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Examination of official new method of aflatoxin B; in nuts

Toshiyasu ISHII and Hirohisa YAZAKI

I FU®IC

775 ¥ (AF) &, Aspergillus flavus < Aspergillus
parasiticus TR EDAEMNSEAINZHEERRRBMETH 5
AE#H (X1 3 bF >, mycotoxin) D—HT, FOaMEN
HIBHI LS, RAVMOP THREBORNAMELEL THS
NTVW3, 1960FEETOLEHSDKERIESEH (Turkey-XiH)
DIFREMEL L TREINTLUR, BRUETHE—F v INF—
REMSRIHINDERER TR, HM464E 3 BIHITEREI28
SOREHERANICED, BRAHPREHOBMDEL, REKH
BETDWTEBHIND I L7, Uk, BHEMEONSRS
HoBENE, ENBHLRLCEDSNTEEN, KELLSEIZ
Rohiah-oi,

&AM, FRIEIAZH > TIRERORABRIKIIFEILEEH, =
NiZEDb- T, #HREREE, 7O00RVLAZOEERELE
RURBRWERBRAEPELT, #ikic 188, 58 EESERUE
FRHPDOT 75 FF OB ARIEIHAERBRIEE L THES
N, Z0AFBHBIEZ, EREEHKL, LVEDARMK
MIETEDRRIEERSTVEY, ZhxTHE O+
Z 74— (TLO) I EM B 72 FIET AFB, EHITHEMNTE L
AFB,, G, GiZDWTHRRENTWAWZ &L, EElEks O
< NT S 7EESE (LC/MS)™M%, EERSITEEO/EMAD
BREICANHERERA TN,

ZIT, SERRINHREEIDONT, BaMELR>T
WHERS FARRBREDHLERESHEOEERLEANT,
BMEGRER 217750, EERBEOMS|FICK 2 HBEO# AN
BEIZDVWTRANZITORDT, TOKEEZHRET 2.

0. RBAE

1. # #H

HEMUOTTT hFI BRI NABRNWT &R L =ik
D%EE, T—EVR, hya—FvY, SHFIT7FvY,
LI, BOE, VEbOOME, EXyFAERAV.

2. & E

1) FEHEPRHR  ERUEMIT, FOEMEE T REMRE O Aflatoxin (B,
B, Gi, G:: %&1ng) Set ZH\Vy, FBEMNS5ng/ml &7/85&51
MLV« 72 b= UL (9:1) THRL, BRKEERKEL

T EREEVR
(20024F 1 H18H %)

7.

2) ZHEEHN T L ¢ Autoprep MF-A1000 (BEF0E TR

3) #EHR : TLC plates Silica gel 60 (MERCK#t8)

4) FOMODRIEK : Ay =)V, 7T ZMUILIZ, FAMZE
TEWESUIBFLZEE HPLC AREZ AL, KiZIURY
# 8 MILLI-Q Labo iC&k DB L THWE, FofOAEIL,

ITRTHROAERRHEH N, ﬂ

3. HRERVMERMS

Bk O< N5 7RiBIR, HESHREDR T JASCO
880-PU, h I LA*—T7> : JASCO CO-965 #HBRHIES : JASCO
FP210&fHL, ROFHTHIEL =,

H15 L - Wakosil-TT 5C18 RS (4.6mmi.d.X 150mm)

B &M : Acetonitrile-Methanol-H,O (1:3:6)

# & : 1.0ml/min

715 LiRE : 40°C

BRHEFEE  BEKREX)I66Nm, I EEMI50nm

AR 100

HET > M A—F—13, BEREMMEFHOBR2EKER/OTE
ZF v FCSIEMAL, ROFHTHEL =,

>7:F%Fv/>5>F (P/N 204-28135)

