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Determination of Si, Al,Fe and Other Elements in High
Organic Carbon Samples by X-ray Fluorescence Spectrometry

LI Ya, WANG Yingkai,ZHANG Xu,ZHANG Zhenhua

(Heilongjiang Geological and Mineral Experimental Testing Research Center , Harbin, Heilongjiang 150036 ,China)

Abstract By burning the sample 2 hours with a high organic carbon at 1 000 C in advance to calculate the
loss on ignition, and then melting the burned sample with Li,B,O, (67%) and LiBO, (33%) solvent to
prepare the sample and measuring it with X-ray fluorescence spectrometer, it can remove the analysis
results deviations caused by high organic matter content effectively, the overall average relative error was
reduced from 11.1% to 4. 5% and it can save time compared to wet chemical analysis. The analysis results
of this method deviate from the results of wet chemical analysis very little, and the accuracy is improved
greatly compared with the direct tablet analysis.
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Table 1 Optimum condition of instrument

NN coee  DKIRETED MR 204R/ iERMEIAE W20/ R . .

4oy mfk TR TR 445 PHA * /s * - HUE/KV B/ mA
SiO, PET 1/1 PC 100-300 109. 072 10 112. 030 20 50 70
Al Oy PET 1/1 PC 100-400 144. 770 10 148. 000 10 50 70
Fe; O; LiF, 1/10 Sc 100-350 57.504 10 60. 000 10 50 70
CaO LiF, 1/1 PC 120-280 113. 100 10 110. 020 10 50 70
MgO  RX-25 1/1 PC 100-300 38. 360 20 40. 500 10 50 70
K, O LiF, 1/1 PC 120-300 136. 680 400 139. 030 10 50 70
Na,O  RX-25 1/1 PC 110-280 46. 448 20 48. 800 10 50 70
TiO, LiF, 1/1 SC 100-310 86. 128 20 87.990 10 50 70
MnO LiF, 1/1 Sc 100-300 62. 950 20 63. 990 10 50 70
P,0; Ge /1 PC 70-300 141. 060 20 143. 960 10 50 70
Rhe LiF, 1/1 SC 100-300 18. 360 20 50 70
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Table 2  Statistical table of experimental parameters of detection limit /%
445y Si0O, Al; Oy Fe, O4 MgO CaO Na; O K, O TiO, MnO P, 05
A 0.59 0.11 0.02 0. 00 0.05 0.03 0.03 0.01 0.01 0.01
PRt 25 (S) 0.124 3 0.047 5 0.009 8 0.006 2 0.005 1 0.029 4 0.003 9 0.002 0 0.009 7 0.001 2

i BR(3S) 0. 37 0.14 0.03 0.02

0.02 0.09 0.01 0.01 0.03 0
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Table 3 Statistical table of measurement

results of reference materials(n=12) /%
S (iBW*O7391 _ NST-1
T FRAE 22 (S) RSD FIME FRiEM2%(S) RSD
Na,O 1.85 0.02 0.98 1.95 0.01 0. 35
K,0O 2. 39 0.01 0.01 2.61 0.01 0. 25
MgO 1. 48 0. 00 0.00 1.26 0. 00 0
CaO 5. 85 0.01 0.23 1.55 0. 00 0
TFe; O3 4.08 0.03 0.80 4.57 0.01 0. 15
Al O; 12.91 0.01 0.05 14.05 0.01 0.1
SiO, 60. 02 0. 05 0.08 64.36 0.05 0.07
P,Os 0.137 0. 00 1.55 0.164 0. 00 1. 38
MnO 0.088 0. 00 0.81 0.103 0. 00 0. 65
TiO, 0.678 0. 00 0.00 0.006 0.01

