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7 OE: AR EE X HRTO OGN T . W E RIS T As. Co. Cry Cu. Mo, Niy P, Pb, S| Ti,
V. Zn. ALO;, CaO. Fe,0;. K,0. MgO. Na,O. SiO, 19 FonE M #i k. BRI T RERRIAS . SR AR 19 Fiot
KRR, JribRa s A R, FESL T As. Co JTCE A HTE 10 mgkg L EAF, 0.149 mm (100 H) FEfHER . 0.075
mm (200 H ) FEFEF AL R IARRIRERY 19 FhoT AR FRERZE (RSD) B2/ T 10 %, As. Co & A 10 mekg
PIFEE, 200 HERHIFER 19 Tt RSD E/NT 10%. HETREELS IR, KR HIRERIFRAEDI T & LA S meke DL 1)
As. Co. Cu MHA 16 FPoTRUESERFGEOR ; JARTIREAbREY) TP = & 1 As. Co. Cu. Pb JGEE KA 15 FhoT
FUEREAT AR . RRARSLIGEER TR, JTCESREAE 10 mgkg LLERE, 100 H . 200 HEFHlFE 19 FocEE RSD
E/INT 10%. ARIHIFEF IR SIS RN, IEREREASE PGS Y As. Co. Cu. PhIGESMT, Cr. P. S, Mn,
Ni, V. Zn, Ti. ALO,. CaO. Fe,0;, K,0, MgO. Na,O. SiO, J&ahHFE S A HIRE RSD /N T 10%. 1A HlRE 245
Ve fapof, AR AR, O3S FH TR AR5 As. Coy Cr. Cu, Pb, P. S, Mn, Ni, V. Zn. Ti, ALO,. CaO,
Fe,05. K,0. MgO. Na,O. SiO, 19 Fon 5341 X As, Co TLE & A 10 mgkg LI EHIFEST, FIH 100 H. 200 H
FEAE R HIREIATARAHERG . ATAERISESE, XTT As. Co S HITE 10 mg/kg AT IURES, ST 200 BRES R R IR,
KA WK A X FLIOOEE; AR R i RAR

HAT, SHEICR Rk 32 O Ik
ik (AAS) . JRFEOLEIEL (AFS) . HUEK
FA S B TR & SHO6I%E (ICP-OES) | HLUEGHEA
AR TR BTIE Y (ICP-MS) . UK a8 X 4k 9%
JE g (XRF) 45171 AAS. AFS. ICP-OES,
ICP-MS 75K IR R, 75 2o e PRt iy L1
BES AT BT RR . R . B R R Y
fitt, FEAAEG M TG YA %, [l AZ 30k
mn A LR M R 25 S PR, 5 5 AR S A0
BEAREIE, o BREH, FHEaRZEW, HAFD
T A D7 1 0o A 0 45 R 1) VAR AT S S R
XRF 3 DL X 528 0 A U SR RE B, SR P2 2 4%
PR B, R R ARRT S E TS T R, 43
ERFI AR A X ST MR I (R, SCBUXHRR A
T TL R B EEE T o e KA A5 R FH AR AR
YT FB, ATREHIATAEE, s, A
B PSS IR, HREALTAE AN R B 57 s,

Wi BEHE: 2022-05-07; RABH: 2022-06-17

ELWH: HE ARG XSRS (U20A2011),
TEE A WK (1982-), 5% TRAIM, BP0/, FEMH
ST TAE, E-mail: gengmeimei@isa.ac.cn.