BREEE  BiEEE (EX) 365nm, #¥EE (EM) 450nm

ZAF v > ZAE— K : 10mn/min

4. AHBROFE

BHEE#E400g~500e WL, L ¥tk ompL, 7~
IRy aDEBVNEFE- LD EHREIEL L. ZO¥BE—(L
L7=idelo0gZ2BOHD, 7h=FVUJL -7k (9:1) 100ml %
Mz, 30MOKRES XI5 MDD T L > Rk, B8 L it
WEG, MHESml 2ZBEEN S AICIEAL, #HK1.0mlZE
RBEICED, ARAKE L. TORBRIBK0SMIZ LR
BEEICED, INRL—F—2HWTHEEEZEE BREMICH
U7 ) ADOEEREImIZMAEML <®HBLL, =R, B TIH
MEH®, TERZNUIL K (1:9) £0.9ml N X HPLCHM S
BREL 7.

—7%, THEkiEE DB THWEHKIIREI28S5 D5
FENCHUEFETH 2. Thabb, Mg —(kL 2ildels0e
EREHE, WS40 NI 57 0 —THER, BELZBEL
HBEMERCES - 7R MUV (98:2) 500 w0 ITHEMNL,
TLCHIMBRIBEHR E LT,

5. AFRINERELER

1) #05R U ORMEIGLER

HIEEET—E> RIZDWT

“~

AFB,, B, G, G.ZH\, 20



ppb & M40ppb? 2 FEE D RIMIMEE Tidkl & EpkE, EINGIRO
BEEZFNEFN6 EDDOTV, [EUEREZFHN/ .

2) REEOEERRMEGEER
RERETHRBROMRVEIL > TWHEE, T—ER, Aa—
Fy, ATAITFuY, 23, EXYFFIT, ROE,
VEbDOEEMA, 8 MEOEEIC DV TRMENGASZ T
Teo 125U, BREAERUVT —E2 ROSHEIZEDERLITOZ6
EIDFEEEZEFA L 7=,

3) MtREDE L IEE

FRRETAFZ BT 2, (57T > REA3305H
RED] ERBoTVBEN, EE50BETIToOTHERIALUR
W, Ha—F vy YRUVEXYFATREEITO .

4) ZHEEH S LRBEICB Y ZEHEZORE

ZHEEN T LRBEIT, KHMOSH T LIRS NELBHI N
57, AFR#EINT, BI—EDBETHRHINS =D, 7]
AR LM R D RERENF N EINTWS, £2T, 8
HOREN S G- IEMKLOMITORMEMICEIITE S5
12, VAR ERAEEEO 1.0~2.0mIBOROE#KLOmI, 2.0~
3.0mlD BOFDXROERK.0mMIZZFNENHEL, REYOHE
WRFIZDONT, #iEdE OFboomtikzERL TR,

5) fEkikE o thERRat

¥ L 7= % fE 412 20ppb R B 40ppb D i TAFB ~G. & i
LRARHIDWT, RERIETHRIEZITYL, BRMICHAETLCH
ABAKREZEBRICIO ARy L, yOOFR)VAL - TEb>
(9:1) @ ERBEETHI2ERIE, BEZAELLZLOEH
RIKICEDHHMELE Lize ZOKREEHDEIRICK 2HMENGE
BOKRIZDNVT, ThTNOEINEDRIENRS 2 R L -,

. ERRUER
1. BYIBLICK ZFMENRHER

AFBOHFEIZDWT, /KiETIZ10ppbZREL Tidiasix
WERS>TWED, FINFEETIZI0ppbZE LEISZHEZE ()

FIBNEETHDT 77 b+ UBilBRiEORE

ELTWAETTHEME L TORERBREN N, £IT, &
MENGRBRORMBIZDWTIX, BEAFBHEOENICLDE,
HE[EHAFREBOBE, TOERRAEOLUEREZHFMTEIL
LEEINTVBDT, FREZVIIBEHELINTNZRED 2 FEIC
% 7/=320ppb, T HIZFDFEDA0ppbiZ/ed K DIZAFB, B, G,
GEEMT B EE L. ZD20ppbfk C40ppbiR D ikl % %
EERVT —E> RTHERL, HINEEICLDENGRBET> .
ZORERER L KUK 2ITRT,

FNEEDL (775 bF2OBRBE THdIEMnS, %7
BIZDWTRTHAS L, 20ppbifsni&E4 O EINERILIT.1T%,
EHRAZ088, EHFRBAMEBHRBERNESN. BIEEN
D40ppbiFsin, 7 —F > RAD20, 40ppbifhiikHI T 2R
IZDWTHEINE, HERE FHRREOICRERBEELO 7.

