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2
2.1
‘Mettler M3 , 0.001mg; L-200D 0.05nmg; GC :
Waters 590
:350 mm x 20 mm , Bio - beads S- X3,200 - 400
ac- MS ‘HP- 5890 ,SE- 30 30m=%%5.25 minx0.25Um VG
- 70SE
BCp-p.,p - DDT : 11.06U g/ g, L&C
p.p - DDT : 99.9 %,
- ,Fisher
2.2
50 nL 0. 00005 g 209 0.001 mg
p.,p - DDT 5mg, 2049 ,
, Mg g p.,p - DDT ,
, vdg : ( )
DDTO0.606891 ¢/ g, DDTO0.53778U ¢/ g
2.3
10 m 2g , ( 0.0069) ,
, , 10 n_ , 1nL GPC ,
=11 , m./mn, 210 nm, 2 mn 30 mn
. 2nL 5nL ,
0.5n : , : . p.p -DDT
Mgy
2.4
He, 10 kPa
: 260 120 , 15 /min 250
10 min, 1L
: 240 ,EI70 eV; 6000 V , 220
2800V, 4500 V ; 0.3ms, 1x10°7; 500, PFK m/

z69 ; m/ z,234.99 246.99
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p.p -DDT
3
3.1
H A B 1 t 1
2 8 , , 1 A B
1
(o) bdo
0.0722 0.0724 0.07230.0724
0.0724 0.28% 0.20% 0.60%
A 0.07220.07270.07210.0727
0.16490.1648 0. 1656 0. 1656
0. 1656 0.14% 0.16 % 0.48 %
B 0.16600. 1661 0. 1662 0. 1660
3.2
COQM - K21 9 9 ,
2
A A B B
tgo ¢do tdg tdo
BAM ( ) 0.0732 0.0014 0.1633 0.0030
KRISS( ) 0.0794 0.0019
L ac( ) 0.0756 0.0027 0.1674 0. 0050
NAH ( ) 0.0736 0.0025 0.1644 0.0030
NIMC( ) 0.0711 0.0013 0.1637 0.0051
NIST( ) 0.0739 0.0008 0.16773 0.0017
NRC( ) 0.0725 0. 0008 0.1649 0.0017
NRCCRM ( ) 0.0724 0. 0004 0. 1656 0. 0006
VNIIM ( ) 0.0768 0. 0009 0.1670 0. 0050
* 95 %
A 0.0743u ¢/ g, 0.0026M g/ g, RD =3.5%

B 0.1655U ¢/ g, 0.0016U ¢/ g ,RD =0.99 %
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A B
A , (
)
4
A :0.28xL==0.14%
Ja
B :0.14x—L=0.07%
Ja
B ( ) (D
(1) :
a. p,p -DDT 0.01%
b.
thB:o.oe%
0.74¢
l.49¢g
0.00015 2, | 0.00015 2 _
0.7 { 14 =0.023%
(2
le)‘Z)Qlf’:o.ooaa%
(3) p.,p -DDT , 0.37¢g
000015 _ 3105
(4)
p.p - DDT p.p -DDT 0.69g 0.46¢
1.00015 ? .| 0.00015 2 _
0.69 { 0.46 ) ~0-0%9%
4 A , :
A

U= W0 142 +0.12% +0. 0082 +0. 0442 + 0. 039 + 0. 039
=0.20 %
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B :
U= \0.072+0.12% +0.008% +0. 0442 + 0. 039 + 0. 039°
=0.16 %
k =3( 9%, A B
Ua =0.60 % Us =0.48 %
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Abstract

Weigh fish oil 2 g and add *Cy,. p o - DT stk dnog the same amouik asthep p' -
DDT in the weighed fish ail . Mix and add octane till the fct2 volume is 10 i . Applied the tech-
nique of GPC fai reraving 99 % of lipids in fish oil. The GPC sygem is condged of a dass
preparation column (350 mm x 20 mm) with filled materia (Bio - beads S- X3,200 - 400
mesh) ,a HALC punp and an UV detector. CH,O,:hexane =1 1 as duent and flow rate is 4
mL/ min. Per - injection of the sample into GPC sysem is 1ml . Detection wavelength is 210 nm.
The oollected sl ution from Goc is blown to dry by N». 2 mL hexane washes the resdue and 0.5
nL of concentrated sulfuric acid dedroys the remained lipids. GC- MS- SIM measured the ratio
o p.p - DDT(nVz234.99) and™Cp, - p .o - DDT(m/ z 246.99) . A HP SE- 30MS capillary
oolumn is used. Bracketing is used as quantitative method. Uncertainties of measurement results
are ot nore than 0. 6 %. Our results are the bes oneswith the smallest uncertaintiesin the nine
metional |aboratories.
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