 mg/kg
3 mg/kg
100 mL
30 g
4.74 kg LC/MS
2 mg/mL 5mL
2.1 mg/kg Sep-pak C18 Classic Waters
100 mL
60 g
99.3 SIGMA-ALDRICH
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pH7

6.80 g 1 mol/L
29 mL 1000 mL pH 7.0
3.7 ¢
4.049
19.0 g 1000 mL
7.09
pH 7.0 50 mL
1 pH 6.0
7.04¢g
6.0 g 750 mL
pH 6.0
1000 mL
1%
pH6.0
1000 mg/L
4 mg/L 1 mL
14 mL 50 15
3mL
30 4 30
10mL
pH 7.0 5 mL
Sep-pak C18 Classic
pH 7.0 5 mL
8 2 5nm
40

D

2)

3)
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0.1

50

5 mL

7.0

40

8 2 10 mL
8 2
0.0025 0.005 0.025 0.05
mg/mL

59
70 mL
100 mL 10
3500 10
15 mL
15
3mL
30
4 30
3500 10
1
10 mL pH7.0
Sep-pak C18 Classic
pH
5 mL
8 2 5nm
8§ 2 10m



5L

5 pL

LC LC-30AD MS

AB SCIEX 4000 QTRAP

TSKgel Super-0DS

2.0 mm 100 mm

1000 1
95 5

0.3 mL/min

40

5 uL

ESI

29 eV

m/z 487 - 241

25

LC/MS
LC/MS1
-N-
Oasis HLB 60 mg
99.8
100. 0% SIGMA-ALDRICH
0.2% lg
500 mL
0.1 mol/L
49 750 mL 1000 mL
1 mol/L
77.08 ¢ 1000 mL
1 vol% 50 mmol/L
pH 3.5 1 mol/L
25 mL 5 mL 25 %
pH 3.5 500
mL
10 mg
100 mL
100 mg/L)
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10 mg

0.1 mol/L
1 mL
100 mL
100 mg/L)
2.5 mL
500:500:1  50mL 5mg/L
500:500:1
0.5 mg/L 0.05
mg/L
0.25 0.5 1 2.5 5 png/L
1 59 0.2%
3 2 80 mL
3500 5
0.2%
3 2 100 mL
2) 10 mL
40 3 mL
5 mL 10 mL Oasis HLB
5 mL
40 1 mL

500:500:1 10 mL

10 uL

10 pL

LC LC-30AD MS
AB SCIEX 4000 QTRAP

Waters  ACQUITY UPLC HSS C18
2.1 mm 100 mm

1 vol% 50 mmol/L

pH 3.5

0.35 mL/min

40

10 pL
ESI
29 eV
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31 eV

m/z 360 - 316
m/z 332 - 314

10

10

0.0025
0.005 0.025 0.05 0.1 mg/mL

0.999

0.25 0.5 1 2.5 5 pg/L

0.999
Table 1
Table 2
10
Table 3
109
RSD 2.6 RSD 4.8
85.1 RSD 2.3
RSD 3.1
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83.3 RSD 2.9
RSD 3.4

Codex Procedural Manual®

0.2
mg/mL
1.0 mg/mL
80-110
Horwitz Thompson 2,3)
Horwitz
RSD
20
RSD 16%
1/2
10
2 Table 4
Table 5
The International Harmonized

Protocol for the Proficiency Testing of
Analytical Chemistry Laboratories®
Recommendation 7 8

Recommendation 7

Horwitz Op
x 0.5

Recommendation 8
10 2

2 —
Ssam Oqn =
03 X Op

2 2 2
Séam <188 x g, +1.01 X 54,

Table 6
Recommendation 7 8

Recommendation 7 8

19
1 12
6
1
1
5
Table 7
Fig.1
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30

IUPAC/CITAC “ Selection
and use of proficiency testing schemes
for a limited number of participants —
chemical analytical laboratories” ®

N<20

Horwitz

Horwitz

algorithm

Horwitz
Table 8
Horwitz
Horwitz
Z_
z- Table 9
Z_
Fig.2 z-
Z_
-2.47 3.31 19 17
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-3.07
16

-2.43
14

18

0.2%
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17

RSD

Fig-3

9
7
LC-MS/MS
TOFMS
Z_
2.1 mg/kg
2.08 mg/kg
0.44 mg/kg
22
21
2
2
10 8
2
2



2
5
0.131 mg/kg
0.109 mg/kg
0.026 mg/kg
Horwitz
E
1.

