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Detection of Deoxynivalenol in Water Solution by Using Three-Dimensional
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Abstract

By using excitation -~ emission matrix (EEM) fluorescence spectroscopy, detection of deoxynivalenol (DON), which is
one of mycotoxins, and the most frequent contaminant occurring in toxicologically relevant concentrations in wheat and
other cereal grains, was studied. Seven concentration gradients of DON aqueous solution samples were made as follows: 0,
4, 8, 125, 250, 500 and 1000 ppm. We found that DON was characterized by several fluorescence peaks in EEM, especially
those existed in specific excitation (Ex) and emission (Em) wavelength ranges as follows: Ex 200 ~ 230 nm/ Em 300 nm
and Ex 200 ~ 230 nm/ Em 550 ~ 600 nm. Principal component analysis of EEM revealed that the score plot of the first and
second principal components were useful for discrimination between DON and water, and judgment of DON concentration.
Analysis of principal component loadings found that there were six areas with positive and negative correlation with DON
concentration, respectively, as follows : Ex 200 ~ 230 nm / Em 250 ~ 320 nm, Ex 200 ~ 230 nm / Em 550 ~ 600 nm and Ex
320 ~ 340 nm / Em 400 ~ 500 nm, Ex 200 ~ 260 nm / Em 200 ~ 250 nm, Ex 200 ~ 250 nm / Em 320 ~ 540 nm and Ex
200 ~ 250 nm / Em 600 ~ 900 nm without disturbance wavelength ranges.

T4 ¥ =/3L / — )b (Deoxynivalenol, DON) &
AX e bTEOIVHELR EORBIEEDN M e T
G DO CTd 5 Fusarium (275G S 72 |2 A S
NHHEHFEDIFETHAHV2, DON DihGelE, ZHED
I - ERT 2B T, HREWEE
L7z Me@hiciint, T, SRR EOERRE
EEHZ RS 72099, AP THERZMEL 25T
WBI~D bHETYH, FEIC o TERL 723 X 2

5 DON {H4ehsitis S5 7 &, DON {5 4L K254 4
FEAS B TH Y, 2002 4 5 HIZIEES #1512,
LAFHEAFEE LT DON ICB L ToOW gL %
L.lppm & L TED 729,

L2 L7725, DON OfHICE$ 2078134 7% <,
Z I E TO DON M T IE, #HE 2 L DS B 7
UV s ft & mERE s o~ 77 7 14—
(HPLC-UV) R EfHEmMSRfE A 70~ M7
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7 14 — (GC-ECD) ¥ 7= 1 ZWEF el W75 19: (ELISA)
e EARH S NTE DO ER R A T E T
WM A2 5 2 L, Bl ot LadEr vEt e 5
LIl ENMBEE LS TWAD.

Z ZTARWMIZE T, HENIREEO L vt
JEEH® 127 H L, DON ofhis#E it~ MY 7 A (Bx-
citation-Emission Matrix, EEM) O&FHll #4719 2 & & L
72. EEM & IR OREEE I L IZEH S - 300
AT MVOEALE BREE, #OGEE, HOLHED
3ODEATHA S 7% 5 ZBEEEIRLZLDTH S
W1 2ok ZEMHREOSE L WEEKRZLIZX
D, ZEHEAEIEEEOSH IS, Z OSERIE RS
[ DA E 2 A 2 88 — 2 & LR 720,
&5 o HERS O EEM #5135 2 & TWED
FIENTREE 2B, Z D04 RWEORERICE
VT B EYE O [ E R 5 T O B OB 7 SIS H
SNTWVE WY, T/ BERICIC LSRR
4D BEM O 7 — ¥ fEITIc L), FEEOT—% L
PIES N WHEDEEHIITRE & SN HEMOIE S 1T
HE& 221910, TG OMEY S, BEM IC & 250,
k% WP DSIRAE S A GRS iR T A RIS
WML TWAEEZ BN, F72 EEM 5HllIC L - T,
INFECEMOTEILD ML S b DON % uEHlla
TR L D IR T 2 2 & bRl % & il
SNz, RIFFRTE, #OLa OGS % v T DON
@ EEM % 5Hll « T4 % 2 & T, DON DM T
FLOWE &, A CEO 2 IFHEEEHIER 5 12
Y LN ARSI LR E L.

