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Detection of PCBs residues in incinerator waste by gas chromatography-mass
spectrometer with accelerated solvent extraction and GPC purification

LI Lei® , YAN Chuan-yong, YANG Ming
(School of Chemical Engineering, Xuzhou Vocational College of Industrial Technology, Xuzhou 221000, China)

Abstract: A method for determination of 14 kinds of PCBs ( PCBs) residue amount in incinerator waste by
accelerated solvent extraction ( ASE ) extraction, gel permeation chromatography ( GPC) purification and gas
chromatography-mass spectrometry ( GC/MS) is established. The results show that the 14 PCBs displays good linear
relationships in the range of 10 g/L to 500 g/L with correlation coefficient R* not less than 0. 999 7 ;the detection limits
are ranged from 1.5 pg/kg to 5 pg/kg;the recovery rate are between 86. 2% and 98. 7% , the relative standard deviation
(RSD) is ranged from 1. 1% to 3. 9% . The method has the advantages of simple operation,low detection limit and high
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accuracy.
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JE R EEBE L 76 400°CHERE 4 h, TSR A G
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5 HFR A5 CAS5  4rFk o
TR

1 2,44 -=55 PCB 28 7012-37-5 Cy,H,Cly 257.543
2 2.2.,5,5-PUAE PCB 52 35693-99-3 C,,HCl, 291.988

3 22,4,55-HEWE  PCB 101 37680-73-2 Cp,HsCls 326,433
4 3,44 5-PUSIE PCB 81 70362-50-4 C,HgCl, 291.988
5 2',3,4,4 S5-I PCB 123 65510443 C,HsCls 326,433
6 2,344 5-TEHBHE  PCB 118 31508-00-6 C,HsCls 326,433
7 2344 5-T&BIE  PCB 114 74472-37-0 C;,HsCls 326,433
8 22'3.4.4 5N PCB 138 35065282 Cj,H,Cls 360. 878
9 2,2,4,4,55 A PCB 153 35065-27-1 CppH,Cls 360.878
10 3,3",4,4' 5-HEBE  PCB 126 57465-28-8 Cj,HsCls 326,433
11 2,3,3 4,4 5 S5 PCB 156 38380-08—4 Cp,H,Clg 360. 878
12 2,3,34 46542 PCB 157 69782-90-7 Cp,H,Clg 360. 878
13 3,3'4,4',5,5 5508 PCB 169 32774-16-6 Cp,H,Clg 360. 878

1423344554 PCB 189 39635-31-9 Cj,H;Cl, 305323
IR
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22 BRI 6 2 9 SR R R B2 R RIS ) HI/T
20—1998 FRRIA SBR KRB R S W HEAT R AR
FIRE, i 100 H i, 3 F R H 4°C R IR IR
.

1.3.2 ASE %3

VERRFRELS gs(K5EZ 0. 1 mg) 8By B By
JEFHIRESD A 2 g ikt TR SIS 3 A 33 mL i
TV A B o, B PR O e A1 — S TR A 5 )
(RBILL R 12 1) VR R ZEHUE ], 76 10 MPa J£ 5 Al
120°C 2T, N4 S min, A ACHL 10 min, {35
3 W%, AR5 AR BOBAR Y 60% V70 Wt 26 B0 , 3
FHEAWRA 2 min, AR 43026 BUHK (29 100 mL) ,
B[CEEARRETE, HE W REHR, €52
10 mL, % GPC ¥k,

1.3.3 GPC ¥

Accuprep MPS ¥+ ff #:400 mm x 20 mm ( F
K x N12) SN Bio —Breads S -X3; s AH : — 4
FHGE s T -5 mL/min # 5 8 T AR 5. 0 mL; £
DB 254 nm, B 1. 3.2 Hr e, 48 GPC i
1,0 5E 8 ~9 min WAy, 35C BEZERIE T, H
1 mL 7Y il E ke (R 10 1) % 5
0.22 pm AHLUERE, ik GC-MS K,

1.4 ZLHIFREMLZ

3 BGE BT 1.0 ng/mL 22 GHEEAR
TR BT, A0 U T T 8 IR 5 vk 1 439 R 10,50
100,200,500 wg/L R FIbRME TAEE R LA Ll
NYNARFR T v B R A R AR R

