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Using gas chromatography-tandem mass spectrometry ( GC-MS/MS ) for
18 polychlorinated biphenyls detection in water, sediment and fish ( Ictalu-
rus punctatus)
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Abstract: A method using gas chromatography - tandem mass spectrometry for multi-determination of 18 polychlori-
nated biphenyls (PCBs) including seven types of environment indicators and 12 types of coplanar in water, sediment and
fish ([Ictalurus punctatus) was developed. Fish tissue was dehydrated by liquid nitrogen, grounded, and extracted by the
mixture solution of dichloromethane : hexane (V/V, 1 : 1). Final extract was digested by concentrated sulfuric acid. Sedi-
ment sample was dried, filtered, and extracted by dichloromethane. Final extracts were digested by concentrated sulfuric
acid, cleaned-up with Florida silica column, and resolved in hexane and ready for GC-MS/SM analysis. HP-5 flexible

quartz capillary column (30 mx0.32 mmX0. 32 pm) was used for the separation of 18 PCBs through temperature program-

ming. Electron impact ion source (EI), 70 eV, and

R B A 2016-07-18 multiple reaction monitoring ( MRM) model was set for the
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qualification and quantification in tandem mass spectrome-
try. The recoveries of spiked samples were 73.16%—
115. 06% for 18 PCBs, with relative standard deviations



702 o9 &b 2 W

2017 4F % 33 % 3 M

tection were 0.40-0. 60 pg/kg, and the lower limits was 1. 00 pg/kg. This method is simple, and suitable for the analysis

of PCBs residues in water, stediment and fish ( letalurus punctatus) .
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B PR 15 Gtk LR K AE WA [ I 2% PCB B2 R0
155 0 ) R A DL RIS T G ) R DR i o A s
1 MR 5IT
1.1 FRERREIRF

18 ' PCB 1R G AR fEVS WL AEEHE /R 7 Fh
(PCB 28 PCB 52 PCB 101, PCB 118, PCB 138,
PCB 153 . PCB 180), —WME¥: 2% 12 #h ( PCB 81,
PCB 77.PCB 123 PCB 118, PCB 114, PCB 105,
PCB 126 . PCB 167, PCB 156, PCB 157, PCB 169,
PCB 189) , H:#1 PCB 118 AU i AT a0
YR LGS WHAE A VAL PR P B 2 AR Y
BRI, dndE S H L E o2si AH], 4iE =
98% ; A BE IE O % N (BRI |, FE[E MER-
CK A H) 7™ i s W H,S0, \ Jo/KBRER&h (fh4t) , b
T AL T A B P2 8 LC-florisil /M, 1 000 mg, 6
ml, FE[F Supelco 28 7] 7=,
1.2 UHBEE

KAPHHELEHL HR 2168, BRI 28 5745 X KA
K A A BR S F] AR 77 T8 IKA ST RS HIL A1L
W B b 5t 4 AR B B & R A BR S Bl KRR JY
2002, AR R AR A BRA /77 i 5 SRS i VR
AL WH-3, g PO A T A R W s IR
ity CK2000, 365t FEEEAR AE Py BB AT BR 2 ) 77 il 5
1= ELOAL TG16-WS, K VAT B DAL A R
A2 Bl 5804 R, 75 E Eppendorf 23 & 72 it ;
PEA K B2 FE SHZ-T /Y, 1 ifg W o A A AU #R ) 7™
f 524 (AR N-EVAP 112, 78 [R50 5] 72 s
AT - ER B B IE Y, Trace 1300 TSQ 8000 Evo, $E 2k
KON DA e R 28 & AY RE-3000B , 1AV 5% A 1k
E: IR
1.3 H@mERE&E

