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AFIZEEL(S-916)/GC-MS EZME L 15 B IHFR
RIEAE A fE AAER KREF R IL

(RN M = sese =, M S 550018)

[ ZE]ALEZT S-916 Heik 5 A FBAL(Buchi #4) Peik I - 548 & 35— JT 4L GC-MS)
FAME LEP 15 S5 R(PAHs) &0y ik, REARZIE Tk R BRI H F I Rk
W )G B R BB AR AR AT AL AR GC-MS M, 2R AWM £ 5.0~1000.0 pg/L & ZE L
B M ,15 #F PAHs 6948 % 24039 7 0. 996 vA L RF RSD<12% , meir ek £ 4 80%~ 117%Z 7,
15 #F PAHs #) Ak R FR3AK T 0.40 pg - kg™'. ZF ik 24 ik EHTE, 24 BLERE
st L3P PAHs 694 M 2R T A 23 % IR5 02 (PAHs) 8975 42 AR Ak e i A AR 3B |

[ REER ] Peik i A B A4 &3 -k L3 ; 3055 12 (PAHs)
[ FESES]0656;0657.7"1;0657.63 [ LEAFRIRFE]A [ 3LEHS ]1000-5943(2020) ~01-0110-05

% 355 & ( Polyeyclic aromatic hydrocarbons,
faiFx PAHs) ,J&—25h 2 el 2R R UFE I
KA A DAY, 2 2R A 50k R L2
PEFRRE , AN 5 4 B A AR SR A v v | e dfi e
fi%, I H 45 5 7 £ W K N & L ( OEKO - TEX
Standard 100:2013) , PAHs HA7 85U | H0w f1EL
GEAR AR X NS A R AR S R B B R Y
WTEfGE . BET,ME PAHs SCHRIRIER 2, &
TR I X G A7 PM2. 5 (kI A, 2017 ; 2R FE 45
2017) | HHECZRARSE 2017 804155, 2007 ) (4541
a5 55 785, 20115 S5 188 4%, 2016) (7K (£ E 2%
25,2016 /e, 2017 ) 55, i A B A5 4R 5% A
B (5K AE 2017 ) (75 AR 0L R 2 B
(ER 5 ,2013) | in o 375 390 8 B (5K AR 45,
2016) % Kl Jr vk B2 S s —FE ik (2
A 2017 TR IE55 2017) B SOR AR A 1E: (T
A 201658174 2007 ) UK SOM {6 % — i
BB (X K45 2017 ; AR MRS 2017) .

e i 57 28 BUAR (‘accelerated solvent extrac—
tion, ASE ) 2 T FAIXT [ 44 | 21 [ 1R P 0 it 2R 47 2
B, B e 45 3 )0 39, 3 ol 398 3R R (R

s HH#A12019-07-15 [{f&EIHHI]2019-12-26

7 40°C~ 200°C ) F1 £ 1 (G H S~ 1 500 psi ~ 2
000 psi) A4 & 2 BUS FE AR, ASE 7T LUK
B FCER I P PR O 25 B T TR |
AIEAHABA IO ¥ . 2RI ASE ¥R, Al 785
IR 1] N 52 1 22 R RE i HEARYT B A Sl st S B
KK T HE b B AL B B2 A R T 43 52 24 1
TIEh Z AT RIE

AR SR P PR i 7R 2 B X 4 rh 15 Fil
Z IR TF AT IR I, AR5 SR TR RR B/ M AL, T
IR B R B K 5 e F GC—MS U, i i {4 B 1sf ]
DL SRR 88 1 i AT Mo A, bR s &, %007
RO R B AT SR BeV R RagErh 15 P2
5K

1 XWEa

1.1 {50

S-916 PLiE i 7 % B ( Buchi Fi+) ;7890B
~5977A ARG - BB TAL (Agilent 35 ) | B
H 3l #t A 25 5 R300 JiE #% 25 & 1L ( Buchi #i =) ;

