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Quantitative analysis of thiophene-series sulfur-containing compounds in
coal tar based on full two-dimensional gas chromatography
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Abstract: A method is established for the quantitative analysis of eight typical thiophene-series sulfur compounds in

coal tar by full two-dimensional gas chromatography with hydrogen flame detector ( GCXGC-FID) , which is in fact an

external standard method. The linear correlation coefficients of the standard curves for the eight sulfur-containing

compounds range from 0. 999 0 to 0. 999 9.The detection limits are between 0. 19 mg-L™" and 0. 26 mg-L™".The spiked

recovery rates are between 100. 0% and 115.0%, and the relative standard deviations ( RSD) range from 0.72% to

5.5% (n=6).The method is simple, reproducible, and suitable for the quantitative analysis of thiophene-series sulfur-

containing compounds in coal tar,providing a theoretical basis for re-utilization of coal tar.
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1.1 U5 F

4 AR - WO AT B/ A KA R T
Kl &% (GCxGC-QMS/FID ) 5 —4ETAH 1 Agilent
7890B, DU T i ¥ , Agilent 2\ 7] 5977B MSD; ¥4
il %%, Zoex 7y F) 2LN2 A, G3461AFID 4 il &%,
Agilent 23w, 2 — H ZE 2R I [ 6 ] WE Wy (2MBT) Fl
2,8-H 3 A IFWEMY (2, 8DMDBT) 3 B % By
A 3-F IR IR [ b ] WEW) (3MBT) \3,5- ~H BEFIF
BEWY (3, SDMBT) Fll 4,6 — — H 3 — 7% Jf g )y
(4,6DMDBT) 3 H Alfa Aesar 2 ) ;4—H 5 2Kt
WEWY (AMDBT) AJf-BEW} (BT) , — 2 Jf:BEW} (DBT)
=S e (CH,CL,) 2k A Z 7k A A,
1.2 tREBRREE

I3 8 A& HALA Y 10 mg, BT 100 mL &
s A e 2 S B E S 100 me/L VTR
BIRUERE W, T -20°C BGRB8 FhmEm; 25
AL G P bR A £ 0SB, & e R AR
P MR 2091k 30.25.20.15.,10.5 .2 mg/L (IR
BAERI, T -20°C #ECIRAT
1.3 f@ifEse

{6354 . —4E DB-1(30 mx0. 25 mmx1 pum) ;
4t DB-17HT(2.58 mx0.1 mmx0.1 wm), i+
WAL Ry 50°C , 2 1R 290°C , 48 He, fH
TR HERE TR 300°C ; AR 7 =X, /Ui R R s
LR 51 HERE R 1 pL,

FID 2544 i B 300°C & i it 30 mL/min %8

S 50 mL/min,
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AR R 2t 2P SC %800, 999 0~0.999 9, #R JETE 5 ik A I BR . 3Rk 1 BioR, K i R
AR IR AR R 45 1 3 7 1L 0.19~0.26 mg/L, AT A2 H F AN ZK
F1 8 HEHAA MR LFRIR

