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1S0/1EC17025

TPP

GC/MS  LC-MS/MS

10%

LC-MS/MS

10%



2009

PP
8 mL
2%
2 PP
20 mL
10 mL
500 p
L 25 pL
1 5 10 20ppb
10%
500 p L
0.1g/mL
2.5mL
500 p L
0.5g/mL
1 5 10 20
ppb
5uL
20 ppb
LC-MS/MS
2
2

0.1%

( 4.2%)
1
1
2.09 PP
-20
1
PP
-20



D

2)

D

2
10
D
2550 p L
0.1g/mL
LC
MS/MS PP
2)

17

2

15 mL

50%

10%

10

MRM

150 p L



D EF
0.9
19
LC-MS/MS ESI
100%
AFs AF-M;
SPDE

AFs
A 20ng/g
B 2 ng/g 2

0.1 ng/g 2
(8

HorRat(Horwitz ratio)

QUECHERS
CRM (7509-a) CRM
(7510-a) QUEChERS
CRM

IDMS

STQ
STQ

QUECHERS
QUECHERS 1DMS



QUEChERS 1
STQ
2 STQ
QUEChERS
1 QuUEChERS
29
1g
A B 0.4 mL
10 mL 15
AN10 mL 1
49 MgSOs 14¢
NaCl
1
3500rpm 5
6 mL 1
300 mg PSA 45 mg
300 mg
C18 900mg  MgSOs 150
mg PSA 45 mg
900mg  MgSO4
3500 rpm 5
A B 0.5mL
GC/MS
GC/NS
2 STQ

59
0.4 mL

4

g

15

3Na2

2Nal.5

mg
Ac2 mL

0.3¢g

AN/Tol

AN/Tol

C=Fx
@

3:1

R

C
10 mL
AN10 mL
2
MgSO, 1g NaCl 1g
0.5¢
1
3500 rpm

1mL

5

C18-50
Smart-SPE
AN2 mL

ANO.2 mL
Tol0.4 mL

S

C

GCS-20 mg  PSA-30 mg
Smart-SPE
MgSO.
Ac2 mL
2 mL

3:1 0.6 mL

D 0.5m

GC/MS LC/MS

F.xM xC xPxM
M.xM

S

SpEs)

X
sp(c)

Fe
1D A



Re

Fe
G M

Mep(cy

QUECHERS
QUECHERS

(7509-2)

STQ

4.1

P
Mep(s)
Ms
€))
1
CRM
CRM (7510-a)
QUEChERS
A
B
(€H) STQ
QUECHERS
STQ
27

27
10 g
1 pg/mL 2 ug/mL
1mL
0.1 ng/g
0.2 ug/g
1
mL
180 270 360
n=3
2L
590
mL
5 pg/mL 10 ug/mL
10 mL
5



( 500 g 5

24
3
(
0.1 ug/g 0.2
ng/g
2L 1 710 mL
6
ug/mL 12 ug/mL
10 mL
5
(
600 g
1
(
0.1
ng/g 0.2 ug/g
25 g
10

1
0.11g/9 0.2 ng/g
25 g
10
50mL 3
5 mL
2L 10
710 mL
6 pg/mL 12
ug/mL 10 mL
5
( 600 g
5
« D
10
0.11g/9 0.2 ng/g



25 g

1 10%
1 n=2
10%
2003
3 10.0 g
(14 ) 100 mL 1
10% 50mL 2
40°C
10% 100 mL
n- 100 mL
n-
5 /n- 1 4 100mL
/n-
1 4 n-
2
1.8 kg 10%
15
40°C
2 ug/mL /n-
60 ug/mL n- 30 mL
100 pg/mL 10 mL n-
30 mL
0.01ug/g n- n-
0.3 ung/g 30 mL
0.5 ug/g 2
4 5 n-
10 mL GC(FPD)
4
8
1 4 20 mL 2
5 5



4.2
2
2017
24
1
1% 5% 5
121 40 4.3
5 1
24 ( )
1
2
10
2x 10*
3x 10 CFU/mL ( )
ELISA
28 4
2
10mL 50 mL 1lg
10 pg/g

10

10 -20

10 pg/g
5
A 2 kg
B 2 80 10
g -20

- 10 -



2
ELISA
ELISA
24
ELISA
ELISA
2
10 n=1
ELISA
2
(0] K% 69
92 126 194 0
92 n=10 n=4)
0
3 ELISA
EL 808IU

DeltaSoft JV Ver.1.80 (Bio-Tek

Instruments, Inc.)

