328 2010 4

,2010 ,32(4) ,328 330,336

( , 710069)
6 , 6
10.0 10pgnL 120 16lugnL, y=0.0818x - 0.078 3
y=0.056 1x- 0.012 5, 0.9991; 3.356Ugnm RD 1.9% 3.32%, 92.0% 106 %
:0657.7 A :0258-3283(2010) 04-0328-03
, ML ;5001 L ( Ag-
) lent ) ;60 mL ;8002
[13] [41 [5] ( ) ; EDWARD
(el - SFB-3 (
)
, ) ( ,Fisher ChemAlert) :6 ;
’ ( )
) 1.2
HP-5 (50 m x 3204 m x
' ' 0.5um) ; : : 2.0 mL/ min;
' ' ' 1150 ; ,
! 20 1; : 50 ; FID , :
! 180 ; 240 mL/ min; 1400 mL/
’ 6 mn; 50p L
’ 1.3
' 1.3.1
! HREO
) —E
[7]
' —— R
[8] , 6 1
Fig.1 Headgace hottle
, 1 ,
1 1 1
11 :2009-04-11
HP-6890 L es)

(FD, Aglent ) i HP 110 50



32 4 : 329

60 mL , , , 80
) ) 2.2.2
; , ) 20 25 30 35 40
, , 45 50 min ) 40 min
( )
, 2.3
( :
). , , :
1.3.2 , '
, 21 Pa, 70 20 mn
2.4
1.3.3 6
. 6
1.3.1 . 100 L )
, , ; 6 ,
6
2 47.4 63.2 79.0 94.8 111 158ug/nL.  39.0
2.1 52.0 65.0 78.0 91.0 130p ¢/ nL 1.3.3
211 , 3
25710 12 15 mn , ,
; , y=0.031 8x- 0.078 3,
0.9991, 10.0 180pg/nL ;6
5 mn 21 Pa, y=0.056 1x- 0.012 5,
21 Pa 0.999 1, 12.0 161pg/
2.1.2 6 ,
: 3 . 6
, 3.3 5.6Mg/ 1.2 ,
. 158p g/ L 130u g/ 6
; 5 RD
2571012 15mn6 ) 5mn 1.90% 3.32%; 1
, 1
2.2 Tab.1 Linearity ,detection limits and R of sanples
221 @g'm-’l; ¢Jg-m_‘/1) RSO/:Z/
S50 60 70 80 90 1 10.0 180 y=0.0318x-0.0783 3.3 190
) ) ) 2 120 161 y=0.0561x-0.0125 5.6 3.32

L 2.6 R 0.991,n=5



330 2010 4
2.5 )
100 m_ , 6 , )
: 3 :
47.4 79.0 158U g/ mL 52.0 91.0 ,
130p ¢/ L 2 ,
2
Tab.2 Reoovery o the method
/ / / !/ RD/
g ) @gn ) @gn ) % %
47.4 67.0 1020 252 14 ' ' t )
18.7 79.0 %.1 %1 121 [31- 2007,
158.0 185.0 106.0 2.21 35(8) :1 1161 120.
6 . Zi.g 13:.2 13(55.3 ;ig [2] TAO Yong sheng LI Hua ,WANG Hua,et d. Volatile com-
’ 130:0 132:0 92:0 2:45 pounds df young Cabernet Sauvigron red wine from Changi
Qountry(China) [J]. J. Food Comp. Anal. ,2008,21(8) :
n=s 689-694.
2.6 [3]REINHARD H,SAGER F,Z0O_.LER O. Qtrus juice dassfi-
8 6 caion by SAME GC-MS and dectronic nose measurements
Tab.3 Determingion result of metharol and petroleum [3]. LWT Food Sdi. Technol. 2008 ,41(10) -1 906-1 912.
eeirshple bgnt ) [4] CARDADOR M J ,SERRANO A , GALL EGD M. Smultaneous
1 2 liquictliquid microextractiorV methylation for the determinar
RD/ % RD/ % tion of haloacetic acids in drinking weters by headgpace gas
15.0 3.58 18.7 3.4 chrometography[J]. J. Chromatogr. A, 2008 ,1 209 (1/2) :
6 — — 12.5 312 61-69.
[5] SPARHAM C,EGVIOND RV ,O CONNOR S et d . Determi-
\ 6 nation of decamethylcyclopertasiloxane in river water and fi-
3 1 nd dfluent by headgace gas chromatography/ mass ec-
trometry[J] . J. Chromatogr. A ,2008 ,1 212(1/ 2) :124-129.
PA 1 [6] ’ )
20}
[J]. ,2000 ,21(11) :46-48.
[71 , . 50
1or [3]. 2001, (12) :2.
= ’; (8] . 60 70 [J].
00 ; ‘i‘ " e ,1998 ,23(2) :29-30.
¢/min
1 Research and application o vacuum headspace GC CHEN
Fig.1 Chromatogram of remaining slvent and biank Hai-xu, QUO Zhi-an ", ZHAO Jing-chan, WANG Pei (Key labo-
A ratory of Synthetic and Naturd Function Molecue Chemigry of
‘B Minigry of Education ,Northwes Universty , X" an 710069 , Chi-
' 1 na) ,Huaxue Shiji ,2010,32(4) ,328 330,336
Abgtract :A rove capillary gas chromatogrgphy defined as vacu-
2345 6 um headpace caillary gas chromatography was developed.
’ Taking into acocount the advantages and disadvantages of heat
! 2345 6 headgpace GC method and vacuum headgpace capillary gas chro-
matography ,it would be bendicid to combine these two methods
together. In this gudy, the combination method was used in
3 detecting the resduad amount of metharol and No. 6 Solvent in