AT . EAAE, AMHLORZ B4 9=
R, 7E ST 2T )5 T S PR e 0
FIF XRF PR, FIRE v B AR TE
FrEE AR A R 2 A VO TR AARIRERT R, 4y
WA, (EAEAERE SR BE N Kt . H AT
REG OB RN, R AR bR v, BV
SRk 5 BR AL B AR A2 4L R 4544
M AR ERE SRR SR DR — B, S AT
{EL PR A 0L 2 25000 T S A R N S, B L
X TR TR AR AT T R R AT S 4, i
Sz b AN B RE AR MEASE) S Bl Rk e
TS 0L B2 2808 R S R B, A A 7 22 )
(LA R, T Z T4 . BRSOt E
N T, R L R A R R R i
AR TR MR A IR A
SN, MR R R TR T2 T 100 HAE
S, TS G IR R £ 200 H, 1EF)]
1 XRF 4307 3R I, S8 EERE S R [RDREAR L)
R [R) ER R 5 X T 2 4 W 445 SR AT ff S 1 A LA
B, ASZERA 100 H. 200 H 3R 5ok R E
HIRE . IR HIRE, HES7 R B IR -XRF 5. 5 Rl
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FE XRF EXIFE A, FRorHr g iR, BRI S kL
Fa e AR AR BT 2O ] XRE 7347 3R i
As, Co, Cr, Cu, Mn, Ni, P, Pb, S, Ti, V. Zn,
ALO,. Ca0O. Fe,0,, K,0, MgO. Na,0. SiO, JTGHR
S, DR IR S AR DCTT R A IR i 225

1 #REGZE

INEEIE

Axios™ X B 2 AL IEAL (BRI RRA
Al ) HETULRSHC 40kW BIFE;, BIEN
20 ~ 60KV; HLF N 10 ~ 160 mA; EnBidse; g
BipteE (75 pum) di T EE 50 X D45 Super Q 5.0 4K
PF; R 324 (HAR 32 mm) ANEEHIPRFAE 5L 2 e
fivo 40T I (UG BNERHE & A FRTHEA
H) ). AZEUARENL (LENEO, HN%EK Claisse 2AH] ),
B 35 mm 41 - & A SR AR,
1.2 30 Kb o
12,1 35

) (sl ) . JC/K PO HIER £ - JC /K i Bl
FR A =35:65 (mim )5 229% fitf FR PR VA . VHE B R B
220 g iRER (sr#ral ), /K2 45 2 100 mL;
6% IRACERIA WL : MERMFRIL 6.0 ¢ VRALAR (43Hrali ) ,
FHKEARESSZE 100 mL; BHER (49746 ),
122 THEFRUHEY

AR A T 32 2 AL AR X S B
YRR EREY BT, W A b SR e sk 3,
BRAESEMHEHISET, 45N GBWO07978 ~ GBW07986
( 93 9 5 J GSS36 ~ GSS44) . GBW07536 ~
GBWO07573 ( N 45l GSS45 ~ GSS82), dhif
47 4. PRERITAS TR S RE R 1.

R HREMRESTESEEE

% H i % VI P e
(mg/kg ) ('mg/keg ) (%)
As 35~ 323 p 127 ~ 1600 || ALO; 6.16 ~ 24.45
Co 1.7 ~30.3|| Pb 11.3 ~ 727 Ca0 0.04 ~ 15.26
Cr 20 ~ 448 S 73 ~ 3690 || Fe,054 1.44 ~ 11.50
Cu 5.0 ~ 173 Ti 1890 ~ 10500(| K,0O 0.21 ~ 3.27
Mn 62 ~ 3980 v 28 ~ 358 MgO 0.18 ~ 4.18
Ni 79 ~ 83.0|| Zn 19 ~ 514 Na,O 0.06 ~ 3.21
Si0, 48.80 ~ 88.45

1.3 RS

- HERE SN R E PR (A R ) |
WY 4H . Kybdbih, W EPRIRK KA+ B2
— 240 —

Ao Fa R AR I AR RO AR ST o
0.149 mm (100 H ) . 0075 mm (200 H ) #, 7F 105°C
WRTNHE 2 h 5, CE T RSN EE R,

JEFHIRE: 23 SIFREC 5.0 g CHEAfE 0.0001 g)
100 H. 200 HFE S CE TR Y, iR
NRIR, 7630 ¢S FORIE 35 s, HlikE R I
[FIRE 7 i i £ AR I

15 g AR FREC100 H AR 5L 1.0 g 5 B % 5
10.0 g & T4 - &&adth OR#H 2 0.0001 g) ,
WIS, A 1 mL 22% GEFRERZ TN 1 mL 6% V3
T, T REAEDLL, 7€ 600°C T4 AL 10 min,
THEZE 1050 °C, ¥AFl 14 min, HSAER . FIFHRRE
D7 il % L HERRUED) T
L4 SEERNAE

