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SR ELY
HLE DA SLHE
AN RO FF A ELPH (B O HARE)
. . = Az PAP
= AOAC Guidelines* “PROCEDURAL ﬁﬁ%‘%ﬁgﬁﬁ%‘g
ug/kg(ppb) MANUAL” 22nd ed. IR HRBRIE D%
(2014) U PEFHIH ART A
1000 5 00 80 - 110% 0 - 120%
100 80 — 110% 70 - 120%
10 D b = |15% 70 - 120%
1 40 - 120% 70 - 120%

2CAOAC Guidelines for Single Laboratory Validation of Chemical Methods
for Dietary Supplements and Botanicals (2002)

CALF No.26



¥ FE D A 3L HE

Z W HHFEE reproducibility
» Horwitzzt

o =0. 02C0- 84% RSD;, (%) =2 C -0-1505
C:HE5HZ (1ppm73251075, 1ppb7251079) 25 ¢ e BT S ME

2RO RO McClure,F,D and Lee,J-k, Computation of HORRAT Values.J. AOAC Int.,Vol.86,No.5,1056-
1058,(2003)

» HorwitzztD{EIEZX (Thompson TU*)

o =0.01C%° RSDg (%) =C05  (€>0.138)
o=0.02C0845  RSD, (%) =2C0155 (1.2%107=C=0. 138)
o =0.22( RSD; (%) =22 (C<1.2%10°7)

* Thompson, M.: Recent trends in inter-laboratory precision at ppb and sub-ppb concentrations in relation to fitness for purpose
criteria in proficiency testing, Analyst, 125, 385-386 (2000) .
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A OGP ILHE (RIMEBURSEE, GRS E)
=B ug/kg Horwitzz Thompson=zk EEHE4
(ppb) X 0.66% X 0.66% HARSAY
RSDg RSDr RSDg RSDr  ZERNFE HITHRE
1000(1ppm) 16% 10% 16% 10% 15% 10%
100 22% 15% 22% 15% 20% 15%
10 32% 21% 22% 15% 30% 25%
| 44% 30% Ll 15% 35% 30%
0.1 63% 42% 22% 15%

X HITEIRISE (repeatability) DIEH  RSDr=RSD, X 0. 66
CODEX STAN 193-1995: CODEX GENERAL STANDARD FOR CONTAMINANTS AND TOKINS IN FOOD AND FEED
SAMPLING PLAN FOR TOTAL AFLATOXINS IN PEANUTS INTENDED FOR FURTHER PROCESSING INTRODUCTION
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HARMONIZED GUIDELINES FOR SINGLE LABORATORY VALIDATION OF METHODS OF ANALYSIS
Pure Appl. Chem.,Vol. 74, No. 5, pp. 835855, 2002.
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BT DR ERFE il

=
PTHZoZEIZITHOBE R DO 2 HTE (xi) D idnZ-scoreZxK DB, .
25 T2
Z=(xi—x)./s X
BN —2=7=>2 (95%) A 0.7=xa/x=1.1
N mEEETOEEAB DB ERERM
2 EEHHDOATEHER
EHEVRHRELE (g) 25.00
58 | REE | ERE
DHTIE X s (1g/e) (ug/g) (%) z A7 =il
..... 1poN ] 798 | 7.0 | 010412 | 0.09406 | 90.3 | 15 | @ &
_____ 2 BAcDON | 9.0 | 77 1010222 | 009782 | 957 | 0.1 E
_____ 3 15AcDON | 876 | 93 | 009992 | 0.07517 | 752 | -1.3 @E
..... 4 NIV7905901000200867386713@E
5 W4-Ac-NIV 91.2 6.7 0.09961 | 0.09947 99.9 1.3 @ =
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HITHERE== 280x%x0.66

2.8: 1.96(95%IEE X DkL) x 2

066: EREERENCENZERETHETET HFRH

EHEERE

o = 0.02C%84% “mr (Horwitz®iT{Ll=()
C:2EHMEBRDITHIE
mr:E=Ltt (IppmTHNIL 10¢)
C=0.12ppmDIBFEITHEIZIHL T, o = 0.22 THEHE
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» ) BHEA @ 014 (mglkg)
@ 012

0=0.02 % (((0.14 x 10-6+0.12 X 10¢)/2))084%5 /106 = 0.02827
HITEARE=28x%0.02827 X0.66 = 0.052

F¥IF 0.14—0.12=0.02  0.02<0.052 OG&ESE)