SEAWHPLCAHETIE, MU 7)IVA OFE (TFA) &
ZFBARICE OB, GIZDWTIE, #EHEZES L TR
LTWaH, RICARSNDEIICHEAETIETORVLER S
Teo =4, By, GiIDWTIE, [EUNE, FEREZZTREVDOOD,
HIEOEHFZREMNILI8~13.92L 102 BX2H0HdH 0, HFN
FETONTYFANR SN £, 7T RICE- T,
GIZBWTHEHFREAN534ER>THY, FREENHLF
TBETZHET 2HBRIETHD I LERTHRE LS.

2. EROBERIAINERGER

HIEE, 7T—E2RE, F8EEOEERIIONT, ThThF
INEMR &7 o 7= /R E R 3 ITRT.

FEE 8 BB D EHEINERA82.63% ~92.08% & — R B WL Bl A
BonTWVaA, EHREEARDE0ULTHD, SHEON
TYFMRENIEIRINTNS, FIT, BENNIZEIZRT
HBE, BT a—F v UM% ~56.10%, EZXYFAH59.15
%~T815% THEDEVWKRERS>THD, MEFKIIBBHIE
RRBMENW LIIMEEEDNS, BRRAHAI, ZOhPa—Fy
VEERSFFERVWTEHEL TAD L, X40@D, EEICR
WskERERD I EMS, MEBETHEICEST, A—RARz%E
fIoTH, DRUNTVYFNRRENDZ I ENbhol,

X1 777 MX URMEIARER (FLE)
B 5 = =
¥y RERZE BEIRE LABEREK
1B H 2081 H 3[EH 4[8] H 5[ H 6= H
20ppb & AN
B, HIEMH  20.46 18. 64 20. 11 18. 64 20.12 18.63 19.43 0.88 97. 117 4.54
EXE  102.30 93.20 100.55 93.20  100.60 93. 15
B, WIEM 15.65 18. 40 14.78 19.33 18. 68 19.79 17.77 2.06 88. 86 11.58
EIRE  78.25 92.00 73.90 96. 65 93.40 98.95
G, HIEME 19.89 17.05 19. 44 16. 21 18. 89 19.78 18. 54 1.55 92.72 8.33
ElRE  99.45 85. 25 97.20 81.05 94. 45 98. 90
G, HIEME 17.09 19. 24 17.18 18.37 19. 66 18.63 18. 36 1.05 91.81 5.73
B R  85.45 96.20 85.90 91.85 98. 30 93.15
40ppb#E: N
B, HIEME 36.72 42.93 36.08 34.70 37.96 37.11 37.58 2. 84 93.96 7.55
E4XE  91.80 107.33 90. 20 86.75 94.90 92.78
B, HIEM 34.13 41. 64 37.04 33.45  36.06 35.31 36.27 2.93 90. 68 8.08
EXE  85.33  104.10 92. 60 83.63 90. 15 88. 28
G, MEM 36.87 42.26 35.94 34.94 38.29 37.45 37.63 2.55 94. 06 6.78
EIR%E  92.18 105.65 89. 85 87.35 95.73 93.63
G, BIEfE 35.58 26.08 36. 85 33.89 40. 71 34.91 34. 67 4. 83 86. 68 13.92

[EIL R  88.95 65. 20 92.13 84.73

101.78 87.28




TEETRS $205

10—14 20024

&2 775 bMFTEMEIR

HBHR O—FE2F)

