W Lo SRWT, MeOH 1 mLx2 CHEMT
5% KD, LNTBEH & Fific TFA LB
L O BCEHEARL L, HERE HPLC 4%
iTo7ze B BEMENTERIZ. M 20212 7
75 k%31 Bl1,B2,G1l, G2 #%& 10ppb &
mLTiT o7,

RBAEEL, BN TREFEBFSITH N
TWAHBRHDI B, ThIETIIBRF*IT- T
WRWEYDOFy VI (Nn—ENFuy,
AFITHY Y, NI, PvATFTrba—
Y)Y RU, £28) r Y TORPEOE W,
TR, VS, TAF, RE, I, TA—FR
CE=Y—F, FRT, ZFY, avay,
FIHGU, FVRT, =T IR~
YrEV, U, AT Y- —F,
FIVY—F, Oy v—F, ¥LAa, HE
KDWTHRET L7,

C. iAHERE - Z8

C1REREIIDONT

BEEHD S b, REFRBSI AT
LZFy VERY, ax, V8, aL¥, Y,
Th—FE=—F, FRT7IiL, SHEH 5
ALY, HPLC ETIREALTHEY — 2 2¢
ROWRBEICETTHEEESA ., HmENER
B1,B2,G1,G2 & b IZ 89~119%D BiF 7% [
RSB, T T, I FYTL. IH
EY - 73122 A% <.B1,B2,G1,G2 & b
(2 81~129% D LM BIF 2 ULE £ B 7,
fbs, FFEHROCERX T, BEE- 720
Bl £2C, B) oRrHuAREL &
LIZAF A7 A CTHRETLZHEERIFLIE
BT AREBBRIBVWIEFHONTVS,
—H. T7?29 &V IBBHETHL, Eo
T T MeCNIOBBERTH L T RMBEAN
e WEZE®, MeOH THERBL, S5HIK

EMAH G LCBHTBIEII LI, + 2
. avavrAVRELLIER AFOR
MeOHREAT & G2 OEYUEI BRI
TL. BOEEFPFEL, BAHTELL
EFHBHL Az, £ 2T, B L 224 (MeOH
BBE 20%) TH 7 ACEM LENEINESRS
fTolco EDFEER, VT I¥—V=F, 7
IVY—F, 7u—-7%kKk% B1,B2,G1 T68
~112%DHBE BRI 2 EER B/ 7
G2 OB RIE 50~90% THh otz 7 H—
7T, B1,B2 omIIEIL, 73,81% & RIFT
&> 72H B2, G2 DEINEHERICEL . FH
FNT,3%THolz, 2 T—TDMBZHAF
TADEEE ST LITTWEOLE Lk,
Fh, ANVTF Y-V —FEk, FIvY—F
Tid, Bl & Gl DEYEL MK oA (18~
53%) o HHEEN T4 ETOSTHULEEH
PLCIRAMLAEI S, ChLDY—FT
B, ERMOBHTHBINLYEY -2 %
EZERTAHL, BL,GlICHIET A E— ZHEH
5. BMEEN T LADERRBT) T (BML L
PolWEEESEL G L, ENEOENY
3. WHTDECYEE (. Sk, THHER.
ANFY Y THEOBE LML S 2 L 2R T
BLENRHLLBbN G, D EOFMERD
¥R % Tablel,2 12777, '
C.2 2 5RO #H
HETRNRREFRA T, 2vavk by
7220 T, SRBATLIZAFH T A
PHAEGOEIATED T FEREIT- /-
&I %, B1,B2,G1,G2 T, 70~110% D R4F
ZENENR LN, T/, HEHC. £
REA AL Ay VEBRUREICHET 2
aETV, ETORBC2CTREHETR
BRI ERE B, w42 XL UR
EBR TR, BRBRE—FTov AW, 8



