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Accelerated Solvent Extraction-Solid Phase Extraction Purification-GC/MS Method for the Determination of 16
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Abstract ; An accelerated solvent extraction-solid phase extraction purification-gas chromatography coupled with mass spectrometry
(ASE-SPE-GC/MS) method was developed for the qualitative and quantitative analysis of 16 kinds of polycyclic aromatic
hydrocarbons (PAHs) in textile solid waste. With acetone-n-hexane ( V(acetone) :V(n-hexane)=1:1) as extractant, Ly (3*)
orthogonal experiment was used to select and optimize the conditions of ASE.The extraction solution was enriched and purified by
the MIP-PAHs solid-phase extraction column, determined by GC/MS and quantified by external standard method. The results
showed that 16 PAHs had good linearity in the range of 0. 1~5 mg/L with the correlation coefficients of 0. 993 2~0.999 8, the
detection limits were 0. 82~1.95 wg/kg,and the quantification limits were 3. 28 ~7. 80 pg/kg.At the standard addition levels of
0.1,2 and 5 mg/L, the recoveries of 16 PAHs were 73. 7% ~ 103. 8%, the intraday relative standard deviations ( RSDs) were
0.7% ~8.2% ,and the daytime RSDs were 1. 4% ~9. 1% , which met the requirements of analysis and detection. The ASE-SPE-
GC/MS method is easy to operate and has low interference ,which is suitable for the detection and analysis of PAHs in textile solid
waste.

Key words: accelerated solvent extraction ;solid phase extraction purification;gas chromatography-mass spectrometry ;textile solid
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GI AR YRR Iz B 2% R
— LRI 7 YT AR, 2305 88 (Poly-
cyclic Aromatic Hydrocarbons, PAHs ) %l J& F H
M—RF, PAHs I\ L EFRBY R FH &AM
ANEDL R B R S A G FEY ST
Ak PAHs 32 B2 FIAE A 7= ek i S A SRR
H T PAHs BATBUE Bomy  ZORH 5B 1E Y 41
F RN B A A AR KA U, PR ER
1R L5402 Oeko-Tex® standard 100 FLE , 7522 L,
IR [a ] EEAREE L 0.5 mg/kg, 24 Ff
PAHs Sim A5 # I 5 me/kg, B2 45 fil jz ik 5=
it A B B i BB 7 it LA B 2B B Rk v 2 T
[a]EEAREMEIT | mg/kg,24 Fft PAHs MRS
i 10 mg/kg,

A, X PAHs A947F 5 i b 3 3 22 Kk
[ R 2 BRSO R D AR R g R A R
LN R SR, M
VR A IBOE ) B T A L A SRR RS v S I A
A RN A PR R 1) 1 I O 300 8 7 oK 2
W 5 i SO S TR AR (0 T B B
PEREIN 1§11 & KNG 27 SN & | 1o 11 S
Forp SO 35 3 BB BT ¥ (GC/MS) s M e fg
AT SEATRAG R B, T A R A 57 T, B
PR S

AR SO SR FH IS 770 A - 11 AR 25 04 A0 T
AEFRTT VX 25 AL A R W) B PAHs EAT S,
[y GC/MS #EAT I 5E . LA 76 B 0 52 2%
SETRE S PAHs B9 4 BOEE 37 — B4R A1 )
I /N R PREE A S HL R B A0 i i AL 2R
ik

1 LEHS
1.1 FEERSEH

Agilent 7890A/5975C K M {0 13- 3% Bk
{%  HP-5MS  HP-1 ,DB-35MS %! 3 Ffi L& £ 40
3 4E 500 mg/6 mL Florisil [& #H ZE BUAE | 500
mg/6 mL C18 [EIFHAE Ui ( 38 E L HER A H] ) 5 N-
EVAP-112 B K% A W AY ( 32 [E Organomation 2%
) ; EYELA MMV-1000W B4R 3% %% ( H AR 25 50 B
BT ) 5 E-914/916 FI e I 57 46 BUI (H -+
Buchi /L\\Ej) s MS 3 IR TETR &) ( 15 E IKA 2
F]) ;SmarVapor RE 501 i JiE #% 28 & 4 ({5 [# De
Chem-Tech A7) ; MR304/A I H, 1 K- (Fii -4
FEi-FE M £/ 1)) ;500 mg/6 mL MIP-PAHs [&4H

