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LC-M

S

100 ug/g

6460 Triple Quad LC/MS

9:1

3 um (

12
14
16
20

59 20
50 mL

TSKgel Amide 80 2.0x 150 mm

%

50

0.1 %

2 pL

A

10
60
60
10
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5 mL
3
100 mL
0.45 pm

30 mmol/L
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90

(MRM)

30

LC-
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100ng/g Inertsil ODS-3 4.6x 250 mm

5 um (GL
35
65:35
LC-MS 1.0 mL/min
60
LC- 10 g 20 % 10 pL
10 mL 150 mL 325
3 525 nm
200 mL
3000 rpm 5
5A 5 mL
0 1mol/L 1g 24 L
5 mL 10
20 20
10 mL 5 mL 0 05
mol/L 5
5 mL 5C
PP
20 mL
6:4 10 37 15
mL 40
1 ml 470 nm
0 5mL 0
249 2% C.D.
2 mL
10 % 0 5mL 2 5
10 Table 1 10
5 mL 1
5mL 45
Table 2
1 mL 94.3 RSD 2.1
HPLC-FL RSD 2.9 Codex
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Procedural

80-110

Thompson

16%
172

The International

Manual®

2,3)

0.1 mg/mL

Horw
Horwitz
RSD

10

Harmo

itz

nized

Protocol for the Proficiency Testing

of Analytical Chemistry Laboratories®

Recommendation 7

Recommendation 7

Horwitz
x 0.5

Recommendation 8

0.3 x Op

10

2
Ssam

2 2 2
Séam <188 x g, +1.01 X 54,

Table 3

8

Op

Oqil =

Recommendation 7 8

99
95

Fig.1

Algorithm A

Thompson
Horwitz
Table 4
Z_
Fig.2 | z | 2
1 81
82 2 | z | 3
1 4
5 1 z| 3
1 10 2
Fig.3 2 z-
-5 5
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Table 5

25

MBL

LC-MS

2,4,6-

12

R-Biopharm

uv

LC-

16
18

22

EIA
RIDA

2
-3,5-

AccQ-Tag

16

LC

10

Py-Tag

LC-TOF-MS
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LC- LC-MS
Table 7
LC-
LC-
96.97 ung/g 89.41 upg/g
LC- 10
LC-
B
15 kg



ASONE 1-6137-03

70 g
ST1525
-20
10
2
35+ 1.0 48+ 3
1 mL/plate
1
C.D.
10
2

(cfu/g)

The International
Harmonized Protocol for the
Proficiency Testing of Analytical
Chemistry Laboratories*)

Recommendation 7 8
Horwitz
0.25 O-P

Table 8
Recommendation 7 8

130
(cfu/g)

Fig.4
Algorithm A Table 9
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3.77 3.79

0.39 0.36
0.25
Z_
Fig.5
| z 1 2
123 2 | z 1 3
6 | z1 3
1
Table 10
Fig.6
6
0
Fig.7
Fig-8
3.82
3.65

3.80

Fig-9

iy

AOAC Japan section 2019
7

2)

115 2019 10

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,
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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 90.12 92.53

2 9607  100.05

3 9497  100.88

4 9171  92.89

5 91.28 92.43

Table 2 (LC-MS )
(%) 94.3
RSDY 2.1
RSDY 2.9

Table 3 © Ao X A IHERWIR/ N LY A S T A BREVD Y ME R

k1 (g/9) Hkt2(g/e)

¢ 9.4.E-05 1.0.E-04

San 1.1.E-06 1.4.E-06

Seam 6.8.E-07 1.0.E-06

o) 7.6.E-06 8.0.E-06

o, X0.5 3.8.E-06 4.0.E-06

o 4.6.E-13 1.0.E-12

1.88x T " +1.01%5 gy 1.1.E-11 1.3.E-11
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70
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o | I | | — 0
> P S PP P ¢ » O & S P P @ P
LA L MR A AR A AN L A R &
ER%IVBE (ug/g) ERZIVBE (ug/g)
Fig.1
Table 4
e et 2
MEHK 95 95
=/ME (ug/g) 8.81 9.25
BAE (ug/g) 624 440
F91E (ug/g) 92.2 98.6
2 RE (ug/g) 67.3 52.3
RSD (%) 73.0 53.0
O/ X kFEHE(ug/g) 82.9 90.4
AR MEERZE(ug/g) 13.5 12.1
O/3v X fRSD (%) 16.3 13.3
HEEEZERE(ug/g) 6.8 7.3
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Table 5

ERZ IVRIRTE

£ L 7B
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LC-MS;%
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16
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Table6 LC- LC-MS

LC-Eii& LC-MSi% *v b&

B B2 B B2 B HHI2
BEK 47 47 16 16 25 25
B/IME (ug/e) 8.81 9.25 54.2 60.3 29.3 40
A8 (ug/g) 378 440 624 356 106 115
Fi91E (ug/e) 93.9 103.8 111.5 103.0 77.1 87.0
BERZ (ug/g) 51.8 61.9 137.0 68.2 19.0 15.0
RSD (%) 55.2 59.6 122.9 66.2 24.6 17.3
A/sR b FHE(ug/g) 84.7 91.9 79.0 88.0 79.5 87.9
ANZ MMEEREZE(ug/g) 14.7 13.2 11.9 10.7 14.9 13.1
A/<Z FRSD (%) 17.3 14.3 15.1 12.1 18.8 14.9

Table 7 LC- LC-MS

HMPEBIEE (ug/g)

LC- LC-MS
1 81.50 92.15 89.42
2 103.56 91.88 88.35
3 93.59 90.33 89.64
4 105.83 95.95 88.82
5 100.37 98.45 90.80
96.97 93.75 8941
9.80 3.34 0.93
RSD% 10.1 3.6 1.0
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Table 8

San 0.059
Ssam 0.050
Sp 0.25

Spx05 0.13
2
S 2.5E-03

1.88%S g 2+1.01xSan > 14E-02

40

35

30

25

20

15

10

0 [ —T1—

[a S Ve e VA e VO VO SR S SR T L U R ™

log(cfu/g)
Fig.4
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Table 9

130
1.7
4.7
3.8
3.8

0.39
0.36

Table 10

120 1 2

6 5 5

4 7 1

1 21 1 8 1
1 22 3 10 40

1 23 13 15-18 2

1 24 8 20 1
1 25 4 25 74

1 26 2 30 2

1 27 47 60 1

1 28 31 1
1 29 17 28
1 30 2 73
1 31 1 26

2 1 1 3
117

13
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Fig. 5
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