WA P TR AT B 0, 285 0.5 mm FLA2
i uk e B KEEZ 0.45 wm FLIE T B8 IS
WA % B R A, il 10 3 FH B i SR M s £ 4R At )
oy hta R HENE, 2BV NI IS , 20 CHR-AT .
1.4 FHEEraiE
1.4.1 #RiEER KA 5 HC800 ml KL, il A
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20 g NaCl {27, iIA 20 ml — S H B PR $E 1 min, HL
ARG T RB T, HEE R 6 Ik, A IFA L
M, FHEFE 78 KA 37 CHAREL N 2 ml, JEIEHE
fh FR 10 g DLRUIAE LT 50 ml 5045 T, il 30 ml
THEHBE, PR 15 min, B 30 min, &0 5 min
(5000 r/min) {8 L3, FHEEZAER 1K, 5
W, ek 28 &AL 37 CHRAEEZ N 2 ml, A
URE T R VRokn ik 1) € R PR o 2 R R A B
Jo , BE BURIR B ) R4S 10 ¢ T 50 ml 2048
WA 30 ml AP BE-IE O (RRRERL < 1) IRG
W, PR 10 min, #7530 min, 6 000 r/min &L
15 min ¥ FIH RS 2 250 ml RGN,
AR, EGIF LIS, T e 78 R AL 37 C e
F2°0 2 ml,

1.42 H&AK WERREAL .S ml 1E S el veF
JCBENR 2 IR, A I A IOl 2 25 ml ZIEE A D 52
PEIA 2 ml B AR , W4 € J # &, B R IS I R R
JZTCA0, T ZVEGE VT, U IR, 2R R K
THUEE P, I C 5 )2 & T0 K BRR A A 1 U8 205

®1 EMBTHEESTHRERMIERE

o 3% BLRE A 4 ml IR LR Florisil /)
B A, BN 4 ml IE BT AL, B 12 ml BERL DL 2
ml/min AR A, B E 2 min, 75 10 ml 280K
(IECHE : NE=9 = 1 RFLL) VRS, AR VR,
RART IECHEE I ERE 0.2 ml, SRR, K
FE LU S AT AS S e

1.5 {XEENH

1.5.1 AME# 54 S HEE 250 C,
1.2 ml/min, FHEREF RHEE 80 C £-+F 2 min,
PL20 °C/miniE F T+ 5] 180 °CA£4F 2 min, FFLA 3
C/minF+3] 230°C £+ 2 min, F LA 10 °C/min T} 3]
280 CHEF 2 min, #EFER 1 pl, #EEE A 203
HERE, B WA A (2 E>99.99%) , i 1.2
ml/min,

1.5.2 &M TOHRFFRE 150 C; B 1. M
%%ﬂf%%(]ﬂ)/ﬁ, BT REE .70 eV iR E .
280 °C ; & USRI . 280 °C s I & J5 =X ; Z2 S W s
B (MRM) , 3 1 80 H T 18 Fp 2 S BCR 115
T E B RE R T IE S % SHL

Table 1 Selection of qualitative ions and quantitative ions and the collision energy

EZ1S £ B8 B E] ( min) BEEF m/z ERBET m/z EVEE T m/z s RE i (eV)
PCB28 10.220 256 186 150 20
PCB52 10.951 292 220 257 26
PCB101 12.729 326 256 184 30
PCBS81 13.272 292 220 150 30
PCB77 13.478 292 220 150 30
PCB123 13.889 326 254 184 32
PCB118 13.963 326 254 184 30
PCB114 14.146 326 254 184 30
PCB153 14.375 360 290 218 32
PCB105 14.443 326 254 184 30
PCB138 14.884 360 290 218 30
PCB126 15.078 326 254 218 16
PCB167 15.427 360 290 218 30
PCB156 15.827 360 290 207 26
PCB157 15.918 360 290 207 32
PCB180 16.124 394 324 162 32
PCB169 16.518 360 290 207 30
PCB189 17.153 394 324 207 32
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2.1 HSBTAIEREBUAFIMERE