IR (2SS R e A BR A H] ) o

ZR ek JE 20 R VBRI E B R (a]
BRI ]9 I [ et - A K[ o]
AT R ]9 BT 1,2,3-cd |\ KT [ a,
h ]I 16 FhbRAEY) 2RI KT 98. 0% (FE [ Dr.
Ehrenstorfer GmbH 23w ) 3 FEE R L 1F 2 6¢ , —
AW BE A O b LR TR (ke 95 H R K
MRBHE AT s R (4 bral, i T A bR
H A A B AW o SE56 Ak AR B F it
Y ZAENFE RS 100 125 4L R AL 5
1.2 s R AR B A AR B A ) S it 7

HERRFREL 1.0 g (R 2 0. 01 g) 278U AR
AT RE T IS 70 25 O I, BT JSTR AT, Hie FRAY
A PERAEL IR DAL, AU T] 12.0 MPa, 2 HUREE
105 °C , e FN 509% B WAL, 53R 3 1, IRk
FABFE] 80 s, FFAFEIUAT ] 2 min, $REURFERE &
20 mL i, F 30 CORBAMFTARAKRE 1 ~
2 mL, FF AR B — 20 & SR Ak

4 MIP-PAHs [AHZE OS85 = S0 e il
IECLEETEAL , K P2 BUR B AR, 51EC el
VR RE— IR AM T FH W, 10 mL IEC
LEHATIRGE , 7 BRI, T 5 T il 2 U R
VIR, SR F S Bt A T R I P R, W T 1
WA EL T, EAZE 1 mL, it GC/MS JIE
1.3  GC/MS &fF

GC 4 1. HP-5MS & 4045 (i H (30. 0 mx
0.25 mm, 0.25 pm), AN A, WHE 1.0
mL/min, #FEEE T 1.0 wL, AN dtes e O iR
BE 300 °C, B3 Fh . AR R AR 60 C R R
1 min, 10 °C/min F+ % 180 CA#%F 3 min, 15 °C/min
Tt 2 300 C A% 6 min,

MS &t B SO TR B TR (ED
BT URIRIE R 230 °C, RN PR B T4
(SIM) , J5i = FH M m/z 45 ~ 500, 7 57 4E 3R
6 min,é%ﬁ%%f?ﬁﬁ#ﬁj’ﬂ 30 min,

1.4 EPERYEFE BTk

A T X OB S R v T T R R Y
T LR BA B 1] REAE 25 B HAH X = bk AT
PR URE T 5 B S AR TR T it g5 &
I 17 O B8 I E) — B (288 B 7E - 0. 5% ~
0. 5% 10]) , FEFNBRTY 505 09 T35 1 i AR ik
BT ML, A R BE A O SAR i T
VTR AR T =5 B2 1 A 22 < 209% , BV A] 1 5 £ 5 o
THZEYIL, 16 B2 55 18 1 U8 B R E) Ry
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Tab.1 Retention times, characteristic ions and relative

abundance ratios of 16 polycyclic aromatic hydrocarbons

FRAE B BOARXT F R L/
(m/z)

oy ﬁé%’iﬁﬂ‘l‘tﬂ/
min
e 7.961
TE M 11. 568
A 12.013
% 13.210
E[3 16. 294
h) 16. 467
FIFE 19.763
i 20.236
1-HEEE 21. 441
$IF[a] 22. 647
FIF[b] 75 24. 430
ESIRNAD 24, 464
FI[eltt 24.878
#If[a]tE 24.975

BiIF[1,2,3-cd] T 27.284

I a,h 1 E 27.353

128 *(100) .127( 12. 40) |
129( 11.00) \51(6.20)

1527 (100) \151(19.30) .
150(13.60) ,153(12.90)

153* (100) ,154( 98.20) |
152(45.90) 76(17.20)

166~ (100) ,165(86.70) .
167(13.80) ,163(12.70)

178" (100) \176(18.10) |
179(15.50) ,152(8.50)

1787 (100) ,176(17.90) .
179(15.30) .177(9.30)

202* (100) .200( 18.90) .
203(17.50) 201 ( 13. 80)

202 (100) ,200(21. 80) .
201(17.60) ,101(16.50)

216* (100) .215(69.70)
217(16.90) .213( 16.90)

228 (100) ,226(25.00) .
229(19,90) . 114(11.50)