[
[ESTE ] LR 23R 057070 WA Ak B T M 5 R SRR AR LA (B ™ PG (2017)39 %) 4
[VEZ BT IRMIFE(1987—) , 55, TR, 00 H 557 N, FEZNEA YL TAE
[EIRAEE IR 2 I(1983—) , 55 im0 TR, A HUSIE AR 5T



551 XS, 25 PR I

FIZEHL(S-916)/GC-MS M E L8 15 Fh 2518 - 111 -

EFAA-DC-24-RT EMAL ( EIZiER =LA
PR/ ] ); HP = 5MS (30 m x 0.25 mm i.d. x
0.25 pm) {4 % # ( Agilent, 3¢ [{ ) ; SPE /) ¥
(Florisil 1.0 g,10 ml,CNW)

15 FhZHIF50E (WFE 1) IRA AR R (2 000
mg/L, 02Si, £ H); 5 F A8 2 7 35 B IR W5

(2 000 mg/L,02Si, £ ) ; 2 E -D,, (1 000 mg/
L;3EE 028i) ; IECbe (RIRYL, CNW) ; PR (4
54, TEDIA, ) ; 5 W be (RFRL, CNW) 5
ToKBRBREA (13t [ 254k 2 X0 A FR A F) ) 5 A 0
il (Buchi Fi+:) ; il (CNW) 5 Horp = Ff [ 4 24
PR IAITE 450°C K5 1% 4h, TR e R G & .

x1 I5HMBARFTRBEREXET

Table 1

Mix and relative ions of 15 polycyclic aromatic hydrocarbons

Compound CAS No. Purity (%) Quantitative ion Qualitative ion
acenaphthene 83-32-9 99 154 153. 152
acenaphthylene 208-96-8 98 152 151. 153
anthracene 120-12-7 99.2 178 179.176
benzo[ a ] anthracene 56-55-3 99 228 226.229. 114
benzo[ b | fluoranthene 205-99-2 99.9 252 253.250
benzo[ k | fluoranthene 207-08-9 99.5 252 253.250
benzo[ ghi] pyrene 191-24-2 96 276 274
benzo[ a] pyrene 50-32-8 99.5 252 253.250
chrysene 218-01-9 99.9 228 226.229. 114
dibenz[ a,h ] anthracene 53-70-3 99. 4 278 279
fluoranthene 206-44-0 99.5 202 200. 201. 203
fluorene 86-73-7 99. 8 166 165. 167
Indeno[ 1,2,3—cd ] pyrene 193-39-5 99.9 276 277
phenanthrene 85-01-8 99.5 178 179. 176
pyrene 129-00-0 97.5 202 200. 203. 201

1.2 g7k

1201 bR ply 2 vk 1) i

14 15 FhZ 30 07 IR AR I W IF O e B &2
JFEH R M 0. 005 mg/L ~ 1. 00 mg/L B R bRtk
VSR, AR [) vk B2 1928 B -D10 VR B, 5
JIA 0. 20 mg/L BINFRIFWE , BRI
1.2.2 FEAHALHE

FREL 10. 00 g BEfh, HIEC BE-TAER (1:1) &R
BRI ABUERUR  ICGE B 46 % 2 mL, 2840
RERREE /ML, I A e—IE C bt (1+4) B
VEMRAR DAL 5, AR 4R 229 1 mL, JITA 200 ng
PR, EZE 1.0 mL, FHAAH 3 — Bk SOl
1.2.3  AgE—puk &t

B O35 4 . HP - 5MS (30 mx0. 25 mmXx
0.25 pm) ; L CEE . 280°C 5 2R/ S 0AS . o i
AR = 99. 999%;@%‘&%%:1. 0 mL/rnin;ﬁﬁéﬁ;
1.0 pL; iR 7 20 AN 4 i i R 5 AR VR THIR FE
80°C 14 4% 2.0 min, 20°C/min F+ & 180°C , 14 £F
5 min, 10°C/min F+ % 290°C , f£%F 8 min, %5 4E
53:5 min;%?‘]}ﬁ%’éﬂ;EI;%?YE?&E;Z?)OOC ,*ﬁ