1) Codex Alimentarius Commission,
Food and Agriculture Organization of
the United Nations, World Health
Organization, Codex procedural

manual

2) W. Horwitz, L. R. Kamps and K. W.
Boyer, J. Assoc. Off. Anal .Chem., 63,
1344 (1980)

3) Thompson M., Analyst (Lond.)., 125,
385-386, 2000

4) Thompson M, Ellison L. R., wood R,
Pure Appl. Chem., 78, 145-196, 2006
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Table 1

1 2
1 0.231 0.220
2 0.229 0.225
3 0.217 0.217
4 0.205 0.204
5 0.204 0.217
Table 2
1 2 1 2
1 0.831 0.860 1 0.825 0.821
2 0.897 0.881 2 0.874 0.850
3 0.846 0.821 3 0.844 0.819
4 0.853 0.846 4 0.841 0.850
5 0.813 0.858 5 0.768 0.836
Table 3
mg/mL RSD RSD
0.2 108.5% 2.6% 4.8%
1.0 85.1% 2.3% 3.1%
1.0 83.3% 2.9% 3.4%
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Table 4

No. 1 2
3 0.131 0.137
0.139 0.140
5 0.132 0.132
0.130 0.129

13 0.124 0.130

14 0.127 0.123

22 0.131 0.131

34 0.131 0.133

36 0.126 0.128

42 0.128 0.128

Table 5

No. 1 2 No. 1 2

3 2.302 2.430 3 0.068 0.068
4 2.338 2.303 4 0.066 0.066
5 2.141 2.259 5 0.070 0.069
9 2.184 2.019 9 0.071 0.066
13 2.309 2.148 13 0.070 0.066
14 2.262 2.333 14 0.071 0.072
22 2.302 2.168 22 0.073 0.067
34 2.528 2.329 34 0.075 0.071
36 2.061 2.152 36 0.068 0.069
42 2229 2.121 42 0.070 0.068
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Table 6

SD SD o ,x 05 6 1.88x sy
mg/kg mg/kg mg/kg mg/kg +1.01x s,
0.131 0.0022 0.0044 0.0142 2.18.E-10 1.41.E-04
2.246 0.091 0.125 0.159 5.41.E-05 2.56.E-02
0.0692 0.0023 0.0025 0.0076 8.62.E-13 4.48.E-05
Table7
mg/kg mg/kg mg/kg mg/kg

1 1.63 0.0644 1.6944 -

2 2.4 0.058 2.458 -

3 2.26 0.06 2.32 0.12

4 2.36 0.12 248 -

5 1.46 0.0322 1.4922 -

6 2.49 0.0752 2.5652 -

7 21 0.06 2.16 0.12

8 3.3 0.0833 3.3833 -

9 2.22 0.0486 2.2686 -

10 1.668 0 -

11 2.52 0.06 2.58 0.09

12 2.39 0.0979 2.4879 -

13 2.3 0.08 2.38 -

14 231 0.0571 2.3671 -

15 23 0.1 2.4 -

16 2.7 0.087 2.787 0.14

17 211 0.0562 2.1662 0.076

18 2.35 0.0603 2.4103 -

19 2.33 0.173 2.503 -
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Table 8

mg/kg mg/kg mg/kg (mg/kg)

(8 2.27 0.076 2.38 0.109
O/ +EEE 2.29 0.072 2.40 -

PHTIC & B E5E 2.25 0.069 2.32 0.131

BRAERE 0.40 0.032 0.40 0.026
0.27 0.024 0.23 -

EEEERETAE 0.32 0.015 0.33 0.028
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Table 9 z
7- * 7 *k
mg/kg mg/kg

