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Abstract The contents of iodide and thiocyanate are important detection items in p%@ed
milk quality testing. Due to the complexity of the powdered milk matrix chromz%og\@ al-

b@r ed both

>
ysis is easily subjected to interference. Acclaim Mixed-Mode WAX-1 columl(xfin&\

hydrophobic and weak anion-exchange properties was used to separ: iodMnd thiocyanate
L
@ aviolet UV detec-

from interfering substances in powdered milk matrix and de@ec@ Q

tion. After powdered milk was dissolved in water t}e @%ﬁ? ecipitated by acetonitrile.
to rem: ﬁ e organic matters which might

ol/L phosphate buffer pH 6 -water

Then OnGuard RP pre-treatment column was used

pollute the column. The eluent was acetoni}glﬁw
45:5:50 v/v/v . The UV detection wavelengt

and thiocyanate were 4. 6 pg/L an{%@& respectively and the relative standard deviations

of peak areas were 1.2% 7%{\\; 1.%% n =6 for0.2 mg/L iodide and thiocyanate stand-
~

ard solutions. The m%ho is) urate and reliable and has wide linear range low limit of

as 226 nm. The limits of detection of iodide

detection. This m@p@owdes a viable approach for powdered milk quality dairy products.
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1.3.2
Nal- 2H,0 KSCN
1 000 mg/L
100 g 30 150 pg 1.0 mL 100 mL
4
’ 10 mg/L
0.05 0.1 0.25 0.5 1.0 mL
5 10 mL
6
1.3.3
- 1g 4 mL
s 5 mL 10 mL
2 mL 10 mL
2t 0.22 um OnGuard RP
3 mL
2
2.1
IonPac AS16
1
1.1 9 10
ICS-2500 Di-
onex Ultimate 3000
11 pL PEEK OnGuard II ¢
RP 1.OmL 0.22 pm
Fisher Scientific > 85% Acclaim Mixed-Mode WAX-1
Millipore 18.2 M- cm
pH
1.2
Acclaim Mixed-Mode WAX-1 4.6
mm x 250 mm -100 mmol/L
pHO6 - 45:5:50 2.2
1.0 mL/min 226 nm 200 pL Acclaim Mixed-Mode WAX-1
1.3
1.3.1 100 mmol/L pH

13.6 g KH,PO, 0.42 g Na,P,O0, -
10H,0 1L pH 6
0.22 pm
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6
OnGuard RP RSD 0.31%  0.32%
RSD 1.2% 1. 7%
2.4
WAX-1 2
pH 2.8 ~6.5 4 1
pH 6 pH 1
pH Table 1 Contents of iodide and thiocyanate
in powdered milk samples
clIi 7/ C SCN™ /
Sample
mg/kg mg/kg
Brand 1 pregnant formula 1.78 10.50
Brand 2 pregnant formula 1.35 17.60
Brand 3 infant formula 0.785 3.935
Brand 4 infant formula 0.845 6.780
pH Brand 5 infant formula 0. 665 6.525
6 Brand 6 infant formula 0.995 1.860
1 1 Brand 1
20 1.5 mg/kg
15 —
I 0.9 mg/kg 0.4 ~22
i mg/kg '
% 'Of 1
5L
U o
oL Brand 1 5
P S S NS USSR SRS B R 0,
0 10 20 30 40 50 60 RSD 8.3%
¢t/ min 4..8% Brand 1
1 3
Fig. 1 Separation chromatogram of iodide and
thiocyanate in powdered milk
2
2.3
2 Brand1
1.3.2 n=5
5 Table 2 Spiked recoveries of iodide and thiocyanate
in Brand 1 pregnant formula sample n =5
0.05 ~1 mg/L - -
I SCN
y=11.6324x -0.0803 Added/ Found/ Recovery/  Added/ Found/ Recovery/
y = 5.0671x - 0.0666 Y mg/kg mg/kg % mg/kg mg/kg %
. 1.00 2.74 95.5 5.00 14.97 89.3
mAU:- min « mg/L
2.00 4.03 112.3 10. 00 21.49 109.9
0.999 8 3.00 4.93 104.8 15.00 25.90 102.6
3:1
4.6 ng/L 13.8 pg/L 3
10:1
15.3 png/L  46.0 wg/L Acclaim Mixed-Mode WAX-1

0.2 mg/L
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