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Fig. 2 Chromatograms of 2,6 dimethyt gamma pyrone in different mobile phases
(a) - (Methanot Water) ; (b) - (Acetonitrile Water) ; (c) - - (MethanoFTetra

hydrofurar Water) ; (d) - (Tetrahydrofuramr Water)
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Fig. 3 Chromatograms of 2,6 dimethyt gamma pyrone and acetylacetone in different mobile phases

V(tetrahydrofuran): V(water)= (a) 60: 40; (b) 40: 60; (c) 20: 80; (d) 5:95. 1. 2,6
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(Acetylacetone)

1
Table 1

2,6

(2.

lacetone in different kinds of buffer salt solution

6 Dime

Seperation parameter of 2, 6 dimethyt gamma pyrone and acety

2,6

2,6 Dimethyt gamm a pyrone

A cetylacetone

Kinds of buffer

salt solution

Retention time Peak width ~ Retention time Peak width
(min) ('min) ('min) (min)
NaH ,PO4 4.010 0. 151 6.537 3.128
NaHPO4 4. 081 0. 144 6.583 1.346
Na; HPO 4+ KH, POy 4. 059 0.139 6.552 1.255
NaH ,PO4 Na,HPO, 4.008 0. 126 6.512 0.384
NaHPO4+( KH2PO4) , NaH:PO+
o 2 2
1.00.8,0.6 0.4 mL/min 2,6
2 2 2 o o
2
Table2 Seperation parameter at different flow rates
Retention time (min)
Flow rate 2, 6'_ Resoluti
(mL/min) 2.6 Dimethyk gammar Acetylacetone oton
pyrone
0.4 6. 543 9.816 3.153
0.6 4.1 6.532 2. 604
0.8 3.010 4. 875 1.240
1.0 2.364 3.819 0. 832
R 0.6 mL/min, s
):V( )= 20:80( 0.5% NaH:PO«NaHPO4, pH 5)
5
2 2, 6-
), r= 0. 99996, 0. 01~ 200. 3
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mg/ L; y= 179968. 39x + 54. 64, r=0.99990, 0.01~ 50.
68 mg/ L ,2,60 5

, (S/N) 3 .26
1.0 g/ L
5 2,6 ,

7, ( 3) 3 ;

98.3%~ 102.5%; RSD 0. 8%
5 2 ; 3 2 2
RSD  0.4%~ 1.7% , RSD  0.5%~ 0.9% ,
i HPLC
3 2,6
Table 3 Recoveries of 2, 6 dimethyl gamma pyrone and acetylacetone
5 RSD | RSD
. Added Found Recovery _ . Added Found Recovery _
Analyte (mg/L) (mg/1L) (%) (%,n="17) Analyte (mg/1L) (mg/1L) (%) (%,n="17)
5.62 5.61 99.7 0.29 2.52 2.49 99.1 0.45
26 11.25 11. 15 99.1 0.42 5.03 5.04 100. 2 0.29
2, 6 Dimethyt 22.5 45.8 100. 6 0.31 10.1 10.2 101.5 0.55
acetylacetone
BAMMAPYTONE 45,0 91.4 101.8 0. 56 20. 1 19.8 98.3 0.67
90.0 91.4 101. 6 0.50 40.2 41.2 102.5 0.72
3.3 2,6
2 2
5 a
2,6 2,60
4 4b
1 1
2,6 —— — ﬂ — ‘
0 2 4 6 8 10 0 4 6 8 10
2,6 t/min t/min
4 2,6
Fig. 4  Chromatograms of 2, 6 dimethyt gamma py
rone and acetylacetone
( n= a. (Mixed sample); b. ( Synthetic sam-
7) , 14. 06 mg/ L( RSD= 0. 6% ) 13.48 ple) 1. 2,6 (2, 6 Dimethyt gamma pyrone);
mg/ L( RSD= 3. 2%) 2. (Acetylacetone)
) , 3h ,
15 min 2,6 ,
) 2,6
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Determination of 2, 6- Dimethyl- gamma- pyrone and Acetylacetone by
High Performance Liquid Chromatography

ZENG Hong Yan, DUAN Zheng Kang” , CHEN Harr Zhi, ZENG Zht Ding, LUO At Wen
(Engineering Research Center of Chemical Process Simulation and Op timization of Ministry of Education,

College of Chemical Engineering, Xiangtan University, Xiangtan 411105)

Abstract A method was developed for the separation and determination of 2, 6-dimethylgamma
pyrone and acetylacetone in the 2, 6dimethyl-gamma pyrone synthesised system by high performance
liquid chromatography. 2, 6-dimethyl gamma pyrone and acetylacetone were successfully detected and
separated by Eclipse XDB-C18 column( 150 mm X 4.6 mm, 5 nm) at wavelength of 240 nm and column
temperature of 30 C, with tetrahydrofuramr water (20: 80, V/V, including 0. 5% M onoso dium phos-
phate and 0. 5% disodium hydrogen phosphate, pH= 5) as mobile phase, flow rate was 0. 6 mL/ min.
The results showed that it had good linear relationship between the concentration of each component
and chromatographic peak area, the method was precision and repeatability. The linear correlation co-
efficient of 2, 6 dimethyFgamma pyrone was 0.9999 in 0. 01- 200. 3 mg/ L., and that of acetylacetone
was 0.9999 in 0. 01- 50.68 mg/ L. T he relative standard deviation of seven parallel injections was less
than 1. 0%. The average recoveries were from 98. 3% to 102. 5%. This method has the advantages of
high sensitivity simple and rapid.
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