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B E. AR TR SIRESING, LGB R RIS o A sy — 2 S T A 3% B I A v (HS-GO/MS Y
- DU U B, SR IR SRR Tt A AR . ST o) R HE ) AN ASAR (i B A 25 (R4 T T 1Ak 45
TR T2 HERE £ 1 0 EAF IR 80 °C, SEAEHH] 20 min, HEREFES) 100 kPa; B4 =0SH (0 RE B L FH: (GC/MS) I FHE
FEFH9: HIHARER 60 °C, #3452 min, LI 10 C/min BEETIE 90 °C, 4354 min, K5I 20 C/min FEFRTFE 200 C, Hi5
10 min, TERCHEARMTT, Jrikif i 0.005 ~ 10.000 mg/kg, N [FIHEEE PUSBEW A IR EIER Ny 82.4% ~ 98.5%, H PIFIH A
KRR IR 2E ] 4.6% ~ 7.5%, BTkl st EEMAF, W 3 b DU S wEmy I Pes R

REEIA: DUSUEWY; FERECA GG TSI ; 3 B

RESHEE: 065; X833 XHERARRAD: A

Determination of Tetrahydrothiophene in Soil with Portable Headspace-gas Chromatography-

mass Spectrometry

SHU Mushui', HE Jiaxin®, DAN Mo', YOU Yanan', DING Ding', WANG Yu!, ZHOU Pengyao', YAO Wei', JI Xiaohui'®

(1 Institute of Urban Safety and Environmental Science, Beijing Academy of Science and Technology 100054, China; 2 Beijing
Xingzhanheshun Technology Testing Co., Ltd., Beijing 102600, China)

Abstract: Tetrahydrothiophene is commonly used as an odor additive in combustible gas to track of gas leaks. In order to
develop a method by using portable headspace gas chromatography with mass spectrometry (HS-GC/MS) to determine
tetrahydrothiophene in soil, orthogonal test was adopted to optimize the parameters of headspace injection, including different
equilibrium temperature and time, different injection pressure and different GC/MS detection parameters. Results showed that:1)
The optimal conditions for headspace injection were equilibrium temperature 80 ‘C, equilibrium time 20 min, and injection
pressure 100 kPa. 2) The heating procedure of the portable GC/MS as follows: the initial column temperature was 60 C, kept for
2 min, then raised up to 90 C at 10 ‘C/min, kept for 4 min, and to 200 C at a rate of 20 “C/min, kept for 10 min. 3) Under
such conditions, the detection range for this method of tetrahydrothiophene concentration was between 0.005 mg/kg and 10.000
mg/kg, recovery rate between 82.4%-98.5%, intraday and intraday precision relative standard deviation between 4.6%—7.5%. The
established method is fast, efficient and repeatable, and can be used to on-site detect tetrahydrothiophene in soil.

Key words: Tetrahydrothiophene; Portable gas chromatography mass spectrometry; Soil; Combustible gas leakage

MNATTAE = A 6 R — EU R ARt D, AR RT RES DS
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UG EEA AR BAAFERCGET .
I Tz kO A AR Ok R AR S
A BOEAH R A HLIA ) ELAR B 72 5 2= g i, b P
1L A AL B TR S R 8 A A AT HL
Y A A BCL A2 45/ X ARG 3 B R
s AT R 2 2 Z B B ERE 5 e, HLAL
PSRRI AT AP T0028 15 (HS) AR &)
[DSCR IR B i, AT ASCBE SR PR AG I . + v
AU M I A S AEGOM . B3k
TRORH €6 33 vk (HPLC)! VRN A0 A €2 33 o 1% B¢ FH 12 (G C/
MS)! GC/MS vk L R L e M
RS2 W IR A HLA AR, e 5
GC/MS FIHABHEME | P i e M S i g )32 1z
AP YOI, iR e sE, L
VOCs MUK, —AE ng/g 401, gk IUs
WE M5 e 1Y) 18 b DU SUBEMY YU AR, R
Tt 3 b R B A LR T SR TR R, SE G
A A, RSy, ARG5S T, A3
P 57 — & A 5 20T 28 — S 3 5 5 15 X
(HS-GC/MS) I 7 A 38 v DU S ME My BE %) 5 i, e
RGN B A7 4 39 v DU SOBE MR, LI S R B B,
fo T IRAER R B WAt Ar L B P A AL Bk

1 #REFE

1.1 FENE., KF R

{3058 . 452 GC/MS(Hapsite Smart, 3¢ [F Inficon
o), B TS #EREAR (3G Inficon 24H]), B
3 (Rtx-1 15.0 mx0.25 mmx1.0 pm), HLF K F-Ckg
#iZ 0.000 01 g, [ Sartorius /A &), f: & XAIR %,
o #EREER(1, 5. 10 pl, SEG A H]).

