30
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validation

verification
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29




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

- 344 -



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°

- 346 -

18

4 kg

14

48



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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2.

AOAC International Japansection
21
2018 7 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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1.0E+07

o= —— —o— —
1.0E+06 r
\ ﬂ
1.0E+05
1.0E+04
1.0E+03
1 2 3
—— 2.4E+06 2.5E+06 2.4E+06 2.3E+06
=i 7.5E+05 7.1E+05 4.0E+05 4.6E+05
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€6 L0/20/6T0C

L0/€0/6T0C

t2
{
5
3
%, ..E.
- 8" L0/£0/8T0Z
*000 Il

000
*. g

s
V2T LOED/BTO
- 00:0 L0/€0/6TOZ
- 9€:TZ90/£0/6T0
- ZT:6T 90/E0/6TO

- 89T 90/€0/6T0

* "

000
*

4

4

4

L oaad

*®

g
&
90 ¢

%o,

R

**

20

10

-20

-30

-40

-50

-60
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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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