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The rapid method to analyze petroleum hydrocarbons (C,,—C,,) in soil

ZHU Chaofei' YANG Wenlong' DONG Liang' HUANG Yeru'™
NA Shun® CHEN Yanfeng’

(1. State Environmental Protection Key Laboratory.of Dioxin Pollution Control ,National Research Center for Environment

analysis & Measurement, Beijing, 100029, China; | 2. Agilent Technologies, Inc., Beijing, 100102, China )

Abstract: In this paper, a rapid method to determine the petroleum hydrocarbon (C,;—C,,) in soil was established
using new technology, coupled with an efficient 5 m short chromatographic column, and the analysis time was
shortened to 3.2 min.The chromatographic fingerprint peak was similar as the conventional method. The particular flow
chip and gradient backblow increased the insturmental capacity of resisting disturbance, and decreased column
bleeding. The comparison results of two methods indicated that they had the comparable methods parameters. The
rapid method has great advantages for huge sample analysis, not only increasing efficiency, but also saving cost.

Keywords : petroleum _hydrocarbons, soil, rapid heat, high efficient chromatographic, column rapid method.
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1 ###575% (Materials and methods)
L1 3R B et

IEFIBERFRE R (Cp—Cyo ) W F AccuStandard 23 5], S JE K 31000 g mL ™" T8 1 S AL W AR VA TR (453
T, mm=1:1) K [ sigma 2. 5550 INEEEM AR5 5008 v I A= b 2 g Aok A E A A TAERA R &
F e IE O BRI BRI R e 5 0, W B 1.T. Baker 28 F). AL FREE A AR IU/IVEE (SPE, 1 ¢,6 mL) T B Sigma-Aldfrich 23 &)
SIHTEEIC R BRER G, W 1 [ 24 A A 2R A BN B (AT 400 CHET 4 h. SEI6 TP g — 4 Aok B A6t 3 R AL 1 ke
d, IR T SE 50 = L Y8 FEAE 60—100 mg-kg '

1.2 FESHTAR IR

FES TN BRSSP IR CE AR TUE) AR IR, AR I . BREX 20.0 ¢ Bré +3ERE 8, A 40 mL IEC ke/ R (V:v=
1:1) HUMIRY 1 h EEES 2, LSRR S 0w EE %R 2 K. &35 MILBUR % 20250 mL 195080 <)
JILA 100 mL 4l7KPE% 2 K. A HUHZTOKRERENBR K G 2K %2 1—2 mL, BRI EERRSE SPE /DMEdk. R 10 mL 1E
Cht/ ZHEBE(V:V=4:1) MIEC S L/ME, EAER I IE C be e W, — I B (10 mL 1F 2 b/ — S H bt
(ViV=4:1) HEATUEM, Ve AR 2 1 mL HEATALES S0 B
1.3 AUZR4HT

FITA B S A A P AR S SRR A Agilent 7890 (H FLEE ) R B S AR (38 4% Agilent Intuvo 9000 (PR ¥k ) #EAT /4T,
AR E B F N AR SR T .

Agilent 7890A . 8. R4l (L% =99.999% ) 5 HEFE TR & 320 °C 5 b AR, 1 L #ERE 7 20 AR A0 IR aE A (At
Agilent J&W DB-5 B4 HE (30 m x 0.32 mm x 0.25 wm) ;8% :2.0/mL- min"bs FHEFLFE 9 WIHAIRE 60 °C ,444% 1 min,
LA 8 °Comin™' F} & 290 °C,30 C+min™' FF 2 300 °C , {4#4F 7 min. FID AR BE .330 °C ; &S 40 mL-min™' ;25 0
34 :350 mL-min~"; B i E 30 mLemin™'.

Agilent Intuvo 9000 25<.; F 4L S (4% =99.999% ) ;WEFE FUREE 300 C  FFFE R 1 pL; R 28 AR ; Guard
Chip Y5 :300 °C ; FH&E A IR 350 °C 5 (% K : Agilent J&W DB—5ht JEME PEFE (5 m x 0.32 mm x 0.1 pm) ; 157
10.0 mL-min™" ; FHEFEFE 9  WIHAIRE 40 °C %45 0.5 min), L 250 °C-min™' 7} 150 °C, L) 100 C-min~' F} & 250 C , &
JE LA 85 Comin™' F+ & 320 °C, fR4F 2 min; JFIE17:350 C-min™', fREF 1.5 min; FID A5 I &5 £ . 300 C ; E KK .
40 mL-min™" ;25 IfE : 400 mL-min~' s BIRSF 25 mLemin~ (BE T ).