MRELUFEE

1. RESLIUVHEE

DON fE#e I (i~ o & 2 vl B H ol 38
(Wako Pure Chemical Industries,Ltd,Japan) % Fi\», i
A2 Milli-Q ¥ A7 4 (MILLIPORE Biocel A10, H
KI)ETHAEH) 2V

DON #% #t 5% 3£ (3 4l K T 0, 4, 8, 125,250,500 & O
1000 ppm & 7 B FE 1AL, $HE#HE 1.5 mL D&k
Fa—TIVMEL, BEEIEERE US4 (&t
AL RXT A, Japan) T 15 HHAEITV, 7k
L7,

2. HERPKKEESSLUVHEHFY T b

2.1 WADNHKEE

EEM O FHll 21, #G5 EGEEFHIZ LS45 (Per-
kinElmer Ltd., USA) % H vy, f}J&>~ 7 » ® FL Win-
Lab (PerkinElmer Ltd., USA) % T 7 — ¥ Bl %
Tofz. BRI SV AXFE ) T 27 (20 kW,
fETE10us), £V IZ12035ml D3I 7 1t (FM20-
SQ-1, GL Sciences Inc., Japan) % f\ 7.
2.2 VI b

WA T — & OFEHRKERE I IZEHIIZ A 72 FL
WinLab % i\ 72, 7°— & ORTLIEIZIIRFTE Y 7 +
Excel 2003 (Microsoft Co., Ltd., Japan) # >, 77—
Y OFHT AL, KEFEAT Y 7 N IMP 5.1 (SAS
Institute Inc., USA) 3 & UF Excel 2003 % i\ 272, 72
F R BT O R O E B I R ILEL Y 7 b AV
LJE (Free software) % Fu>7:.

3. XBF&
3.1 FRER

DON @ EEM #Hll % 1T 9 OE AR ZE 00 T & %
57:%, #fikB LU DON BEWD EEM x5l L, &
7 B A6 E O RHIEER O ME 2 7o 72, Ls45
TIEHEOGMEHIME KM (0.50m) |, FhkEM 2 1) » b
& (10 nm) |, F#EEI A2 » FiE (10 nm) 1XEETH
B, ARERBTIE, BhEEEMES X OHEOGE R
1, LS45 THMIE T & 2 i KIRHEH T & 2 b dk K §
7 : 200 ~ 800 nm, H i RHF © 200 ~ 894.5 nm |2
e L7z, £72, KRR D10 nm, JEEEAE
JEIX SN A B L 72012 500 nm /min & L7z, 2D
D& HEHZ 300l TH Y, 1551724 DON El
@ EEM OFEEMH 2 bk & DON OHOGAE &
5 W RHHORFEXIT - 72,

3.2 EEM &t

MR OFHERIC LD, FHIHPB L OAF ¥ A
E— FhExdEL, &% 7V o EEM % 5Hll L
7o BEEYEEHINE 1 S BH 2 300uL, Kk
3 JAETITVy, BB HEOGHE & O A G b 4R
DOUEHRE S EEM 7— 4% & L7,

3.3 EEM F— 2 DRiLE L SRS

BT — Z LU 3 D ORI & @ H L AT iofit L
72 (D).

1) AREBETOMITSRIEFELL D EREAD
EEM 7— % T 5. I EEM 7 — 7 123k & )
bEREMOT—2 b EINL720, BET—5 056
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Lk

65HLIE R

HIER

900 — HIREEEL (2,3, 4K
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= 66751

G (RS £ 20 nm) X 1) DA EHHO
T w7

2) FRAET— 21, BhREEME (10nm) &
TR (0.5 nm) 2V 5 TWwb ., #GEERME
EIREERBEEL LT 47201, EhkET—%
WL A L 72 BT, 10 nm BT — 7 % il
L7z, S i 2 &k« 3 REENEAE IS L A
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LE AR 72 21 JLO Savitzky-Golay 323 18 % i
HL7.