FIUH - Zebn P B A ER S50, T R il
FE -XRF %, & @l il B -XRF i, XF 100 H ., 200
H R R i B R f A i A TR, AR 7 i )
KB BE . MEWREE, M 100 H . 200 H R BE G 25
PRV SR A2t 8 19 FpoC M E M, A
JE R RE L s Rl A 2 SR AN TR AR 7 v % 148
H 19 BRI E S

2 ERE5SH

2.1 SyHT IR EEST

WEAITCRMGE R, RS R R e
3000 W AT . M T ITRIGLAAFEME T, N
I KRR B AR O R M A BT, A TR I
15 O i B AE ) TR A T LA A e R A
PR TR AL . srtrimik . HEERE . X OB
B R ST AR A . RIS AR =
B, R R RIRE L e A Y SRR E Y T
i, PLEmRdEmZ, kR HIAE -XRF .
TERRRIFE -XRF . A 551 L3R 2.
22 FEERE

TEE 3 A~ IR S E A 4 100 B 200 HIE R
FER B 6 MRS RRE 7 b A T, TR AR X Br o i 25
(RSD), FHFRITFTHL, #F85H As, Co & f2 7E 10 mg/
kg LA_EBF, 100 H. 200 H R R KIERLHIFE 19 FhocE
RSD {H#)/NF 10 %, As. Co 5 7E 10 mgkg LA F AT,
200 HH R HIFERESD 19 FOocREHR RSD H/INT 10 %,
2.3 JERE

SIS R TR AR & i o BB TR
AXTEEHATIREAEN 0 TR RN 3 5 R
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JLH S3HTER HIES M i PRI 2 ILIT B ik jiiil GBS oAt
( pm) (pm) (kV) (mA) LL UL
ALO, Ka PE 002 300 Flow None 25 120 144.9056 -4.2404 35 65
As KB Lil 200 150 Scint. Al 200 60 50 30.4304 -0.7612 38 62
Ca0 Ka LiF 200 150 Flow None 25 120 113.1434 2.5866 40 60
Co Ka LiF 200 150 Scint. None 60 50 52.7478 -0.3234 30 70
Cr Ka LiF 200 300 Flow None 50 60 69.3818 0.8218 40 60
Cu Ka LiF 200 150 Scint. Al200 60 50 45.0240 0.5432 32 69
Fe,0, Ka LiF 200 300 Flow Al200 60 50 57.5288 0.9056 15 60
K,0 Ka LiF 200 150 Flow None 25 120 136.7434 2.8874 40 60
MgO Ka PX1 300 Flow None 25 120 22.6244 1.8738 35 65
Mn Ka LiF 200 300 Flow None 60 50 62.9968 0.9042 15 60
Na,0 Ka PX1 300 Flow None 25 120 27.3332 2.1678 30 70
Ni Ka Lil 200 150 Scint. None 60 50 48.6588 0.6864 32 68
p Ka Ge 111 300 Flow None 25 120 140.9834 2.5208 35 65
Pb LB LiF 200 150 Scint. Al 200 60 50 28.2212 0.5862 38 62
S Ka Ge 111 150 Flow None 25 120 110.6630 1.8148 40 60
Sio, Ka PE 002 150 Flow None 25 120 109.1158 2.2730 34 66
Ti Ka LiF 200 300 Flow None 40 75 86.1838 1.7206 40 60
v Ka LiF 200 300 Flow None 50 80 76.9340 -0.9174 40 60
Zn Ka LiF 200 300 Scint. None 60 50 41.7804 0.6976 35 65

PUFHERBRER < 0.12, Frihy 3 5 BRUA - fErf
MW <010, FHN 1% ~ 5% fEFER < 007, &
>5% WERFER < 005, M3 4 45050F, BRI AR
HEYI As, Co. Cu JCER FH7E 5 mgke LA T AUTERf
JEHR 016 ~ 018 NFAERAP, As, Co. CuTnFEH:
b S R DL S AT R R AT A 2R, S
GERORE, IERHRREAAREY BT SR As, Co,
Cu. Pb DI HAM 15 FOTRUERERF S 20K,