2 HR5E

2.1 ASE ZEBURFIMERE

FR A AR (LU AF 25 JEL B, PCBs i 558 1, T LA % %%
TR LR TR 5 H ot B O e S5 A [ 75 50 %
PCBs $2 WAL 5E T, i3 3 Iin. M3 ]
1B — 1 T Z B PCBs 42 ORI T 2« 36 O b
(87.4%) > — & H 5t (85.7%) > 2 W Z I
(83.6% ) > NHI(71.8% ) , $HUR b 7 25 HUR AR
PRI U5 T3 s @R A 7 6 PCBs ZE ICAIUR Lt
IR AE RO, e R O e I R
BRI (ARFUEE A 12 1) XF PCBs $2HURAE 67.3% ~
103. 8% Z [i] , F-F411H 88. 6% ; A W bi Ml £ 1R £ Tig
BAWA (KB 10 1) X PCBs 2 BUR7E
63.4% ~95.6% Z |f], E-HI{H 85.9% ; B b 1 2.

PR LBRIR AR (AR BLEL O 10 1) %) PCBs $ICR1E
56.8% ~87.2% 2 [a], F-YI{H 84. 5% . W EFHFIFC
Be A S e TR A 7 (AR 12 1) 4D ASE

AR o
x3 FREEF PCBs pIREZE %
HEIH PCB28 PCB52 PCBIOI PCB81 PCBI23

Wb + —FE ke 68.1 67.3 71.3  103.8 84.1
) 58.0 63.4 69. 1 95.6 79.5

[l
S
E
35
T
N
5
N
87

Wb + LR TR 517 56.8 68.0 87.2 77.1

B PCB118 PCB114 PCB138 PCB153 PCBI26
o ke + A b 69. 1 87.1 95.6 840  86.1

&+ ZfRZE  71.1 852 943  80.0 82.2
HEkE + ZIRZHS 68.4 80.1 92.1 79.0 78.4

FEBE PCB156 PCB157 PCB169 PCB189

Wb + AT 94.2 97.4 89.4 98.2
ZET R+ LR TR 81.3 91.6 84.1 91.3
[

W bi + R O 87.4 86. 1 80.3 86. 4

2.2 ASE #EURERIERE
FBEET AP O A S B R (R
9 1:1) y ASE ZEIGH FRIN, AN R B 4 PCBs 421
IR R, 45 RAE 4 Prox. WK 4 ol 7
80 ~ 120°C A, B it HE A THimg , PCBs S IR 5L g
FotaH, JEHIE 2 FE y 120°C i, ASE A HU PCBs
HOR i, JEHORAE 64.7% ~ 105.6% , F- ¥ {H
86. 2% ; 4 FE 4k £ T+ & 140°C i, ASE Z HU PCBs
SEPCRIEAR . IXJE T3 24 B TR RE R IERE bt P
&4 AEIREX PCBs fIIRENZE %

FBURE/C PCB28  PCB52  PCBI0l  PCB81  PCBI123

80 77.1 68. 4 80. 1 92.1 79.1
100 79.5 71. 1 85.2 94.3 80.2
120 84.1 69. 1 87.1 95.6 84.6
140 77.1 68. 4 80. 1 92.1 79.1

ZWUEE/°C PCB118  PCB114 PCB138  PCBI153  PCBI26

80 78.2 87.1 86.6 80. 1 86.2
100 82.3 81.3 91.3 84.1 91.3
120 86. 6 94.4 97. 4 89.2 98.3
140 78.3 87.6 86.5 80. 1 86. 4

FERE/°C - PCB156  PCBI57 PCB169 PCB189

80 51.7 87.2 68. 4 56.8
100 58.2 95.6 69. 1 63.4
120 68. 1 105. 6 71.3 67.3
140 51.7 87.2 68.2 56.8
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e gy A K SESE A AR b B s g
5B E RE AR W5 B AR R AR BAR T,
WA R Tk 7, 380 H bR 5 A0 A 2, AT 4
i HAE USRS 120°C AR ASE A2 BURIE .
2.3 ASE ZERUEHHIERE

AT LA O A S e TR B T 7 (R R
FEo 1: 1) 2 ASE ZEHGH ), AR 120°C 2 F
ARSI PCBs 2GRN . 5250 A& B : bl
A AU SR ZEETIG N, PCBs 5 HOCRLAR 4% i 5
Y3 TH2E 10 MPa J5, ASE ZEHX PCBs $2HUR T
Al AREEIE R 0 PCBs 42 HCRTC B 2 P2 1L
XA H T e R AR RV 7R AR JSRAL , DT i 2k
HAR > 738 T A BOA R b o SOk #% 10 MPa £
ASE ZRUE T
2.4 ASE ZEBURHRIESE