2527(100) ,250(24.20) .
253(21.00) ,126( 16. 30)

252*(100) ,250(24.80) .
253(20.90) ,126(19.30)

252*(100) .250(31.70) .
253(20. 80) .125( 19. 30)

2527(100) ,250(23.50) .
253(23.00) ,126(15.00)

276" (100) \277(24.00) .
138(21.80) ,274(20.30)

276" (100) ,278(86.00) .
138(27.00) ,277(25. 80)

1.5 BRI

TGS it 228 OS5 4% JOA [ R A BB A Ak
Sl GC/MS BEATINE . XX s i 5 4%
BRI R AE IR AT T e AL AL, TRl A

T GC/MS MR ZF AR S g i AR WL IE 1,

2 HBR51E

2.1 GC/MS &AMk
2.1.1 OGS T HER P e

SIS AR HP-5MS _HP-1 DB-35MS 3% 3 i

TnsEE R AL
AP
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iz I nld
THRB PR
B

o
FIERF
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B 1 kS
Fig.1 Overall experimental flow chart
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Fig.2 Comparison of total ion current chromatograms of

different capillary columns by GC/MS
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EE B[ 1,2,3-cd | EERI 2K 3 [a,h ] L3 A H
PRYIASRETEA T R A Ml 43 B, LW o7 B A1, 17 HP-
SMS B4 g A N AT LUK 16 Fh 2 3805 I8 ib 17
B4 Hb oy 5 ) IO A R, SIS I e 4 3k B HP-
SMS B4 ik k., Ak — 2k GC/MS 4
PR, L8 %5 T 3 FORFEFHRFEF T, 16 F H AR
YR B ROR, FHR R LR 2, LI LB, 3
AR FXT 16 F BAnY 853 B AR ZEA K,
PIRETH R BT BER 2 R S i R AL, AR S
W5 B B BR TR A A IR ) THE AR 3,
F2 3 FARRMTHERR 50

Tab.2 Three different temperature program conditions

THiE THRHES, R/ (REERRE, sfTEEY

ee (°C+min~") C min min
60 1 1

[ 10 160 2 13
8 240 2 25

5 300 6 43

— 60 1 1

2 10 200 5 20
8 280 8 38

— 60 1 1

3* 10 180 3 16
15 300 6 30

2.1.2 R

FZ R 2. 1.1 GC/MS S8t — 25 %) 16 F
Z ks SIM FH Ak T TIRE 16 fh 2
WI7 ke SIM AR BB T sk R LI 3, it
XFEGIE 2, T LA BH 2 45 H bR 5 e R
YA R TR RE B (R4 8, FRAFAE R e i 130

1000

080
N
N
N
by
&
N
S
N
Y
153
3
w
53

1
— 1 1
S 600 3 IR |
X 4 9 |1 i
m® 400 56 s :
# 200 I s
i :‘
0 510 15 20 25 30
B} [8) /min

L2826 M 5308 54,20 5. 9F 6. 80, 7. 48918
8.16;9.1-HIIEEE ; 10591 [ o J R LRI [ 0] 90 R
12891 [ k)98 13 8T [e] TE 1480 [ ] TE
1589 1,2,3-ed] 8516, I [a,h ] B
3 16 FEZHF R SIM BT BB Ak A
Fig.3 Total ion current chromatograms of 16 PAHs in
SIM mode

2.2 FERNATALERDT L BT S 01
SR 1.3 R i AL 25 2k X AR 5 B 4

1 mg/ L (25 4L AR 5 W FE b 204 T DSRS0 5
2.2.1  FEHUA MR

LAY T LLIE S bE R e bE V(IE
Cke) V(AR =1:1 VOR) vV Z&F %) =1:1
YERFRBGRIBI X 16 Fh Z 35 R EE BRI R2 0
POl ) 2 B S 8 5 R A< BORBE 100 C
FRANAE LRSS 18] 4 min, 96 PR UKL 2 UK, R4 B[]
80 s, HIIRXZ R ILIE 4, [LLV(IECKE) V(N
B )= 1:181 V() V( ZFEH L) = 1 1/ERHRE
FImE, 25 H AR oz ml i 2 sk 3 70% LA 1, 3
FFERM BT EE K, R SEEs R I V(R) -
V(W) = 1 IR R R BGRI , 7EXF — 28 A
YR AR AT A IO SRR S E B, %
JE I AT f D DR 2 A A B BR A 5 %) [ B S22 A A
TR ER A YRk 2H 3 — IR B Ok | Rl S s AT i
HUGRRECY SR2E s DO NER 7t 7/ D5 iWRata chi o 7 A K V&
SRR B, S B AR V(IEC k) V(N
M) = 1 :1/E ARG

