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a b 1 (n=6)
Tablel Reooveriesand relative standard deviation deter-
mination (n = 6)

DON
RD
Added Found Recovery
SPle (ngikg  (markg (%) (%)
0o 2 4 6. 8 10 12 0 2 4 6. 8 10 12 010 0 098 % 0 68
t/min t/min
W heat 2 00 183 9L 5 45
3 (a) 2 0mg/kg (b) 100 824 82 4 14
Fig 3 Chromatograns of wheat blank sample (a) and giked with 010 0 103 103 76
DON at 2 0 mg/kg (b) Barley 200 179 895 58
100 8 47 84 7 33
35 DON APCMS
0 10 Q0 095 95 0 6 3
! Flour 200 175 87.5 36
) 100 8 37 83 7 23
, (APCI) : (MS) ,
MSMS) ; DON 1 296, APCI
, m/z295, [M-H] , 4(a) m/z 295
MSMS : DON : 4(b)
DON : m/z295 [M-H] , m/z277 [M -H
-H,0] ;m/z265 [M-H-CH,O] ;m/z247 [M -H-CH,O -H,0] 4(c)
DON APCMSMS , DON
5 g
_ 3z 25
a X 100 b g 3 3100 c 5 82
3 80 s |2 b : |2
g sls. 2 g |z %
S 60 | 2T 5 60 222
5 z .32 g Iz 3
£ 40 S gEz; 2 40 = SN
] G B3 0 1 1 -y IS B
‘ 0 B e f 1 #H0 T T T T T 1
0 2 4 6 8 10 12 14 100 140 180 220 260 300 100 140 180 220 260 300
t/min #/min t/min
4 DON [M-H]" (a) MSMS (b) MSM S (o)
Fig 4 Mass chramatogransof DON [M - H]™ (&), MSM S chromatograns of DON  (b) and wheat positive
smple (c)
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D eterm nation of D eoxynivalenol n Cereal Grans by
High Performancel iquid Chranatography and Ver ified by
High Performancel iquid Chranatography-M ass Spectranetry

Sui Kai”, LiJun, Wei Feng, Zhao Shoucheng
(Liaoning Entry & EXit Inspection and Quarantine Bureau , Dalian 116001)

Abstract A method was developed for the detemination of deoxynivalenol (DON) by high perfomance
liquid chromatogrgphy (HALC) and verified by liquid chromatography-mass pectrametry (LCMS). Samples

were extracted and enriched by water,

and purified by munoaffinity columns DON was quantified by

reversed-phase HALC with Hypersil BDS C;; column and mobile phase of acetonitrile-water (10 90) was used
for assay. The positive resultswere indentified and verified by LC-M Swith amogheric pressure chemical ioni-
zation(APCI) surce Recoveries from the different cereals (wheat, barly, flour) siled with DON at levels
ranging fran O 1 to 104 g/gwere from 82 4% to 103%, and relative standard deviationswere from 1 4% ©

7. 6%, the Imitof detectionwasQ 1U g/g

Keywords Deoxynivalenol, imunoaffinity columns, liquid chranatgrgphy-mass gectrometry, amogpheric

presure chemical ionization urce
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