Mn. V. Ti, Ca. Mg. Al, K. Si A4 £ FH 5
W — B A S B TR DG EE 0 R
BERREEPE, R A S IR P R A 4t
e, HPEPERT R A U Kb RiRAy, A A
AN, JEPCR G I . 6 5 A 5 IR - $h
TRAVEW . KIS, A BROEE mld 40
fift, ZPARAEEBA, D RS R R TR ALY
ik R S s i, ApuiEra e,
Si0,. ALO, SEXELII A, .50 3 s I 225 S f
ik R4, SEHKE, A XRF kM 100 H.
200 H He -0 5 s il - S6RE S rf M, VL T
Ca. Mg, Al, K. Si JCEMMERELFAER, £
XRE 0] A A X ik L6 0 R TR
2.4 FEEVRIARXT A 19 BT RIE 12

FIH R R -XRF 35435 100 H . 200 HE R

Fes 19 Mot ER. R kA, A 100 H.
200 HAE SR B il ke, BESH Cr. Cu, Mn, Ni, V.
Zn, Ti, P, S, Pb, ALO;, CaO. Fe,0,, K,0, MgO,
Na,0, SiO, JC % £ il 45 5 RSDH 7E 10% LI, As,
Co Fr#TE 10 mgkg LTI, Rl —AF fAS FPRAR A I
ZERRSD (HZ KT 10%, As. Co & T 10 mgkg
), RSDAETE 10% LLF . o] WRARXFIo R & ks
MZERFER SICR S EA L, SRTE 10 mgkeg DL I
fF, 100 H. 200 HERHIFELER RSD E/NT 10 %,

2.5 IR IERT A HE T 19 FhoTE I B
FI I Rl —XRF A0 s e b 19 o %
i, Jf5 100 H. 200 H A HIFELS R B E
MK T KT, As. Co. Cu. Pb &t fIK A AE & A il il
FEAER SRR ISR 22 Rk, F2 R TR
IEFPRESFRRE T 1A%, RS TR R G AT
Zir#E, X FC, P, S, Mn, Ni, V. Zn, Ti. ALO,.
Ca0. Fe,05. KO, MeO. NayO. SO, TCEKIH, Jamlihl
FESE R HilFE RSD{HZAE 10 % LAR o IFE Xt +
Bt 19 o R 22 T E R TR T R
10 ~ 30 mekg LI K As, Co. Cu, PhITZE F, Xf
Cr, P, S, Mn., Ni, V. Zn. Ti, ALO;. CaO. Fe,O;.
K,0. MgO. Na,O. SiO, sZMAK, R TIERGIREA

EAHFILEER As. Co. Cu, Ph LRI,
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A M R AR A L AR, A
XRF 7% @7 7 3 FE 5 As. Co. Cr. Cu. Pb,
P. S. Mn., Ni, V| Zn., Ti, ALO;, CaO. Fe,05.
K,0. MgO. Na,0. SiO, 19 FCE /MM ik, IHE
T RERRLAR . HIRE e AR A R 19 FhoT R
SIRTRIRE A . J7 kG R A R AR, R As
Co JC & & & 7F 10 mg/kg L) F BF, 100 H . 200 H
FE R B i BE 19 19 B oG 2 RSD HI /N T 10%,
As. Co & 78 10 mg/kg L F B, 200 H JE H- il ##
5 RSDAE/NT 10%, Jrikwewn 45 R W, #5
WY R FER Y As, Co. Cu JLR FEAE 5 me/ke
DL DA RCHA 16 Fhos 2 dEM IR G 2K bn
WY IR RIS T As. Co JCE S RAE 10 mg/kg LU
b, Cu T E S5 meke VI L Ph T E S HAE
25 mg/kg LA 11 K A 15 Floe 3 R B AT 5 2L
Ko RARXT 19 FhoCER S BRI EE KA 50K &
wA K, SFEAE 10 meke VIR, 100 H. 200 HJE
FHIREREIN A SR RSD {H/INT 10% HiIRE 5% ek
R, Al AT 19 Bt R A9 52 £ ZHARBTE
TR AE 10 ~ 30 mgkg 5 [l N Y As. Co. Cu. PbJT
% b, Cr. P. S, Mn. Ni. V. Zn. Ti. ALO;. CaO.
Fe,0,. K,0. MgO. Na,0. SiO, ¥ HIFE S 5 F ke
S5 RSD fE/NF 10 %, ViS5 Rk L, faml
ANE TR As, Co, Cu, Pb ILEAMT,

