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Abstract: The chemical composition of plants is as an important direct indicator in the geochemical survey and
evaluation of agroecological environment. It is of great significance to accurately determine the element content of plant
samples. The main purpose of this study is to develop an analytical process for the determination of multiple elements in
plant samples using inductively coupled plasma optical emission spectrometry (ICP-OES) without the need for tedious

sample pretreatment prior to spectroscopic determination. The plant samples are treated by three methods including
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microwave digestion, electrothermal plate digestion and ultrasonic digestion. The contents of Ca, Cr, Cu, Fe, Mg, Mn,
Ni, Pb, Sr and Zn in plant samples are determined respectively by ICP-OES, with comparison of digestion effects of the
three methods. The results reveal that the detection limits of three methods are 0.042x10°-0.239x107°, 0.046x107¢
-0.237x107° and 0.026x10°-0.232x10°°, respectively. The relative standard deviations of the elements to be measured
are all lower than 10% , with the relative errors of —11% to +13.8% , —-22.1% to +8.7% , and -13.3% to +8.9% ,
respectively. Ultrasonic digestion shows a lower detection limit and better accuracy, which meets the requirements of
DD2005-03 Technical Requirements for Sample Analysis of Eco-geochemical Evaluation (Trial), and its feasibility in
practice is verified. The test proves that dissolving samples in aquaregia with the assisted ultrasonic digestion is a
simple, quick and accurate sample preparation method, which can meet the requirements of plant sample analysis.

Key words: plant sample; ICP-OES; microwave digestion; electrothermal plate digestion; ultrasonic digestion; sample
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T SIEM AT R & R R bR,
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HAT, HYIFE S ICR T Bk FH B A & 2 A
RIS (ICP-0ES) =) W JBHE & 45 85 7 4 i %
P (ICP-MS) ™) | X BHERHEIEE T (XRF)™ 51
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XRF %S SR T8 J ] AR R 4140 SR B2 T LS
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P99 F . XRF 75 7T DL SEHUR YRR S b 2 00 % 1 JEH
RN R | (H BEARIN ™ 8 , HARXEAERR I
& EEUR B ICE. ICP-0ES #l ICP-MS 2 72 1 [T
W ZIC R AT, B R R LR 98 o bt
TREPREEA S H S, ICP-MS AN B E A RE S rp
K.Ca.Na Mg & & HIGE.
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o 5365 P I i RN 00 T A S5 3k e R Sl i A B
A R I TR OB IR i PR 55 ) 5l R 5 4 fk 17
(H,0,) BIRAY) , FEALHE HNO; . HNOs+H,0,, HNOs+
H,S0,+H,0,. HNO;+H,0,+HF. HNO;+HCIO,. HNO;+
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(FAAS)FI ICP-OES & T 41257 Cd.Co.Cr.Cu . Mn,
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Ab 1. Aksuner 25 1290 FAS T R0 T f R EE BRORR T
FEIRE S Cu Fe K Mn Ni Fl Zn, 455 5%, Bifp
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¥ Cr Mn.Zn,Cu.Ni .Pb Mg Al 1 Fe B &, kb
BT PR T R R T 9 A T AR R B T A 3
. Mullapudi 55 2 PR 1A [G 00 T % 7 X 1CP-
OES M 52 /N W Zn, P, Cd. Pb, Fe, Mn, Mg. Cu,
Ca. Al, Na Fl K B35 FE. b aRAR Y0 it iy Ak 3t 7
B, AN S FEARGRZEN B2 L, Sk
AR b T T A AT
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Tl i Ah B 7 25 AR A o, AT TICP-OES %2 Ca.
Cr.Cu.Fe Mg.Mn Ni .Pb.Sr #l Zn &, Xt HAG
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1 EIES
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iCAP6000 4 i H i 45 B T & & 9 ot i
(Thermofisher Scientific, USA); TANK PLUS %Y f# )
T C I s M5800-] Y A s 7 {L ( Bransonic ,
USA); Avanti J-E B4 25.00L(Beckman, USA); CT1462-
30 AU HL HbR (K 4R 2 B ) 5 XSR205DU B 43 #r K
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- CHEPRFRATR 2000 R A R w]). Ry sl (5
HAPHOR T 99.99% ). ICP-OES AR R U3k 1 JiF