1 -1.94 -0.32 -1.90 1 -2.44 -0.33 -3.04
2 0.48 -0.74 0.44 2 041 -0.59 0.27
3 0.04 -0.61 0.01 3 -0.10 -0.51 -0.33
4 0.36 3.33 0.51 4 0.27 1.99 0.36
5 -2.47 -2.43 -2.52 5 -3.07 -1.67 -3.92
6 0.77 0.39 0.77 6 0.75 0.12 0.73
7 -0.46 -0.61 -0.48 7 -0.70 -0.51 -1.02
8 331 0.92 3.27 8 3.75 0.46 4.28
9 -0.08 -1.35 -0.14 9 -0.25 -0.98 -0.55
10 -1.82 - - 10 -2.30 - -
11 0.86 -0.61 0.81 11 0.86 -0.51 0.80
12 0.45 1.88 0.53 12 0.38 1.07 0.40
13 0.17 0.71 0.20 13 0.04 0.32 -0.07
14 0.20 -0.80 0.16 14 0.08 -0.63 -0.13
15 0.17 2.02 0.26 15 0.04 1.15 0.02
16 1.43 1.17 1.45 16 153 0.61 1.69
17 -0.43 -0.86 -0.46 17 -0.66 -0.67 -1.00
18 0.33 -0.59 0.29 18 0.23 -0.50 0.06
19 0.26 6.81 0.58 19 0.15 4.19 0.46

* Horwitz z-

* % Z-
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100 kg

300 mg 200 mg
1
6
3
100 mL
3-100 30 g
6 PNH-11
3
KILIA 42
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Chemistry Laboratories

Recommendation8
10 2
4.74 kg Sim O = 03X 0
2 mg/mL
5 mL 2.1 $3m<188xal, + 1.01x 52,
mg/kg
100 mL
3-100 60 g
PNH-11 42
35
35
Il.
B.
42 35
10
4
C.D
The International 17 28
Harmonized Protocol for the 12 17

Proficiency Testing of Analytical
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LC-MS/MS  Waters Xevo
TQ(R-006-03)

12 17
2 0DS
803.5-255.0
LC-MS/MS  Waters Xevo 24 90
TQ(R-006-03) 2.5M
0DS 76
803.5 - 255.0 0DS
LC-MS/MS
29 90
2.5M
76
0DS
LC-MS/MS
C.
12
17 2
2
-20 11 1 12 0.139
mg/kg 0.140 mg/kg 17 0.147
6 mg/kg 0.144 mg/kg
3 10 2 0.146
mg/kgx 0.0049 mg/kg 95%
0.136 mg/kg 0.156 mg/kg
95%
11 -20
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Enterobacteriaceae

-20
10
2
2 11 1S0
0.151 mg/kg HACCP
0.012 mg/kg
1.956 mg/kg 0.080
mg/kg 10
2
0.163 mg/kg 0.011 mg/kg
2.451
mg/kg 0.158 mg/kg
11
7.4%
20.2 %
1i.
B.
E.coli
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Na

1 kg
Fisher
Scientific Sterile Sampling
Bags3 ' x 7' ' Cat. No. 14955183
1009
ST1525

4 kg

Fisher Scientific
1 x7l
100g

Sterile Sampling Bags 3’
Cat. No. 14955183

ST1525
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1
2.4x 10%cfu 1 2.5% 10%cfu
2 2.4x 105cfu 3 2.3
x 108cfu
7.5%
10%cfu 1 7.1x 10°%cfu 2
4_.0%x 10°%cfu 3 4.6x%
10°cfu
14
18

26

2.5% 10°

5.7x 10°
3.9x 10°

5.9x 10°

10°
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Microsoft Excel

10

225 mL

10

1 mL

35 48

30-300

3-1 10

3-2 2
0.56% 1.00%

26

2019 3 6

2019 3 30

26

0.25

z 2 25 96.2 %

2 z 3 1 3.8 %

lz] 2 95.5% 2 |z| 3
4.28% |z] 3
0.26%

26
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mg/kg

1 2
1709-05 0.149 0.141
1709-14 0.143 0.142
1709-19 0.142 0.144
1709-20 0.146 0.138
1709-21 0.137 0.138
1709-24 0.148 0.153
1709-28 0.148 0.150
1709-31 0.149 0.149
1709-37 0.155 0.153
1709-44 0.150 0.146
1 1709-10 0.145 0.149
1709-36 0.149 0.145
3 1709-46 0.146 0.157
1709-49 0.156 0.156
12 1/09-43 0.133 0.145
1709-47 0.140 0.139
17 1/09-45 0.147 0.146
1709-50 0.144 0.144
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mg/kg

