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Determination of hydrazodicarbonamide in bread by high performance

liquid chromatography in tandem atmospheric pressure chemical

ionization source mass spectrometry
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Abstract ;
bonamide ( HDC ) in

A method of determining the content of hydrazodicar-

bread by high performance liquid
chromatography in tandem atmospheric pressure chemical ionization
source mass spectrometry (HPLC-APCI-MS) was established. Using
80 “C water as extractant. N-hexane extraction was used to remove

sample impurities. And then the samples purified were separated by
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using Xbridge BEH Prep OBD Amide column. The gradient elution
7) (v/v), with the

was performed by using water ! acetonitrile (3 :
flow velocity 0.6 mL/min. The ionization were achieved by using AP-
CI source positive ion mode with MRM scan mode. The internal
standard calibration curves were used for quantitative. The method of
adding-recovery were used to test. The results showed good linearity
in the range of 0.2~10.0 mg/L, and the correlation coefficient was
99.5%~99.9%. The indoor average recovery was between 82 % ~
110% and the precision of the laboratory was less than 10.3%,
which could satisfy the general requirement of analysis method. Mo-
reover, the method is simple, rapid and sensitive, which is suitable
for the determination of HDC in bread.

Keywords: high performance liquid chromatography in tandem at-
mospheric pressure chemical ionization source mass spectrometry
(HPLC-APCI-MS) ; bread; Hydrazodicarbonamide( HDC)

18 % W Bk e ( Azodicarbonamide, ADA) H. 4 % 1 14 1k
UEE A 5 AE T35 1T 0 2 2 45 A R g B A T, R
JH T /0N 2 M3 b B0 T o 0 i DI I R et i R
sty R R R AT AR S AR T ORI IO R B
B B HLAE 25 [ )T iz L HEFE 2 2 10~300 me/kg. GB
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Table 1 Effects of different extraction solvents on the

extraction effect of HDC

PRI i =%/ %
5% DMF 73~86
ESITRIN 70~91
80 °C 7k 87~96
2Nk 43~58
e 57~172
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Table 2 Optimization of the conditions of liquid
chromatography
WA A WA B M/ (mL « min~!)
20 % 7K 80% Z 0.5,0.6,0.8
30 % 7k 70% Z 0.5,0.6,0.8
20% 7K 01%HR— 2 0.5,0.6,0.8
20% K 0.2%WER— 0.5.0.6,0.8
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Figure 1  Separation chromatograms of 3 chromatographic
column of standard HDC
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Figure 3 Chromatography-mass spectrogram of

standard HDC

CIEARTE FITE £ 2.500) s B S v H b A & 95 58 Pk B 19 A1 XF
I 5 LA 2 B0 o T — B AN R 22 A5 A SN/ T
0001—2016 F7 i iy TR - JUJ T 40 B A v A BBk IR
100
90
80

70
60

RS ES: S
Rrelative abundance
W
=)

2.51
= 207 y=19 692x+33 577
)
K% LS
b=l
g < o)
Lo
4
g 0.5
a
0. ) 1 1 1 1 1 J
2 4 6 8 10 12
e e
Concentration/(mg * L™
B4 BRZIRATE A&
Figure 4 The standard work curve of HDC
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Table 3 The recovery and precision of HDC in

bread (n=6)

WK/ (mg « kg ') SZ{E/(mg « kg ) IR/ % RSD/%

0.5 0.42 84.0 3.4
1.0 0.87 87.0 3.3
5.0 1.89 97.8 4.1
:':\
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Chromatography spectrogram of bread with standard (Addition level; 0.5 mg/kg)
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