24
29
18
28 11 8 18
2
3 (FASPEK 0
FASTKIT Ver.
ELISA 1 )
2
1 2
ELISA 1 3
28
12 9
5
4
JMP SAS
Institute Japan Xbar-R
Xbar
(
+ x50 )
4
50 150

11 -



0.5 g/mL

100%

g/mL

Huber  proposal 2
Z-
18
18
0
0.1g/mL
0.1
0.5 g/mL

- 12 -

3.16
8.33

25%

3
10%

5
8

9.17



9.37

90%

- 13 -

3.16
8.33
9.17



AC
D F
A B
C
C
RZ
RZ
B E
2.04g
-20 C
RZ
D E F
9
1.35

19%
32%

- 14 -



g/mL
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AFs

D



(8 )

AF-G2 B2
AF-G; By

AF-B;

Bl Gl Gz BZ

B G

RSDs
A ) 26

HorRat

Alimentarius Commission CAC)

2
A 1.13 1.18 B
1.31 CAC

8 7

4 AFs

61 71 )
69 77%

25D

C

104

AFs

A(

0.90

CAC
2

- 16 -

assigned value

AF-M;

AF-My

)y 20
31

HorRat
B 1.41
HorRat

I+

JIS

93

SD"

SPDE

I+



“ + SD"  QuEChERS

3 IDMS
“ + SD”
“ + 28D” QUEChERS
8 1DMS
6 . + SD”
2 “ + 25D’
STQ QUECHERS
AF-M;
QUECHERS
3 QUECHERS
QUECHERS
GC-A  GC-B LC MG
GC-A 1DMS
QUECHERS 1
STQ
QUECHERS
QUECHERS STQ
STQ
QUECHERS
4.1
A B
7.7% 11.1% 27
11.2 %

- 17 -



27

120
360

80%

360

0 14 34 60 90
180 270

270

90%

- 18 -

S%



F
( ) 50 10
0.1 ug/g
0.2 ug/g 89 97%
( )
0.1 ug/g
0.2 ug/g
89 98%
1%
10
1
F 5% 10%
1
5
5
( )
0.1 ug/g
0.2 ng/g
88 101% « )
1%
5
5% 5
10
10

- 19 -



( )
0.01 ug/g
0.3 ug/g 0.5
ug/g 82 104%
5
10 kg
4.2
5
24
1%
2%
4% 1
5% 1
3%
10
28
0.05 0.07

2015

4.3

- 20 -

10

100%

80%

0.1

2016

2015 2016
2016

10mL



ELISA

o ) 92 )
90 105%
6.7%
0.023
80%
110%
80~90%
75~85%
© 34 69
85 105% 92 126 194 0
3 92 n=10 n=4 )
2 92 194
1
2 90%
110%
ELISA
1 2
10%
80 110%
1 2
194
ELISA

- 21 -



0.05
1
1 8 12 16
0.08 0.1
0.06 0.07 2 1817
18
2
18
18 1 1
Xbar-R
Xbar-R Xbar Xbar
R R
1 1 18
18 + +
9.694+0.963 ng/g 8.893+0.553 ng/g z-
z- z- z- 2
2 1 2 3
3
18 18
2 2
Xbar-R Xbar Xbar-R Xbar
R
R
1 18 +
18 + 8.003+0.522 ng/g z-
9.136+0.750 pg/g z- 2
z- z- 1 3
2 2 3
ELISA
ELISA 3
ELISA

- 22 -



0.05

1 4 2
2
01
1 4 9 14 15 16
2 2679
12
1
6
1 2
1 2
0.914 0.823
1 0.598
2 0.619
E.
1
LC-MS/MS
LC
MS/MS

- 23 -

10



1DMS
B - QUEChERS STQ
LC-MS/MS
4.1
2
AFs
AFs
360
80%
AFs
SPDE
AFs
AF-M,
AFs AF-M;

- 24 -



10%
1 2 kg
4.2
4.3
18
Xbar
R
1
z- z-
2 3 1 2

Xbar

G.

1.
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GC-MS(/MS)

1— 6
—
, , 2016
GC-MS(/MS)
2 — 6
—
, , 2016
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