WEES 7 AELERE, ARBR IO T
RV, SBENTLAFAF AT AEERER
EORBZITo7z, FOKE. K=+ v VR
HUE 20 g OB, #£3R1%26.811.6 ppb, £
BeH T L5 25.9:42.5 ppb, 50 g DB, TE¥
% 25.9+2.5pph, SRS T 4k 268k
0.3ppb; b7 AT L RIE 20 g DB, 1€k
#£35.0+3.9ppb, FHEEH 7 21£33.712.6
ppb, 50 g DB, fE#E31.4+2.7ppb (ML E
TATBL) L&b, BTOr—2T, fERE
EIRITHFELWEFBRO L S EAHBAL
B, BHOMEELD, HPLC TR, fEk
ETAFTRUORAR TS, 777 +F TV
DRFEHE THEO Y- 7(0.1-2.4PPB) A&
Han, ZEEEXHTLENSLHE, Zh
LOY - ORBEVEETHLERY, &
FERTIE, AFASACEBTARICEL 3
DG ONELREE L W EORE#ED o/, &
7o, BEHSEHERLTWLHLOTIE, MBS
WETHTHLELRHEN,
C.3RERRAHT

AF AT 85 B05 FiEld, ZHES T A
PF TN LB OBRAFEL LTLT

FIHRTRETH B, T2, ZHEIFTL+HAT
BT ATHI LR OBECE, FEEL
LGVnIeT, EAFHATLILTH) C
EDRTRETH D, /. HAXDOERTIHEE
TAVAFELRHFTH B,

D. #&&
SHEEEMME S5 L EHPLCAFIH L
ohEE, BETHL L, BEOBVSK %
FIHBL2WT 77 b3 3 ETH LN,
HHETHHEREB T ONS, 2TORER
i, an¥ YxNonT, BFSEYR
ROV URETH o 1zo T/, TF ) &~
FTHMPLELREDE(T. AFSII A
HRATHAILTHMATRETHSL 2 LAY
L7 ChoDERIZ, a5 FERTHE
BENTBY, FLERELEZZENSOHKE
RUEBSTHINTRETHLI LA LL,
S, REFQEEEL T2000, BESDH
EELTOERTHBEBFRCTLCOMA.
o OMEE, MNEEESL SO, LM
WMERTLLEND S,



Recoveries of aflatoxins from cereals by multifunctional column method
(n=3)

Samples Added Recovery (%)

(each, ng/g) B1 B2 Gl G2
Macadamia nuts 10 972 955 955 923
Pine nuts 10 964 88.6 928 952
Walnuts 10 952 98.0 1005 944
Hazelnuts 10 926 892 902 925
Giant corn 10 952 91.2 89.8 942
Buckwheat 10 87.6 988 09058 1053
Rice 10 109.0 109.1 99.6 114.1
Wheat 10 116.2 109.0 112.3 118.6
"Midori-mame" 10 1138 112.0 112.0 106.7
Sesame 10 81.3 965 1145 93.8
Blue poppy seeds 10 . 9377 1046 107.0 104.1
Quinua 10 101.3 105.1 1004 1018

Pea - 10 1184 1214 1289 121.4

Recoveries of aflatoxins from peppers by multifunctional column /
affinity column method (n=2)

Samples Added Recovery (%)

(each, ng/g) Bi B2 Gl G2
White pepper * 10 87.5 69.0 79.5 56.1
Red pepper* 10 969 112.6 100.6 104.4
Nutmeg 10 102.7  73.6 1123 57.1
Sage 10 87.9 80.1 1063 64.8
Lavender 10 943 939 988 79.0
Cinnamon 10 705 783 7176 588
Tea 10 97.6 83.8 101.3 49.7
Coriander seeds* 10 21.2 109.6 204 939
Clove* 10 78.5 7.4 849 3.8
Cumin seeds* 10 49.6 103.0 52.8 68.9
Celery seeds* 10 68.2 978 68.5 625
Thyme* 20 68.1 965 695 874
* n=3
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A. HRBW

¥EHIE, DRETECHEETLIAN
MO—2ELTEETHD . KEHMH
EhrSBMAINTVWEZREBRBTHS. &
E. BROWEBE LI TERBBORSE
Li-MEbBREE> v b (SHR-SP) T@
AEWMB EBOABRICHXREFN
ERashsE0RMEN -/, XEHO
LW OEROLYD., SIERREZELDT
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HPrEEldThri@iMATo-LESE
OFRMPELELEL, XRBPROMEY R T

D-LVEOIVBATRBELLIMRE L.