7N

x1 HHTER ICP-OES ME&H
Table 1 Test conditions of ICP-OES for analyzed elements

S Bt
ExSTd 50 rpm
SALSR A 0.6 L/min
L)) i 0.5 L/min
AR 15 L/min
S A 1150 W
TSR] 15 s UV/10 s Vis

Ca: 317.933 nm, Cr: 205.560 nm, Cu: 324.752 nm,
Fe: 238.204 nm, Mg: 285.213 nm, Mn: 259.372 nm,
Ni: 221.648 nm, Pb: 220.353 nm, Sr; 407.771 nm,

Zn: 206.200 nm

TLRK

1.2 ##5RF

BHER i AL S R R FNBRRR A B KR R Ak
R RA T, i feeE B g 4Eig. Ca Cr.
Cu.Fe Mg .Mn .Ni.Pb.Sr I Zn A0 Z AR Al 45 15 TR
(1000 mg/L), W B EI5A (04 I8 S B F M RE 3B il ik
R K TR R S 30 BRSBTS TR T3 R 2% 1
R, SR R B AK (FEBHEE =18 MQ-cm). >R E
F—RARAEY T GBW10010a( KK ) . GBW10011a( /)
). GBW10013( % ) A1 GBW10048(Jr3¢ ) #1775 1
BGUE. K FHSEPRRE A, SI—S2( 8546, KATINIX I P ) |
S3—S4(KFH, KATINIX NP EE) . S5—S6( 1R3¢, K17
I PGB ) . S7T—S8( K, KATIL X L P4 B ) k4 77T
AP SIE.
1.3 H&mFKR

FEIFE R AR T8 b SR AR A T 1 ik
ST, RIS NS B DO A, P Im B 5
BEPT B AR, e 55 KA T I S s 3 A e O
ORI BHIR L B R X ISR, WA R 893~2 426 m, At
FAb 45 38°30'—40°21" AR £ 111°51'—114°31' Z i),
VERCTAEX Py E R AEY KRS oK R R AR B 2 0
VEN B AN RN G MR S ey, KT,
80~90 CHET, #rtisd 100 H .

1.4 FHmErkiE
141 FURHEBRIESRE

# 0.5000 mg FEPIFENM . 6.0 mL 65% (IKFL43%50)
HNO; F1 2.0 mL 30% H,0, I AZIH L2525 . TiiH
20 min J& B LTI GO0 I AR ASC R SO T A R D
T: 1) 5 min FFFZE 150 °C; 2) 150 CTF {54 20 min;
3) 10 min 3HIZE 80 °C. W5 , ALK EA 2 25 mL,
FH ICP-OES 3005 , bl [F] i gerfi 2 1328
142 BHRFEHBRIESE

¥ 0.5000 mg FHYIFESE FHIEM S, A 10
mL HNO,-HC10, (4+1)IRATR IR SIS na:, & 12 h
JE LR 85 CHMFRINAR 3 hs FREIRIE RS, A 5 mL
30% H,0,, kS A, BRI S S RO (sl 2 IR B
ARG, BAKEZR 2 25 mL; A ICP-OES #:3
Bl EI A 2 s
143 BEHERIRESE

H 0.5000 mg FEPIFE T E T RN E OB T,
A 2 mL FAKIRA WA BTG 45 CHEEFS 30 ming
FEBAIKEZ 2 25 mL, BRI SAEEI 12 000 rpm
B0 10 min; BRI, I ICP-OES 3200 % , i [A) iR 56
2 e