=2.8 % (0.02 * (average (BI:B2) * le-6) "0.8495. le-6) * 0.66

» f512) BB D 0037 (mgkg)
@  0.027

0=0.22 x (0.037+0.027)/2=0.00704
HITHEARZE=2.8%0.00704%0.66 =0.013

¥|F 0.037—0.027=0.010 0.010 <0.013 OGESAE)
=2.8 % (0.22 * (average(C1:C2 ) * 0.66)
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RIGTERTHAONEELEMBIREEZADNSD ., TOMIZHIEL
DEMBIRNHEINTLNS

y BMIKEEN, I NMFETERERFRECOVI T HAFTOERIZMEEEE,
F-. EMRKEEZII0B3FICEREFBEXNRELIZZVUILT7INE
HO-HDIEEHE AR,

==t OEEE
y EOHHTKBELTL, UV, BEXETOREIZIHE,
» RFRE 204g.7100ml (7K. 25°C) . log Pow=-0.67
XSE gk 211.5g.7100ml (K. 20°C) . log Pow=-3.67
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77 UNT I FallRik (HD)

¥R 3g |1 TLod—hvTARER

THOYILTIR-d3 | pgDBRETHRM
ANEXHL 20 ml

7K 100 ml

TS —TER Imin
LEF=AJ7SAICHBLIERESHE 10 min

HHEIKE $950 ml| =08 (CERE

B=IDSEE ARTRRFYY 3000%g
E X4k 2000 X g

5| 518 (H 5 A GHEEMR) .

HEIZIECTTREAE*(JIS 5A)

A
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ENEDNSTESIZRT Ny 772 8%
TV 77— AL TA SN T H 728
D, FHHR DS DV BRI T X O 78 fkiC

AIEDIEF NN EET 23 . IR OHERECEFH
HHEER D AT TEAETEIE Sy
hRELTZU

ZD7=, — KR E A AR (5A) T
%ﬁ%ﬁuuﬁ T AREHE A TR
A4 AL

DVIRD E R EE R AR CHR AR T
HI fINH— HIEEFERH
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77 UNT I FallRiE 5D

A& 40ml

EAEAEE ODS (360mg) + &M% (400mg)

SETMER (400mg) G
ODS (360mg)

BRI A B

AR )—)L 5mICIRH

15 MR (400mg)

AR (omIERERE)

10% =F Lo T Va—Le A% )—)LERHKE 0.1ml

40 CLL T ERBREDITICIVEEEA R E
AX ) — I ml AR
A )—ILiAK
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T7VNT I Fidlik GEEAIL)
AR/ —IViBR&
0.3mol/L¥gfE A% /—/L 0.1ml

10%% P FeRm—/ L A% ) — LR 0.1ml
RIVT 97 A% —TH<ITA

PR EUER 40°C, 2hr

40°CLL T, ERBREDITICIDE AR
FER—F /L 2ml, /K 5ml, ¥i{bF R A 2g
IEESFHH Smin

T = UNE

GC-MS EFERB®&
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GC-MS SIMZ7u= N5 A

x10 2 |+EI SIM:1 (251.0) SIM 05401014.D

" | | S KEE;
0.8- e TOVILTIRFER
1
0.6-
04 “L‘
0.2- m/z 251 H | N | e
BN | AL
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08" D3-7ZOIILT7IRFER
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|\
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HIUE (%) vs. BIERE (min)

AR PEE 100 pglkg (RTFRRF94)
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T 7 VLT I FilBRIEDTERE

RNTRATF IO T 7))L IR R

4
4
4

LOD 4pg/kg
LOQ 12pg/kg
#iFH 12—2500ug/kg
ERRME R?=0.9996 (12-250ug/kg).  R*=0.9993(250-2500ug/kg)
B 100.9% (LOQFTIE) | 95.3% (LOQ X 10413/r)
HHTHSEE RSDr=2.4% (LOQFIIT)
RSDr=0.9%(LOD X 10)
FEWNKEE RDSi=6.1%(LOQFTIT)
RSDi=6.5% (LOD X 10)

e a9

DESE EMNKESR, AELFVESEREAERRT 2K (ERIS~2FF)

URL: http://www.maff.go.jp/j/syouan/seisaku/risk_analysis/survei/pdf/chem|5-22.pdf
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http://www.maff.go.jp/j/press/syouan/seisaku/pdf/chem15-22r.pdf