= 5 B ¥ o N
1EH 2[El B 3[EH 4[E H 5[E H 6= H TOEOREREE LR Z8RR
20ppb &N
B, HIEfE 16.49 16.93 19.82 15.87 19. 10 16.17 17. 40 1.65 86.98 9.50
FEIX R 82.45 84. 65 99.10 79.35 95.50 80. 85
B, HIEME 15.12 17.57 18. 37 14. 49 17. 25 16.91 16.62 1.50 83.09 9.02
BILE  75.60 87.85 91.85 72.45 86. 25 84.55
G, HIEMM 14.83 16.59 21.43 15.07 18. 33 20. 22 17.175 2.72 88.73 15. 34
EILE  74.15 82.95 107.15 75. 35 91.65 101.10
G, HIEME 15.36 19. 04 20.23 15.33 20. 85 15. 81 17.177 2.56 88. 85 14. 40
BILE  76.80 95.20 101.15 76.65 104.25 79.05
40ppb &N
B, HEf 36.15 38. 14 35.68 30. 26 34.74 33. 64 34.77 2.67 86.92 7.69
EIXHE  90.38 95. 35 89.20 75. 65 86. 85 84.10
B, HIEM 32.77 33.86 35.36 28. 16 32.92 30. 28 32.23 2.59 80. 56 8.04
[ElRE  81.93 84.65 88.40 70. 40 82. 30 75.170
G, HIEME 34.68 37.38 37.18 29.08 34.57 36. 85 34.96 3. 14 87.39 8.97
B R  86.70 93. 45 92.95 72.70 86. 43 92.13
G, HIEM 32.77 24.45 37.72 28.61 37.06 34.03 32.44 5.11 81.10 15. 74
B4R 81.93 61.13 94. 30 71.53 92. 65 85.08
*£3 HEEOHEMICLIEMEINRBRER
- - 20ppb AN 40ppb AN
B, B, G, G, B, B, G, G,
%IEAE B E fiE 19. 05 18. 179 18. 40 18.97 37.58 36. 27 37.63 34.67
[B] U =& 95. 25 93.95 92.00 94. 85 93.95 90. 68 94,08 86. 68
T—FVFK B E & 17. 40 16. 62 17.75 17.77 34. 77 32.23 34.96 32. 44
[B4% 87.00 83.10 88.75 88. 85 86.93 80. 58 87. 40 81.10
Ha—Fyv B E 7.21 6.95 10. 70 8. 81 21.04 19.23 22. 44 20. 60
[ 4% R 36. 05 34.175 53. 50 44.05 52. 60 48.08 56.10 51.50
~HTITF vV B E i 17.176 18.16 18.71 17.85 39.56 40. 42 44. 58 45.09
[&] 4% % 88. 80 90. 80 93. 55 89. 25 98. 90 101. 05 111.45 112.73
VI B E & 20.41 19. 89 21.48 19. 14 40.78 38.95 42.50 43.09
EIfLE  102.05 99. 45 107. 40 95.70 101.95 97.38 106. 25 107.73
moE B E il 20. 06 20. 44 22.05 20. 44 43.07 42.03 44. 85 45. 82
B L  100.30 102. 20 110. 25 102. 20 107. 68 105. 08 112.13 114.55
VEbLYOHE B E & 20.71 19. 28 19.92 21.65 38.43 37.15 41. 44 40. 20
B % 103.55 96. 40 99. 60 108. 25 96. 08 92. 88 103. 60 100. 50
v R EFF W E il 13. 48 12. 08 15.175 13.58 25.24 23. 66 26. 26 23.82
BEIES 67.40 60. 40 78. 75 67.90 63. 10 59. 15 65. 65 59. 55
R} 17.01 16.53 18.10 17.28 35.06 33. 74 36. 83 35.72
1R YER £ 4. 60 4.68 3.61 4.16 7.82 8. 22 8. 46 9.61
I £ [E] YR R 85.05 82.63 90. 48 86. 38 87.65 84. 36 92.08 89. 29
AL UEER e 27.03 28.33 19.95 24.10 22.30 24. 36 22.96 26.90
* HHAROT —F 2 FORIEMIE, 6E O FHHE %4 A,
4 H¥a—FyYROCRAS FA 2R EMEIARFR
% a1 20ppb AN 40ppb ¥
B B, G, Gy B B, Gy [
SR 19. 23 18. 86 19.72 19. 30 39.03 37.84 40. 99 40. 22
AR 1. 40 1.36 1.74 1.51 2.84 3.46 3.95 5.56
SERYEIR R 96. 16 94. 32 98. 59 96. 52 97.58 94. 60 102. 48 100. 55
IEENREL 7.28 7.21 8. 85 7.82 7.217 9. 14 9.63 13.83