EEhE ES B b
I O, VIV)

B4 ARFEFEREFI 16 Fh 23074
FEPICR AR
Fig.4 Effects of different extraction solvents on
extractionefficiency of 16 polycyclic aromatic

hydrocarbons

2.2.2 IR R A RS EE R S Tk

SN I 0 AU N R A AR URE
TS AR U (] AR BGRIACRR e it (i) A R ARG 3R R
B, i T AR AR B, MOR 5 8 B AR
Frr=rE s, M mE R L, R
SIS H T K OISR, i R A T B, R A
PRREIER I, S PRI SE 50 ) HERf 1, s /b
SEH A OB A IE 28 S0 B R 3R (AR HUGR R
L) Bl b DAAEBORE (A) S ZE BN E] (B) |
PEFRUEL (C) A4 B ] (D) 1 A 32 22 52 g A
LRI L(3Y) BB LE K I [a] B
RIEL k] DB IRICRAE S RAE X 52 56 505
D R S s i SR o W 1 W WL B
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x3 PR,
R3OERIERBIT REIR LERT
Tab.3 Orthogonal experimental design and

data processing results

HIH[ k] Wt

P
s . i A1) s et

A/C B/min C/¥R D/s b /% Wj‘ / %jK/

b %

1 85 2 1 80 37.6 39.5 317 5.0
2 8 4 3 60 67.2 59.1 62.4 12.6
385 6 2 100 69.3 76.4 71.8 16.3
4 105 2 3 100 88.3 78.4 87.1 23.3
5 105 4 2 80 954 99.3 97.2 30.0
6 105 6 1 60 85.5 86.4 84.7 27.2
7 125 2 2 60 77.3 67.6 859 18.8
8 125 4 1 100 69.7 63.2 76.1 14.6
9 125 6 3 80 83.5 76.4 80.3 19.2

YK, 33.9 47.1 46.8 54.2
YK, 80.5 57.2 55.1 58.6
YKy 52.6 62.7 65.1 54.2
K, 11.3 15.7 15.6 18.1
K, 26.8 19.1 18.4 19.5
Ky 17.5 20.9 21.7 18.1
R 15.5 52 6.1 1.5

K,=XK,/3
R=K; \ax) =Kimin)

TE: A (ZEBUREE 85 °C) (A, (ZEBURE 105 °C) (A (ZEBUR
J¥ 125 °C) 5 B, (BFSFEIRUNE] 2 min) B, (#FZSFEIRAL ] 4 min) |
B, (FHASFEIU 1] 6 min) ; ) (FEFR BT W) L C, (FEFR R KL 3
W) \Co(PEFRREL 2 %K) 5 D, (AT BFA] 80 ) D, (KT 7] 60
) Dy (WA 100 s) .

WX AR 3 il 2E R AE R/ AL, S0
RV AL USRI/ R R SR AR A>C>B>
D, $&e 2R WO EE, AT LA Ss H bn ) Bt 5 Bk 2
) ARV 0, DT I 00 Jo DA A2 v sl Rk fi
Brif It AR, B R KN R i
ASFEIUS ] A PR U0 A IR B SRR 24, 4
SRS A 2 IR [R] AT AT >4 el 21 PR, —
AT AR O EAMA R, AU AT DL A IO
DA AE T vk B A Y R W4 T e S 0 e o A 4K
WA I [E) A X A IBUSCR AT 20 B , 45 2R [ 7 A 2
FEAR R 4 I ] % 4 I8 T TG W R
1M, Ay 44 R 2 IBUI [ 4 v AR, S92 6 1 R R UK
HEFE] A 80 s,

SEE 5 MRS FRLE AR 30, 2 BUSUR i
4o TR, 5286 6 MR TE bR gE & 1T 48 N 27. 2,
AR AR PR R B2 W), 2 Ik — 2D X P LA AR
AT 6 AT IESE S, S5 R IIR,
S 5 ANAS SRR T 925 6 R AR, I,
TS & R AL &4 A, B, Gy

