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B ORAR, Mo, BONR, Yok
(o 3 Ay g e LB R A s, YL e it 210016)

FEE S — PP S S P 16 FicE HLER 2 SR 1) QUECKERS - GC /3 #fr ik o 384T R 50 7% £ 48 B 71
F AL 450, #52 QuECKERS J5 28 FEG LLIEC K - ZRROER (IRFRLE N =4 0 1) RARBUA R, T8~ + R IREL,
LA N - N3 2 % (primary secondary amine, fijfK PSA) \C18E 1 W Ft ATk , SR FH M G — 9 o U 245
(gas chromatography — electron capture detector, fijF GC — ECD) #EATAGI . 45 R L0 16 FiA N E ML E B RKTE—E
JO LR G R, o Bt B (limit of quantity, ff R LOQ) 7£ 0.3 ~ 4.2 pe/kg Z[a], HE SNz IRy 87. 5% ~

106. 2% ,FXARHEMZE N 1.63% ~4.82% ,

REIR AT A HLEA LY s 2 AR ; QUECKERS ; UM (7%

FESES . 482.372;TX207.5%3

WESEM LI RAERB, KR NE . ERERY
YRR =R FMR, Hode 4 T 2 2 B e O . RIEMI S %
+ 3 EEFH K 52, 78 L4 (organochlorine pesticides, i FR
OCPs) F1£2 & 82K ( polychlorinated biphenyls , faj#f PCBs) /4
IEE BB RE KPR A HLIS G B ( persistent  organic
pollutants, f&iFk POPs) "' FLAT i BE (95 K 1, 5 it of £ )
BHRTERRDI . HLE GB/T 19649—2006 M4y H 475 ik 2l

WA F 41 :2016 - 06 —08

FEF RIS : BB (1981—) , Zr  YLIRH N AL, TR, 2 =
B T5 Ykl 59 F5E . Tel: (025) 84897953 ; E — mail ; lajsunny
@ 163. com,
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ATIFFE LA ARE R B, DAL AP oATol 4RBUR R 855
1E AR 23R8 3R [, 5% F Box — Behnken WU 4148 &
PRI TT 4 I 3 K A0 AL AL ok sl i B BOAC 1, 45 SR
B, SR FNR L — K2R AL A TR P ORL ok il i) 5 1
SR BERRLEE >80 ~ 100 H , #E7 AL BEAT ] 15 min, BHE
b1 g: 7 mL, ZEIBINH] 4 h, 76 025 PF R AL Aok 4R BUCR N
20.26% .
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B A SCERIE S BRT#9  OCPs il PCBs 3% F 32 2R H
PRIE A N2 B (accelerated solvent extraction, fijF ASE) (2R (K
R P 25 75 VR 25 BE I 375 €0, 335 R0 11 A A% IBURE ¥ A 254 0
SE o IX LA R A B ABAATE— SE AN L AR JF
A AT R A AL R (R A BRI S A
TRO) o FRAS B8 T AE B DRSEA R AL AN Al A — R
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gl & E 2% 0 A 8, QuECKERS ( quick, easy, cheap,
effective, rugged and safe, fijFx QUEChERS) J57 14— Ff A X
PRI RO R AL IREOR , BT C T2 0 T KR
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(RPRGEI AR A " (ER % R IR 5 OCPs 1 PCBs
MR ER D

AIREHE QuUECKERS J5 i B JH T KK /N L oK S 4
PR DL 9 Fl OCPs Al 7 Fhdi7R 14 PCBs AYFGN , RG07% %42
QuEChERS J5 i Ak # 5% 7, 32 230 2o ft 3 4 Ui 51, bo A
N - N3 Z — % (primary secondary amine, fij #k PSA) 7K B 5}
St C18 R (C18E) A7 #& 4k hik M ( graphitized carbon black, f&j
Fik GCB) 55 3 T3 H3C 052 BAF 50 e A it 2 BBV 178 W B IR, , ST
QuEChERS £ & S A0 8 1% - L F 5 3K & W 28 ( gas
chromatography — electron capture detector, f&j# GC — ECD) 1=
IE P 16 R AL 25U RO B B K DL

1 RS

L1 MEL EZRXHA

FEALAA GC -2014 SAHGFEAL( HA B HAH) AL
HL IR H A6 M 25 ( electron capture detector, faj # ECD, H A< 5
HAH]) , WH =3 s 1z 54X (B PG 20 XA ) A R 2
7]),10,100 WL 2 1.5 mL 5 85 075 567 2%, Milli — Q 4k &
58, KQ — 500DE H 45 8 75 I 175 vk A (B 1 A A e A BR 2
A, FEE LN R EEREAE ) o