Ay BILAIE Ce A BE S - 1 O BE (1A
FRLET « 1) A EOA ), 4T RE S T A 3B By 1%
RIS, S5, S e VR S /K RS U i A6 B
) A BRI, 2 BURIR B 92% , TF O e Fll —
A BE-1E ORI A IR 25 U531 80% 1 87%
K A - 1F C B IR A 7 W AR A 20 8URE L 1Y
LI, $ BUSCR B (RO 90% ), 1E & BEak
RIKZ(80%) , AW Bl R e 22 (56%) . 2 # Bk
AR 53, BA BRI S e sh Y B g D7 40
SURIR M RRES Th A BT BRI & o, SR BT
K HZENRHEA HLIA R PR BOR PR 22U )
PRI R S Be-IE O ke (R 12 1) IR
B
2.2 HEmELEGRNRK

W R Ly b KRR A ZH R i 4
it 2 ml A6 ml ¥R AT ER AL 1) BLCR E 93% &
97 % Z ] , AHXFBRfE W 25 (RSD ) /N T 3% , 75 & i 5%
BOR MR TR AE A T 8 ml M R ¥4 L ) 101 e A
80% Ze A X RSD KT 10% , FH — & W - 1E O J¢
(1 1) IRV ML 2 EHRIRET 7] B i £ 44 Py
KN — I Btk oy FETRHE R AT
AR L T O R D T B R TR R A N
TEAE R T A, WRBR IR FT LA & AR B A RN, RE
AR R RIRZE AR, H T iR e M
() PCB ¥y 5t , HA e a8 et AR S A, B 2
SIHERR Y 5T, v P28 K e = bk

JIRURHE T T 2%, M 25 U & PCB A 2RI
WA, WFoE TP T R B R (b 45 & WA A&
HORE Ak 5 T A AR A (38R . 38 e A R A
HORL (IR B aE | PR ER | RE R L R AT
AR A R ORI, K 3 Rk
FRXT PCB W B 74, ImDSCR JLF-2h 0, AR 6
JEE N SR AR AR B2 A BB 15 ml VRS BE T 4
PRI, T2 9B B HL A RS IR IR 90% LU
o RHIIRZ BUAE - AF A EOR} 3f ] L [R]
R 22 Ve P B D7 R K it 3R 2R 2 o, B s R ROR |
wnEOREE 5 R R W B S Bt G &9k
PR AR AL S B R B TE 73.16% &
115. 06% 2 8] , 1 FE 5% B e A i B0 22K

2.3 ZRBCERIARAE &

W 7 PRI FE R 2 T 12 R I 2 SR
PRAE RO IE O 48 BE 1 B EE 2 1 000 ng/ml (YR
BRI, 8 5 i B B 2 O 500 ng/ml 200 ng/ml
100 ng/ml 50 ng/ml .20 ng/ml 10 ng/ml .5 ng/ml 2
ng/ ml R IR BEEAR HET TR K 28 5 b v 98 i)
PR @A - T A, 57 18 Fh 2 IR 1Y
PrUERMETTRE (R 2) .

R2 18 WHEZEEE(PCB) &ML AAEIMRERY

Table 2 Linear regression equation and determination coefficient of

18 PCBs

L P e
PCB77 Y = 5x107x-73 642 0.999 6
PCB123 Y = 4x107x-72 113 0.999 8
PCB118 Y = 5x107x—84 008 0.999 6
PCB114 Y = 5%107x-154 358 0.999 5
PCB153 Y = 5x107x-169 837 0.999 5
PCB105 Y = 6x107x-122 967 0.999 6
PCB138 Y = 6x107x-154 705 0.999 4
PCBI126 Y = 1x107x-32 648 0.999 4
PCB167 Y = 1x107x-19 858 0.999 8
PCB156 Y = 5x107x-205 832 0.999 2
PCB157 Y = 3x107x-94 364 0.999 2
PCB180 Y = 5%107x-236 235 0.999 0
PCB169 Y = 4x107x-129 065 0.999 1
PCB28 Y = 3x107x-141 496 0.999 0
PCB52 Y = 3x107x-150 129 0.998 8
PCB101 Y = 2x107x-71 850 0.999 1
PCBS81 Y = 3x107x-151 494 0.998 8
PCB189 Y = 2x107x-53 375 0.999 6