3. WMHREDECLDIHE

FNEEOAFMBERET, 00MRES ML S M TL >
F—iHDO —DDBEZHFLL TVDH, WThOBEIZBNT
HERBHERBRSNDINENERARD LD, hia—FvY
RUOERY FAE2RAOWTHERFLEZ. A a—F vy VOERE
£51Z, £=, EXIYFFOEREEKG ITRT.

N a—FyVEGEREOHET S E, 1FEAENEINE
0% B EBRVEREARSZ, ThESHMOTL > ¥ - TfT
5 &, [ENEA95.70% ~106.68% LiFkERNHE LN, FRRICE

FIBNEETH D7 77 bF 2 VBikBRiEDR

AFFATBNTH, 057 FIRE ST, EIIRN0%HTET
HolHOM, SHAMOTL Y- ETS &, EIXFET5.70
%~82.35% LWEI NI,
ZOBAELT, Ihs0f@ER, BT EH—(LLnk
212D BV, ZOBKRROREINB0D IR E S HthoHhT 2 ~
S5mf2EDRRER>TLE S8, KKARHPICHLAD ST
777 hF 2B tHactiEcniaisbDEEZI 5N D,
DT EMNS, FIREETRRT S, BEOBEEIHBY
EERHAEL, EOOMMVRIEREENLELEDN S,

x5 MEFECIIEMEINRRBER(IYa2—FvY)
, 20ppb#AN 40ppb ¥
it 7 B, B, G, G, B, b, G, G,
3047 IR & S B E il 10. 25 10. 05 12.05 12. 14 22.174 21.37 23.76 22.175
[B] 4% 51.25 50. 25 60. 25 60.70 56. 85 53.43 59. 40 56. 88
5M7 Ly K ) E & 19. 49 19. 14 20.09 21.31 42. 67 39.08 41.07 39.89
[B] IR 97. 45 95. 70 100. 45 106. 55 106. 68 97.70 102. 68 99. 73
6 MHBFECILIIEMEINRARER(ERZFH4)
W % i 20ppb H MM 40ppb FR AN
B, B, G, G, B, B, G, G,
304y & D B E il 12. 39 11.85 11.19 10. 34 20. 21 19. 63 19. 25 19. 31
[\ R 61.95 59. 25 55.95 51.70 50. 53 49. 08 48.13 48. 28
547 LR B E & 16. 47 15. 46 15.79 15. 14 31.52 30. 43 31.70 31.26
BEES 82.35 77.30 78. 95 75.70 78. 80 76.08 79. 25 78. 15
4. BBENS ABRICBIT2BRLEEZFOR
REEMBRED =D D HiEIX, HEiE T MultiSep#228,
AutoprepMF-A, ISOLUTE MULTIMODE>, MycoSep#226,

#2222 ENBAEINTHD, MUCHEEY TR U LZBEL
I A5 LR RTHPLCIZ L B HRRBIE R ENHE S O
TW3, 4EIL, BMEIME D Autoprep MF-A1000% F Wy,
VDEDLYOEOYIAESR 1 ml, KROFEHK 1 ml, FIZROE
B 1 mIOBERMFIIOVWTRIALE. ZOHE, Bohk
roO TS LERKLITRY,

