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5kg

code-158-03273 1,000 pg

27 3 3 859
MS4S
10
2
IUPAC/CITAC 2
3
LC-MS/MS  Waters Xevo
TQ(R-006-03)
0DS
803.5-255.0
29 90
2.5M
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0DS 0.768

LC-MS/MS
1
-1
1
C.
CRM-7520-a 3
0.201 mg/kg 0.202 mg/kg
0.202 mg/kg -1

0.340 mg/kg 0.348 mg/kg 0.349 mg/kg

0.205+
0.061 mg/kg 0.144 mg/kg 0.266 mg/kg
-1 0.45+ 0.11

RSD

1.7%

10
2 Table 1
0.146 mg/kg

0.0024 mg/kg

1.7

0.0046 mg/kg

International Harmonized

Protocol for the Proficiency Testing of
Analytical Chemistry Laboratories®

Recommendation 7 8
Recommendation 7

Sqn Horwitz Thompson

2) -
mg/kg 0.34mg/kg 0.56 mg/kg Horwitz
O'px 0.5
0.146 mg/kg
0.983 _1 Horwitz op 0.0312
mg/kg San 0.0024 mg/kg
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Recommendation 8
10 2
Sszam Oail =
03 X O-P

2 2 2
Séam <188 X a0, +1.01 X 54,

0.000021 0.00017

121 15
0.142 mg/kg 0.145

mg/kg

3
0.144 mg/kg 0.139

mg/kg 0.148 mg/kg 0.144 mg/kg

0.146 mg/kg

28

24

27

Fig.1

Z_
IUPAC/CITAC
use of proficiency testing schemes for

“ Selection and

a limited number of participants

—chemical analytical laboratories” ®

IUPAC/CITAC

(N<30)

2 N<20

- 205 -



in-house

3

in-house

Ofrp

2 ML (Maximum Limit) 1/2

3 Horwitz

zZ- -2< z-

<2

Ci — Cass

Ofrp

C; Cass

Offp

Ugss
uZss < 0.10f,
¢ -1<¢
<2
E' — Ci — Cass
L V u(c;)? + uggs
u(C;)
Ugss
En -1<En<1
_ Ci — Cgss
En = / 2 2
U(Ci) + Uass
()
Uass
-Z
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0.031 mg/kg

Z_
z- Table 2
z- -2.37 0.45 -3
3 z-
algorithm A9 3 - 1
0.126 mg/kg 0.127 27 2 o< 7
mg/kg 0.026 mg/kg <
0.028 mg/kg
D.
CRM-7520-a 5
0.201 mg/kg 0.202 mg/kg Horwitz
0.202 mg/kg 0.205+ 0.061
mg/kg IUPAC/CITAC
%8 (N<30)
3 N<20
0.144 mg/kg
27
12 Fig.2 Horwitz
Z_
_ Q)
Horwitz 0.031 . (B)
mg/kg 2 _1.94
1.17 -2< z-
<2
z- =0 A
0.144 mg/kg Horwitz
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0.02 mg/kg
1 -90
Fig.1
1
5 2
3
Z_
4
5 5 LC-MS/MS
Z_
12 5
27 3 0.05 3
MU/g z- -1.81 -0.77 -0.19
0.16 mg/kg
TOF/MS
1
E
1.
2.
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B
HPLC
LC/MS
Waters Sep-Pak Plus C18 360mg
13.0 mg 100 mL
100 pg/mL
10 pg/mL 0.05- 5
pg/mL
pH7
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1.36 g 0.2M 29.5 mL

200 mL
3.79 4.0
g 19.0 g
1000 mL
7.09
pH7 50 mL
Nexera X2 SCIEX  SCIEX

TQ-6500
ACQUITY UPLC BEH C18 2.1x 100
mm 1.7 um(Waters
A 0.1% B

0.1%

1 pL

40

(MRM)

(ESIY)



m/z 487 - 125

@)
5.00 ¢
70 mL
3,000 10
3 mL 50
15
0.6 mL
30
3,000 10
b
5 mL
pH7 5 mL
a
pH7 5 mL 5 mL
2:8 5nmL
2:8
10 mL
0.2 mL

mL 50 15
1- 100 ng/mL

PL
HPLC HPLC
LC/MS
N,N-
Waters Sep-Pak Plus C18 360mg
10 mg N,N-
100 mL (
100 pg/mL)
11.6 mg
N,N-
100 mL (
100 pg/mL)
1:3
10 pg/mL
PL
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1:3
10 ng/mL
0.4 pg/mL
0.5 mL
1:3 10 mL
0.125 - 125 ng/mL
0.5 ng/mL
Nexera X2 SCIEX  SCIEX
TQ-6500

ACQUITY UPLC BEH C18 2.1x 100
mm 1.7 um(Waters

A 0.1% B
0.1 %
2 pL
40
(MRM)
(ESI+)
n/z

360 - 316
332288

m/z 368 - 324

m/z 340 - 296m/z

3,000

50 mL
mL

-d8

5.00 ¢

0.25 mL

20 mL

20 mL

20 mL
3,000

1 mL
0.5 mL
3,000

5

59

pg/mL 0.5 mL 1 ug/g

5

m/z

-d8

10

0.25

10
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50 Table 4

10 pg/mL
10 pg/mL 0.5mL 1 pug/g
2 5
C.
Table 5
6.2
0-10 ng/mL 7 2.0-40 ng/mL 5
Horwitz
2 RSD 16%
0.995 6.2 1/2
5.5
5.1
0.125- 5.0 ng/mL 6 22
2.5-125 ng/mL
r2 87.7%
0.995
77.8 77.5
E
1.

Table 3
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Table 1

FhXERE mg/ke

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
8

7

6

5

4

3

2

1

J -

;,09% %,Q‘Qq Q@’Q‘\/ NQN\I \’Q}Q %Q_\j: ,,J,Q\P( D‘Q)\f; (00\'(0
Q¥ o o o> S oY oY oY

Fig.1
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Table 2

No z-
mg/kg
1 0.140 -0.19
2 0.154 0.26
3 0.092 -1.73
4 0.150 0.13
5 0.160 0.45
6 0.130 -0.52
7 0.130 -0.52
8 0.093 -1.70
9 0.090 -1.81
10 0.130 -0.52
11 0.140 -0.19
12 0.127 -0.61
13 0.131 -0.48
14 0.151 0.16
15 0.072 -2.37
16 0.150 0.13
17 0.122 -0.77
18 0.101 -1.45
19 0.100 -1.48
20 0.130 -0.52
21 0.090 -1.81
22 0.140 -0.19
23 0.155 0.29
25 0.150 0.13
26 0.090 -1.81
27 0.130 -0.52
28 0.160 0.45
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Table 3

He/g
1 2 3 4 5
1 0.7755 0.8745 0.9838 0.9140 0.8989
2 0.7218 0.7490 1.0780 0.8733 0.9061
Table 4
Hg/g
1 2 3 4 5
1 0.03846 0.03676 0.04006 0.03903 0.04211
2 0.03671 0.03574  0.03901 0.04083 0.04039
1 0.03786 0.03569 0.04213 0.03938 0.03743
2 0.04006 0.03915 0.04042 0.03870 0.03655
Table5
vg/sg vg/s % vg/s % vg/g %
1 0.877 87.7 0.054 6.2 011 13
0.05 0.0389 778 0.0011 2.7 0.0021 55
0.05 0.0387 775 0.0014 3.7 0.0020 5.1
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