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Separation of a Nucleoside Ana ogue from Rape Bee Pollen

HUANG Lan*? SUN Li-ping** XUE Xiao-feng® XU Xiang* PANG Jie?
HE Wei? SHEN Xin-feng*? MU Xue-feng?
(1.Bee Research Institute, Chinese Academy of Agricultural Sciences, Beijing 100093, China
2.College of Food Science, Fujian Agriculture and Forestry University, Fuzhou 350002, China)

Abstract: In order to explore the nucleoside composition of rape bee pollen, the sample was subjected to extraction with 15%
aqueous ethanol under the assistance of ultrasonic, TLC anaysis using chloroform-methanol-ammonia (6.5:8.0:1.5, V/V) asthe
development solvent, chromatographic separation on D101 type macroporous adsorption resin column using 5% agqueous
ethanol as the elution solvent, water saturated butanol extraction and high-performance liquid chromatographic (HPL C) purifi-
cation and as aresult, a single compound was obtained. The compound was identified as adenine by liquid chromatography-
guadrupole-time of flight mass spectrometer (L C-Q-TOF) according to the data of accurate mass, double bond equivaent
(DBE), spacing match and similarity score and by comparison of its retention time and UV spectrum with those of the reference

substance.
Key words: rape bee pollen  nucleoside analogue thin layer chromatography(TLC) separation adenine
S896.4 TS201.2 A 1002-6630(2011)17-0151-04
(3]
(1
(2
(adenine)
6- DNA
RNA [4-51
2011-06-23
“ " (2011BAD33B04) () (CARS-45K X J18)
(2009GB23260456)
(1986 —) E-mail huanglan922@163.com

(1963 —) E-mail caasun@126.com



152 2011, Vol. 32, No. 17

[6-12]

Cranel3
(14 HPLC
D101
(HPLC)
(TLC)
1
11
20
(Adenosine > 99%) (Adenine
> 99%) Sigma (Inosine
99%) (Uridine 99%) (Guanosine
99%) Amresco GF254 (10cm x
10cm) D101
( ) Fisher
12
AL204 - ( )
KH2200DE LD5-
2B RE-2000B
HA22-40-48
HL-2B
LC-20HPLC
Agilent 6510 Q-TOF
JY002s
(2.0cm x 40cm)
13
0.0040g 70% 10mL
400p g/mL
10%K OH (18] ImL
14
509 15% 3 (
250mL x 3 30min/ 45
100Hz) 4500r/min 10min 3
100mL
10mL 70% TLC
15
[16-17] Dlol

3BV 1.0BV/h
( 14 ) 5% 3BV/h
4
70% HPLC
H
16 TLC
GF254 105
30min(2el 8cm lcm
- - ( 6.5:8.0:1.5) 30min
(254nm)
17 - - (LC-Q-TOF)
HPLC LC-20 HPLC AQ-Cis
(250mm x 4.6mm 5y m) (A)-
(B) 1 5min 5% 9%A 5 24min

9%A 24 25min 9% 10%A 25 27min 10%
40%A 27 37min 40%A 37 40min 40% 5%A

40 50min 5%A 1.0mL/min 30
5L
LC Agilent 6510 Q-TOF SB Cis(2.1mm x
150mm  3.5u m) 0.1% -
(70:30) 0.2mL/min 30
5L
ESI* 30 psi
9L/min 350
4000V 135V
60 1000 lspectral/s
2
21
[19-20] 15% 45% 3
TLC 45%
( )
15%
15%
22 TLC
221
( - - - -



2011, Vol. 32, No. 17 153

a - -
( 8.5:7.0:0.5) c. - - (
1 3 TLC

Fig.1 Comparison of three development solvents for TLC analysis of

8.5:7.0:0.5) b.
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rape bee pollen extract
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Fig.2 TLC analysis of crude rape bee pollen extract
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Fig. 3 HPLC chromatogram and UV spectrum of TLC spot H
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Table 1 Accurate mass and elemental composition of TLC spot H
identified by LC-Q-TOF
[M+H]*  [M+H]*
/min 1% 1%
1.937 36.0619 136.0618 CsHsNs1.0x 10* 99.43  99.96 6
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Fig. 4 Molecular structure of adenine
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