3) S50, LR Z 1T 5 72 7 — Z IS
D 2%, 3 U, 4 WLk Lo T— & L oyl
R BEWESMVEEINL. FO0, Tt
ATl T = o Z NSO T— % (2 WOt
HEEX 2 £ 35nm ;3 R G L X 3 £ 350m 5 4
WG D ERIE X 4 £ 45 0m) DOBRFEITo 7
3.4 ERDF

WREIZT— 7 OEMELE TV, ERGIIICL -
TERGHFETEN L2, B LT,
IMP5.1 12T A NI ABLUOHOITHZ TR
WA L7220, SR EIBR IS E RS 9T %
TV, Bl « bRl X 0 7 2 28R B A
w470y bL, DON OHF] - E=IIAR R ERED
e YA

4. BRHBIUVEER
4.1 FlieEsk

DON AR RN 2 B #Ot R A M+ 57290
D ¥ 8 7 BT P O ME & TR EER E L TIT -5 72
1000 ppm DON A & i HRIX T 2 #i/k D EEM % &5
R E LT 2 1R L7z, 2 iz v, ik
£ 200 nm B HOLHE R 200, 400, 600 % UF 800 nm %
il L TREEEMCAD IZE B R DR IEE L)
IO FELEE X OHELED 2 ok, 3 Wk, 4 ok
THY), TP CEEEDL?SEEEMICFOIES
BIE T~V EEDLTH B,

B2 2BV, ¥ FVHROEE RS 7z
BRI BIAE 9 & 200 ~ 340 nm HEOHFFETH - 72, F
7o ZE R TR 1 DON ¥ & ik o ¥ —
7 R TEEHIEEIC 2 ETTHY (M 2a,b),

R (nm)

EEEEENEEENRESE

T I il

£y v w8 8 8 5 8 8 3 3}

1000 ppm

X 2

0 ppm IR (nm)

1000 ppm DON @& & 0 ppm BRICH T2 2K

REBORHEELE~Y M 7 X
X D HEPE I E L2 (a)(b) D E 7R L 7=,
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&L IR PR 200 ~ 340 nm DEIFINTH - 7.
CNSH 5, DON &HliKDFE NI IIFIE R E 200 ~
340nm OFFIK/ZIT TR & AVRIE S L7z,

Mz, WEREM2SEII 2 EICL % v 7o
FERE DA E SNz, WERRIEAF v &
A¥— FLphiEs L CHEOGERFE ORI T 5.
ARFBR Tl AW RAIR O G- 128 120 732 2L 72
A3, WERHEIFZ PO CRHIEEM 2 i35 2 L T,
YU TNVOHFENDBAD E B 720 Th {HNEERFEE
mExgontEzoNs K2 12BWT,
1000ppm # i CTlEHOED ¥ — 27 258 61 & 300 nm T
BB DR LK TIX 320 nm & D FNICEREICT
NTWiz, AT, H2b 2B Tid, #AKTIEHHHE
HE—=Z PR SN h o> 7-D12xF L DON i Tl
FLEE 250 ~ 300 nm DI ICHOEEY — 7 g E
oo ZoZExs, BINWREREY -2 2O

EEM il 2479 2 & & L7-.

x1 BIESRH

Scan speed
Excitation Slit
Emission Slit
Excitation Range
Emission Range

500 nm /min

10 nm

10 nm

200 ~ 340 .0 nm
200 ~ 894 .5 nm

4.2 DON BR&ROBEREN~ b7 ZX5HE

v TV TR b BEE R AR S iR R
200 ~ 340 nm, HIGEHE 200 ~ 900 nm @ HiFH THEHH
iro7z (1D, &Y 7 Vo EEM I35EEN & L
TH3ICF Lo/ FRMKTIZEI 6 HETICHREN
WCREAITTRE 2 HOL Y — 7 MBI S, TS 6 fEATIC
BEEZEEZ 272 (32~ ).