L4 SN

S TR E PR O R A AR A 225 AR E A R R I T B R R R L R LR O A R
N T BRI E « AT SoRb ok 25 FEE I, B 20.0 o, (SRR BE NS , inks iR 217 ng(HX 70 wL ¥&JE R 3100 ng- mL™' (91
Vel bR e dl ) , S LR BE 10,9 mg- kg™, HEAT 7 AT ELEE

R % B2 A < LA Aty BRI 7 YOFA7 55 B0 A A (I v B AR S 46 L 20.0 g A1 B, 1A rb vl J32 A0 v e B v 52
I kRt R 1240 ag A1 3720 ng( 20 BN 40 WL A1 120 pL ¥ EE A 31000 ng - mL™ (4 IEF kg SR bm o ), X 7 R A
62 mg-kg™' 1 186 mg-kg .

TR BE AN DR A0 22 . e A 1 AT bR o 38 BRI 20 ¢ 4T 6 YRPATILER, IR HEAT 6 YR I AG K ki 5
B (JNFRIE R 1860 ng, ¥ 60 WL ¥EEE 4 31000 ng-mL™ A9 IEFIBEREARHEIR ) -

2 ZR51TE (Results and discussion)
2.1 @IEERXT L

B R SR (35 SCR I 28 SR I VB, D422 %o 8 35 A 04T R I, BR Al T o o . RS ZEAIR IR B, v] SE 3
120 °Cemin™" P PRTETHE (RS2 SRR TR S, SR B0 T R, 2818 1) T 3 8 A 1% S0 I 1E 440 o 4 B 201 4 5 5 1 S 8 4y
B R ARSI B AR AR 53 B ) () Rt K, B A i TS ) an e BRAR HEFHR AR 7, 31 FhE A e Je 488 il
WEFFEELY 37 min(JLIE 1), AHXT 2240 73 W0 B A3 Ak U, AR RS,

AR SN ARSI T £ B RSS90 5 T 2 A2, AT SR 250 °Comin” B PR TR, PSS RS m AL
#£,3.2 min BIAT 58 M8 C0—C IEFIBERR I 1 53 HT , 23 B I TR 46 6 0 SRR 1 1710 B O & 17 20 B, BLREAR S T IE
Fa eI Z T (R 2 A .
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Fig.1 Chromatogram of normal-alkane ( C;37—C,,) analyzed by conventional (A) and rapid methods (B)

PR Y (5 ] 4 SR B A ST AR ORI T A 22 1) € 3 AR RO 0 88 22 T, 49 30 o 37 B 08 ok e 4, T A SE B AR o J
WREEA. [ AP B2 S WK TR, e R BREE ks b — 1 1) T Wi W i A, 4 1A 0T e il ) VR 46,2 g - mL™!
R0 LE P e AR oA T T 06 TR R 240 J 180, 17T 22 7ol v 4 J3E 3 i (1000 g - mL ™" ) SRS 2 15 A 300 6 ) T R, 435 1 L e
022 I B 700 28 AU I AR E B i W T R 173, (FEAR B ) b 30 U A B9 0 8 PR 6 mg - kg ™' 1) B
PR 20 o B R FE U A S 2 120 pg-mL" . MFPRT A H DRt ok £ 0 52 o v J3E R il A 5 B A AT, /1N T A
TR HTT K R IR TP A e T 2 AR, e A, PR A B4 AR i ASCZE R 10 G 22 [ 38 i 1 —
ARIPIE R B TR AR R TS Y (AR Y B R S (TR E AR AR R R T A SO AR BT TR 2 400 A
Ji B £ i Pl By g FIDAE T AR 8% HL 2% R AT A SR BLE.