VMR o B i U R BE (ng/ml)

24 i PCBHMHRRERLE
FEK e PR RS S s i 18 PCB,
PRI Ak AT SO - e I S I 2 . A
1~ Kl 4 PRI LUE B B &Y 0 B R AT
2.5 MR, B EIERE
B2 FURE S A T PR I e fl R, 53 3 A5 S
W EE A URI (LOD ) F 10 A5 {EME L (S/N=10 = 1) 1Y
R (LOQ) , FEK ULFY A4 A FUFFIE 18 Ff
PCB 14 HBR M 0.40~0. 60 pg/kg, M5E FFRM 1. 00
pe/kgo
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Fig.1 Total ion current chromatogram of 18 kinds of PCBs in fish water sample
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Fig.2 Total ion current chromatogram of 18 kinds of PCBs in soil sample
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Fig.3 Total ion current chromatogram of 18 kinds of PCBs in fish samples
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Fig.4 Total ion current chromatogram of 18 kinds of PCBs in fish liver samples

FEAKRE S DURRPIAE S 206 b 23 s
3 AU IK Y 18 Tl PCB bR v 14 W 7R AT 171 i 28 0
FERE, 45 (K 3) WoR, K R AR RN
X 18 ' PCB -V ¥ s MR R 73% ~ 115% , 1)
732 EIALR (US.EPA) FRE BITE Bl (70% ~ 130% )
P, R R A 22 B T 10%, DI AT DL E ATy
0 TR RORG 2 B AT, R R K IR IR DT P AN

fa X 18 A PCB AYERf & Tt ZoR R X 41
HAAZUh T 2 TN R F8 /R 2 PCB R FITRR
A ARFRE , % 6 F PCB 4 & AFR & 4125~ 300
ng/ g, % THEH IS TIEYE PCB Y BRI R il 65 ~
200 pg/g, (HEA X ABEFE 18 A PCB Ay & FIBR
U AR ikIE i KRR A R AL B A AR
P LT R alll o
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Table 3 The spiked recoveries and precision of 18 kinds of PCBs in water, sediment, fish meat and liver

e e fi P JFME

ZRUA ey AR I FHY MR W P AERRRE I FR R
(PCB) K EE R2Z(RSD) KFE [ R2Z(RSD)  AKE IR 2E(RSD)  KE IR {2z (RSD)