11
1 2 1 2

1 0.167 0.163 0.166 0.148
2 0.176 0.155 0.146 0.163
3 0.169 0.173 0.164 0.157
4 0.170 0.176 0.150 0.155
5 0.163 0.155 0.158 0.122
6 0.177 0.164 0.167 0.158
7 0.136 0.161 0.146 0.144
8 0.154 0.158 0.139 0.144
9 0.153 0.147 0.132 0.142
10 0.174 0.171 0.160 0.159
0.163 0.151

0.011 0.012

11
1 2 1 2

1 2.762 2.459 1.846 1.939
2 2.525 2.570 1.855 2.09
3 2.767 2.517 1.960 1.967
4 2435 2.400 1.984 1.924
5 2411 2.284 1.880 1.846
6 2.485 2.304 2.031 1.889
7 2723 2.468 2.046 1.894
8 2.309 2.306 1.901 1.945
9 2.281 2.429 1.957 2034
10 2.267 2.309 2117 2.002
2451 1.956

0.158 0.080
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31

4 335000 329000
6 425000 435000
8 440000 430000

21 385000 365000
25 385000 340000
28 340000 330000
29 385000 335000
35 390000 500000
43 320000 315000
47 480000 455000
385950
sD RSD(CV)
30009 7.78
49403 12.80
3-2
1 2
5.53 5.52
5.63 5.64
5.64 5.63
5.59 5.56
5.59 5.53
5.53 5.52
5.59 5.53
5.59 5.70
5.51 5.50
5.68 5.66
5.58
sD RSD(CV)
0.0314 0.56
0.0555 1.00
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CFU/g z

1 4.2E+5 5.62 0.47
2 3.9E+5 5.59 0.34
3 3.6E+5 5.56 0.20
4 4.2E+5 5.62 0.47
5 3.1E+5 549 -0.06
6 3.2E+5 551 -0.01
7 3.8E+5 5.58 0.29
8 5.5E+5 5.74 0.93
9 4.5E+5 5.65 0.59
10 9.0E+4 4.95 -2.21
11 2.5E+5 540 -0.44
12 2.4E+5 5.38 -0.51
13 1.8E+5 5.26 -1.01
*14 2.5E+5 540 -0.44
15 2.5E+5 540 -0.44
16 2.8E+5 545 -0.24
17 8.2E+5 591 1.63
*18 5.7E+5 5.76 1.00
19 1.8E+5 5.26 -1.01
20 1.8E+5 5.26 -1.01
21 3.2E+5 551 -0.01
22 3.2E+5 551 -0.01
23 6.5E+5 581 1.22
24 3.2E+5 551 -0.01
25 2.0E+5 5.30 -0.82
26 5.9E+5 5.77 1.06
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Yarita T., Otake T.,

Comparison of assigned values

Aoyagi Y., Takasaka | from participants’ results,
N., Suzuki  T., | spiked concentrations of test Journal of ACAC
Watanabe T samples, and isotope dilution int. 101(4) | 1199-1204 2018
mass spectrometric results in
proficiency  testing  for
pesticide residue analysis
Yoshimitsu M, Akutsu | Enhancement of pesticide peak
K, Kitagawa Y, | response in GC-MS in the
Takatori S, Fukui N, | presence of multiple
Osakada M, Yamaguchi | co-existing reference
S, Namikawa M, Ban S, | pesticides
Okubo Y, Nakashima R,
Maruyama R, Kakutani
N,  Miyamoto I, Food Hyg. Saf. Sci. 59(3) 146-150 2018
Yamashita K,
Nishiyama T, Shinto
M, Yamamoto N, Takai
Y, Hinoshita K,
Kajimura K, Obana H,
Watanabe T
Yamazeki T, Miyake S, | Developnent of Enzyme-linked | | | | |
Sato N, Hirakawa Y, | Immunosorbent  Assay  for
Iwasa S, Narita H, | Analysis of Total Aflatoxins
Food Hyg. Saf. Sci. 59(5) 200-205 2018

Watanabe T

Based on Monoclonal Antibody
Reactive with Aflatoxins Bl1,
B2, G1 and G2
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