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Table 3 Result of soluble sugar in citrus fruits and RSD
/mL 1% /% RSD/%
1241 1250 1291 9.15 9.08 879  9.01 2.12
1260 1191 1230 9.02 9.54 924 9.27 2.82
27.80 2691 2820 4.07 420 4.0l 4.09 2.38 3
26.71 27.21 27.11 426 4.18 420 421 1.59
36.10 36.20 3590 3.15 3.5 3.17 316  0.039

X % W
¢ G 10mL mg pH
\% mL A o RSD  0.37 %~2.34 % n=6
250 mL 1000 . 98.98 % o
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Table 4 Results of sugar/acid ratio
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Abstract Studied the combined forms, contribution and corresponding content of selenium in Selenium —

enriched rice by using atomic fluorescence spectrometer. In the study, the linear calibrating curve for selenium
was within the range of 4 pwg/L-20 wg/l., whose correlative coefficient was 0.999 3, the RSD for total selenium
was 0.966 %(n=6), the recovery rate of standard spiking for selenium was 103.12 %. The total selenium content
was 206.708 wg/kg, which reached rich selenium standard of 60 pg/kg—300 pg/kg, and organic selenium was
the main form storing in the rice, which content was 168.875 pg/kg,accounted for 81.70 % of total selenium, the
selenium in protein was the main organic selenium form, whose content was 90.170 pg/kg, accounted for 53.40 %,

secondly polysaccharide combined selenium accounted for 9.28 %, RNA combined selenium accounted for 1.86 %,

and the other forms of organic selenium accounted for 35.46 %.

Key words total selenium; organic selenium; protein selenium; polysaccharide selenium
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2 mL o 5 mL 24:1 3
6 mol/L, 60 C 1.5.2.1
o RNA
50 mL o 2 mlL o
10 mLL 2 mL 1.5.7
10 mL 030¢g 6
, 1.5.2.1 o
1.5.22
030g 10 pg/LL 2
6 mL 200 pgkg 2.1
1.5.2.1 o 1.5.1
1.5.3 I,
1.00 g 1
Tablel Fluorescence value of different concentration Selenium
standard solution
2% h 6 / g/l 0 4 8 12 16 20
0 22036 476.54 74473 1 003.76 1 245.68
12 000 r/min 15 min -
1.5.2 22
o 1.54 155 1 2,
1.54 (8-10)
1000g 500 mL
0.05 mol/LNaOH 100 mL
2h 12 000 r/min 15 min
0.1 mol/LL HCI1 pH=5.5 12 000 r/min
15 min
o 1.5.2.1
1
Fig.1 Rice protein
1.5.5 .
2.00 ¢
100 mL. 0.5 mol/LNaOH 80 C 2h
12 000 r/min 15 min
24:1 3
80 % 24 h
o 1.5.2.1
2
Fig.2 Rice polysaccharide
1.5.6 RNA 12 1.54 155 1.5.6 1
10.00 ¢ 200 mL 0.025 mol/LLNaOH 047 ¢ 2 0.39 g RNAO41 g
45 min 3 mol/LL pH=7.0 RNA 1.5.2.1
10 min 90 C 10 min 1918.947 ng/kg
10 C 12 000 r/min 15 min 80.357 pg/kg RNA 76.572 welkg
6 mol/L, pH2.5 12 000 r/min -

15 min 1 ~2 30 mL
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_ y Table 3 The accuracy test
/ /(ng/kg) RSD %
1 209.238
/ 3 205.942
0.966
23 . . RNA 4 208.421
. . RNA 5 206.027
6 204.860
2
5 i RNA 157 36
Table2 Content of total, protein, polysaccharide and RNA selenium 0.966 %
ng/kg
RNA 26
1 203.307 167.172  89.535 15.216 3.253
2 210.109  170.578  90.805 16.124 3.026 1522
206.708 168.875 90.170 15.670 3.140 4,
4
24 Table 4 The addition standard recovery test
2 3 4 / / / /
pe/kg pgkg pe/ks %
1 206.708 200 419.951 106.62
37833 ke N o 2 206.708 200 405.952 99.62
18.30 %,
[ | 1.5.2.2
4 103.12 % °
168.875 pg/kg 3
81.70 %
3
Fig.3 Organic selenium and inorganic selenium ratio
o
206.708 pg/k 60 pe/kg~300 pe/k
59.88 p/ke Ng/Kg Ng/Kg Hg/kg
35.46 % | |
90.170 pe/kg 81.70 %
53.40 % 53.40 % 9.28 % RNA
o RNA 1.86% 35.46 %.
3.140 pg/kg
1.86 % a r=0.999 7
15.670 pg/ke
0.28 % 103.12 % RSD 0.966 %
4
Fig.4 Different selenium form of organic selenium ratio o
23 206708 ugkg
168.875 pe/ke 81.70 %.
4
53.40 % 9.28 % RNA
1.86 % 35.46 %. 0] . — m ,
2.5 1984:1-12
1.5.7 3, 2] . [J1. , 1991(1):
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S ET W AT R B AR A 0 B AR AR M O ik AR S TR B R R BLAR , BR BRI, B oo s 5L, kiR 2
T, 3 AR BR AR T, B AR E A E T B, % Kromasil ODS &.3% 42 (250 mmx4.6 mm, 5 wm) 2~ & (HPLC Al i 7
BE—7K (5:95, 4R AR L) A iR S ARBAL, VWD A 2246 ok K 210 nm, 7 348 0.2 peg/ml~1.0 pe/mlL 3K 56 B A A R 4F
a9 &M X £ (r=0.999 8) , # tH FR A 4.4 ng/ml.,RSD % 0.37 %; £ F Mk 14.5 ng/ml., RSD % 7.4 %, AR D F 12 81.6 %o~
101.3 % 18] 77 ik B e A 3RAR W S, & A T ol 3 Bt o R BR R e 2
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Determination of Acrylamide in Cookies by HPLC
WANG Zhi-wei', FU Hong"",YANG Lin?, LAI Dong-hua'
(1.College of Biological Science and Technology, Fuzhou University, Fuzhou 350002, Fujian, China; 2. Monitoring Center
of Marine Environment and Fishery Resources, Fuzhou 350003, Fujian, China )

Abstract Established a method of high performance liquid chromatography for determination of acrylamide in
cookies. The sample was degreased, liquid —solid extracted, centrifuged, liquid-liquid extracted,concentrated,
evaporated by nitrogen ,and resolved by ultrapure water. Kromasil ODS column (250 mm x4.6 mm, 5 pwm)was
used for detection with mabile phase of mixture of mehanol. and water (5:95,V:V), detection wavelength of 210 nm.
The calibration curve showed well linearity in the range of 0.2 pg/ml. —1.0 pg/mL with a correlation coefficent
0.9998. The limit of detection (LOD) and limit of quantification (LOQ) were 4.4 ng/mL and 14.5 ng/mL with the
RSD of 0.37 % and 7.4 % .respectively.The recovery of the method was between81.6 %—101.3 %. This method
was accurate,reliable and suitable for determination of acrylamide in cookies.

Key words cookies; acrylamide; detection; high—performance liquid chromatography
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