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Abstract An anal ticalmultresiduem ethod was developed for the sinu[taneous detem matpon
of14 pht'halate esters (PAEs) in anina] nnards by gas chromatographymass spectrom etry w ith
electron mpact pnization (GCEYMS), After the optin izatpn of different param eters such as
the extracton so]ven,t PAEswere extrac ted fran anina] jmnardsw ijth hexane_d ich promethane
(13 wVvV) inan ultrasonic hath and ¢ kaned up on a F pbrisi] co lungl thenwere detem med by
GCEIMS in selected ion monijtorng mode w ith d Pheny]Phthalate ( DPhP) as ntema] stand
arq The recovery studjes were perfom ed at100 200 andgoo » & kg kvels foreach PAE and
the recoverjes ranged fran 60 —110% W ith the relatve standard deviatpns hetween( 8% and
10. 3% fordifferent PAEs The detection |in it of the method was less thanj 74 ¢ 8/ k8 formost
Of PAEs exceptdmethoxYethY[ Phthalate (DMEP) and di2-ethoxyethY]) Phthalate (DEEP),
Themethod was Jinear over the range of50 90— 800 0 & k8 with the correlation coeffi ents
larger than () 999 4 Themethod has been successfully aPPled t© the detem naton ofi4 PAES
n siX anjna] mnards

Ke}’word§ gas chram atographym ass spectrome try w ith electron inpact pngatpn ( GC-El
MS) animal pnardg Phthalate esters ( PAES)

. 2007-09-18
. . Tel (0592)2184660 E-mail lnzd@xmu edu cn
(H630429)


https://core.ac.uk/display/323929306?utm_source=pdf&utm_medium=banner&utm_campaign=pdf-decoration-v1

3 N -

14 ° 281°

(Phthalate esters PAES)

(PCB) (Us-
EPA) ( buty] benzy]
Phthalate BBP), (dimethy]
Phthalate DMP), ( dethyl
Phthalate DEP), ( dibuty]

Phthala® DBP), (2- )
( di(2-¢thYhexy) Phthalate DEHP)

(doctylPhthalatg DOP) ¢ PAEs
129 . 1997
(WWF) 68
8 PAEs BBP. DEP,
DEHE DBP ( diPropy]
Phthalate DPP), ( diPenty]
Phthalate DPP), ( dicyclo-
hexY]Phthalate DCHP) (die
hexy[Phtalatt DHP), DME DBP
DOP
PAEs ,
PAEs ,
, DBP
[
DEHP ’ (2
PAEs
134 (s 6l (1 (8]
o1,
PAE s Kessler 119
DEHP Copn [ 6
PAEs ,
PAEs
- (GC-EVMYS)
(SM) 6
14 PAEs
1
11
. QP 2010 - (G
MS), El (Ch
(NCD. AOCo0 1 ( )

KQ3200E (
).

( Tedia %

Ng 80, ( )
600 C 4 h ; Fbrisil (
% 100 ~200 . 600 C 4 h

140C 2L 3% \

: DMP (99, 00/,
( dmethY] isophthalate DMIP 99, (%),

DEP (98, 5%%). ( drlyl
Phthalate  DAR 96. 7%). DBP (99 4%). DCHP
(99.9%). DEHP (99. (¢4). DOP(95.0%)
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C/mn 250 C( 8 m i) 30 C/min . . - (
290 C( 10 ™M i), 1), -« 1) ;
ETMS : 260 G .
0. 40 mPg 230 G 70 , ;
&V 60 A 1.05 kV . ,
3.5mi SM 0.2 ). ; - -
5 s 14 PAESs
200 *+ & kg | PAEs
21 ( 1) -
PAESs . i
12—1 .
SN - ( 1)
[ 15 [7
) b )
1 (200 -+ &/ k8 14 PAEs
Tablep Recoveries of1q4 PAE s with different extraction sovents and eJution solvents atpqg ¢ &/k8 leve] %
E xtraction so vents Eluton sovents
e ic d a Y] acetat thy] acetate Y] acetate thy] acetate
No PAE hexane, d ich- hexane, hexane ethy] ethy]acetate, ethy]acetate, ethY]acetate; ethY]acetate,
Jorom e thane acetone acetpone acetate hexane hexane hexane hexane
as /v QSR 4%, V/V) (233 V/V) 37 /) (14 /v 19 /v
1 DMP 19. 0 27. 4 22 6 53. 0 58 7 58 5 56 2 59 1
2 DMIP 36. 9 1. 8 24 7 7.3 70. 3 68 5 67 1 66 5
3 DEP 64. 7 30. 6 43 1 8. 8 79. 5 78 4 79 3 70 1
4 DAP 64. 7 30. 7 46 4 8.1 85. 5 83 7 82 8 871 0
5 DPm®P 73. 0 64. 8 59 6 9. 2 88 3 83 6 8712 86 5
6 DIBP 91. 0 80. 2 81 6 92 8 94. 3 94 6 99 0 111 7
7 DBP 95. 8 89. 9 90 6 %31 96. 2 96 9 100 6 113 2
8 DMEP 34. 6 20.5 34 0 82 8 82 0 64 8 170 NDV
9 DEEP 62 3 10. 8 57 2 105. 0 96. 2 74 8 220 ND
10 DPP 821 82. 7 74 7 97. 9 101. 0 96 0 92 6 86 7
11 BBP 77. 2 63. 0 515 A9 93. 0 92 3 94 2 84 1
12 DCHP 84. 5 93.9 91 9 106. 4 90. 1 79 6 80 4 88 2
13 DEHP 74. 3 103. 1 100 2 €. 7 119. 1 114 9 116 5 118 2
14 DOP 87. 4 100. 2 94 5 104 5 100. 0 91 0 91 4 101 1