2.3 JriLPERERRAR BN L

N T FEAT N R AR S R R A AT T 22 S AR AT T OT RS RS SRR A0 AR
HERIEITH AR SN (HI 168—2010) ' potd ekt BRAG T ik, 4T 7 AT IR MG BE AR S5 00 5 245 SR oR A5 b e
M2 GBI ¢ fH R (n=7 B, 0, 00 A4 3.143) 5 5 P9 R A0SR W0 5 A4 30 J8 19 7 06 Kt B 43 591 0 4.9 mg-kg™" I
4.7 mg-kg' MBAJGE N 5 mg-kg™ /NTCHARMEY Y 6 mg-kg™ M I E T BR A 7 246 1 BR A 4 435 , A S5 Fh o7 i i
ETBRYIH 20 mg kg™, /N TFHEARMEY Y 24 mg-kg™' .

308 3ok v BB R T R T PR SR 5, B IR B . 3 1 45 R, W B AR X BR VIR 22 /N T 8%, BRI 2% 43
BT 45 R Lo R (R 25 B2 RVER BV [) AE 0  JE R v ) SO, A 88 B R B 38 1) 25 48 45 R ks | R ASL 2 3 B 45 2R
BIAR AR 22 Y AN R 1L 5% , T W R EL 4 AT L.

WA ASCRIES 43T T 7 AR 306 5 430 PR ER 2EA 70 R |, Fe 28 (%) LU DL 38 2. DA HR ARl
FE I RARR M 22 4 3.04% , 7 408 A - XA R 22 (U0 1.76% ; BXT ¢ K 56:A9 P<0.01, BRI UEHA B BCE A 1 B 25 5.
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Table 1 Method parameters for petroleum hydrocarbons (C,;—C,,) analysis using by conventional and rapid methods

% S TR B 5256 K [T
v g/ rhfe i/ TR EE/ A7/ )ive PRUED) BT -k iz lal
(mg-kg™") (mg-kg™") (mg-kg™") (mg-kg™") (mg-kg™") e/ %
AL PGEVE R Pk EAL Mok ERL PuEk EHE DUk Wk Pusik
S-1 6.80 6.03 66.1 67.2 193 206 80.5 79.8 166 161 91.9 87.2
S-2 5.73 6.26 65.9 67.5 186 192 81.9 80.9 163 168 87.6 94.1
S-3 6.24 6.21 65.6 64.5 172 170 84.3 81.2 169 165 91.4 90.0
S-4 8.87 9.14 65.7 66.3 186 194 80.3 80.9 165 159 91.5 84.0
S-5 9.86 9.68 63.0 66.1 181 179 80.2 79.1 158 156 83.4 82.9
S-6 9.06 8.99 61.2 63.3 194 201 75.0 83.4 158 163 89.2 85.9
S-7 6.07 6.18 - - - - - - - - - -
¥a 7.52 7.36 64.6 65.8 185 190 80.4 80.9 163 162 89.2 87.4
-~ s AR 22 1.56 1.49 2.01 1.62 8.22 13.5 3.08 1.48 4.64 4.35 3.26 4.13
AR bRt 4.92 4.67 3.12 2.46 4.44 7.12 3.83 1.83 2.84 2.69 3.7 4.7
W2/ %
fggj; 0.54 0.48 0.64 0.16 0.18 0.52
T2 ERUIEAPE LN E oA TR R 2 SR
Table 2 Compare of concentrations of petroleum analyzed by conventional and rapid methods
AR AR (mg kg ')
S1 S2 S3 S4 S5 S6 s7
B 80.5 132 58.4 78.7 67.5 92.1 59.4
7 SU 87 84.8 141 51.7 70.3 65.9 82.9 58.8
AR 2E (%) 1.30 1.64 3.04 2.82 0.60 2.63 0.25
SRR R 22/ % 1.76

3 %5 ( Conclusion)

ARSCET T PRI E I P AR (Co—Cl ) BT M7, 5 W LR G AR L, PRt B AR i e . (1) 8
T RN Z 2R 5 0 S — 3 (2) PR i Y 404 I (i) DA VS 19 37 min 4648 2 3.2 min; (3) i85 7 2O BP9 T F A s
WRIIRE , A BRI E A A5 S A AR BT T IRRE ) 5 (4) PREEEE I RRZ P AR AR TR 2R /. 1207 1 A N7 X Rt R 1
IIHT B AR AL
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