FIHAS SCEEST AR iR —XREF YA AT 4 39
i As, Co, Cu, Pb, P, S, Mn, Ni, V. Zn, Ti,
ALO;. CaO. Fe,0;. K,0. MgO. Na,0. SiO, TE &
i, 4PRMERR . AR, Hir, 200 BHE R SRR SE
TUERRE . A BT 100 HIE R HIAELSE R, K
il -XRF A& TR & As. Co. Cu. PbJT
RORI, 28 LAk, H R AR AR TR AR
BAS AR, BIE O R P As Co.
Cr. Cu, Pb. P, S, Mn. Ni. V. Zn. Ti. ALO,.
Ca0. Fe,0,. K,0. MgO. Na,0O. SiO, 19 F 5L £ 1Y
Kl s XFF As. Co & i 7E 10 mgrkg UL L B AL A,
ffiFH 100 H . 200 HFE &R 7 i A 320 4015 HE A
A FERISE R XFT As. Co & 7E 10 mykg UL T HY
RSN, BEBUE ] 200 H ARG A HIRE,

st ASUAT AR K &3 X S & R R EAL
BER A, BAHNE R AEEE Rk T AR
R I A AR 2 S B R PT AR P

SE K
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Effects of sample particle size and preparation on the determination of 19 elements in soil samples by wavelength
dispersive X-ray fluorescence spectrometry

GENG Mei-mei, ZHANG Li-ping, WANG Jiu-rong, LI Chun-yong ( Institute of Subtropical Agriculture, Chinese
Academy of Sciences, Changsha Hunan 410125 )

Abstract: Methods for analysis of 19 elements in pressed and fusion soil samples, including As, Co, Cr, Cu, Mn,
Ni, P, Pb, S, Ti, V, Zn, AlLO;, Cao, Fe,0;, K,0, MgO, Na,O and SiO,, were established by using wavelength
dispersive X-ray fluorescence spectrometer. The effects of sample size and sample preparation method on the determination
of 19 elements were discussed. The results of method precision showed that when the contents of As and Co in the samples
were more than 10 mg/kg, the RSD values of 19 elements in 0.149 mm ( 100 mesh ) pressed, 0.075 mm (200 mesh )
pressed and fusion samples were less than 10%. When the contents of As and Co were less than 10 mg/kg, the relative
standard deviation ( RSD ) values of 19 elements of 200 mesh pressed were less than 10%. The accuracy results showed that
the accuracy of pressed reference material with more than 5 mg/kg As, Co, Cu and all contents of other 16 elements met the
requirements; the accuracy of fusion reference materials with high contents of As, Co, Cu, Pb and other 15 elements met
the requirements. The experimental results of different particle sizes showed that when the elements contents were more than
10 mg/kg, the RSD values of 19 elements in 100 mesh and 200 mesh pressed results were less than 10%. The experimental
results of different sample preparation methods showed that, fusion preparation was not applicable to analysis As, Co, Cu
and Pb elements with low content, the RSD values of Cr, P, S, Mn, Ni, V, Zn, Ti, AlLLO,, CaO, Fe,0,, K,O,
MgO, Na,O and SiO, with fusion and pressed preparation were less than 10%. The pressed preparation method has simpler
operation and lower cost, it is more suitable for the analysis of 19 elements such as As, Co, Cr, Cu, Pb, P, S, Mn,
Ni, V, Zn, Ti, ALO;, Ca0O, Fe,O;, K,0, MgO, Na,O and SiO, in a large number of soil samples. For samples with As
and Co above 10 mg/kg, accurate and reliable results can be obtained by using 100 mesh and 200 mesh pressed samples. For
samples with As and Co below 10 mg/kg, it is recommended to use 200 mesh sample pressed preparation.

Key words: wavelength dispersive X-ray fluorescence spectroscopy; pressed power pellet sample preparation; fusion sample

preparation; soil; particle size
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