B5F . HEEHPLC 2%, £[E Honeywell A F]),
HlgH 35 Fl VOCs ArdfEisil, & kahorirat,
), BERR (g sl, EIZGHEHT), HEErh A pEm;
FRUEFRW(1 000 mg/L, VR RiER 5 ey, H
FEEH R AR 2K(2.5 mg/ml, 32 [E Accustandard 23 F]),
AP (25 ~50 H, EZENR), FEARUERICE 180 g
SALENIA ] 500 ml 28 (0% % 5 G TP i g 4tk
o, UL BERR IR Y pH<2).

PR 20 ml THES(GER Agilent A H]), FFECAH
FERHR RS . BA AR (EEE>99.999%, WINTRS
EERATD; SE#ER GO/MS FLEM M E T
(Loop ¥, ZE[E Inficon 23 &) )FIL FF45 (Tenax &, 3
Inficon A H)),

1.2 SHEBIERIEEGRK

121 SMEEAERE  SERETET N6
TEITHT AR, X 43 B B AT 52 e e K 1Y) (3% S 80Ch
FEPF TR, PR A o T 12 0 R R SR A AT A
b, 7EHABSNEAAR I FERE 3% B AR AR THE,
DA SR IR 4315 B A B A 1 AL g i, ELpA
FHE AR 1 iR,

x1 BIEHMNEFAREN

THR T R B PREERR BAT I )

(°C/min) C) (min) (min)

1 40 2 45.58
8 90 4
6 200 15

2 50 2 45.33
8 90 4
6 200 15

3 60 2 29.50
10 90 4
20 200 15

4 70 2 28.50
10 90 4
20 200 15

1.2.2 S J T AREC ST VOCs 1)
HEE, FiEyE R He A (full scan), {HXT
THEE HARZ 5371 K FRRAE = 1345 7 =X (SIM) A4
AR )RR Bl S5 IR A R R B AN ], AR
- s rh PO S BE M AR BE S AT R, T BT A
T P A R0 R o 5 i) ok e R ARG TN 9 T 1 PR R 32
SRR R X, R GO/MS iy
AL HE Loop FRk(GE ) . Tenax ¥ 45 5 1 Fl Tri-bed
Wedii& v, ARG T Loop PR Al Tenax B k45 &
full scan A1 SIM #1477 5X, HAALIG WL 2 fios, A
D ) e R G 100 91 1 A A T 8 s

F2 #EEAXMEEA AL

75 PERE =X
1 Loop full scan
2 Tenax % [ & full scan
3 Loop #f SIM
4 Tenax W% % SIM

1.3 H&mE&

1.3.1 JAsAe il i il 2% 1)Loop ¥/ 3CHK[10]
B 0 A DR SR e AR T 5 3 e AR A,
HZRugd TN, S-S T AR IR &
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AR R A S b il 25 InbRAe i, K 20 ~ 50 HAA
YT 600 Craimhbis 4 h, BHISHRE 2 g f79mb
FIzsHb, A 10 ml FEAR SR, SRIFHKOTMA
—E R DU SEEM R UE SRR 1.0 pl AR Y AR
WESR IR (FE A N AR), SRR BT A iR, e B Ay U A e
W IARAE i, ELAAHR B AR I bs s H AR K O 4 1
IbRRE S TEPR % 28 DL 500 /min BIBHRYED 10
min, i,

2)Tenax H1%: B DO 00 My A v 15 WA S
50 pg/ml AARUERT R, ISR R RIS T
4 100 pg/ml AYPIARE TR, HARERIER] Loop ¥k,
1.3.2 SEBRAE AL A A5 HERMFRE 2 oMl 2
0.01 gy AT 3, JA 10 ml FEMARBIEFIA 1.0 pl
SRAC 2R AR R, 7 BV B T2, SRS R
TEPR 28 1L 500 Y/min FOSEYRS 10 min, F70,
R BEARE S I AR FBOR B 2 500 pg/ml, ik
FERE i 04 AR FH VRO 2SR 100 pg/ml.
1.4 TAEHEZGMRK