D, , H FHRAS AU B (G FR R ECH BAMNH 58
I AR 5 AR LT AR ) i 22 U WOKE # S AR T
] 4 min 46564 2 min, fEFRRECH 2 KIEINH
3K, MmHE—2 A5 BT I e e S BR 45 14k A, |
B,.C,.D,, BPFEIGE FE R 105 °C, #2426 B [A]
2 mln,ﬂﬁ%ﬁ\ﬁ 3 ﬁ'\,ukj:ﬂﬂd‘lﬁj 80 s,éé{ﬂ'hi@ﬁﬁli
FEWRCRAGEN T Ltk
2.2.3  [EAFAEBR R SRR XL

k2 SN [i) 1 AH AE U XA i B OB A e 4R
SRR B4 mL AR SR BOR 5 55T 500 me/
6 mL MIP-PAHs [&IAHASHUR: | Florisil [H]4HZEHUH: |
C18 [EAH 2 HORE , WA U W, 28 GC/MS T 445
TR, 3 ol [ R A8 BURE X5 A% o 4 BT 347 ke )
RS AL SR Hodh MIP-PAHs [ AH 26 BURH: 78
AL SR IO R AT H bR ok 21 R 41 4R
SR IRIBCR BT

RIS S50 20 25 4% T LAIE ke . S P e R
F5 PR TR IERAE N MIP-PAHs [ AH A BUH: %
JIR BT I SC 4 ) 5 M), e R 0290 10 mL 45
A S BRI & BEAE BRI, bR
HIFLE] DB KT [e ] EEA 25T [a, h ] B 3 Fp
Py I ) 1T 503 L D R AR A 0 M 700 B IS 384 LA
A, ol B AR B A BOSCR Y & T 5 A 4 R
I, HA BARY) SR AR5 4 Bk I 2K
RS 6 e e P A — S TP eV E A R

120 V2 Ecs: Il a5 R R

ZMZEE == Wl

B 5 ASIRIRBEVA DG [T 3 1 5
Fig.5 Effect of different elution solvents on recovery

Shy it R [ FE AR B0/ IV L W B %) E A g i el A
PS8 VRN, 5250 Mk — 202 82T PR A A X
R A, DL PR e ), B 2 mL
FHE A —k, IR 10 WKk, 2 A A B
WA HAR P 0 32, 5 R 3R . 21 e 5
A F] 8 mL W, &4 H A5 4 5t 1Y [al i 58y
74. 7% ~102. 8% , FHE A &, 2 HARY) 5T [l i
AR I TC ] 08 e 0 R 5 o O R AR
8 mL,
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2.3 PpiEMhER ZMETE I A R PR
RSB 0.1,0.2.0.5.1.2.5 mg/L iX
6 IANTA] 22 51U BE B bR o AR, UAR TE T A
AR BEAE R o W Ry, 2 AR T T AR
2 ST A OC R B (R AR 3R
4, 16 PTG R BIAE L EIEH 0. 1~5 mg/L
LRPERR Y, R® 7E0.993 2~0.999 8 Z[H],
x4 16 FIEZAIFRIEHM L REU(R) |
LePESG A BR (LOD) il BB (LOQ)
Tab.4 Linear correlation coefficient (R*) ,linear range,
limit of detection (LOD) and limit of quantification (LOQ)

of 16 polycyclic aromatic hydrocarbons

we 2 ons Lo/

feem R RE Y (e (e

R ) ke™) kg™")

e y=472099-12 823 0.998 0.1~5 1.13 4.52
e y=557 737x-59 100 0.9984 0.1~5 0.82 3.28
& y=320523x-9128 0.998 0.1~5 1.29 5.16
% y=412 274x-30 717 0.9995 0.1~5 0.88 3.52
E[8 y=288 633x—48 015 0.9970 0.1~5 1.13 4.52
i y=286 538:-55 388 0.9963 0.1~5 0.95 3.80
I y=588 707x—66 336 0.9988 0.1~5 1.67 6.68
[d y=718 575x-74 264 0.9992 0.1~5 0.92 3.68
1-H 5L y=347 821x-52755 0.9977 0.1~5 0.96 3.84
HIt[a] & y=683 005x—131 633 0.997 1 0.1~5 1.33 5.32
FIF[b]HIE y=35026x-74 001 0.9942 0.1~5 1.42 5.68
I k)T y=421 065x+13 126 0.9986 0.1~5 1.89 7.56
I e]tE y=232403x-25989 0.9993 0.1~5 1.72 6.88
HI[a]tE y=234832¢-60 816 0.9932 0.1~5 1.95 7.80
Bfigf[1,2,3-cd] £ y=383 088x-91 295 0.9941 0.1~5 1.49 5.9