ZNFE ToOEEM FHllC & 2 B 2 WFZE T, #
DENGYE — 7 MESLTEIRTHRNAZTZ S LTW
HWW TN S, 3BT LHEBYE -2
ASDON #BNCEE R ERE oL &2 oz F77,
M 3a, bld, ZOHEESFMELLK2 D a, b LH—D
Y — 27 Th b EHERIN. 2ol lrb, &)
BV A RERICEIS T 2 2 L2 XY, B 4
DHICY — 7 OFEFIDTTREC % 5 T AR SNz

I 3b, ¢, d T, S REERE— 7 RN,
Z 451k DON JEEE & RILBII R D £ A 1H
MAH o722 &5, H3b, ¢ dIiEfKHEDEE
V= ThirbeEZ2ZoN7. LHALIK3Db IIBWTI,
DON DEFENE T 51O THGEDEE S N5 i
WRHESILA L EAA R SN 2079, DON
EEOBMINTHEIE — 7 OWMEZ T Tlan <, #HEo
RSN LFHREEHPO T -7 AN TH D L £ 2
R LA

g 8
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JEhE I & (nm)

AEEEEEREREE

IS EEEE NN

L IIITTT

NN RN

NN

250 ppm

500 ppm 1000 ppm

3 DON DigERICH=BEHEINE~ b U 7 X DREHE

Ko (@)~ @O ORI, Bl s h/csotl R e R L7z,

HIEE — 7 OEEHFR SN

(b,c,d) XHKE—27THY, (el 121
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BERS 2 ERS B3 ENG 64 ERHG B S5 ERS
fiE A5 1 307.5 2493 34.1 32.2 11.9
FHE (%) 46.10 37.38 5.11 4.83 1.78
BTG (%) 46.10 83.48 88.59 93.42 95.20

—J X 3a, e, f CTRINIZEEHTIE, dLE—2
DRFIZHE I N 0D, 0¥ — 7 1 ZlE#Fs
WZhh, ZOBKBLOVY — 7 BLEHERT LI LM
TE¥, DON BL UK E OB 42 &5 T
Ehdol. F72X 3¢ TlX, ZOHIPHD 2 KL E
BB =7 O TERPo T

ZOEHIZ, HEEENTIIS S OEY — 7 2
THIENTELD, WL Y — 2 OB £ TIEAT
HETH 1, DON OHIBIB X O FE & BIHEICAHIE 0 &
LEFOMIREECH L EEZ 5N 2T, &
R OB TR RETH o 7o AHE S 2 H S »
2§ 572012, EGae HnT T — % O 5
Zxolz.

4.3 BEREX~Y M) IRT-ZOXHRIIMA
4.3.1 ERDDH

BILBRER D % >~ 7L EEM 1%, 667 DS « 4t
FHWELEMG T CHONEBLBREDOT—F X Y-
TWh., 22T, &9 7D EEM % 667 IRICDH
JRET— 5 LA L, ERSHIICE L. Fofk
B, 1 BEHSOFEEIT 461 B, 2 ERSTOF
5313374 % THorz. FRREEGEIN 95 %L
b Ss BRSO T TOERSEEEER L (F
2).

B 4 (JHEEh 2 55 1 ERy, REEhE S 2 L L

(R - === ~
R L5 # \
tH 0/ A lg +>>< \
#® / .L X I
/ 0.5 Y;
re—- o Ly © 1000ppmDONK ¥
4 © 500ppmDONK Y&
A . '1, 45 >K\ 7| A 250ppmDONA ¥ ¥
Ne - M -~ X \ B 125ppmDONK ¥ #
| %8 ppmDON/K Z ¥
-1.5 ] X 4ppmDONZK ¥ iK%
2 \%/ X 0ppmDONZK ¥ #%
F2AERD

X4 DON BLUHKDERP?EBS
WA X D EIEZ N ZF1LDON & ffiKo 7
V—TwR L7z,

FRGFEOFATH Y, ik L DON B OB
L TV T L Z D5 MRLEIZIH S 227 7258
RSNz, BRICHIKIZE 1 TRV~ A F A, £2F
AT T AL DA RBIZHA L 720I2x L
DON AT URBICA LY » IR SNk
Mol INHDOZ ENG, 81 B EE 2 T
D2 DD ERSTT DON OFEBIDTHETHH L EZ S
nr.