FELAA 9 F OCPs R 4 b e iE W (2 E Dr.
Ehrenstorfer) ;a0 — 75 53 2 %¢ (@ — hexachlorocyclohexane, fiij
k « — BHC) | 75 & 7% ( hexachlorobenzene, fiij # HCB) .8 —
BHC .y - BHC .8 - BHC . 0,p" - RS F AL =H LHi(o,p’ -
dichlorodiphenyltrichloroethane , &% o,p’ — DDT) \p,p’ = DDT,
p.p —W(6 - ¥H -2 -Z8) Zfi[p,p’ —bis (6 — hydroxy -
2 — naphthyl) disulfide, fij#% p,p’ = DDD] .p,p’ = 1,1 = (X}
FoRF) 2,2 —F Ml p,p' —1,1 - bis( chlorophenyl) -2,
2 — dichloroethylene , {5 #% p,p’ = DDE],7 F PCBs RS tnifE 1
W (& E Dr. Ehrenstorfer) ; PCB28 ,PCB52 ,PCB101 ,PCB118 .
PCB138 \PCB153 \PCBI180 ; 73 S A4 7 10 A o [ 7 B
SFTFERE E AR D) BT 5T A0 IE C ke IR LR S TR
YR aRER G K Milli - Q 47K N - A L Z e ok}
CI8E( 3&[H Welchrom /A ] ) .GCB( 2&[E Supelco AF])
1.2 H%H4&

KA N EARFER G BT, B EESE 60 H
7 AR PRAF I o A A8 ot X B 1 M o, 2
K E RIS A5 R A T U .
1.3 #HHREREEL

PRI HEBARI 2 g AR T 50 mL HZERRS U b A
SmLIECKE - R OME (AR =4+ 1), 85, A
15 min, HrEIES) 2 U, IR S A TE 2 min, fITA 0.5 g JoK
MgSO, , PR E 1 min, 7L 0. 45 wm JERE, il : 2 mL
TRV, A 100 mg PSA .50 mg C18E 25 mg GCB, J&JiE€ 30 s, i
0.45 pwm PRI, IR FFI o
1.4 &#5&4

g A TR 5,60 m x0.25 mm x0 .25 pum; 35N %A
A IE 1.1 mL/min; PERE EELRE D 250 °C 5 R 5 W46 T 2
150 °C, DA 3 C/min FF & 240 C, L 5 C/min J}F &
310 Cs kgl 320 C s FEpEEE 1w, oM.
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2.1 QuEChERS 2 Bz i 9 % 5

BB SCHRL4,15 ], F 25 IR A 1 IE O e — TR (1A
BULA 1 1) (ECKE - CERCHR (AR 4 2 1) AR IUK
o YILHRAR R, FOK NZEAERIX 3 B A P RE
H SRR /N2 (A i $R2 DU (R 1) €335 [T R I I 4
N FELOP AR, FARFE Al R FEBTT B, PIOR $ I
WG, /N ZZ RO, FTAAS TS B Sa e HOROK Jy i gkt
., HB 2 P RIS KOK 16 i OCPs At PCBs B4R o
H TR TN BT, HARE &) SR s & 8O0 R R
JREAE Iy 2 ARG A it 15 8 30 42 B 1) 50 2 ) o
T B WA REAT st DA, AR L0 £ B R e IR 35 F St -
SRS AWK E D AR A 0.5 g Jouk MgSO,
FAF WK FE AR 1. 37 T g2 9R

HIE T AR, IEC b - CIRCER (B 4 ¢ 1) Il
REFIEC K - AR 1 s 1) R, RS - 3
M CRRUEL L = 1) RIS A A5 SR B 2 IR ROK, [t i/
IRIFIER 2, ] BB IR TR B A R PR BOK, AT AR IR B
ZUEH ORI AR M R T

120 . O EELE-FEHIARELy1:1)

EC%-Z BB (AR Hy4:1)
100 _ ’
S %0 nnn
ﬂj_‘gso
E 4
20 |
‘o mooumarex oz
EOIZZRARRRARS =
BEEXE0nRe08x %
3 RRRREEE 4

E1  AERIAFIZE6FEHIEIN S KB B (1=3)