14 B3 it 1]
457 brifith £ AHOC R B R/ (mg-L™")
—4E/min “Hi/s
BT 26.72 4.09 Y=3496018. 0299X-8516995. 5126 0. 9999 0.19
2MBT 31.62 3.81 Y=2897444. 1006X-996473. 6320 0. 9999 0.25
3MBT 32.2 3.99 Y=3516122. 3196X-124082. 1083 0. 9999 0.21
3,5DMBT 37.22 3.73 Y=3395414. 7876X-1194. 4134 0. 9998 0.21
DBT 49.93 4.85 Y=3357366. 2086X-703903. 6634 0. 9998 0.21
4MDBT 53.55 4.55 Y=3196533. 4770X+296882. 7248 0. 9998 0.25
4,6DMDBT 56.93 4.41 Y=3627119. 9766X+989071. 9313 0. 9998 0.25
2,8DMDBT 58.22 4.25 Y=3258080. 4510X+1673548. 5913 0. 9990 0.26
2.2.2  AeARE R 3 AU B TR 5 B HE VR TR AT AR [BDSC S 55 45
JIE A A SE PR AR TS b 8 RS AL G mE 3 Frs, MR 3 A0, 8 A& A& Wiy i
TN 2 Fos RS 5.10,15 mg/L RIE 100. 0% ~ 115. 0% Z 7], 22 5 25 FE 1 5
®2 ELHRBEEHERSHWERUEVWEE
EE7Y] BT 2MBT 3MBT 3,5DMBT DBT 4MDBT 4,6DMDBT 2,8DMDBT
WE/ (mg- L") 6. 04 3.00 3.12 3.22 6.10 10. 76 4.30 8.30
x3 MIREKEEER
Jinkrvk i/ (mg-1L7") Hird BT 2MBT 3MBT  3,5DMBT DBT 4MDBT 4 6DMDBT 2,8DMDBT
5 MAEE/ (mg-L™") 8.4 6.5 7.0 6.9 8.6 10.6 7.7 9.2
IR, % 107. 8 110. 8 104.3 114.8 110.2 104. 4 111.7 100. 0
10 MEHE/(mg-L7Y)  13.6 12.4 12. 4 12.0 13.8 16.0 13.1 14.2
I/ % 105. 6 115.0 106. 2 108.0 108.0 106. 4 109. 3 100.9
15 MEE/(mg- L") 18.8 17.7 17.9 18.2 19.0 21.2 18.1 19.2
B %R /% 105. 1 111.6  107.1 111. 8 106. 3 105. 1 106.2 100. 3
2.2.3 AFERXE ME 6 U, 45 R IER 4 fon, R4 Al LIE 7
XF 8 Fh S AL W EE 43 i 2.5,10,15.,20 AR FERSEE 1 8 T 25 8 A6 45 W %) AR X A o g 22 7
25 .30 mg/L BYIR G BRI R A TRS 5 B 52 5 AT 0.72% ~5. 5% Z 0], RUIZIT K B4
F4 BEEIWER(n=6)
—_ W/ MHRZE R/ (mg- L) SEH{E/ RSDy%
(mg-L7") 1.00 2.00 3.00 4.00 5.00 6.00 (mg-L7")
BT 2 2.07 1.99 2.12 2.04 1.96 2.06 2.04 2.80
5 5.04 4.90 5.07 5.05 4.93 4.53 4.92 4.18
10 9.97 11.08 10. 09 9.94 9.80 9.82 10. 12 4.79
15 15. 08 14.78 14. 67 15.31 14.73 14.98 14.93 1. 64
20 19. 89 19.70 19.92 20. 54 19. 59 19.74 19. 90 1.71
25 25.13 25.35 25.35 25.59 24. 66 24.70 25.13 1.51

30 30. 01 29. 41 30. 44 31.15 29. 61 29.19 29.97 2.45




- 230 - A, 4t T 2544 55 10 B

1353 MRS R/ (mg-L71) EHE/
iR iRY] RSD/ %
(mg-L7") 1.00 2.00 3.00 4.00 5.00 6.00 (mg-L7")

2MBT 2 1.98 2.02 2.13 1.95 1.96 1.95 2.00 3.44
5 5.02 4.87 5.10 4.78 5.42 4.85 5.01 4.67

10 9.98 10.91 10. 03 9.92 9.85 9.67 10. 06 4.32

15 14.95 14.72 15.01 15. 40 14.85 14.72 14.94 1.69

20 20. 04 19.88 19.71 20.27 19. 56 19.70 19. 86 1.32

25 25.18 25.23 25.54 25.51 24. 66 24.98 25.18 1.32

30 30. 10 29.54 30. 26 30. 80 29. 66 29.34 29.95 1.81

3MBT 2 1.95 2.01 1.95 2. 04 2.05 1.87 1.98 3.45
5 4.88 5.01 5.11 5.43 4.95 4.81 5.03 4.42

10 10. 02 9.90 10. 14 10. 07 9.92 9.85 9.98 1.10

15 15.06 14.92 14.87 15.42 14.96 14.97 15.03 1.34

20 19.93 19.75 19. 81 20.24 19.72 19. 86 19. 88 0.95

25 25.34 25.31 25.47 25. 60 24.50 24.74 25.16 1.73

30 29.93 29.65 30. 40 30. 94 29.43 29.23 29.93 2.15

3,5DMBT 2 1.87 1.86 2.02 1.88 1.85 1.87 1.89 3.50
5 4.91 5.07 5.09 5.03 4.99 4.84 4.99 1.93

10 10. 02 11.06 10.20 10. 09 10. 00 9.75 10. 19 4.46

15 15.15 14.97 14.87 15.37 14.95 14.73 15.01 1.50

20 19.89 19.85 19.76 20. 33 19. 69 19.63 19. 86 1.27

25 25.39 25.27 25. 44 25.45 24.59 24.97 25.18 1.35

30 30. 08 29.43 30. 30 30. 87 29.47 29.14 29. 88 2.18

DBT 2 2.06 2.05 1.95 2.01 2.08 1.92 2.0l 318
5 5.08 4.96 5.17 5.53 5.11 5.02 5.14 3.90

