28

HPLC
« )
(AFs)
AFS(Gl,Bl,Gz,Bz) Ml(AF—Ml)
AFs (RSDR) (20 ng/9)
26 (2 ng/g) 29 HorRat
1.13 1.18 1.22 1.31
(CAC) HorRat ( 2
AF-M; RSDg (1 ng/9) 20
(0.1 ng/9) 31 HorRat
0.90 1.40 CAC HorRat
AFs
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(8 )
(AFs) Aspergillus
AF-B:1 AF-B, AF-G; B
AF-G, AFs AFs AF-M;
SPDE
AFB;
AFs (AF-B;
AF-B, AF-G; AF-GZ) 10 ug/kg 1
AFs
(€H)
AFs AFs
AFs A 20 ng/g
B 2 ng/g 2
AFs
AFs p ( )"
1 ng/g
0.1 ng/g 2
(8
(SPDE) )
2015 7
23 My AF-My
2016 1 23
HorRat(Horwitz ratio)
)
AFs C D
@ AFs
2 AFs
)
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( )
€ )
A B 70
QY
AF-G, B (61
71 ) AF-Gy B 69 77%
4
AF-B;
Bl Gl Gz BZ
B G
8
RSDr
A( ) 26
B 29
« 2
HorRat
(Codex
Alimentarius Commission CAC)
2
A 1.13 1.18 B 1.22
1.31 ( 3) CAC
8 7 2

13 i' SD"
¢ 2 3)
+ 28D
JIS assigned value
z
2 AF-M;
( )
€ )
B 93
104 ( 9
AFs AF-M;
SPDE
8
A( ) 20
31 (
4) HorRat
0.90 B 1.41 (
4) CAC HorRat
2

- 72 -



13 i_ SD"
3
13 i_ SD"
“ i_ ZSD”
C 4-(A)
8 6 “ + SD”
2 “ +
25D” ( 4-(B))
AF-M;
E
AFs
AFs
AFs
SPDE
AFs
AF-M;

AFs AF-M;

2.

Koichi SAITO, Junki ISHIT, Misaki NANIWA,

Saya NOBUMOTO, Rie ITO Trace Analysis of
Aflatoxins in Spices by HPLC Coupled with
Solid-Phase
Followed by Fluorescence Derivatization,

Dispersive Extraction
and its Accuracy Management for Method
Validation International Symposium of
Mycotoxicology 2016 (1SMYC02016)

(Nov.30-Dec.2/2016, Tokyo
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faEl/K:MeOH=1:4 12 mL
NaCl 0.3 g

##3.0g
30 min #&k&S
5|58 (ke E;15mL)
oY1 S‘mLEﬁ\HX

10 mLIZF R (7 %TritonX aq)

y

=iy (5000 g, 5 min)

'

tESmLEY ) -2 T VT

(B)

& (#AFs; 8 mL, AF-M,; 10 mL x 2)

1+ L LI TIL=F4% )L (PBSEBR)

RILTYI R (30 sec)

¥

=i 73 B (2500 g, 20 sec)
}
PBS 10 mLTH L& iki%
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*ﬁ%’mto mMLT7ILER S
SPDE:)cap tubelZ7ILERET
EfAEAFERIL
1 AFs
A:  ( ) (A):;
©

»»»»»»»»»»»»»»»»»»
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BOREVDTARALELD

% (AcCN:MeOH: 7k (6:1:3) ;BR) £ M0 .,

¥ 200g {20.0 g%50 MLEALEIZEYRY,

£E%50mLIZT S

30 min k&S

y

=I5B (3000 g, 5 min)

LiE5 mLEH 17250 mLAEILE 15
PBS15 mLZMA%
AMBERET S

}
91— 7y 7 (B9 ; SPDE)

(©)

(SPDE®cap tubel=# L& R A>Tk EE)

!

(E#7 IVRADKDZERE)

i 5 B (2500 g, 20 sec)

&
NJ)ZI)LA OBEES

(#AFs; TFA 100 pL, AF-M,; TFA 200 pL)
(#8AFs; 28, 1058, AF-M,; 40°C, 2053 )

=D B (2500 g, 20 sec)

5%’37‘:’7&[«[2*%@7}(900 pLZ 70
‘ (AF-M;; 400 pL x 2[a])
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'
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AF-G, (Sample A)

25

Concentration (ng/g)

Laboratory

AF-G, (Sample A)
25

20 Added

Concentration (ng/g)

Laboratory

25

Concentration (ng/g)

Concentration (ng/g)
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+SD
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Laboratory
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Concentration (ng/g)

Concentration (ng/g)

05

AF-G, (Sample B)

+SD

Laboratory
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--------------------------- +SD
----- - - —————————— - = = = = | Mean
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o
@
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o
@
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-
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~
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-
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AF-B; (Sample B)

Laboratory

AF-B, (Sample B)

+SD



Concentration (ng/g)

(A) (B)

AF-M, (Sample A) AF-M; (Sample B)
0.16
---------------------------- +SD
Added  ememeremmmmmmememeeeeo o -|+sD
B e aebias alils e Mean  T50.12
E N
. N EEREN Remw -{-s0 £ Addea
s
go.os | o B ____ B ____ | -sp
g
2
S

Laboratory Laboratory

A); (1 ng/9), (B); (0.1 ng/g)
A-H ( 2 )
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1 AFs (
Added Average recovery
(ng/qg) AF-G, AF-B, AF-G, AF-B,
Sample A 20 69.2 71.6 66.6 71.2
Sample B 2 75.3 76.7 61.5 65.5
(n=8x 2)
2 AFs (RSD:
RSD (%)
AF-G; AF-B; AF-G, AF-B,
Sample A 25.9 25.2 25.7 24.8
Sample B 27.5 26.9 28.8 28.9

Sample A 20 ng/g, Sample B 2 ng/g
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3 AFs

(HorRat

HorRat value*

AF-G1 AF-B; AF-G, AF-B,
Sample A 1.18 1.15 1.17 1.13
Sample B 1.25 1.22 1.31 1.31

Sample A 20 ng/g, Sample B 2 ng/g

*: Thompson's modification

4 AF-M;
Added Recovery RSD HorRat value”
(ng/9) (%) (%)
Sample A 1 93.3 19.8 0.90
Sample B 0.1 103.9 30.9 1.40
(n=8x2)

*: Thompson's modification
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