2.2 QuEChERS #4414 69 4.4k
2.2.1  WRRRFNEAS R R AR BSCREm 5 ER R
T ETEN B TR M b i 5 2R SRR AL, %5 %% PSA (CI8E  GCB
A 3 g BRI IR B SOR . T e A BRI BRI R A i
FA B % OCPs ., PCBs (19 W FHACR , SR 5 B A IE C 4% -
LR CBRORFRLE A 4 1) JECBEE R 3 Bl 7 xT 9 Fh
OCPs 7RIV £y 10 wg/L.7 F' PCBs ¥R B4 100 png/L
B RG22 36 B A Ak 2% K Wb 2 B 1fE (association
of official analytical chemists, f&ijFX AOAC) 2007. 01 , KK PN b5 1
( european norm , f&j#x EN)15662"" 43 5I|H 100 mg PSA 50 mg
CI8E .25 mg GCB I AJMFRIE R . H & 2 A, £ IEC SEd
B, PSA Xt B — BHC 1 8 — BHC 77 A #5380 B VE I, [l
FOrH1 R 28.9% 11.7% , % HAbAL A B2 A TCR2 0 ; GCB X
HCB .5 — BHC .PCB28 J% PCB118 7775 MWL MHAE Fi  CI8E
xR LA P4 JesE A

HHE 3 Al FEIEC 0 - LR TR (BRFEL R 4 = 1) A 5
i, PSA 55 CIBE Xf i 47 4 & 39 JC W B 4 s GCB. 32 22 %
HCB =R 3R ZUM IR FHVE T, i 5 HCB B P 5 A ¢, 2 #
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120 ¢ O 100 mg PSA 50 mg C18E
100 II 25mgB
S T T
IOIIZQafAgaScS2 X
MTMMAANRAD MMM MAM
S Qae xR IREARERRER
g S S
PRUETR I
B2 SFHIRMFIELE S RN RPIT16FFHIEN
S ABEREE(7=3)
120 O 100mgPSA @ 50
100H] @ 4 ]
S 80
g 60
B 4
20
0

HCB

16FB NS & FEE R E K 2 (n=3)

TR R 5 550 2 B A AN ] R R o aE B, R B R E AR A A
W B RE T S AR 56 . IR BNA RS I PREE S R
BUBRAAAE 25, AR £ W EFE M E I C ke - 4R 41
(IRFREL 4 - 1) 32U , $EI0R B 42 K A PSA [ CI8E ¥k,
GCB Ffft—% 4%,

2.2.2 WGBSR S TN AR FCR A R AR X R
KIECKE - LR TR (IR EL A 4 < 1) BRI A m AR5 Gl ik
%%, RIIKKRIEC S - ZIRZWE (KT 4« 1) 42
TR ST, Jin AGE bR S W, P43 7 A PSA [CI8E ,GCB,
25K B, PSA (CI18E X HARfb & L% i, 16 F OCPs Fil
PCBs (1) [ F 3478 95% ~110% Z [8], SRR 45 R I A
— B I AR GCB Ji, HCB 1) Bl R A 80. 2% , HiAth 15
B A9 Y B R AE 90% ~ 108% 2 [, [l i 2 B 45 &5 F v
FUIAR , X ULHARE 2 B B e &% GCB 7= 4 SE 4 i
FREVEF o SRS R RE S 6 B, 2 b RE S TRl S24%E H
AP IBCR K15 5% GCB & .

2.2.3  WRRFIRERFEISERREE S AL SCR F BROCK )
FM T KRR B IEC BE - LR G (AR A 4 1 1) $REUR,
TGRS A AL H S MR, iR B /e % % PSA
C18E, Ml K KRIFEAT @, /N, FRBIARIER, &
PSA (CIS8E k)G ,/NES F KRB AL K. METER &,
FORFNGZ AT B L FEAT AR, 2 A 2B X 16 FlH A7
AW TIRBN, b J5 22 s /D . B RV i 3L o T
P E EEATR(E 4) 5 EZX PCB101 A1 DDE (€
TR FE . T PSA J5 , JEZR S A 3 , T A PSA 5 C18E

&, B R . IR 25 Bk &, ik 1T PCBI01 1 DDE
Hy [ Fe 53 51 64. 6% (88. 9% , il A PSA ¥ 4L )5 Wi+ 1) [ul
R3304 90. 7% 92. 9% , A PSA 5 C18E J& & 1 Rl
o514 105.2% ,103.2% . Jil A PSA 5 CI18E T LATE4 K
FREE L REAR TR B T4k .

HFEKZ PSA 5 CISE b )5 2R H A, ZENA PSA
5 CISE AYEER I, AN A GCB, Z552¢H],GCB fhn A4
R S B A5, 5 FE 3 GCB AN AT EB 2 B ARk &4 mlili
RN B K, PSA 5 CISE Bt A v fL E RE WG AL 1 fL 225Kk .
i, A5 R PSA 5 CISE 1R Rkl

15 20 %5 30 35 40
Fisf 1] (min)
kR —Adb; i%E2—PSAEHL;
{63% 513—PSA+CI18EHHL
1—a-BHC; 2—HCB; 3—B-BHC; 4—-BHC;
5—§-BHC; 6—PCB28; 7—PCB52; 8—PCBI101;
9—DDE; 10—PCB118; 11—DDD; 12—0,p"-DDT;
13—PCBI153; 14—pp-DDT; 15—PCBI138;
16—PCB180
B4 FERERERMIRER