HHE T ASE FEHUCEON PCBs S BUR 5210
S B < OO SRR A M B, HLARICR
AR /NG S 3 R O, A e A AR B 1 U, 4
PR 1K 98% LA, (H KR 70 2 A BT K, $ )
AOVIGEL N T0% s PEIR AR 2 U, BRI {E
29703 90% s AFFRALI 3 U, AR o 41 R 1 3k
95% o TR IR FEYFE A S 2%, Ty PR R iR
FHRICR , W% ASE AEBURECH 3 K.
2.5 HUAXHERE

TR RS HE O SR, B4 T AT
A 75 L (SPE F1 GPC) X H: [N AR A 520, 25 2R 40

3500
., 3000
52500
£ 2000
1500
4 1000
500
900 1200 15.00 18.00
B} /8] /min

(a) GPC #+{LI&l

3500f
5 3000¢
S'2500}
# 2000}
i 1500
41z 1000}

500}
900  12.00

1500  18.00
B} [ /min
(b) SPE ¥fk
1—PCB 28;2—PCB 52;3—PCB 101 ;4—PCB 81;5—PCB 123;
6—PCB 118;7—PCB 114;8—PCB 138;9—PCB 153;10—PCB 126;
11—PCB 156 ;12—PCB 157 ;13—PCB 169;14-PCB 189

B 1 &7 XX PCBs R HUE iy % v

E3ITEESH

B 1R, SEBs &I GPC b BT b i 2
Tt AR BOER, HIRER >, PCBs if+ft[a]
WAy 93. 4% ; M SPE ¥ AU B2 , AW K
0, B R ZERFORAK, 28 Bl 4L %, PCBs 4k [l
N 89. 1% o GPC HHERCR H SPE L ACRF X
Je T GPC ANy, AN I ik e A R 2 B 2% I,
[[RERZS 3PN EVE A=E N s RN NTIE R 6: FS S
Fi T #ksE GPC AR N 5=,
2.6 GPC izhfERIIEHE

PASE B 385 £ Accuprep MPS (JH KL iy Bio -
Breads S-X3, f£1{ x 4% :400 mm x 20 mm) Ak
BT LR TR e BR OB S A [l 3
FAXF GPC L RCR ISR . 5250 K 0 : i A3
e BRI Y Sy S B (92.6% ) > B C ke
(90.4% ) > LR LT (87. 6% ) , Ju H& — @ W ke
TLAIARRS , AR i, AN 3 I e A 88 B 2
JBT, 0 EAEAS B AR 4> 72 7E 8 ~ 9 min Py %, A\
TIAET AR H R 0y, 3 A AR . i — 5
Bt GPC IRt sliAH
2.7 ZEEEPAREGHR NRERESEZE

HRUCHL ) PCBs R b5 5Tt ik B2 ARy 10,50
100,250,500 pg/L HYFRIEE I, LA PCBs 5 HEVE WK
e B (X) B AR AR, 55 98 B2 i W AE (V)
ARty 2 il AR o 4G, AR 3B mH Oy B AR S TR,

RS LKUEEEAERHRNGREEEREEE

KT
it

L/ s we w0 weke 250 pgks S0 peks
i w0 (g M P EW
k) ¥ * 2/

PCB28 Y=284X-2.13 0.9998 20 924 15 8.7 23 2.6 2.6
PCB52 Y=1.41X-0.87 0.9986 2.0 93.6 17 8.5 3.1 93.2 L8
PCBI01 Y=1.67X-1.03 0.9998 5.0 984 1.2 97.8 26 921 1.9
PCB81 Y=247X-1.76 0.999 4.5 91.4 1.8 8.3 1.8 924 21
PCBI23 V=2.54X-2.12 0.99% 4.5 987 26 953 1.4 %.8 3.1
PCB118 Y=2.23X -1.84 0.9999 4.5 87.6 3.9 90.4 21 9.4 26
PCB114 Y=2.14X-1.72 0.9998 4.5 91.0 2.6 %4.8 18 9.8 1.8
PCBI38 Y=1.83X-1.21 0.9997 3.0 93.6 17 923 25 9.2 16
PCBIS3 V=3.16X-2.13 0.9998 1.5 .7 2.6 92.3 2.4 97.4 23
PCB126 Y=2.18X -1.07 0.9997 2.5 9.4 1.1 %1 3.3 9.2 1.6
PCBIS6 Y=2.54X -1.38 0.9998 1.5 93.0 1.9 9.5 3.3 97.4 2.2
PCBIS7 Y=3.17X -1.84 0.9998 2.5 86.2 26 955 3.1 %41 23
PCB169 Y=2.23X-1.37 0.9997 2.0 9.8 1.7 %5 23 %1 23