2 #ERE5ite
2.1 FREMEREL

BEHE IR RS A W £ 5 MR
TRATRUE R BN LW, WA TN 2%051R. 7Eik
FASER TAESETT , DABRUEVA VRS i TR B (x107°) S
ARBR AN T 2R 11 & B 5 B A N A bR 2 A o R £k
R TR LAER UL 535128 Ca 50x107°~ 4000x10°,
Cr 0.05x10°~ 5x10, Cu 2x10°~50x10°, Fe 3x10~
600x10°, Mg 100x10~3000x10¢, Mn 5x10°~50x10°,
Ni 0.1x10~5x10, Sr 0.1x10°~300x10, Zn 1x10*~
3100x10°* FIrA Al DT ZR AHSE R A KT 0.9990.
22 FHiEWHREEE

FETEFE B SEIG 244 T, X4 P TRGE S0 12
W, L3 AEAR IR 2= TSR T R R H B L AR
w3 2 iR,

3 P A 5 DU (ARG HE BIR 4331 A 0.042x 107~
0.239x107, 0.046x10°~0.237x10, 0.026x10°~0.232x
1075, HA B Ca Cr F1 Fe #b, B BAR T £ A T it
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Table 2 Detection limits of ICP-OES
by three digestion methods

PDF pdfFactory Pro

JCE IR0 FL PRI A /107 R I fiR110°
Ca 0.191 0.326 0.186
cr 0.094 0.177 0.097
Cu 0.077 0.098 0.041
Fe 0.157 0.366 0.151
Mg 0.239 0.247 0.232
Mn 0.103 0.139 0.036
Ni 0.045 0.058 0.029
Pb 0.138 0.171 0.143
Sr 0.042 0.046 0.026
Zn 0.131 0.150 0.137

FLA AR A R B . R FH R 7S T L I E Y CaCr,
Fe Mg.Pb FlI Zn (45 H FR 510 I g Al i, X F
Cu . Mn . Ni F1 Sr, #75 7F fi 22 90 o AR s o B
23 HHEMRBEELRE

Fie AR 7 UL W S I WRE L A PR O ofE A
GBW10010a( K>k ). GBW10011a(/N&Z ). GBW10013
(B F1 GBW10048(f38) 45 12 itk Arill . 1143705
DLTERf BE SR 5 BE 45 R 91 153K 3.

AR FAAXHR 2 RE(% ) fif i o0 2 I 52 A9 VR
B, SR PR bR v 22 RSD (% ) i 20 50 52 BkG 2%
BE. W 25 0L, 3 T A 7 5 e DT &R A
XA A 25 KT 10% , Y33 /2 DD2005-03 (4= 25 1
BRALZA VR AE S A3 B B AR R AT ) )R, BAA
TP ARG B R, VAR 7S T B O TR T e A A
M A 3 0T A 1200 2 0 G 3R 1R AR R 152 25 430
F-11%~+13.8% . —22.1%~+8.7% . —13.3%~+8.9%. 13
U523 % R P A LA O R R B (AR
S R TR GBW10010a 1Y Ni. GBW10048 114 Zn L)
KA f#HR GBW10011a K] Ca F11 Ni, GBW10013
Y Fe, GBW10048 H ) Mn Il 5E 45 W i 28 b v (L 55
K, HXFRZEHL ML 10%, (AR5 R ER. 2
b, 2 R ERE 5 BN AERR P, JE T 1ICP-OES &2 #54)
FEs A Ca, Cr, Cu, Fe, Mg, Mn, Ni, Pb, Sr
Zn, TR 75 8 B i — o ) B Pt MR Y
FE a2
24 BEHEBETITERR

T R P AR S PR AR TR R AT A T, A

PEFEYIRE S (EEAE KRS (R R TN E. FEE
HE AR PIRE SIS D2, SR A HNO,/H,0,
VSRR, BRI S B T A A A S — b S i i Ak B
Bn I AR ORI fE TR E S ik, R
FH ICP-OES 43731 388 225 ol 0z 15 fifp 105 AR R 75 T i v o 512
PREERRAS 7 Oydbf rill e 2 s 9k 4 s,