(ngke) (%) (%) (ng/ke) (%) (%) (ngke) (%) (%) (ng/ke) (%) (%)
PCB28 20 93 5.9 50 96 5.3 50 96 2.6 50 78 2.5
50 90 1.5 400 106 3.3 200 97 5.4 200 90 8.9
100 82 5.9 1 000 90 4.7 1 000 89 3.1 1 000 96 5.7
PCB52 20 84 5.1 50 93 7.8 50 95 7.2 50 93 3.4
50 86 3.0 400 100 9.1 200 87 5.3 200 87 4.2
100 84 2.6 1 000 86 6.3 1 000 86 8.2 1 000 94 4.0
PCB101 20 90 8.6 50 89 2.1 50 96 3.1 50 74 2.1
50 95 5.4 400 97 7.4 200 102 5.3 200 87 4.7
100 96 6.8 1 000 87 5.0 1 000 73 2.1 1 000 97 5.2
PCB81 20 83 7.6 50 105 4.7 50 92 3.2 50 74 2.9
50 82 9.4 400 93 8.6 200 91 2.5 200 85 3.1
100 86 1.5 1 000 89 5.6 1 000 115 7.8 1 000 104 2.1
PCB77 20 94 5.7 50 102 3.0 50 90 8.2 50 75 6.9
50 80 6.2 400 85 1.7 200 92 3.2 200 90 2.8
100 84 8.4 1 000 87 5.6 1 000 98 4.3 1 000 102 2.6
PCB123 20 87 6.5 50 95 3.9 50 95 5.4 50 77 2.6
50 76 9.0 400 99 7.7 200 85 2.7 200 93 2.8
100 79 8.1 1 000 91 5.4 1 000 83 8.2 1 000 101 4.6
PCB118 20 82 5.1 50 96 9.1 50 95 5.2 50 76 6.3
50 81 3.6 400 98 8.3 200 83 7.5 200 93 5.2
100 89 4.2 1 000 88 4.9 1 000 83 5.1 1 000 103 3.2
PCB114 20 92 4.5 50 101 7.3 50 99 3.1 50 89 3.9
50 87 6.5 400 107 1.4 200 100 0.7 200 95 3.5
100 94 1.6 1 000 92 4.6 1 000 108 2.3 1 000 100 5.6
PCB153 20 86 5.1 50 88 1.5 50 94 6.7 50 75 4.9
50 88 4.1 400 94 0.9 200 96 3.7 200 95 7.8
100 96 4.6 1 000 88 5.5 1 000 89 2.1 1 000 103 8.6
PCB105 20 86 3.5 50 105 6.6 50 97 3.2 50 89 3.5
50 75 6.5 400 94 7.9 200 91 4.1 200 96 5.4
100 90 4.3 1 000 87 5.3 1 000 75 4.7 1 000 100 6.7
PCB138 20 79 5.8 50 101 2.3 50 99 3.6 50 97 3.9
50 81 1.8 400 93 5.2 200 99 2.1 200 96 6.5
100 83 6.5 1 000 88 5.3 1 000 88 1.2 1 000 105 4.3
PCB126 20 84 7.3 50 92 9.0 50 104 3.1 50 93 6.5
50 81 5.1 400 95 3.9 200 90 8.5 200 79 6.6
100 86 4.9 1 000 81 4.6 1 000 100 3.3 1 000 102 7.8
PCB167 20 89 5.0 50 90 7.1 50 100 0.6 50 94 5.1
50 98 1.6 400 98 2.7 200 76 8.1 200 93 9.7

100 96 3.5 1 000 91 4.6 1 000 86 3.1 1 000 96 6.8
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IKAE TV iR JFEE
ZRBE gy fdbRE B TH MERE B T MR R T xR
(PCB) KPR fE(RSD) AKF WICR iZ2(RSD)  KF FMOR fi2(RSD) KF WMCE {2 (RSD)
(ng/kg) (%) (%)  (ng’kg) (%) (%)  (ng’kg) (%) (%)  (ng’kg) (%) (%)
PCB156 20 82 7.6 50 91 7.0 50 97 1.3 50 90 6.4
50 93 9.3 400 88 7.8 200 82 6.9 200 93 7.8
100 92 8.1 1000 91 46 1000 95 8.0 1000 106 8.9
PCB157 20 82 6.8 50 98 1.8 50 86 4.3 50 80 4.4
50 86 3.5 400 92 7.9 200 85 5.2 200 9 7.9
100 91 6.4 1000 89 0.6 1000 77 50 1000 100 4.3
PCB180 20 86 1.9 50 90 3.8 50 90 3.8 50 83 4.5
50 94 6.8 400 90 3.4 200 96 4.6 200 98 2.1
100 80 8.4 1000 89 2.0 1000 90 7.4 1000 100 1.3
PCB169 20 76 2.6 50 102 6.8 50 95 6.9 50 81 2.6
50 89 4.1 400 102 6.3 200 90 2.6 200 97 0.9
100 93 3.5 1000 22 6.0 1000 93 22 1000 100 8.9
PCB189 20 86 8.4 50 93 2.0 50 97 3.5 50 78 8.6
50 81 5.1 400 93 8.5 20 84 3.3 200 81 6.3
100 85 45 1000 92 54 1000 89 3.0 1000 99 1.2
n=35,
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