( 3% )



336

2010 4

2.6
1 A
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Deter mination o trace bisphend A by chemiluminescence
combining with solid phase extraction ZHANG Li-ke™?,
ZHANG Yarrge®, HE Qin® (Xuchang Universty , a. Qollege of
Chemigtry and Chemica Engneering;b. Inditute of Suface Micro
and Nano Maerids, Xuchang 461000, China) , Huaxue Shiji,
2010,32(4) ,334 336

Abgract : A mixture o potassum permanganate-lumirol in the
dkaine slution can creste a gable chemiluminescence (Q.)
dgnd , and bigpherol A can inhibit the Q. dgnd when it is
poured into the mixture. Hereby a method for determination of
micro-anounts of bigherol A with chemiluminescence by floning
inection o the permanganae-luminol mixture was proposed. A
linear relationship between the relative Q- intendty A 1) and the
concentretion of bipherol A was obtained in the range of 0.4
100 my/ L ,resuiting in alinear regresson equationdf 1 =2.8c -
0.4 (r=0.999 3) with a detection limit of 0.2 mg/L. The rda
tive gandard deviation was lessthan 1. 8 %for a sl ution contain-
ing 10 my/'L of bigpherol A (n=11) . Comhining with the solid
phase extraction (SPE) technique ,this method has been applied
to determination of bipherol A in water sanples.

Key wor ds:bigpherol A ; chemiluminescence ; luminol ; potassum
permanganete

[3] , , . A
[J1. 2007 ,
28(2) :233-235.
[4] : : .o &
A QGMS [J1. ,
( 330 )

edible oil . Under the optimized condition ,the linear rdationship
between the peak area and mass concertration of metharol and
No. 6 Dlvent wasinthe rangedf 10.0 180u ¢/ ni ,and 12.0

1614 g/ L, repectivey , correponding to a linear regresson
equation y =0.031 8x - 0.078 3 (r=0.99 1) and y =

0.056 1x- 0.0125 (r=0.999 1) ,repectivey. Detection linr
itsof the method were found to be 3.3y g/ and 5. 6p ¢/ N,
regectively. The R were 1.90 % and 3. 32 %, repectivey ,
and the recovery rateswere in the range o 92.0% 106 %.
Key words: vacuum headgpace; gas chromatography ; research;
goplication
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Devdopment o reerence materials for pcymene in
methand QIU He-nan ', FENG Yuepeng ( Inditute for Refer-
ence Materids of MEP,Bejing 100029 ,China) , Huaxue Shiji ,
2010,32(4) ,331 333;336

Abgract : Reéference meterids for p-cymene in metharmol were

neMy developed. In this pgoer, the reagent background
check-up , purity corfirmetion of pure dandard, preparation
and packagng o reference, unformity tes and dahility
nonitoring ,dandard vaue and uncertainty evauation were ds
cusxed.

Key wor ds:reference meterids; p-cymene