EBEHMBESBPOLBRCOEROER

MHYR7Fo—-LERBICRE L, &7,
REHMBERCL2EGBEOR{LL LT,

NMEEBRO»LETRAI TS VIV ED
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XS EFHENEMOBENER L KRE
L7,

RRFL T1, #@EHMPORTFo— L8
OEEREIH{ESy POBERUME RO S
Al RO TH., REHBESICLIBEN
ZiicoWT) EABLTHRET 5,

1. EEHPOXTFo—-VIEOME & #
535 3 bOBEUMERO ST

B. ML=

HARE®ME S v b (SHR) % 4 B
THALSBRLDARAEMERS (5
ER . Lot @ 940624-71 ) /i3 K
T (SEMm, Lot © 940620-54)%
10% &6 7 2 WBKREE CRF-1 (4 Y
Ty NVEEBIER) 21 % ABEKAN
D&M TERBERESL .

1. ¥BHPORF o - LEOHMALE

&’
M7 VA UL BSTFAT V)

MEETW, TEROX 7o - ViBIER
(AVRFO~=N, 73T H X501 — ),
INhNTRFR=, HoyRAFa—-N,
AFAL ST AFO—N, B—YFRXFn
—y FIRFER-A) BV LD S
%17 > T GC-MS(SCAN)#E it X b, BRI
MEMSym=e MY S ADBEBEEETL
MBET - 2,

l-a) XEHMBRUERZORES

HTEh lg ZEtOH{: A V) & LEtOHMR %
S50mLe 100C 1R BML /2o £ DHAK
100 mLZ fn % ether 100 ml = 2 EIEH
HHET -, FREESDYE. K30
nlT 5 EkE®R. MBS P LTER
RALTHBEEELTRELX 700k )
ALASmLiIcAML 7z, Wik 0.5 ul %N,
KPP TRBEL. BHE < BSTFA (500 4
LAmA 100CT1IBMEELL. RIS
ERyEN. [P TEBEL. BEEAN
FH L 200nLTEBLL, ATV UVBAK
1mlg N7 (#) # Bond elute FL
(500 mg / 10 mL)jc AL A FH > 5mL,
NFY /TRy (1T 3) 5 wl,
TIERBHL. NFH /T B
GC/MS BB &L 72,
1-b)GC-MSH FE & #:

GC-MSO B ERBRLLTOBY Th 5,

#5 4L ¢ DBS-ms 30m X 0.25 I.D.; 0.2
5 um 3 F T —Hx : He (20m1/mi
n)y; A== ¢ 50 C(1.5 min) —230

0 T (20 min}, 20 C/min; GIEHRE
1250 C, AR : 1pul(xFY v b
LR) s 70 7R ¢ 1.00 min
MS&e# + 44 vAk#k EI, 14 1L
WHE "0eV ; XF 5 85345 — 1 R
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L,
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HEER

WA OB, REIR) OBEAER.
BAZAEAI-)ICELLTRGEL. BE
HOBEEZBHNTHREFRRL T, GC-MS
AoRE &L, ¥F— 7 OMERER LG
-MS{SCAN) #ic &k b, FIHHEH &£ GC-MS
(SCAN) D/ mw b7 5L —HT 52
Itk Vit EEEIN AT -0
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A 'y —(SIM) Itk DiFV. 20
I ELITRL 2,

C. 8 ,
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DAL EER
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mw N SAERBELLEIA, T35V
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567.47 mg/100g7 . K il i1256.98 mg/
100 THI 2 BREHBHOFTMNE I 5 72,
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DT L ER
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2., DERVOMEPOEY AT O —VEH
ODHALER
FBHMBRUVAERERS L SHRS v
FOLBENEFORFR LD
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ErhhoHh o RATFa—-LEF -V PR
Fa—AMEHE Rz, CheDATFA
— L iESCANFE L L b X Fu - VIEHER &
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SEROAFVLOBTIEPOE T2 EHE
CERBMLTVWE, LDERORTFo—AL8
BolhizRIEEMBIKR LR, 7N
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o—Jb & il THEBEMICIZ329.22 ng/
100g, X Eilici$168.68 mg/100g& #H %
BHRE<EdBLTVLAILLBROLST . 0
b i EEMmT 33.51ug/e REWMT
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A Grlg)

