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Determination of 31 Components in Soil Samples
by X-ray Fluorescence Spectrometry

XU Har LIU Q1

WANG Long-shan

Shaanxi Experimental Institute of Geology and Mineral Resources Xi'an 710054 China

Abstract A method for the determination of 31 components including C N S Cl in soil samples by X-ray fluorescence spectrome-

try with pressed powder pellet sample preparation was developed. The analytical crystals were carefully selected with RX 45 for N
RX 61 for C RX 25 for Mg Na Ge crystal for CI S and P PET for Si and Al LiF 200 for other elements. The detection limits

precision and accuracy of the method for most elements can meet the requirements of sample analysis in multi-objective geochemical

survey.
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Table 1 Measurement conditions for the elements Fj_ j ‘ K. C—
by X-ray fluorescence spectrometry
20/ ° /s
PEA v ima
Rh
€l Ge F-PC 92.874 94.150 20 10 120~300 60 60 4 1/1
S Ge F-PC 110.734 116.700 20 10 120~300 60 60 4 1/1
N RX45 F-PC 33.600 40.000 60 40 120~350 30 120 S8 L/1I
C RX6l F-PC 32.600 41.100 40 20 80~350 30 120 S8 1/1
Nay0 RX25 F-PC 46.462 48.000 8 4 80~320 60 60 4 1/1 2.1
MgO RX25 F-PC 38.220 39.500 6 3 100~320 60 60 4 1/1 L,
ALO; PET F-PC 144.744 4 100~300 60 60 S4 1/10 1 w=al +b a
Si0, PET F-PC 109.082 4 100~300 60 60 S4 1/10
P Ge F-PC 141.060 143.300 8 4 100~300 60 60 $4 1/1 b w=
K20 LiF 200 F-PC 136.666 4 120~300 60 60 4 1/1 0 X I=-b/a+1, I,
a0 LiF200 F-PC 113.148 4 120~300 60 60 S4 1/10
Ba LiF200 F-PC 87.220 88.500 10 5 100~320 60 60 4 1/1 2 Ly =3al 3
Ti LiF200 F-PC 86.172 6 100~300 60 60 4 1/1
V OLiF200 F-PC 77.044 74.200 20 10 110~300 60 60 S4 1/1 3
Cr L%FZOO F-PC 69.370 74.100 20 20 150~300 60 60 4 1/1 Table 3 Detection limits of the method
Mn LiF200 F-PC 63.002 4 150~300 60 60 4 1/1
Fe,03LiF200 SC  57.492 4 100~350 60 60 S4 1/10
Co LiF200 SC  52.766 53.900 20 10 100~340 60 60 4 1/1 Ly/10 - Ly/10 - Ly/10 - Ly10~2
Ni LiF200 SC  48.638 49.600 20 10 100~300 60 60 4 1/1 Cl 11.9 Mn 8.4 Ph 1.4 C 0.005
Cu LF200 SC  44.996 46.600 20 10 80~340 60 60 4 1/1 S 3.3 Co 0.3 Th 1.1 Na00.014
Zn LiF200 SC  41.768 42.500 10 5 80~330 60 60 4 1/1 N 56.7 Ni 1.1 Rb L1 MgO 0.005
Ga LiF200 SC  38.888 39.500 20 10 80~320 60 60 4 1/1 p 8.9 Cu 11 Sr 0.8 A0z 0.028