|

I a,h B y=378455x-78 522 0.9936 0.1~5 1.65 6.60

WRHEARIE HY 168—2020¢ FR4E W5 I 43 H J7 v
PRUERIME TTH AR S I0) 27 56 F 46t BRI+ 5 r
25 AT 7 RARHR B2 25 Fnds |, 1HEAAS B
Pk R X 45 R T B e, e 16
Fp Z G52k H R (LOD) 4 0. 82~ 1.95 pg/kg,
DL 4 A5 ok PR PR e o = R (LOQ) 24 3. 28 ~
7.80 pg/kg.

2.4 AR DR FORG %

W R PEGT L A R A &, 3 il B 0. 1,
2.5 mg/L AR 3 VR EEZKE 4% 1.3 1.4 i
M AT 6 AT AR IO, 25 R WLk 5. 16
FhZ 35518 B R SR 75. 4% ~103. 3%,
H N AR AR E R 22 (RSD,n=6) 4 0. 7% ~ 8. 2%
H [a] -2 [l %k 73. 7% ~ 103. 8% , H [al A 55
W22 (RSD,n=6) N 1.4%~9. 1%,

RS 16 FEZITTREAINAR FCR A
X fi 22 (RSD)
Tab.5 Standard addition recovery rate and relative
standard deviation (RSD) of 16 kinds of polycyclic

aromatic hydrocarbons (n=6)
HH H [a]
WK,

L (mg-L'y B RSD/ W RSD/

/% % /% %

0.1 80.9 4.1 821 4.5

P 2 79.3 3.7 79.8 4.2
5 77.4 3.1  77.0 5.2

0.1 84.1 3.0 84.4 3.6

eI 2 81.9 4.4 78.5 4.3
5 79.1 5.5 80.8 3.4

0.1 94.2 1.3  97.0 2.4

& 2 98.7 1.9 97.0 1.4
5 92.3 1.8 90.0 3.1

0.1 101.8 1.4 99.7 2.5

Vil 2 103.3 0.7 102.1 3.7
5 99.8 2.7 97.5 1.6

0.1 85.4 4.2 8.4 4.2

E[ 2 86.0 2.7 89.8 2.4
5 87.2 4.3 847 5.9

0.1 86.5 4.2 875 3.2

Ja 2 90.8 1.7 90.2 3.8
5 85.6 6.6 8.5 1.7

0.1 80.9 1.6 8.2 7.7

wIPE 2 80.3 2.4 80.6 3.7
5 79.0 3.3 833 5.6

0.1 101.7 1.4 100.2 3.0

tE 2 100.7 3.0 103.8 3.1
5 101.9 1.8 101.8 4.1

0.1 83.1 50 8.6 6.8

-t 2 86.5 6.0 93.5 7.1
5 82.3 4.5 79.4 1.2

0.1 87.0 4.5 853 9.1

HIf[a] B 2 87.8 5.7 90.2 6.6
5 88.3 7.3 90.9 6.7

0.1 82.9 4.3 831 5.4

I bR 2 81.4 8.2 8.3 4.9
5 79.5 2.6 8.1 5.9

0.1 81.1 4.3 821 5.5

IR 2 77.8 4.9 76.4 6.2
5 84.9 8.0 81.8 7.7

0.1 85.1 3.5 844 5.0

HIt[e]E 2 78.5 2.8 81.3 6.3
5 83.3 3.9 847 4.8

0.1 81.0 6.1 84.8 5.3

It aliE 2 85.9 4.3 8.1 6.5
5 83.6 3.2 811 6.6

0.1 79.8 4.3  80.7 4.4

Bi[1,2,3-cd 1 2 80.1 7.6 80.5 5.7
5 78.4 6.7 719.5 5.2

0.1 78.9 2.6 79.1 6.4

T a,h]E 2 75.7 6.3 713.7 6.0
5 75.4 4.5 751 5.6

2.5 SfpfE kb

NG AR SCHE ST 19 77 2543 0 5 B R AR I GB/T
36488—2018( 1 K Hh £ 31 35 B2 iy I 5 ) 1 GB
5009. 265—2016¢ B & 2 EFArME & ihh 230
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FERR I Y ATl bR HE GB/T 28189—2011
(8L 2R I5 MM e )™ | 8 bR HY
784—2016( TIEFPLIY Z 31 I35 il & = %
PR ) 2 HEAT A L, 25 LK 6, i 1 X