2.3 REMER ZEZR OKEEHEE

#4 16 Ff OCPs 5 PCBs FLifil g 2 5 IR A bR fE M £k, ¥t
WERAEAT T, B 1 ATH, 16 Ff OCPs 1 PCBs 75— /& ¥
FERFE TR AR () SR (2) MR R X RBII KT
0.997, AWM (signal — to — noise ratio, faj Fx S/N) =10 Jy
F R R (LOQ) , A& HAREL & W KOKAE 2 |5
JERE A, X7 1 (PR 2 B FIAER PE AT IR UE . AT RREL S
By AR, AR R 20 ne/ke IR B AR HEIR IR, 1% R
“1.37°1. 47 AT AT AR B, 16 Fl OCPs 1 PCBs (Al %
15 87.5% ~106.2% Z [a] , AT R 2= 75 1. 63% ~4.82%
Z ), DA Y 25 S 2R B2 s B R T P VA R RIORS 85
2.4 BpEEsItem 4R

FEHR 1374147 1 R B T T - A W RE A T R
., OCPs 28 GB 2763—2012( £ i fh A 24 K3k B R )
FRA R RO AR 25 AR B B i, DDT i <50 wg/kg; 74
i PCBs % F FR & B oA D AR UE , S B GB 2762—2012 £
HiG ey BR R )T Rk R 4 R L PR i, PCBs
1t <500 peg/kg, R 2 WAL, A< 0 A il A0 ARG I 225 2RI T A
KARERR & . R R B % 4 A B 4 X R e, A LB
7 PR A R T i
3 &g

AW L QUECKERS J7 2 H M LIEC Kt - 2R S
BRCIRFREL A 4 ¢ 1) R 3RIBUA R, EATH S + e $2 0, R A
PSA [CISE 1E R [t 77 it 17144k, >R A GC - ECD #4745,
AR R A b A S AT SR )48 ( <30 min) |
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&1 16 7 OCPs 1 PCBs A3 52  EEMR R RIBEE

0 7 i 2 . R iR
2H4 ES

2 (/L) MR (k) (%) (n=5)
a — BHC y =2 641.90x +276. 230(0.2 ~200 ) 0.999 3 0.5 95.5 +£3.86
HCB y=5111.50x +1 034.100(0. 2 ~200) 0.999 7 0.3 97.2 +3.23
B —BHC ¥y =1400. 30x +591.560( 0.2 ~200) 0.998 4 0.7 93.5 +3.54
y —BHC y =2 508. 70x +321.450(0.2 ~200) 0.998 8 0.5 94.1+3.84
S - BHC y=2 297.30x +641. 870(0.2 ~200) 0.999 1 0.5 89.2 +3.69
p,p' —DDE ¥y =2 659. 10x +408. 310(0. 2 ~200) 0.999 6 0.5 88.7 +4.82
p,p' - DDD y =1 798. 40x +346. 260 (0. 2 ~200) 0.998 6 0.6 88.8 +3.04
o,p’ —=DDT y=1667.90x +563. 240(0.2 ~200) 0.998 2 0.6 89.8 £3.07
p,p’ —=DDT y=1781.80x +432.560(0.2 ~200) 0.999 3 0.6 89.6 +£3.26
PCB28 ¥ =231.89x +36.129(1.0 ~500) 0.998 8 3.6 94.6 +4.10
PCB52 ¥ =192. 84x +45. 262 (1.0 ~500) 0.998 9 4.2 106.2 £3.09
PCB101 y =267. 66x +62.314(1.0 ~500) 0.998 7 3.0 93.3+£3.15
PCBI118 y=254.87x +83.646(1.0 ~500) 0.997 7 3.0 90.2 +3.26
PCB153 ¥ =276.79x +77.621(1.0 ~500) 0.998 6 3.0 91.5 +4.39
PCB138 y =318. 36x +234. 560(1.0 ~500) 0.996 8 2.8 91.3+£2.93
PCB180 y =378. 89x +276. 290(1.0 ~500) 0.997 5 2.5 87.5+1.63

R2 LMAYMESRNSSRUER
R PR (pg/kg)

ety 1# 24 3# a# S# 6#

(RK) (KK (UhFE) (UhE) (FX) (FEXK)
PP -DDT  —  4.1:0.2 — 2.4%0.1 — —
PCBI153 — 12.3:0.3 — — — —
PCB180 — 95202 — — — —

T FR R R AR AR

LG ik A H BT ST 1A RORG  E, mT FH T plk
K239y 16 Bl OCPs Hil PCBs , 74 56 15 Y W42 K 7y ifg 2
A B 3N T AR
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