W7 2 B (SIM) A= 5 BB 1 M e v
Br#EL,

2 HR5ITR

2.1 LML
2.1, 1 $RHUOT RN HeE

AU S 90 R FH B A Fay S—916 PR 71 % HX
10, 5 R IRFE I8, Z AL 2% B AT 75l 3A [ B 2
B FERTE A RITHFE R D FEIOR S X2
H TR ) 2 BOCR S iR = A R T B AR
PR 5 PR 700 A S P 4, 7 i AL B
H A AT )24 5 T 2 IR0 5 IRl B, A
B S—916 PR 75 1) A< HUASGE 32 52 B[] 2 47 A
1k, 2 —Ht 6 NEEF 24 30 min, 76 1E# T AERT[E]
PARER AT LABR I 100 A4 3 Ae i, BRI, FE it o
FEA BRI & BORAE A RUN P2 I S-916
5 TR A TRy P PR 7R A ICA SO L gk e A5
AR, HAE AR R R 7Nl A [
IFAEHRL, Yo Il S R G, b TR A A 58 ST
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I 5 SRR PR AR LUARIIE
2.1.2  HRBUAF AR

R AF R V5 S B, O 6 T IE O b L IE b
PRI CARB G 10 1) | P9 7 391 2 = 4 391 ) 4
ROR , ZEREW IECKE I (AL 1:1)IRE
VS T HR USSR e -, IR B YR 22, 1F O e B U
%, I, Sk B E Cobe NI (R 1:1) IR
BV FIE R EEBUE T
2.1.3  FEIUR B P

MR 22 340 557 8 M o, AR 5236 DA AE © b« T T
(L 1:1) IR B FIE R BOA I, L TR
[7i] 2 B (60,80, 100,120,140, 160) Xif 22 FR 5%
JRFEBUL R R, 45 B R U, M HUR N
100°C B, ZEBURCR e A, B 5 DOR e, T D
ARSI HOR R AR BORLEE A 100°C
2. 1.4 REBREE/IMEEALTE BT A4 ik

VIS ZE 5 R NG DG T 2 38 5 1 TR R e B 11
ST (VPG 2245 ,2012) AR SEBAR 3 22 A 05 K2 1 25
PR, T TIE C . A (AR 1:1)

Pe (AL 4:1) 5 = BRI BEMIRCR . SLInss
R IECObe . SR e (B 1) 7B PR
FUEE Bt K, i NS - B s A s, T4
B2 Ok ZE M B (RFRLL 1) s/E M BN
FIEE, AR B -D10 5 BICRRAG ; & 455
XS, A SEgo e B OE Ot . W e (IR L 4:1)
IR FIE AL
2.2 JyiEnT-same n R R R
HERA PR
2.2.1 kg e A RR

fid %l 5.0, 10.0, 25.0, 50.0, 125.0., 250.0,
500. 0.1 000. 0 pg/L/8 BTk B a5 1Y PAHs Frifi
ROV, DL AR LE Yk BE R N AR LA Pk B
FUAR A A, LA E AR 1) 1 1255 i 0z /R0 1N
Pk AW ik 250 W AEL ) LU AR -5 AR A B 4 o
IR TRBU AL AR IR eI 2, 4% Hhrfk
B EZE K RF RSD UM E R BULE 2,

£2 SHHBEUSWINEBE R LR BT

Table 2 Standard curve, detection limit and accuracy of polycyclic aromatic hydrocarbons

