Vol 25 Na 4

25 4
2006 7 ENV IRONMENTAL CHEM BIRY July 2006
& 2" K BT &3t & B &k’
(1 ; 2 ., 200092)
-PDA /FLD HPLC (PAHs) ,
s 1L 10% , 3m | HPLC
95. 22 — 100. & 0. 78% —6. 68% 0. 03— 220
ng* r!
(PAH S) ’
PAHs (PDA) / (HPILC)
(FLD) / (HPLC).
: PAHs L
s HPLC PDA FLD )
PAH s
1
6 , ,
) 4C .
100mg* T, 10mg* T, 10mg* T, 10mg T 10mg T, 10mge T
5m 1 ENV F18 , 10m 1 10m 1 , 5
ml* min ' s 5m | 5m in ,
, 201 [ HPLC
V arian ProStar s S MADZU 250mm X 4. 6 mm X SHm C18 ;
- (75 25) : Iml* min . 20H] PDA:
PAH s , , 0—9.5m i 210mm
, 9.5—14mn 254 nm ; : /
/' (270mm /340mm), (260mm /320mm),  (270mn /340mm),  /  (255mm/
370m).
2
, PDA , 6 PAHs , 1
, 6 PAHs , 5 PAHs ,
) PDA .
PAH s R , >
: PAHs , 1 2,
2006 9 13
* (No 20477030); 863 (Na 2004AA649410); (Na O4FG 14072).
* ok : Tel (021) 65984261, E-mail chenling®@ mail tongji edu. cn



504 25
, PAHs PDA . .
1
PAHs 50—100 , Hge [ 5 PAHs
, PDA s 6
PAH s
7 6
L ()
6 F . 4
I %®
51+ - //\
= ro / \\ 3 5
3 -_ o / \\%
2+ i
L R B ] /min \ 2
: L N
0 f ] ) ] I ] . ] " ] ) ] : ]
0 2 4 6 8 10 12 14
B (a) {%?EETJLI‘EH /min
0.015
0.010
=
< 0.005
0.000
-0.005
FREB T E] /min
1 PAHs
1,2 ,3 .4 .5 .6
(a) 6 PAHs PDA ; (b) 6 PAHs FLD
Fig 1 Chomatogram of PAH s with photod bde assay detector and fluorescence detector
1
Tabk 1 The calbration curves of PAH s w ith PDA
PAH s /m in /mge T !
5. 20 y= 296. 10x- 52033 0.5—2 0. 9999
7. 30 y= 2869. 4x+ 49759 0. 05—2 0. 9998
8. 92 y= 2094. 2x— 49514 0. 05—2 0. 9996
10. 12 y= 1371. 6x+ 10495 0. 05—2 0. 9994
11. 22 y= 2957.3x+ 17318 0. 05—2 0. 9998
12. 04 y= 7028. Tx— 43159 0. 05—2 0. 9999
2
Table2 The calbmtobn curves of PAH s with FLD
PAH s /m in Mg T!
7. 44 y= 7760. 8x— 791.87 1— 100 1. 0000
9. 08 y= 2970 x+ 1751 6 1— 100 1. 0000
10. 32 y= 47875x— 27952 1— 100 0. 9993
11. 45 y= 28038x— 4150 9 1— 100 0. 9998
12. 29 y= 66167x- 31275 1— 100 0. 9995
6 PAHs s 6m 1ENV F18 R 500m g
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Fig 2 Recoveries of PAHs fran the sp ked water samp ks w ih different elutbn solvents
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Fig 3 Recoveries of PAH s from the spked w ater san ples with different w ater volum es
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100m 1 5nge ' 500ng* [ \ PAHs , 3
s PAH s "
3, .6 95.2% | (RSD)
0.78 —6.68% US EPA RSD< 30%
3 (n= 6)
Table3 Precisbn and accuracy resulis of hemethod (n= 6)
PAH < Snge I! 500ngs 1!
i RSD P P RSD P
- - 99.94 3.38
99. 44 6. 68 100 8 0. 85
98. 49 2.79 100 1 0. 78
95. 22 4. 00 96. 56 3.75
99. 84 3.39 98.76 2. 00
97. 61 3.62 99.07 0. 81
6
; 4 ( ) 4
, PAHs R >
, PAHs ,
, PAH s
(GB3838-2002) (CJ/T 20622005)
PAH s s R R PAH s
4 (n=13)
Tabk 4 Concentratbn of 6 kinds PAH s in surface water sanpk (n= 3)
Mg I ge T /ngs 1! Inge I'! /nge T /nge I
)3 ND ND 3.71%0. 25 ND 4. 89 0. 22 51. 18 0. 18
24 0. 78 0. 23 ND ND 3.74 *0. 35 8. 01 f0. 27 2. 85 *0. 32
34 ND ND 0. 86X0. 40 1.38 X0. 26 ND 3. 46 *0. 14
1# ND ND ND 2.00 £0. 24 2. 84 £0. 33 2. 18 £0. 20
24 ND 1. 76£0.08 ND ND 4. 06 0. 25 13. 46 *0. 21
34 ND 0.95%0. 14 ND ND ND ND
ND
, PDA-FLD , FID , PDA
. PAHs 95.22% — 100. 8% ,
0. 78% — 6. 68% , nge '
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EXTRACTION OF TRACE PAHs IN WATER BY SOLID-PHASE
EXTRACTION AND DETERM INATION BY HIGH PERFORM AN CE
LIQUID CHROMATOGRAPHY W ITH PDA-FLD USED IN SERIES

LIZhi'  CHEN Ling'  GAOHongwen’  YUAN Yuan' ZHAO Jianfu'’

(1 StateK ey Laborabry of Pollution Contwol and Resources Reuse

2 Key Laborabry of YangtzeW ater Environment TongjiUniversity Shanghai 200092 China)

ABSTRACT
A method for the detem matbn of polycyclic aran atic hydrocarbons in w ater sam ples usng sold-phase ex-
traction and high perfom ance lquid chranatography with photodiode array ( PDA ) /fluorescence detectors
(FID) used n serieswas devebped. The optimal conditions for solid-phase extraction were 106 methanol
added inwater sanples as solvent cond itioner eliting solvent was tetrahydrofuran, amount of eluting solent
was3ml W ith 1L water sanples spked with PAHs the average recovery was anong 95. 22 to 100. 8%,
and relative standard deviation was 0.78% 1o 6. 68%, and the detection linits ranged 0. 03ng* 1 ' 10 220

nge I
Keywords Polycyclic amm atic hydrocaibons solid phase extraction high perfomance liquid chran atog-
rap hy