H1DIMn5B, GRICKREHE—INREND, ZDLD
I BR ISR E - RSN 2RI, SHEEORED
SBbVDEbYDOEDIEN, 7—ERDG, B RiCES5h 5,
FVNWID2HOKRMME—21Z, AFOEE—V EERST, ¥
o, TOMD 6 FEEIZIE, B a3y 7 USNOKEME—2 &R
bhdE—rNRshizn,

KRiZ, DEOLVOETO I mzZBA-BHED/ O KNS
LEBRT DL, 10O, MO@EIKMME—I %L, TL
TRELBDHBEMMH D Z EMHRI N, HEEITODVTHE
ROy ORI I L0%EESIN, WIMEBERNS 3miAMKE
TOMIZKRMEME— VIR S hizhof=.

5. XKL DOLEEBRE

#IEAEIT20ppb KR TM0ppb & 722 K DIZHM L, HERETEIUY
RBETOLBRERTICRT., WRETOREIERIZ6T.T5%~
109.85% & ZDDONTYFIZHZHDD, BIFHERNESNT-,
Linl, FIRNEER, REGENIER CBREERN EOBANS
WEZH, BERELT7Oo0O0RLSEOEEIARIEREORRAHK
51, BICKBBEOHR(MNITON, FEMMOERI NG
T, SEANZEBESICIOVTIE, FEFEREERSOERENE
LRTWS, TO—AT. @E. NOEMASEEENNEELD,
=% IR EROBRLIIZIEM RS,

Time 4 8

K1  OFbYOFEDOKRMEEY
[ ZBEEHNT LHE]L miFDra<whrIa
0: ZHHENTLL ml ~2 mPDra<vhsIa
M: ZHEHTLL ml ~3 mbDra<whsSA
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KT EREICLDEMENN AR R
- " 20ppb#R AN 40ppb ¥ N
B, B, G, G, B, B, G, G,

%A B 7E 15. 34 20. 54 15.70 15.16 41.50 27.10 34.16 43. 94

[EI% % 76.70 102.70 78. 50 75. 80 103.75 67.75 85. 40 109. 85

Zasshi (J. Food Hyg. Soc. Japan), 37, 195-201 (1996).
V. £&£8 3) Goda, Y. Akiyama, H., Otsuki, T, Fujii, A., Toyoda,

1. BIEERUVCT —E> RIZDWTOAFBIRMEGASR DD
BUITOE#HRIL, BIFCTHo. /2, B, G, G, IZD
WTiE, BBOREIFTH o0, EHRE,» S B THATEE
T 56, BICHARIEFORNNLETH 5,

2., 8HEEORERIIDONT, oMk E > MtEETHR%E
fIo®R, Ha—FvYRUVERYFFOHEMENTRE
<, BTHI2—Fv36.05% ERX¥FH6740%, B, G,
G:HFIERBRDOKER LD, BEHICLV ARG EZRAT
SUHEND DI EMNREEI N,

3. W a—F v YRTERFFAIZIONT, S5HMTL>F—
MBRETRBEPDEL R, RMERERSKES N
0 fEHR & S DFE, WEOMEIRIIRILT D &ickD, #
HAFRFTERVWDHBDEEZ SN, ZOTENS, RHEOHE
B2k o T, FIRAEHEIIBVLTHRER KRS OFME S 25EY)
IHEET D0END S,

4. SFHEOHEFDSSL, 7—E2 RTIRG, B MiZ, 0%
b OFETIIB, GRICKREEME — 7 BSHIHBE#EEN»SRohn
%, £/, VEDVORETO 1 mEBAIEBIKTIE, FIiC
RYME— I NE LD ENHRI N, HEATIZ 3m]
F TORBRPICRENE— VIR Naho 7,

5. WERIKICHEL, FIAEEL, TOXREBNED HEBIAHOD
HERAAKIBICERM S N LRI, RBROMFEL, RKEOEH
LD SN/, R AR ERIZEML .
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