1D ND notdetected

; Barojome e 23) . ,
. PAES - 19 1:4 , DMEP
DMP. DEP  DBP . DEEP 300 .
, PAEs 23 , 14 PAEs
. . PAES ( 1)
. PAEs . , . 14 PAEs
( 4 1) - ( 23) s
( 1). - )
, DMP DM P. DEP DAP DMEP .
: . 14 22 GCEIMSSM
PAEs DMP DMIP 80% , .
, 12 PAEs 8000 ~106%% GCEIMS
PAE s . , (TIC)
, GC-EVMS SM . SM
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, DBP DEHP ,
. 14 PAEsGC-EIMS SM . GC . .
(t) (my 2 2 ’ Florisil
2 14 PAEs GCELMS SM Na ), .
(%) (myz .
Tableg The retention times ( t,) and the charac
e k ‘ 5 100 ML :
teristic jons (m/z) of 14 PAEs and the
intemal standard bY GC-E[/MS SM “1.2” , 5 GCEV
No PAE f/min Characteristic fons (m z) MS SM
1 DMP 5. 28 163 194
2> DMIP 597 76 120 135 163 ° ’
3 DEP 675 105 149 150 177 . ’
4 DAP 8 41 104 132 149 189 DBE DBP  DEHP
5 DPrP 8 68 104 121 149 150 209 81 125 198 M g/ kg (RSD)
6 D BP 9. 63 104 149 150 205 223
0 0 0 b DB
7 DBP 10. 64 149 150 205 223 L 78% 5820 19.84% ’ 1 P
8  DMEP 1. 07 76 104 149 DBP  DEHP 1-a
9 DEEP 12 65 76 149 193 ,
10 DPP 13. 32 149 150 237
11 BBP 16 45 149 150 206 ’
12 DCHP 19. 00 149 150 167 249 24 N
13 DEHP 19. 28 113 149 150 167 279 3 (
B DPhP 19. 50 77 153 225 226
50.0 ~800. 0 * 8/k8&) 14  PAEs
14 DOP 23, 63 149 150 279 -
1L.oorL , GC-EIMS SM
s , PAEs
PAEs , 14 (@) (%)
PAEs , R . (@RY)
( 1), (MDL) 3 , MDL
14 PAESs . 1.00 & 14 PAEs 50 1 8/k8
1. 00 mIL,
6 13
5007 10 | ‘ LoorL (S/N)
23 1201s 14
1 4 [8 9| 1
— I | 3 14 PAE s N n
6 b (MDL)
“é Table3 Regression equatons correlation coeffi
'§ cients ( r) and the method detection
2 3 ln its (MDL) 014 PAEs
7 No PAE Re8rsspon equaton T MDIL/ (i &/ kg)
5 " 1 DMP Y=0, 5532%+0. 0508 0 %997 L 19
23 4[ s 9| 1 ITIS 14 2 DMP Y=1.3170%-0.0187 0 999 L 74
0 W 1 U O OO AN W | S— 3 DEP Y=0. 8203%—0. 0712 0 9996 0 62
6 8 10 12 14 16 18 20 22 A 4 DAP Y=0.3823%+0 0045 0 %999 L 25
tx/min 5 DP®P Y=1. 1314%+0 0673  Q 998 0. 60
1 (@ (200+8/L) 14 PAEs (2001 &L) 6 DBP Y=1.1201%40 1152 0 994 0. 50
(b (200 1+ &L 7 DBP Y=1.0120%+0 1098  Q %997 0. 55
14 PAEs 200 8/L) 8 DMEP Y=0. 1554%X—0. 0086 0 998 330
. GCEIMS SM . 9 DEEP Y= 2111%+0.0007 0 9998 2 25
FE (’f}EI/MSSNf Chlzmadtog?m;/i;) om ‘thre 10 DPP Y=1 1311%+0. 0725 0 9994 0 48
O0{ the temal] standar an s at )
e M . 200 &/1 11 BBP Y=0 5265%+0. 0187 0 9998 0 67
and (b) extract of plank P& [iver spiked with
) ] ) 12 DCHP Y=1.0553%+0 0373  Q 999 0. 60
the ntemal] standard and 14 PAEs atppx 8/
For peak iden tificatons see Tablep 13 DEHP Y=10909%+0 1246 0 998 0. 67
14 DOP Y=11735%+0 0628 O 999 L 42