10 9.85 9.95 10.17 10. 07 9.58 9.47 9.85 2. 80

15 15.02 15.02 14. 84 15.51 14. 96 14. 68 15. 01 1.87

20 19. 67 19.82 19.79 20. 37 19.67 19.70 19. 83 1.35

25 25.69 25.35 25.41 25.58 24.32 24.50 25.14 2.31

30 30. 54 29.27 30.45 31.00 29.68 20.15 30. 02 2.51

4MDBT 2 1.87 1.82 2.00 1.80 1.80 1.80 1.85 4.35
5 5.06 4.87 5.04 5.54 5.06 4.99 5.09 4.55

10 9.90 11.12 10. 14 10. 06 10. 09 9.84 10. 19 4.61

15 14.72 14.94 15.05 14.95 14.92 14.91 14.91 0.72

20 19.83 19.88 19.82 20.26 19.74 19.59 19. 85 111

25 25.44 25.20 25.35 25.64 24.51 24. 88 25.17 1.64

30 30.13 29.38 30. 57 30. 96 29.47 29.07 29.93 2.48

4,6DMDBT 2 1.90 1.75 1.75 1.73 1.90 1.72 1.79 4.79
5 4.96 4.79 4.98 5.57 4.99 4.94 5.04 5.35

10 9.94 9.83 10.21 10. 70 9.98 9.85 10. 09 3.27

15 15.09 15.34 14. 96 15.47 14. 89 14. 80 15.09 1.75

20 21.71 19. 83 19.84 20.34 19. 60 19.59 20. 15 4.03

25 25.32 25.14 25.33 25.28 24.49 24.71 25.04 1.42

30 30. 06 29.30 30.27 30.79 29. 41 28.95 29. 80 2.33
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- 1353 MERZE R/ (mg-L7") SERIE/ RSD/%
(mg-L7") 1.00 2.00 3.00 4.00 5.00 6.00 (mg-L7")

2,8DMDBT 2 1.95 1.93 1.98 1.89 1.98 1.70 1.91 5.49

5 4.69 4.58 4.74 5.33 4.75 4.74 4.81 5.50

10 10.97 10. 90 9.98 10. 40 9.60 10.76 10.43 5.26

15 15.01 15.37 14.84 15.28 14.73 14. 61 14.97 2.03

20 19.58 19. 69 19.74 20.38 19.39 19. 44 19.70 1.82

25 27.77 25.15 25.26 25.49 24. 46 24.52 25.44 4.76

30 30. 02 29.27 30.08 30. 81 29.32 28.92 29.74 2.34

2.3 SRR

% 5 R GCxGC-FID TEf LAy 8 4T %t
3 FORRMRESE AR T 8 Rl i fb & Wb A7 B
255, TLUE 3], AN RS AR T R A GCxGC-
FID XF 8 B i Ak & 90 o 2 43 Hr 2 RE U AR 47 1)

x5 EIMEIREEREERPHEELER mg/L
B 1 B 2 B 3
BT — 3.40 7.76
2MBT — 3.26
3MBT — — 2.17
3,5DMBT — — —
DBT 4.72 5.10 11.18
4MDBT 2.80 10. 97 22.80
4,6DMDBT 6. 56 5.09 9.92
2,8DMDBT 8. 04 5.10 9.38
3 #Hig

DA B8 1) ) 40 S A AR B 2 — Y S [ b ] i
Wy 3—H ELOR I [ b ] HEMY 22 [B] 19 50 33 5 (Rs, ) TE R
VAN VTR =2 NS DA b BT W S AR TR U s S [ i
Pedl, #5377 GCXGC—FID & H 20 B M A2 ik v g my
KOG Tk, IE B8 IL i2E e s, 45
T, 8 FhWEM & AL & W TRV E R 2 ~
30 mg/L B AR E(RY) KT 0.999 0, 4 H [R
(38/N) 2} 0.19~0.26 mg/L; inbr EFRTE 100. 0% ~
115. 0% Z [] 5 K5 %5 BE 0 W AH XA HE R 22 (n=6) 7
0.72%~5.5%Z ], &L Ik o e ah b 3,
FE B T R R, A MR, o AT A
P EEM RS AL AW B R AT, AT LR
Je S5 Y W iE B DL B 5 AL A 0 DR A R Bt
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