PCBI8) Y=271X-2.13 0.9997 1.5 8.4 22 8.0 23 93.8 23
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IR 7R E 10 ~ 500 pg/L L N,
LM TR RAF AR R B R =0.999 7,

AR B B 16 2 AR AR 2 BR 5 2 (TU-
PAC) BRLAE , F 11 25 B ICRE I SE | 3554 v A
2%, 7 3 A bn e 22 1T 07 SR A R U 2
7R PCBs Ji A K BRAE 1.5 ~ 5.0 pg/kg Z [H]
(25 i) .

RS E SRR IR S R 4, AT 3 AR
P ROK AR (10,250,500 pg/kg ) B9 A0 B [a] i 52
X, EAME 6 UK, 153 [l Wir A MUK 5 2, 45 2R
S5 P IR WK AEX 3 NIRRT,
PCBs [A[ ity 86. 2% ~98. 7% , fji i [0 i A 1) 22
s AXIHRHEAR 22 (RSD) 1y 1. 1% ~3.9% , K§ %
e, A E VAT, Ul I T 3% T A BRI T e WA I A
2.8 LEREFEmAIIE

BT SEBRBER A B FEIAE i, $E IR SE R BT ar
(1) ASE ZE U ~GPC ¥+ -GC/MS L AT E , 25
DL 610 I FELEH RS YIAE AL, B PCBs A H
b, Ry PCBs B E (ELAE 13. 1 ~687.4 pg/kg Z
8], - 2{EH 218. 6 pg/ke, PR BEBE N B 774 b 35
A —E R PCBs R B, WAR A HEF7BR PCBs 4b
MR A , o0 PR ™ F T Y, TR S fid b
Ha LR B

F6 LEREMAIET
JIBRRERIAE(E (pg-L™")
3 4 5 6 7 8 9 10

&Y

PCB26 N.D N.D ND N.D ND N.D ND N.D ND N.D
PCB52 27.8 N.D 61.7 154.2 N.D N.D 367.6 N.ND N.D N.D
PCBIOI N.D NND NND NND NND ND ND ND N.D N.D
PCB81 N.D N.D N.D 417.1 N.D 516.4 NND N.D ND N.D
PCB122 N.D N.D ND N.D ND N.D ND N.D ND N.D
PCB118 N.D N.D ND N.D ND N.D N.D N.D 5732 N.D
PCBI14 N.D NND NND NND ND ND ND ND ND N.D
PCB138 N.D N.D ND N.D ND N.D ND N.D ND N.D
PCBIS3 N.D N.D 263.5121.7 NND ND ND N.D N.D N.D
PCB126 N.D N.D ND N.D 61.6 N.D 749 N.D ND N.D
PCBIS6 N.D N.D NND NND NND ND ND ND ND ND
PCBI57 N.D NND NND NND NND ND ND ND N.D N.D
PCBI69 32.1 N.D 41.3 8.6 N.D 13.7 N.D 687.4 N.D N.D

PCB18 N.D N.D ND N.D ND N.D ND N.D ND N.D

N D7 FRIE (AR T A R, RIRAR

3 g

SR FE NS 7] 2 Bk 2 BB e b 12 5540 h 14
Fh PCBs , BB 15 A d AL 5 , A A (23 -
Tk (GC-MS) ¢ PCBs R B &, 45 R K] 14 Fh
PCBs 7£ 10 ~ 500 pg/L i [l N 2 R AP R R,
MXERB R =0.999 7; 8 HRTZE 1.5 ~5.0 ng/ke
Z (8] 5 [l 2 2k 86.2% ~ 98. 7% , AH Xt A 1 i 22
(RSD) N 1.1% ~3.9% . Z kB ahfe B, R
TR e, At PRAR, [T ISR AR 25 32 1w, 35 ] T PCBs
it o UG i A 2 1 R T E AR S Y 4 AT
AR B HERIC) P 540 B A B A BE v PCBs 3k B3
T PR HEA RO B v, S BURN AT B R T4
AR 30 A A R 55 o

5% Uk
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