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Development of HPLC determination and LC-IT-TOF verification of DBS in gutter oil
Yin Guo, Lu Yi, Xie Pu, Li Yuan, Wang Tiejie
(Shenzhen Institute For Drug Control, Guangdong Shenzhen 518057, China)

Abstract; Objective
Methods

To develop a determination and verification method for DBS in gutter oil and its application.
After extracted by 50% ethanol and purified by SPE column, the DBS in gutter oil was detected by HPLC,
separated by a Nucleodur C,; column (250 mm x4.6 mm x5 pm) with mobile phase consisting of methanol ( containing
20% 10mmol/L. ammonium acetate). Verification was operated by LC-IT-TOF mass spectroscopy in ESI-ionization model,
nebulizing gas was 1.5 ml/min and detector voltage was 1. 68 kV. Results Quantity of DBS in gutter oil was accuratly

determined in the range of 4. 030 —503. 3wg/ml, the recoveries were 77 % - 87% and RSD% of precision was less than

2% . All 7 batches of gutter oils and 23 batches of edible oils matched the results of verification. Conclusion

was suitable for the detection of DBS in gutter oil.

The method
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Chromatography of method specification

Figure 1
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Table 1  Result of recoveries
T & JA & HUEEST (1] i % T E
(%) (ng) (pg) (%) (%)
7.4 6.9 89
80 7.4 6.5 88 87
1 7.4 6.3 85
e 9.3 7.5 81
% 100 9.3 7.3 78 78
Iig 9.3 7.1 76
* 11.2 9.0 80
120 11.2 8.4 75 78
11.2 8.7 78
185.6 150. 4 81
80 185.6 143.0 77 79
. 185.6 145.9 79
‘!(5?? 232.0 178.1 77
% 100 232.0 182.0 78 77
I 232.0 176.0 76
# 278.4 213.8 77
120 278.4 210.5 76 77
278. 4 221.1 79
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Table 3 Information of gutter oil collection

and detection results

W5 ] KBRS # H E (pg/ml)
Fl VRN 4 e A4 A B A | Az 61.29

F2 TRYIT 4 e BB A BR A /) A 7.650

F3 B AR — R ) S 15.33

4 B SR & T 1 3R 350. 7

5 I M e D8R p e g 3K 32.31

F6 /N ST 9 ) 3K
F7 /N5 ST 4 08 3

F8 UNES ] P 12.61

F9 B SR & T W 3K 34. 45
2.2 MM B RE B Y TR B ST
2.2.1 %T)gtidsm

DI i (R — SR E ) = |, A
DBS, 5 80 BH R B i, 2 1 1.2 {360 A 9 19

il A TR A ORI R 1. Oml, B 10ml S8 il
i 50% e R e 20 B, 4% 1 37 AR A, 45 2R
FEADL B PR RE a5 DBS RRAE U 11 £ B I 18] — 2, = 1
X E TGP, % R R A R, R T
i g A DL 2

Segment#(x1,000,000)
3,667,039

3.00
2.00
1.00
0.0

A

0
00 05 1.0 1.5 20 25 3.0 35 40 45 50 55 60
t/min

K2 DBS p# e+ K
Figure 2 SIM chromatography of DBS
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Figure 3 Mass spectrums of DBS contents

2.2.2 KW

i 4 BN BE S VA R, 4 37T I AR L
SRR 6 UK, IC SRk W T R, TH ORGSR NS % E RSD
<2.0% , FRWILEHE B AT A BoK
2.2.3 HEERBUESS R

PR 30 FhRE S 1.2 A3 S I R Y T
£ TR BCRF I VR 1.0 ml, B 10 ml B A,
50% CBEAR R B A0 B4R L 37 AN RE . &
FW] 0 BT 5 s R D S B Y T A Rl e 3
Kith A DBS, H4r 23 Foke it i K K ) DBS, 30 1E
iR 5 HPLC & 5 40 07 vk 0w i 25 2R — 3%, & W)
AT UETT 5 n] A S B3 B 5 k EAT WA B

3 it
300 A ROk DU AR 43 A
AT EET DBS HiAR MR FHEH”