&Y IERGAIIES RF RSD% Far HH B (pe/kg) WEE R
JE y = 2.127 549 2.624 1 0.02 2.17 80 ~ 89
& y = 1.415 358« 2.703 5 0.03 1.71 88 ~ 98
% y=0.927 457« 2.739 9 0.02 1. 64 81 ~ 94
3E y=1.428 723x 2.023 6 0.04 1.28 98 ~ 115
B y=1.454 70x 3.4323 0.05 3.15 81 ~98
P -DI10 y=1.104 780x 3.549 7 - 3.78 82 ~01
e y=1.294 625x 4.764 5 0.05 2.55 90 ~ 96
5 y=1.264 241x 4.2210 0.02 1.69 103 ~ 115
HIf[a] B y=1.115 537« 4.760 8 0.04 2.39 92~ 117
i y=1.664 850x 2.659 9 0.05 1.97 88 ~ 102
A b] R y=0. 820 161« 5.605 9 0.03 2.25 100 ~ 116
I kD y=1.472 313« 4.646 9 0.10 1.23 83~ 95
I a]tE y=0. 783 260x 5.3585 0.08 0. 68 97 ~ 108
Bidf[1,2,3-cd] B y=0. 676 354 8.068 3 0.37 0.91 88 ~ 98
9 [a,h] & y=0.788 671« 7.704 1 0.08 1.13 85 ~ 94
BiFf[g,h,i] 96 y=1.415 165« 8.757 1 0. 06 1.38 80 ~ 86

2.2.2  JriRBERG RO %

ik 2 A BERP AT 2.0.50. 0 pe/kg 2
ASTKE AR [ELISCSR AT 10 we/kg K 26 B 1Y 52
5, AT 6 Y, A5 REW], 15 F PAHS
F S K R (51 R hy 80%~ 117% , i 22
0. 38 ~ 3. 78, J7 VA& IER B2 ARG 25 FE R4, 45 51— I
#2,

2.2.3  SEBRFES T

SR AR T3 6 AN R i DX A A7 B = 38R
HEATAEIN , 15 Fp PAHs S K, 45 R 0L 3, #F
a AR & 7R 0.2 pg/kg ~ 65.5 pg/kg Z 1],
TINARARHE B -D10 Bk A 100 ng, BT A #E
i H 8 -D10 1Y IRICRTE 82%~93% 2 [h], &l 1
SRR R T A
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Fig. |

TR 15 F PAHSTIC
Image of 15 PAHSTIC in the soil samples

1—25-Dg(5. 810 min) ( IAR) ;2—JE 5 (7. 971 min) ;3—JE —d,((8. 229 min) ( NFR) ;4—JE (8. 277 min) ;5—7%7 (9. 307 min) ;6—3IE-D
(12.381 min) ( #R) ;7—3E(12. 468 min ) ; 8—J& (12. 652 min) ;9—5¢ E ~D ((16. 701 min) (EALH)) 5 10—2¢ 8 (16. 749 min) ; 11—
(17. 405 min) ; 12—23F (a) B (20. 820 min) ; 13—k —D,,(20. 858 min) ( AR 5 14— (20. 923 min) 5 15— F (b) Z B (23. 424 min) ;
16— 31 (k) 914 (23. 483 min) ; 17— (a) £ (24. 197 min) ; 18—JE-D,,(24. 348 min) ( NAR) ; 19—Efi 3 (123-cd) £ (27. 644 min) ;

20— "3 (a,h) B (27. 790 min) ;21— 3 (g, h,i) FE(28. 588 min)