EtOH4: A 1 (KOH 60g, H,0 60mL, EtOH 240mL)
EtCHzE % 50mL

reflux 1h

7k150mL %z %

Ether 100mL < 2[EiR&EHhH

[— K30mLT S[EljE AR

A eE Rtk CHCL, 5mL (= iAf#
0.5mL(7#100mg HY) % RIET 5,

BSTFA(500 4L)
100 °C, th

N, KR T TiBfEEzE Ln-Hexane% 20mL% 0% %
Inl. % Bond Elute Florisil &4 3,
Hexane (5mL) Fr. 1, Hexane/Acetone (17:3) Fr. 2 -«

MEREH L Fr. 2 260/M HoHK &4 3,

GC/MS e SR
71 5 4 : DB5-ms 30m X 0.25 I.D., 0.25 ym

F 9 U FT—42  He (20mi/min)

A—7> 50 °C(1.5 min) —300 °C (20 min), 20 °C/min
SALERE : 250 C

EAER  1ul(RTFY v b R) 3 7Y 278 ¢+ 1.00 min
MSZ&#: + A A kik EI, 14 L {LEF T0eV

AF NS Ay — 1 BRHEYS 1 25KV

HIEIRR @ 19.00 - 26.00 min

Scheme 1  HBEDFERE EGC-MS DRIESME



# 1| AFu—- L OREEE. SFR. ERBE. BRLII 4+ 0RE. EBTR

ion No Eisr44 FRNE S9FE EHEH BRLUKA EETR
set (min) (wz) 4 ORB ( pg/ml)
#1 la cholesterol 20. 94 458 458 [M} 0.5

ib 329  [M-C3H50-TMS] 0.5

1c 129  [C3H50+TMS]* 0.05

2a brassicasterol 21.57 470 [M] 0.5

2b 380 [M-90 I 0.5

2c 129  [C3H50+TMS]* 0.5

- HSERRfH(min) : 19.00-21.80 :
Ty —F 5404 (n/z) ¢ 468, 329, 129, 470, 380

#2  3a ergosterol 21.73 468 469 [M+17 5.0
3b 363 [M-TMS-18-15]* 0.5
3¢ 129 [C3H50+TMSI* 0.5
4a campesterol 22.08 472 473 [M+1] 5.0
4b 382 [M-TMS-18] * 0.5
4c 129  [C3H50+TMS]* 0.5
5a stigmasterol 22.48 484 484 [MI 0.5
5b 394 [M-TMS-18] © 0.5
5c 129 [C3H50+TMS}  0.05

HEEER (min) : 21.80-23.30
oy —F 544 (M) : 484, 473, 469, 394, 382, 363, 129

#3 6a g-sitosterol 23.60 486 487 [M+17 0.5
6b 396 [M-TMS-18] * 0.5
6c 129 [C3H50+TMS]* 0.5
7a lanosterol 23.90 426 [M-TMS]* 5.0
(] ) 411  [M-TMS-15]1 * 5.0
Tc 109  [C8H13) 5.0

RIERER (min) : 23.30-26.00
Eoy—F 244w (/z) @ 487, 426, 411, 396, 129, 109

—34—



X2 EHARVUKRKEAPOITD—ILEE

_ mg/TOOg n=6
Egi AT B
sterol E1y EERE It EERE
cholesterol 0 0 0 0
brassicasterol 2448 13.05 0 0
ergosterol 0 0 0 0
campesterol 183.77 21.53 46.97 1.69
stigmasterol 0 0 41.33 248
B —sitosterol 32922 54.4 168.68 11.81
lanosterol 0 0 0 0
£ 3 FEFHABARUVXEHREESHRZ v ODEBPORATO—ILEE
_ ue'g n=5
SHR & SHRX &

sterol 19 BERE T 15 FEREE
brassicasterol 0.00 0.00 0.00 0.00
ergosterol 0.00 0.00 0.00 0.00
campesterol 128.20 34.48 33.34 546
stigmasterol 0.00 0.00 0.00 0.00
B —sitosterol 33.51 13.69 24.69 7.11
lanosterol 0.00 0.00 0.00 0.00