As LiF200 SC  33.898 35.300 20 10 100~300 60 60 4 1/1 Ba 9.8 Zn 11 Y 0.7 S0 0.064
Br LiF200 SC 29.944 31.000 50 30 100~300 60 60 S4 1/ Ti 8.6 Ga 0.8 Zr 1.0 K0 0.002
Ph LiF200 SC  28.234 29.600 20 10 100~300 60 60 S4 1/1 v 1.4 As 1.0 Nb 11 Ca0 0.007
Th LiF200 SC 27.438 29.700 30 15 100~300 60 60 S4 1/1 Cr 2.6 Br 1.0 Fe;03 — 0.010
Rb LiF200 SC 26.596 25.800 6 3 100~300 60 60 4 1/1
St LiF200 SC  25.122 25.800 6 3 100~300 60 60 4 1/1 2.2
Y LiF200 SC  23.766 24.500 10 5 100-300 60 60 $4 /1
Zr LF200 SC 22.522 23.000 6 3 100~300 60 60 4 1/1 GBW 07401 12
Nb LiF200 SC 21364 23.000 10 5 100~300 60 60 S4 1/1 1
© 4— 8= RSD 4 Br Th  RSD
2 5.70% 7.13% RSD 4.0%
Table 2 Concerftration ranges of analytical elements GBW 07401 ~ GBW 07408 3
in standard samples
5 5
wg/10 =6 wg/10 =6 wy/%
cl 9 ~290 Zn 18 ~ 680 C 0.09 ~9.0
S 50 ~940 Ga 5.3~39 Nay0  0.039 ~4.49 4 ®
94 ~ 1870 As 0.7 ~412 MgO  0.082 ~33.61
p 67 ~4130 Br 0.4-~8 ALO;  1.73~29.26 Table 4  Precision test of the method
Ba 42 ~5954 Pb 5.8 ~636 Si0,  15.6~90.36 wy/ iwy/ _
Ti 460 ~20300 || Th 1~70 K0 0.125~5.20 16 RSD/% 106 RSD/% wy/% RSD/%
\Y 16.5 ~574 Rb 2 ~470 CaO 0.10 ~35.67 Cl 75.8 3.19 7n 749 0.44 C 1.91 1.56
Cr 3.6~3234 || S 24 ~1100 Fe 05 1.46 ~18.76 S 323 201 Ga 199 1.68 || Nay0 1.62 0.70
Moo 155~2490 1) ¥ 3.7 ~67 N 1778 2.04 || As  39.2 139 || Mg0 1.63 0.41
Lo 2.6-97 Zr 24 -524 P791 0.57 | B 2.9 576 || ALO; 1423 0.27
Ni 2:3~2138 Nb 3.9~95 Ba 629 0.87 | Pb 98.4 1.09 Si0, 64.47 0.18
Cu  3.2~1230 ,
Ti 4858 0.12 || Th 12.4 7.13 || K;0 2.48 0.35
V 8.7 230 Rb 149 0.49 || CaO 1.74 0.28
1.4 Cr 658 L.I1] S 161 0.40 || Fe,03 5.53 0.47
Mn 1796 0.22 || Y 27.5 1.24
Co 149 3.5 | zr 2602 0.5
Ni 229 1.59| Nb 17.4 1.28
w;= AL +BE +CL+D 14K +3 A;F,  +3 BiF, +C, G 2.1 179
w,— I— ABC D, 12
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Table 5 Comparison of analytical results of components in National Standard Reference samples
GBW 07401 GBW 07402 GBW 07403 GBW 07404 GBW 07405 GBW 07406 GBW 07407 GBW 07408
Cl 70 76.7 62 62.6 57 59.8 39 38.7 76 72.6 95 93.1 100 98.5 68 75.1
S 310 337 210 190 123 129 180 218 410 383 260 249 250 260 126 159
N 1870 1825 630 517 640 561 1000 1224 610 508 740 676 660 606 370 339
*C 2.11 1.93 0.75 0.68 0.55 0.61 0.65 0.70 0.35 0.32 0.83 0.77 0.67 0.66 1.93 2.14