IFE 3 f 25 A5 o T LA < 78 T
8 SR BRI B0 2204 16, B9 15822 7
A5 T e AT B 06 H5 8 42 o 0 2 X 5
LIS TR

3 EhREFmAE

TE WA B A 3 JLAR I H Aok B8 e VLR RE
AHLER SR 120~19% . XHRESL 2 BIR A X B4R
PR R 1 X BF R 96 i 1 T & Ak 2% 7k X
Na, 0. K, O, MgO, CaO. TFe, O, . Al, O, . SiO, . P, O; .
MnO, TiO, S HGH TR X L9 E ik,
X PR VECIE WA 25 R 5 48 S b 24 V5 A H A
G R TR A, NFATHALE B, AHLRS
WE/NT S0 Rk Rk SRk, &
TCRMZEANE YA LR & KT 500 IS ik
SRR TR A2 U SR S KT 9%
BF 2 R IC R R i i ik S Ak SR A
PR 11 126085 T 4.5%, 5 R SO,
M 13,00 %9 5] 3. 65% 5 AL O3 A 22. 41 % Yk 21> 5]
T 3.00% , 54kt BRAH X IR 25 T K g B AIG
WA W] 4R .
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Table 4 Statistical table of measurement results of unknown samples by pressing, melting and chemical methods /%
iy liRCELRT A Pl JE ik ik e ik JE R kS A A X iR 22 W RS A AR R R 22
1 1.52 51.69 50.52 52.56 —1.66 —3.88
2 5.42 52. 44 54.3 55. 82 —6.06 —2.72
Si0, 3 7.85 54.5 52.01 53.8 1. 30 —3.33
4 9. 41 32.16 45. 37 47. 68 —32.55 —4. 84
5 19. 02 36. 26 30. 4 29. 38 23.42 3. 47
S 13.00 3. 65
1 1.52 15. 4 14. 8 15. 08 2.12 —1.86
2 5.42 16. 51 14. 38 14. 15 16. 68 1.63
ALO, 3 7.85 15.59 13. 64 13.23 17. 84 3. 10
4 9.41 18. 67 11. 74 12.32 51. 54 —4.71
5 19. 02 18. 05 14.03 14.57 23.88 —3.71
Sy 22. 41 3. 00
1 1.52 4.52 4.57 —9.63 —1.09 4.13
2 5.42 1.23 1. 17 3.42 5. 13 1.21
CaO 3 7.85 0. 89 0. 81 —2.47 9. 88 0.79
4 9. 41 0.73 0.73 —13.7 0 0.63
) 19. 02 1.7 1.62 0.62 4. 94 1.63
Sy 4.21 1.68
1 1.52 2.27 2.06 2.11 7.58 —2.37
2 5.42 2.45 2.34 2.2 11. 36 6. 36
K0 3 7.85 2.27 2 1. 98 14. 65 1.01
4 9.41 1.63 1. 34 1. 41 15. 60 —4.96
5 19. 02 1.53 1.53 1.52 0. 66 0. 66
S 9.97 3.07
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A4y TS EERVIR 4 JE Rk IRk b2k FE R ¥R 5 42 kA 1R 2 o R K (e 3P DU
1 1.52 3.18 2.55 2.75 15. 64 —7.27
2 5.42 1. 26 1.18 1.17 7.69 0. 85
MeO 3 7.85 0.91 0. 94 0. 94 —3.19 0
1 9.41 0. 81 0.7 0.71 14. 08 —1.41
5 19.02 1. 11 1.34 1.36 —18.38 —1.47
ey 11. 80 2.20
1 1.52 2.6 3.04 3. 16 —17.72 —3.8
2 5.42 1. 49 1.54 1.3 14. 62 18. 46
3 7.85 1. 62 1.56 1. 55 4.52 0. 65
Na;O -
1 9. 41 0. 88 1.17 1. 15 —23.48 1.74
5 19. 02 0. 37 0. 37 0. 34 8. 82 8.82
3y 13.83 6. 69
1 1.52 10. 36 10. 16 10. 28 0.78 —1.17
2 5. 42 1.91 5. 38 5.19 —5.39 3. 66
— 3 7.85 4.45 4.31 411 8. 27 4. 87'
4 9.41 8.6 8.74 8. 84 —2.71 —1.13
5 19. 02 6. 66 5.24 5.43 22.65 —3.5
Sy 7.96 2.87
1 1.52 0.226 0.215 0.228 —1.11 —5.93
2 5. 42 0.551 0.537 0.521 5.71 3. 10
VA 3 7.85 0. 058 0.062 0. 058 —0. 60 5. 67
4 9.41 0. 387 0. 362 0.383 0. 94 —5.69
5 19. 02 0. 064 0. 064 0.062 2.93 2.93
Sy 2.26 1. 66
1 1.52 0. 896 1. 034 1.274 —29. 69 —18. 86
2 5.42 0. 409 0.43 0. 409 0 4.97
0. 3 7.85 0. 383 0. 31 0. 358 6. 78 —13.49
: 4 9. 41 0. 692 0.713 0.719 —3.79 —0.77
5 19. 02 0. 449 0. 349 0. 365 22. 84 —4.58
T4y 12. 62 8.53
1 1.52 2.021 2.375 2.736 —26.12 —13.18
2 5.42 0.782 0.761 0. 699 11. 81 8.93
O, 3 7.85 0. 684 0. 639 0.596 14. 66 7.15
4 9. 41 0.543 0.52 0.473 14. 70 9. 84
5 19. 02 0. 451 0.451 0.422 6.92 6.92
44 14. 84 9. 20
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