£ 4 XEHARVATEHBESHRI v OMEDPDRATO—NLEE

_ pele s
SHRE i SHRAX &
sterol Ty BERZE I LEXES
brassicasterol 0.00 0.00 0.00 0.00
ergosterol 0.00 0.00 0.00 0.00
campesterol i51.46 43,43 91.34 13.99
stigmasterof - 0.00 0.00 0.00 0.00
B —sitosterol 40.29 5.10 37.58 10.27
lanosterol 0.00 .00 0.00 0.00




7' -4t : STEE.DO3

Ay ES @ 419

k-0 : 295 {RIBEERN : 21.483
AT-qk°-4 ;129,10 ( 11121662)

TJ7STHRAFO— L

129
- 255 380
470
133 |eq
173 245 -
199 || 908 4 281295 337 455 |
A 0 s it b o it 309 Ik . 115 400414, ag3 | | 488502 5p5 54g
150 200 250 300 350 400 450 500
7°-42 . STEE.DO4
myg%— . 419 n
k- . 300 {RISEERT : 21.483 #15 ih
AT-JE°-7  : 129.10 ( 14675490) R
129
255
105 380 470
341
207 %5
) 455
L JUPe398413 431 | L 489 521536 |

150 200 250

300

350

Ergosta-5, 22-dien-3 8 -cl

HO

400

450

500

B 1 7§§ﬁz%u—w%$ﬁ&ﬁﬁmwmmmwmmm;éﬁﬁmﬁ



7°-%1 . STEE.DO3

VB E ;548 . e -
(EE D322 {RI%EFERT - 22.558 BRZFO—J
ASSAE® =7 ¢ 343.50 ( 23620361)
129 343 382
107 , -
145 367
159 '
457
315 35
4 409415 430444 L AL 488502 534
100 150 200 950 300 350 400 450 500
7°-%2 . STEE.D04 '
IV ES ;548 -
ey 310 (RISEER : 22.558 HiEm
AT=Ib°-7  : 129.10 (- 16895546)
129 '
343
382
107
145 , 367 473
159 907 055 ‘
i i 289 337 36 457
229 253 273 f
bl il . ; : 303 b 400 429443 § ,]484 508521 542
300 350 400 450 500

100 150 200 250

(24R) -Ergost-5-en-3 4 -ol

80

2 N2 NATO— LIRS E RTEHOGC-MS(SCAN)Z & & & 4 H &



7'-%1 : STEE.DO3

&S 1 739 _ .
ke-s¥ . @ 320 (REBEERE - 24.150 B=YhFZXAFOo—jbL
A-2b°-2 ¢ 129.10 ( 18346817)
129
396
357
105
145 486
159 381
s 2 471
189 999 414 L
1 429444458 ) } 501 519 547
100 150 200 250 300 350 400 450 500
7°-52 : STEE.D04
&S 1 739 N
k-8 1 298 RIGISAI - 24.150 HiEH
A=2k°-7 ¢ 129.10 ( 13143855)
129
357 396
107 145 -
159
207 265 381
i 191 13 229 303 309 471
: S35 | 4 4430 aepf ]498 519 537
100 150 200 250 300 350 400 450 500

Stigmast-5-en-3 8 ol

HO

3 B—VbATO—ILIRERE I B GC-MS(SCANNT & B B $EH 8



xxx POV 7L *¥x JLRAFO—)L hoRATA—IN B—k AFO0—JL

: ATA4 9%
1 ATBo—IJ
TS5 0hH I
ATH—=IL | 5/250—)
g ;
25 0o—) |
19 ' 20 ' 21 TS ' 23

147ty &S ¢ 1 SIM = 2871613
TIC 458.00 329.00 129.00 470.00 380.00

fvtybBS © 2 SIM = 2560803
TIC  484.00 473.00 469.00 394.00 382.00 363.00 129.00

1teybES ¢ 3 SIM = 1881075
TIC 487.00 426.00 411.00 396.00 129.00 109.00

B 4 GC-MS(SIMIZ L A A TF O — LIBEEROHIOTR TS5 LA



joJajsoue|

|oi93s03Is~ &

|osaiseWE)S

p-:! |odeysedwed
|o19)s0849
. {o49)seOISSRIq
joio388|0YD
1 1 1 L 1 1 1
o @ o 9 9 o 9
8 8 8 8 8§ &8 § 5 3
o o o o
e 8 8 8 8 8 8 &
-r [3¢] o~ o o hand -
5001/8w
joiaysoue]
|oieysoys— g
|oaslsewd)s
b |osoisadwed
ik |[ode)s084a