S T01 28 1 AR 1) 2 B 2R A 6 T2 P VL
TS ST ), DA T2 AR i A7 o ARG IE AS iR
KRk ss 40k, KA 3 E 3 K Lo(3°)IEsCH
AR, HUGRE HAR LI 3 Fin, 1EH
IF) B 0 3% i A BT 2 R, W B ) 7 1 T
K, R

F3 MEHHEEHETRRE

WP PEREECC)  FERE(min) - FEFER ) (kPa)

1 60 10 80
2 60 20 100
3 60 30 120
4 70 10 120
5 70 20 80
6 70 30 100
7 80 10 100
8 80 20 120
9 80 30 80

2 HR5HR

21 SHeEREFFMRL

200 SHEESESE AFRTHRRR X YR

WEN3 W) 17 (B O B I (E] 2 ML ] 1 s e AU 1
vl DUE Y, THERFRFE 3 FITHERE RS 4 B e 1 e T A1
RFTHRRE 1 ATHRARR 2, HE i 6]
75 L8 B R i v 2 5 W DU S E Y 5 b S b A A

Yoy sl Bk, SHERS TR T
60 ‘CH#£# 2 min, LA 10 “C/min %] 90 C, {#4¥F 4 min
JG LA 20 C/min #] 200 'C, 48 13 min. 7EILSRAM
T 5 S MEW 5 1 bR LA ML Y o A O an
2 Fix, M 2 el LI, DU SUEEMY AY RS T
TG Al (TIC) Sk £ &5 Ui (i ¥l (EIC) ¥ 5 T4 i
ARG E

3.0 17
T Ui
—n— R ]
25+
— 16 =2
S E
gé 20F ‘é
= =
\-\ 45 =
15F
N
1 N 1 N 1 " 1
1.0 1 3 3 1 4

FHIRFES
1 REFHEFE R 3o I S0 M Wi 7 U T AR 32 i

2.1.2 FUESMULe ASEEEE SRR O
VU S WEM MR FE RS YE B AN % 4 B AR 4 ThAT L,
full scan 4 /7 A AgkaI L BRAEXT SIM 4948 7 =8
=, HEMHR full scan I SIM IR EHRZ,
[y SIM J7 X i TACRE HARE 1, X TH R E
A5 BA Fr ) Loop BN A vk B Y FBl 5 [ et
K PR, Tenax A VAAG Y BRI I FRIGTEAL, +
B E Y S — B hug/kg H), 5 Loop MR
FH SIM 348 7 AR 23 I 2 A 4l 4347 BT 7= A= A i o
NS R AR, A 2 DY S I KT
0.250 mg/kg B % Tenax 72454 full scan 77,
U S MEMI R = T 0.250 mg/kg B R A Loop ¥k
454 SIM Jra, PR ERGE G Rk I E Y A
0.005 ~ 10.000 mg/kg, BEABARAIRE IR, A K
AT, — M A A A O A R
22 M HBFEEEFMRL

HRAE 9 YIEASIRIR A5 R A R R 152 K
AN, B ROV L, AN 3 R . DN RN [ AT
DA, 45 DR ZR X ol S W o g T B2 i A /S 18 Dt
PRSP AT R > HERE R ) o
2.2.1 AR AN [] - A ik % 170 S i ) 3
AYSZ I ANl 3A FroR, TS A Y SR DR 7 — 2 1Y
TR S5 A T 0025 PN RE 4 R T L A 1 R A
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B 1] (min)
E2 MEEMSFRYRNEBEFREIER(TIOMEER FREIER(EIC)

Fz 4 TREFHF AT A0 H RF N R
e #REgrt BT KR (mg/ke) A EBR (mg/kg)

1 Loop %  full scan 0.500 15.000
2 Loop #¥  SIM 0.200 10.000
3 Tenax B full scan 0.005 0.250
4 Tenax ¥k SIM 0.002 0.100

AP0, Fe AT AR TS SR R R I A i

Wil 5 T 1 o DU SO ME My A A Tk B o b R, 1
JE IR T3 4 T s AR 2 1) P A VR e LB 80
C, M EIRBE R, FEALESA AR SR, S
25 SR 11 () B2 e AR PR IR L OV A T 2
80 C,

222 CPAEETE PO e R (K] 3B)
RILAE Y, Bl ST (] (4 K, 0 S 3 114 W) 1y {1
i, YR 20 min 5, WNEBTRE, IRk
B o YRR A TS SRR IS , R R

101
A) ®)
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U AL (107)

T 32 i i ) AR R R B T T2 R SR A TR, Y
SRV R ELRE AR SR AR e Js
AE (R 8 AN 2 i 2 B T 19 S T P, S T
Zyta), S A1 2E 2 A 20 min.