FREICE L TIE, DON EENE L 25221
TN Tay S EDE 2 ERGHO Y A F A KA
BT A ESBIR SN, FRCRBEEOY Y TV T
BFOBEMIEE TH o7z, INHhE, 82 T
FIREICES L CB D, FIZEIRED DON I2DWnT
(35 2 FRAIC X D HBIATHTREIC A2 5 2 EAURIBE N
7z.

FIT, B1, 2 ERBICOVWTERGANELTE
5% 2 & T, DONBIB L OEEICHES T 2 E
O EZ AT, BB, SHOIRGHITIE,
1, 2 TR PN X B 2 B v T DON g BE
DFEVIZ L DIAE R EWRT AL TE Do
7z.

4.3.2 ERAEEE

& F G B A A R R, A A B R
LR FicER L (|5, 6). %M
3 ICHRE Lz a~ £ & A CEPTICFERES 250 A L
7z.

1 EGTlE, ERSRMEOHEILT T A 1R >
THY, TOMHEOKEPo72. o~ A FADMEER
FHILIZ L AL, M EL NS o7 (K5).
FEIZBh R i & 260nm DL b oD i B H A2 5R > HEEE AR
EEXNTBDY, DON#BIIXEHE I E 260nm Pl E o
BRFBICER T2 LDERITHDL I LATRIEEN
7o, EHICH3 THBEE -7 OBREINza~dDff
FHiZBWTlE, &1 FRSOERSEMEOMS K E
WIZEDPHLALE 2D, R TIEMHE IR A
RENTz. =, BhEREE 270 ~ 340nmy/ #561E R 600
~894.5nm 7% &, B3 TILikB) T E & o 72 HE DS
DON BN S BI5-9 5 2 & bR S 7.
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HAERE (nm)

5 B1ERMNBTI2ERDETEDT
1 ERTICED LB WEEOANREE R L.
B o> ()~ (DI 3 123t s LT 5.

340 . 1.000

B2 & (nm)

-1.000

500 700 800

HILKEK (nm)
X6 $2ERPCBTEZDERDERNEDT
B2 ERTICEDb L ZREROAMEE R LT,
KA D (a) ~ (O 3 1ZxE LT 5.

B2 ERSTIE, EAEBICEHEWED ERS BN E
MBREnz (K6). FFICHIEEE 200 ~ 250 nm DH
BT, &RNICT I AITEWEIIR SN, K
200 ~ 230 nm / #EHERE 250 ~ 320 nm B £ Vhik
W £ 200 ~ 230 nm / HOGPEE: 550 ~ 600 nm TlEE W
<A FADMEAIRENTz. F Tz, BHEEE 320 ~ 340
nm / EIEHE 450 ~ 550 nm OHPFATIIRDEF V<A
FADMEATRENTZ. TD X H I 2 TR0 TR
BRI L 2R EHEECEAICEWVEZRLTE
Y, DON gD BN B 53 % FHs A L i P T
THIEDTRIEE N AT, 82 FHRSTERS
ARFEOMEDOE D - 2 MEHTE, H3 T a, f, e THE
M7z ss g s nzfipe —s LTy (K6,

NS OEFTCEIEZE SN2 E — 2 AT DON 2 0¥ 5l
RS- TnD EHER S L.
4.4 #£E

KU TIIHE RO ADER L 2155 N WiEko
HICHT L AX R D, FERICIC R S K % m 05k
#HD EEM 5 E6N5 T — % 2T 52 & T,
1 B stk & Clds 5 e w7 — # $818%° DON O
HIR S Re & %% o 72, FF I DON & & ALK Tl
EEM ORI 150 7 2 B3R 541, DON 235 A
D EEM 2 FO 2 ENHLnE R o7, DT LTk
FHINZ & % DON #EI O BE: & /R IE 3 % HE 2 15k
ThbrEZLNT.