®3 TEHERENZER(mg/ks)
Table 3 Detection results of soil samples (mg/kg)

atsy] A 2 M3 R4 HpLS B 6 M7

JE N 0.001 1 0. 0003 0. 000 2 0.000 5 0. 000 2 0. 000 7 0. 000 4

JicA 0.001 5 0. 0007 0.000 3 0. 000 7 0. 000 6 0.000 6 0. 000 6

il 0.011 8 0.0015 0.001 2 0.002 6 0.000 9 0. 006 6 0.002 8

Ik 0.065 5 0.0107 0. 006 0 0.0225 0.004 5 0.037 7 0.020 2

J 0.001 8 0. 0007 0.000 3 0. 000 7 0. 000 2 0.001 5 0. 000 7

D) 0.023 0 0.0138 0.005 0 0.018 1 0.005 3 0.019 0 0.017 6

B 0.0155 0. 0069 0.003 5 0.009 8 0.002 8 0.013 8 0.009 3

HIF[a] & 0. 006 9 0. 0022 0.001 9 0.004 1 0.001 1 0. 008 4 0.003 3

i) 0.044 1 0.018 6 0.0116 0.030 1 0.010 4 0.052 0 0.0305

HRIE[b] P 0.027 1 0. 0210 0.013 4 0.027 3 0.010 6 0.050 5 0.0350

I [ k]9 0.013 5 0. 0091 0. 005 2 0.010 8 0.004 2 0.022 7 0.012 4

FIF[alik 0.010 7 0. 0026 0.003 0 0. 006 8 0.001 5 0.009 9 0. 006 0

BiJf[1,2,3-cd] & 0.009 3 0.008 0 0.007 7 0.0119 0.003 6 0.030 4 0.012 2

T I[a,h] 0.003 4 0.001 3 0.001 6 0. 002 4 0. 000 7 0.002 6 0.002 7

BiJf[g,h,i] 46 0.012 3 0. 005 2 0.005 0 0.009 5 0.002 6 0.024 0 0.009 8
WE-DIOCEH%) 82 84 95 91 86 93 92

TN E R

3 #ig

AR CHSL T I T AT S—916 PR 17 71 2% It
GC-MS W& +-3Erh PAHs 1975 ¥, B I0F 1% )5
FEPEE REERG | DR s RS R, TR
S BRI e AH E A T B B A R

(1) IZI7 ik BRI AL H I RS AC S T 4 A 3y
FEERAE, B VE T ke G T SC 00 A B 2 fil A 53K
FI DR 0 A R 2 T AR 0 TR 388

(2) Ak T ¥ Ak R rp A PR R SR 2 A L A1)
WD T A g A B TR

(3) Wl ey e B MR, SR
RFEH, 15 B PAHs I Aw [0l 3 1 57 34 {6 7%
80%~ 117% Z 7], 6 Y 2 45 5K 1) AH XoF A 4 i 2
1E 0. 38%~ 3. 78% 2 If]

(4) X SEBR A HERE ST T A AR i
BIE 82%~ 93% Z [A], UF S T A% Jy 2 b dssad FH °F
T Z I BRI
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Determination of 15 Polycyclic Aromatic Hydrocarbons in Soil by
Accelerated Solvent Extraction (S-916)/GC-MS

DENG Zhao-xiang , YANG Jian,DU Zuo-ling, ZHANG An-feng , DENG Yun-jiang

( Guizhou Central Laboratory of Geology and Mineral Resources ,Guiyang 550018 , Guizhou , China )

[ Abstract |

soil by accelerated solvent extraction( Buchi Switzerland) coupled with gas chromatography—mass spectrometry

An analytical method for the determination of 15 polycyclic aromatic hydrocarbons (PAHs) in

(GC-MS) was developed. The soil samples were quickly extracted by n—hexane and acetone, and then
purified by magnesium silicate column. the samples were directly subjected to GC—MS after dewater. The results
showed that the correlation coefficients of 15 PAHs were above 0.996 in the range of 5~ 1 000 pg - L™', RF
RSD<12% ,the recoveries of spiked standards ranged from 80% to 117%, and the minimum detection limits of
15 PAHs were all below 0.40 pg - kg™'. The method is fast, simple and accurate, and fully meets the daily re-
quirements for the detection of PAHs in the soil, and can provide a rapid detection basis for soil pollutants.

[ Key Words |

Accelerated solvent extraction; GC—MS; Soil; Polycyclic aromatic hydrocarbons