223 HERERET HERER A R s A
T8 /N T VIR B - 8], B A TR 7 3 n e
EREAT G, (RE3EhniE AR /N 3C), i H R
(R IERE R 0 % 2R G0 2 B SR TN ™4, 25 5 Sk
PEHEREE 1 100 kPa.

2.3 FHiEFEM

231 LM RAGMEEE AIRKEAE Loop Mk
H, HR IR 1301 BERECHIEE N 01 0.25. 0.50. 1.00,
2.50, 5.00 mg/kg (VU BEMMRIE RS, F AR L F]
R MR AT, AU SE Wy SR R A b, DU S
Wy B (60 amu) Ay IETH AR 5 N AR 1 25 (98
amu) [ W T AL LA R Ak A, EATER MRS 7F
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4 60 70 80 10

SFHERELEE (°C)
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20 30 30 100 120
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Tenax & EH, HHR 1.3.1 BRI E R 0, 0.012,
0.025. 0.050. 0.125. 0.250 mg/kg WFRIEZRS], HA
#VER] Loop #ik. iXI015 2] Loop FAILFI Tenax %
BRI 28 AR MET BN 5 B, nl D LR P A 56
FHHH 0.999, M FARiE ) R E R A 0.990,
2.3.2 K b RROFIOKS % Z bR HI168—
20102 & 243 H7 7 AS 4 K BRAGRE &L, 118 7
WA R bR AER 22 S, #% MDL=t(,.1.0.99) xS(CH:
16.099=3.143) 11 545 H BR (MDL), J7 ik Kt R Ry
0.005 mg/kg, SARMETIE A IR T BRAH Y,
HARGER UL 5 Fion. Loop M A1 Tenax 4545433l
M 131 S BREH 12 RS 1.0 mg/kg Al 0.10
mg/kg [ DU BEM IIARAE S, H AT H ] 3 50174 50
SE 6 UNFREE, 45504036 5 B, B PURE S 8 F1 H [a]
KB B 1Y RSD BN T 10% , B HHIZ 07 ks 5 B BLAT-
T e AR HEZLR P, 5 SR R T 23S SR 2 K R T -
H P S A L BR324
233 MAREMEE AIKEELE Loop M¥EAI Tenax
L IR . L w3 VR DU SBEM 4 R
1.3.1 S BRI g, BAEEINL 3 ASInAste, I
SE AN TR v BE DU SOE Y (4 AR DI . Loop FR3A I
Tenax 4 3% B9 F 49 i A5 Wm0 R 4350 4 92.9% Al
87.8%, 1 85% ~ 115% , £5A A HLRE I A 43 B 2R 2,
HARZGER WL S,
24 LEREFERNE

KA FT Y Tenax 45152 2 4~ H7 i -+ HERE i

0.5+

FITIC (107)
—3
jay
.—]

P T

HHU S EN R, RS SRS, RARER
SRAETE L7 8D A B PR S O S E R By
0.110 mg/kg, +IEFEEL S2 ok AF/NXAER, #E 5
POSEEmY ARG o RIERESL ST AU B TR (g 1A
(TIC)FHIEFE B It (3 Kl (EIC) ANl 4 . FH I,
AT AT LA BT AN [6) 38 i v O S ey I 5

x5 HEHBSH
75 miH Loop ¥k Tenax 57

1 LME R ¥=0.9762x+0.1557  ¥=6.3198x+0.0005

2 RMEMERE 0.999 0.999

3 &MEE(mg/keg)  0.200 ~ 10.000 0.005 ~ 0.250

4 R (mg/kg) 0.200 0.005

5 H K% (RSD) 4.6% 6.3%

6  HIHKi% % (RSD) 6.8% 7.5%

7 RGN - 82.4%
0.020 mg/kg)

8 IR - 88.7%
0.100 mg/kg)

9 IR - 92.4%
0.200 mg/kg)

10 [EERONR & 86.5% -
1.000 mg/kg)

I ECR s 98.5% _
2.000 mg/kg)

12 PR Ontr 93.7% -

10.000 mg/kg)

100 -

50+

FFIE B TR EIC (%)

N

0 5

10

15 20

fit1i1] (min)

4 THEHEESIHEBEFREERTIOMEES TR

&L E(EIC)
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