AR I A AR TR i)z i B A X o o i 22 B
ISR X L A B, 1% 077 ( ASE-SPE-GC/MS ) H
AR A > I [B) | SRR R R AT
LW

Fz6 AFFTEILLE
Tab.6 Comparison of different methods
o4 e o § S G AEE K KBy RSD/ mlev

IR ATALEE FEIGH) Fit/ml, il b e (Mg'kgﬂ ) % %
GB/T 36488—2018%! HEF AR B 25 1 GC/MS 100 <10 —
GB 5009. 265—2016!") B AEEL ECkt ZIE 26 1.3 HPLC  0.33~2.0 <20 —
GB/T 28189—2011!%! HBFTI AR V(IEEHE) V()= 1:1 72 1 GC/MSD 100 2.4~10.3 61.1~111.7
HJ 784—2016!> I VOANER) :V(IESkE)=1:1 100 16~18  HPLC 3~20 4.3~15 57.4~99.5
ASE-SPE-GC/MS TR -FAAER V(NER) :V(IEEHE)=1:1  15~20 0.25 GC/MS 0.82~1.95 0.7~8.2 75.4~103.3
2.6 JiiRBi] H25.67~78.94 pg/kg, BiIF[1,2,3-cd | EE T

I AR SCHE ST 18 7 6 T A ZEFE A 11 3k
[ 100 HEAE Sh AT E , ZE R W R 7, BREEE
i AIIE B AT [e] B AT [a,h ] B 6 Fh
Wy AR L Ah  HoA 10 R BTEE 100 42540
A A St v X A AN TR R B B o I v e
S SN 7.64~36.43 pg/kg, 2l 13.57 ~
29. 48 pg/kg, FEH TN 17.62 ~27. 68 ng/kg, B
TN 49.45 pg/kg, 1-H BEEE & N 14,38
pe/kg, A a ] AR R 9. 67~25.86 ne/kg, K
O]9l 17.62~44. 57 wg/kg, K[ k]
WG 18.37~76. 82 pe/kg, K[ o] EH =

R7T O EBREERIE

Tab.7 Measurement of actual samples

3

(n=6)

MELEE/ (ng-kg™")

aW e VORI BOREE BOR BECR(F
WEER R 2% ik

s ND ND ND ND ND
K ND ND ND ND ND
heA ND 36.43  44.70 ND  7.64
% 19.86  ND 13.57 29.48 ND
E[8 ND  27.68 17.62  ND ND
B ND  49.45 ND ND ND
HIHIE ND ND ND ND ND
i3 ND ND ND ND ND
1-H1EEEE ND ND ND ND  14.38
#FI[a] B 9.67  25.86 ND 17.63 ND
IR b P ND 44.57 ND ND 17.62
HIF[ R P ND 18.37 ND ND  76.82
BIf[e]tE ND ND ND ND ND
K3 [a] it 34.78  ND 25.67 78.94 ND
BiJF[1,2,3-cd] . ND 9.70 ND ND  11.45
K la,h] ND ND ND ND ND

4 9.70~11. 45 pg/kg,

3 #ig

AR SR FH I 37 790 A H- 1 A A% B Ak i Ak
5 6 G SUE AR P W rh 16 B PAHs 34T 48
I, LL VORER) VOIES k) = 1 IFE ARG, %
TFELRIZR Lo(3%) IEAC S0, Xt i 70 26 B A% A
HEAFAAL, [R)IESR FH MIP-PAHs [ AH A BUR: 3 —
A SR BRI AT e Ak RN 4 B AR TR, A R AR
TR AR S F A A T, AR SIM 44
BT 2R HP-SMS B 405 (i Ak H An 4 B
WA BRI B EUR , 24 GC/MS IR ERIE, 16 Ff
PAHs (iR [ 4 H G2 R 7= 4=, H AT,
XFF PAHs HUN R , 76 27 2 [ P2 S K AH ) 45
A BRI ST K Tk AR BT R 2 S AR R B R
PAHs Fill & il t—E S H M E.,
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