*Na,0  1.66 1.64 1.62  1.95 2.71 2.60 0.112 0.12 0.122 0.10 0.19 0.20 0.074 0.05 1.72 1.68
*MgO 1.81 1.62 1.04 1.13 0.58 0.62 0.49 0.52 0.61 0.62 0.34  0.32 0.26  0.26 2.38 2.63
*Al,O3; 14.18 14.19 10.31 10.91 12.24  12.13 23.45 23.75 21.58 21.74 21.23 22.94 29.26 28.41 11.92  11.79
*Si0,  62.6 64.19 73.35 72.05 74.72  75.01 50.95 48.98 52.57 52.01 56.93 52.67 32.69 35.90 58.61  55.36
*Fe,03 5.19 5.46 3.52 3.6l 2 2.05 10.3  10.44 12.62 13.17 8.09 8.19 18.76 18.87 4.48 4.6
*K,0 2.59 2.50 2.54  2.54 3.04 2.87 1.03 1.03 1.5 1.49 1.7 1.71 0.2 0.18 2.42 2.54
* Ca0O 1.72 1.74 2.36  2.38 1.27 1.23 0.26 0.3 0.095 0.12 0.22  0.24 0.16 0.16 8.27 8.45
P 735 790 446 472 320 365 695 681 390 375 303 324 1150 1042 775 819
Ba 590 628 930 965 1210 1209 213 224 296 310 118 122 180 158 480 451
Ti 4830 4867 2710 2947 2240 2463 10800 10996 6290 6482 4390 4623 20100 21676 3800 4223
A% 86 86.0 62 62.0 36.5 36.2 247 280.2 166 184.2 130 142.4 245 265.9 81.4 75.4
Cr 62 65.2 47 51.5 32 32.3 370 414.5 118 120.4 75 86.8 410 422.6 68 70.2
Mn 1760 1802 510 523 304 318 1420 1584 1360 1432 1450 1675 1780 1893 650 600
Co 14.2 15.6 8.7 8.5 5.5 6.0 22.3  25.2 12.3 14.7 7.6 8.6 97 100.7 12.7 11.8
Ni 20.4 22.7 19.4  21.9 12.2 14.0 64.2  62.0 40 43.9 53 48.4 276 282.7 31.5 32.1
Cu 21 23.5 16.3 17.8 11.4 14.2 40.5 41.5 144 129.2 390 400.9 97 87.3 24.3 24.3
Zn 680 742 42.3  42.6 31.4 33.1 210 201.1 494 541.5 96.6  88.0 142 152.1 68 66. 1
Ga 19.3 19.7 12 13.0 13.7 13.9 31 29.4 32 35.9 30 28.6 39 41.9 14.8 15.1
As 34 38.4 13.7  16.6 4.4 4.9 58 63.3 412 376.3 220 244.9 4.8 5.0 12.7 12.9
Br 2.9 2.8 4.5 4.4 4.3 4.3 4 4.0 1.5 1.8 8 8.3 5.1 5.0 2.5 2.6
Pb 98 98.8 20.2  20.0 26 24.7 58.5  55.2 552 597.8 314 323.1 13.6  11.2 21 21.5
Th 11.6 11.8 16.6  13.5 6 6.5 27.3 24.9 22.7 22.3 23 21.1 9.1 9.7 11.8 10.4
Rb 140 148 88 88 85 83 75 73 117 128 237 239 16 15 96 99
Sr 155 160 187 183 380 358 71 79 41.5 47 39 41 26 33 236 230
Y 23 27.2 21.7  20.8 15 15.8 39 38.3 21 22.2 19 21.6 26.6  21.5 26 25.2
Zr 245 259 219 214 246 232 500 504 272 289 220 215 318 305 229 237
Nb 16.6 17.3 27 26.5 9.3 8.8 37.6  36.5 22.6 21.8 26.8 25.3 64 69.8 15 14.0
OREES % 1076
3 4
X 31 1 . X
C NS d J 2004 23
1:20 1 19 -24.
CNSC X 2 X
N J. 2004 23 2 102 -108.
3 . X
N N
36 J
200 pe/e 2006 25 1 74 -78.
N 4 1 M
¢ d 1985 152~ 171.
5 DZ/T 0130—2006 S .
6 M .3
C d X 1991 338 -352.



