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Determination of citrinin in grain by
dispersive solid-phase extraction and HPLC
HUANG Xiao—dong' ,LU Jian’ ,XIE Fei-fei’

(1.Anhui Public Service for Biological Products and Food Inspection with
Standardization Technology Platform , Wuhu 241000, China;
2.College of Biochemistry Engineering, Anhui Polytechnic University, Wuhu 241000, China)

Abstract ;. Objective ;. To establish a method to determine the content of citrinin in grain.Method: The samples were
extracted with 60% ethanol,and cleaned up by dispersive solid-phase extraction with C,, dispersant sorbent and
ready for HPLC determination.Results; A standard curve equation was built as follows:Y =3.13 x 10 7X-5.59 x 10 ~*
with linear correlation coefficient of 0.9999 and RSD was 4.51%.The average recovery range was 87.7% ~96.4%.The
citrinin content range of the samples was 0.116 ~0.385ug/g.Conclusion; This method was sample and accurate,
which could be used for detecting citrinin in grain.
Key words . dispersive SPE ;citrinin; grain; HPLC
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FZRES, A 5.0mL 60% Z, [, 4> %) F 20,30 .40,
50°C 8 7 $EHL 20min, FEATAE S AL B, il o HPLC
R, PR AR BRI

PEEXETTR] : B 1.0g /N2 HE L, INA 5.0mL 60% £,
B F 30°C HE 7S #2 0 20 .25 .30 .35 .40min, #E 17 HE 5
AbFE3E T HPLC W2 , Pe e e R HR BT R]

[ H - B 1.0g [Rl—/NZZRE S 4 5, 3 Bl R B
FISFES P B L (1:2.1:3.1:4 1:5) 1A 60% 2,
B, F 30°C #A 75 $2 B 30min, HF 47 #F 5 AL B, i i
HPLC M %2 , Pe 8 AL [ bk o
1.3.5 REGHWE M LE SRl HMKE N 50% |
60% 70% F 80 % 1) Z B WAE S $2 IBGR) , X ashm 1
1.0mL 10.0mg/L AYF5 R BRI 9/ NZRE 3 1.3.3
PEATALER , HPLC 5 , AR 45 A% 55 28 19 [ IR R 5 35 i
FEFREGRH R .

1.3.6 Syt I AgREEE 43 B Gy WERRF] L G\
B350 (PSA (2, e —N—PA 8L ) W B0 Ao se A ik 7 A
SYEC TR, FEAS N T 1.0mL 10.0mg/ L A &% bR 1
WRI/NZERES T A 60% 14 . BES W, 7% 1.3.3 $E4T
e AT i 5 HPLC 02, 1 50 fe A 09 43 B0 B 5510
1.3.7 JFERMEEMESLE FREL1.0g /NZERE M, B
Jin 1.0mL 10.0mg/L A5 ZARMEW, #% 1.3.3 JEFTAE M
Ab3E GBS HPLC 4387, 4L 7 RFPA T AE [ —Fh 45
PIRE SRR

1.3.8 LMK LES 7 1.0g /NS P Em
1.0mL 10.0mg/L 4% B 2 Fr #E W, K 5 #E 4T HPLC 43
T, T HOIMAR IR
1.3.9  ZEHIFAA

c,=cxV/m

264 20155 50541

K e, MFER P B &, A N O A e
(ng/g) sc A SRR I ) SO B v B, BAq5r Sl =& e A Tt
(mg/L) ; V R ERMEBL, o 2T (mL) sm Ry
FEfL R, A N TE(g) o
2 #R5IHR
21 HREAEEEGRERE
211 EFTEREERRERE A5 aE 1, FR 0 [
L6 R 1:4 7 30°C 8 75 AL 3 30min , A 5 19 FR BCHER
Bz S

801

70F t/\\i
60

0 1 1 1 ]
20 30 40 50

P (C)

O e T
60

0 25 30 33 @
FRIUN 8] (min)

70 [
60
0_

0 1:2 ' 123 l 1:4 | 1:5 l
B L
1 A RBCR LA
Fig.1 ~ Optimization of ultrasound extraction
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Fig2 Effect of different extraction agents on recovery
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Fig.3 Effect of different Scattered adsorbent on recovery
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Fig4 The chromatogram of standard citrinin(1.0mg/L)
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1 TEEEMELEEER
Result to method repeated experiments
#i % % (mg/L) RSD(% )

6.80
6.91
747 451
6.77
7.31

F 2 AHEERINGR MR E 25

Table 2 Recovery rates of citrinin
MWxE AR e FiRE PFEHELEGR RSD
KEC (pg)  (pe) (%) (%) (%)
10.0 9.64 96.4
10.0 8.96 89.6
10.0 9.58 95.8 92.48 3.68
10.0 8.77 87.7
10.0 9.31 93.1
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S ROKAE ity B9 (33 11, AT DL AS U B[] 78 10min 2 N,
BORPSE

K3 OPEMER T EINES

Table 3 The contain of citrinin in grain
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Fig.5 The chromatogram of rice
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