23
FankhauserNonj [ PAEs

Y peak area ratjo of the analyte to the intermal standard
X concentraton rato of te analyte to the internal standarg
Linear rang¢ 50 0— 800. 0+ &/ k8
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=3 . 3 . 50 0 ~800 0 DEHP DEHP
w8/ kg , 14 PAEs , v o
. T 0.9994 ~0.999 9 DMEP  DEEP 5 6 14 PAEs n
MDL 3. 30 g/kg 2.95H1 g/kg , Tables Analytica] results of14 PAES residues
n s anmal innard & ke
S g/k8
12 PAE MDL 174 /k° D]BE o Pork Duck Chicken Beef Pok Duck
DBP DEHP MDL o Ne PAE liver liver liver liver heart heart
25 1 DMP 2 — — — — —
300 8 ( 2 - e e
’ PAES ’ 3 DEP 0. 39 - - 324 076 075
) ’ 4 DAP 18  — - - -
) 5 DP®P 1. 78 — — 041 — —
100 200 400 © g/ kg 14 PAEs 6 DBP 9. 85 20 26 728 57 78 20. 37 34 72
7 DBP 6. 90 15 63 6 A 41 34 17. 60 39 04
43 1 2” 5
’ . § DMEP  — — - - — -
R (R) RSD 9 DEEP — — — — — —
4, , DMP DM P 3 10 DFPP - - - - - -
BBP — - - — -
Corgzar 19 11 BB 1.20
’ 12 DCHP — — — — — —
PAEs 13 DEHP 348 2466 173 9174 812 74 92
DMP 40% . 14 DOP — — — — —
1) The results have been deducted the blank valug 2) —,
DMP DV[ ]P N not detected
. 12 PAEs 3
75% ~110% RI 8 7%
4 4 PAEs
(R) (RS n—s3) [ Lil JanyY LuHR Jouma] of N ngxia Medical College
Tableq Average recoveries(R) and the rejative ( , SN . ), 2007 29C 1), ‘38
standard deviations (RSD) of 14 PAEs [2 ZhaoWH LiSG CaizZM Chnese Jouma] of Envijron.
n fortified Pig liver sam Ples at different men@] (ccupationa]Med icine ( , s
concentration levels(n=g) ), 2003 20(2)x 135
Fortificaton levels, (i 8/ k8) [3] WangH WangCX WuW Z eta] Chanosphere 2003
No  PAE 100 200 400 50 557
R/ RSDY R4 RD Y RY, RDY [ 4 Brossa [, Mare RM BomullEF eta]l JChromaogr A
1 DMP @8 98 626 88 607 58 2002 963 287 '
2 DMPP 7.5 103 736 714 690 34 [5 Comazmrf Baropme I, DeRado 4 et a] Anal Chin
3 DEP 6 28 841 39 758 42 Acty 2005 534 247
)( & D te d S D d D d
4 DAP 1 22 8.6 41 846 27 Lol Z”“)l‘mc [ CormzarE; Raposo J ¢ etal ] Chromaogr
5 DP®P o001 44 8.7 40 89 26 2005 1068 229
6 DIBP o 4 8 7 33 7 23 100 1 71 [77 HuXY Wen[ ShanX Q JEnvionMonjt 2003 35 649
' ’ ) [8 Chenll WangY ZhuRH Chinese Joumna]ofChrom aog
7 DBP 821 56 94. 9 29 86 7 54 raphy ¢ % 2006 24(1% 69
8§ DMEP 8L 5 6.9 74. 4 87 811 14 [99 LIMG LiYX MaoLQ Ch inesé ]ouma]o[(jh'romalOgKL
9 DEEP ®8 47 950 25 934 25 PhY ¢ \ 2007 25(D) 35
DPP ) ’ ¢l H
10 %. 2 31 95.3 26 95 1 12 [ 10] KesslerW PhokhaW Csany dYG A eta] ArchToxicq]
11 BBP 9. 7 29 93. 8 4 4 94 9 12 2001 75 62
12 DCHP 968 35 95. 7 2 4 97 4 L4 [11] Cobn] Dimandj JM Ana]Bipanal Chan 2004 38Q
13 DEHP 0. 8 56 82 5 73 110 7 86 775
14 DOP 0.0 57 95. 7 47 98 8 08 [127 ChenHM Wang(C Wang X Chinese Journa] ofChroma
0graphy ( . . . % 2004 22(3) 224
26 (13 Shen HY JimgHL MaoHL etal JSePSci 2007 3q
GCEYMS SM 6 4
( [14 Chen HM Wang ¢ WangX etal Tt]JCosn SCi 2005
. 27. 205
) 14 PAEs , [15 ShenHY Takhn@ 2005 66 734
, [16 FankhauserNotiA GrobK AnalChim Acta 2007 582
5 6 DIBP DBP 33 ,
(17 CaizZM WagFH ZhaoW H eta] JoumalofTongiji
DH—IP ’ DEE Universit¥ MedicalScience ( s s s

DAR DP®P BBP i : % 2003 24(5). 395