F7/221F TO EEM % H\ 7z HWE o E 2B
T 5 G TIL, EEM OFE#IKIC B 5 20t —
JEBETHIET-THDLYY, 20720, O
FIEFICHMWEOEEICHEE Y, M0 % 2w o
ZREETH o7, UKL, SRIOFEETIEERS
G EOBNFRE R VS 2 LT, BT TR L
ERTHT O REME A RIET X 72,

L2 L7h 5, RIFFEIEHRE O E % Hwv/e
DON A B L P ERIZHT 2O TORATH 5 72
D2, RBNLZELEZEATHEZLEGTORN. #
D7z, FHAKER T~ TV % EORETE H 25
L L CTHeo 7z, RHUEERICEI L T, 1b2aair e bt
L CHEICERITE 2 0o, 152 7IVISH L 40
R, FRETORMD Ko7z 61T Y TVl
FEWZB LT, kL7 i biE OV DON %
L 4 ppm & HARIZBIT A DON OEEHEM L ) L5
VIBFETH o 7. FHIIERRIICRI D B EHIIG M 2 12D
WCHSBERETTH D, TV TVEEICEL
Ty, SHTE 1ppm LT OEDT— % HHS L, #f
TN EIT->T0D. 2NSORFIEB IZOWTHE
Fex DD LT, A - RSO K REBICB T
% EEM % FI\v:72 DON O g « BRI RIS 2 5 &
ES AT (WA

&

AW, HARZAIRMSIC X 2EFHIE B IC &
DERES Iz, F ORI R BATT A124720, ()
SEBREE AN T e AT A W A AEAR RE SR IS Akt b
Wige B, SHERFTEMIEE, £ BFRIZE, 7
Y#HB LU DON ICH§ 5 TIRE « ZTHEE 0272w
7o, TSR LUECEH#HOELERT 5.



FERHNC & % 7 CERA B L OERICB Y 5 EEEN
LHET AT o 72 ABIETIE 1) FAF Y ZNL ) —
)V (DON) oifigw it~ b)) 7 A2 (EEM) sHll $&14
DF%5E, 2) DON @ EEM &1l B £ 07 — 7 Ui, 3)
T — 5 AT, O3 B TERETZETL, LTOMR
20D INFE TEEOBRMAATREL ST
72 DON 2B\ T, JhEE¥HEE 200 ~ 340 nm / #GHK R
200 ~ 894.5 nm D#iPHT DON kD H LA BE S
7z, HRICEhE R 200 ~ 230 nm / #OE K 320 nm,
JihE & 200 ~ 230 nm / HOGH K 550 ~ 600 nm fi T
IR ESNZEY— 27 I DONFHD#EEE — 27 Tdh
bEEZONT 2) FWREFMIIBITHHEIEELY
F R AT TRRT L7245 R, &1 F0 oF 53R
46.1%, 52 FWAr D531 374 %L 7% 1), DON
EIIZ BT 5 EEM OFFBIIE 5 Tl £ T (BES
52952 %) TToaiT A ENTE. 3) 1
T2 Ty R E L B S 0B IS
L0, AlikE DON BEHRITFRAR L 7V —TI25#EE T,
FRG I & > C DON OF Mm% EWEDTFETH 5
CEATRENTz. FRHARNI BT B4 Y TV o5y
AARILA S, 55 1 FResHY DON &tk o) 52 B4
L, %2 FW42° DON OJRIEIZEIS- 35 2 EAVRIE
SNz 4 FERG~NOAMEETHENT LI L TE
FRAH B OB RHEE Y S 2 LR,
FFIZDON & K & @ 3 Bl 12 1%, Jih & ¥ & 260 ~
340nm / & & % & 360 ~ 440 nm, Jih #2 9% £ 250 ~
340 nm / HEIE R 360 ~ 900 nm DFHIHAENTH V),
DON /% 12 1%, Jih # 9% & 200 ~ 230 nm / 5% )6 %
£ 250 ~ 320nm, JihEE P & 200 ~ 230 nm / HOGH
550 ~ 600 nm, JHEEIEE 320 ~ 340 nm / HOEHE R 400
~ 500 nm DFIHAER TH S Z LARSNIZ. Th
545, EEM Ml B 2 O G & T %550
7 EORNT TR EMA G DY S Z L T DON OFER
THEIC 2 b EEZ bz,
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