|04@35E OISR

|o4e3s8|0YD

400.00

350.00

300.00

250.00

200.00
150.00
100.00
50.00
0.00

3001 /3w

o

HEVURXKEHORFO—ILE

N
L

FHE

5

]



TeL 2o 0N—OLYOhETNYHIO 4 A LUHSEMBEEHENYRHEY

%2 /A —

02 61
Py %.44,.{41114._{_‘,3; ?...s«f.:.i, ‘“ uwhﬂﬂm
_f}r..if—x{m;xz iy M.i v, .sfﬂ_ﬂnlri({ll{tl\)" \J. ~ [
ey, i e Hu.mf_ o {iﬁ#ﬁzﬂf% ., _
MS4 ' %ﬂ%ﬁzﬁjy | % e /
. A |
AT A r,..{.,i
.L__ 1 T___m ,}(‘ i, _
h :_ v ol * .h_. i .“ _
l Es_j i 55 o, iy
_ ! \ :
_ __h h 51 Y
!
d _
& ¥z & % HN c.N 2

B

=
. y . 7 1Z 02 61

W 3§ |
™
-+

J

. \ . - 12 0z X
ﬁm f..,f Ww M




AAvs&ES . 549

k-8 : 194 RIFRFRD ¢ 22,567 R &~
AT-qE°- 1 207.15 ( 2249503) AeRATR—L
2?7

129
i ‘ 343
177 LIS 255 h 23 163
Jﬂh. lﬁu, sl 290 203, HT ) S0 a1g 45, A0 494 517 536
100 150 200 250 300 350 400 450 500
myg%’ : 541
ko-y . 166 {RIFIERY : 22.500 _ SE = X
A*JE°-p : 207.00 1470i15) ' RIBAIRFSHRT v + O
27
129
281
107 (91 343 382
{Llig h:45 61 255
175 13 D87 [ 395
4 LLMILJL Mwujhmﬁidmﬂiﬁi o, 55T 425 445 B0 499 09, 546
100 150 200 260 300 350 400 450 50
B 7

AURZAFO—ILEREBHIBESHRS Y ODBOYO<k 75 4




SHR
ARHEsE LE

jolssoue|

|odajsoys- g

|od@isewidys

|odalsadwen

'|oto3s0B4

[oJo)sesisse.Iq

SHR

REARSHE OE

jossjsoue|

[odoysos— g

[o49)sBWENS

jodaysadies

J0493507.49

|odi8)seIISSRI]

o o 9 Q o 9O
o O W = o
N = o - -

100
80
60
40
20

0

an
»
3

FOmMEPORTFO—ILESE

T

MR UXZHEESHR

4

RkE

9



11, FEBTEFICLDHEENELICDNT

B. W H&E
WEDEREERRBESLES v I
(SHR-SP, #30P%) %1810k, 5453
BiCoUr, 0 XM, FEREMH (Fy /- )
BEUB00meg/100gd L A 50— LN+ v
J—oHBERE L., RIEFRAENESZ.
BEEOCIOWXSOHIE+*EH28~42H K8
mEO®E Lk,

1. mEHE
HEMBIEETREGRNBAEEZHEL
EIBmANICHEL. 2L ATFD0—)LiE{E D
Fyr/ —SMIIEBRERECEEEZRITHE
nEREL .

X, REZSHLUBICTROERET-
7.
2. BMmEE

BimENERNNVE Y -IVEKEEL., BEHT
KERMOBZROLEBREZRA W, BEIOE
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NA Y ERIBKT free Bk & 20 % #
NENOI00~ 1509 MBEL -, RGO K
T, 100 mM KClic & 2RI #
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