AITIELL 95% W BAG B R e bR, R F A e
TN R X R i Ak AT 7 i A R ik A T
SRR, WAL SRR, RS TR IR A
PESR RN TC 2 Y F R 50 B A A v ik i s
(Fu=4.28), t KB (E 5 S3 H Y Cu A1 S8 H1 A Fe
A, HAE AR T AR A I FAE (fgiea=2-45).
Uk, E KRR RS i BT Ak BB S AR I R RE
AR,

3 45iE

AR IETF ICP-OES v& 8. T H WAL £ 50
AP i, SEBL T XA S R Ca. Cr, Cu,
Fe. Mg, Mn. Ni, Pb. Sr, Zn % 10 FOCE M &, 52
BBE R . AR TR G0 %) SRl 11 ik A g BT
FRFE AR, AP S BT A LA RE A e R TR AT (S S
o TRTES R 7S I AR R I T M AR v R O i EL A
R ARG R, U E ARG %% 2 ¥ /2 DD2005-03
CESHIRAFVEMAE S T EARZSR (R47)) %
SR 3E SR RAT LU XL PG B SE PR S ET T A HT . SRk
R T SRR — T TR R PR MR AR o
P T A —1CP—-OES 1 2 AE AT it 7] Sy B R B 5
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Table 3 Accuracy and precision of three digestion methods

~ ) o TR i i FL B T TS T
7 TR Bt (e

FHME RE/% RSD/% I RE/% RSD/% I RE/% RSD/%

Ca 0.007 0.0067 -4.3 6.8 0.0064 -8.6 4.9 0.0074 5.7 3.1

cr 0.08 — — — — — — — — —

Cu 3.0 3.20 6.7 4.0 2.71 -9.7 42 2.93 -23 3.0

Fe 4.0 3.82 -45 3.8 3.27 -13.9 29 3.74 -65 26
GBW10010a Mg 0.013 0.0124 -46 55 0.0117 -10.0 42 0.0136 46 2.0
(oK) Mn 111 11.28 1.6 47 11.62 47 37 10.38 -6.5 5.0
Ni 0.21 0.187 -11.0 4.7 0.191 -9.0 6.1 0.205 -24 4.9

Pb 0.10 — — — — — — — — —

Sr 0.15 0.156 4.0 3.6 0.163 8.7 9.7 0.159 6.0 5.4

Zn 13.3 13.68 2.9 5.3 12.14 -8.7 5.6 14.21 6.8 3.6

Ca 0.03 0.031 3.3 43 0.028 -6.7 10.1 0.027 -10.0 2.9

cr 0.09 — — — — — — — — —

Cu 3.0 2.85 -5.0 41 2.75 -83 74 2.91 -3.0 6.2

Fe 25 26.1 4.4 6.8 216 -13.6 9.6 238 -48 2.3
GBW1001la Mg 0.062 0.061 -16 5.5 0.066 6.5 6.8 0.060 -32 7.0
(/NZ) Mn 10.0 9.32 -6.8 5.3 9.56 -4.4 44 9.27 -73 48
Ni 0.08 0.073 -8.8 2.9 0.073 -8.8 3.6 0.070 -12.5 45

Pb 0.09 — — — — — — — — —

Sr 2.6 2.45 -5.8 4.7 2.41 -7.3 44 2.52 -3.1 42

Zn 12.3 12.77 3.8 5.0 13.15 6.9 6.6 11.82 -39 41

Ca 0.153 0.151 -13 5.7 0.148 -33 5.4 0.156 2.0 32

cr 0.28 0.262 -6.4 3.6 0.267 -4.6 47 0.264 -5.7 5.5

Cu 10.2 9.73 -46 45 10.30 1.0 5.7 10.48 2.7 2.4

Fe 139 142.5 2.5 3.1 116.2 -16.4 8.3 1205 -133 2.6
GBW10013 Mg 0.230 0.214 -7.0 7.3 0.208 -9.6 41 0.211 -8.3 3.9
() Mn 28 29.37 4.9 5.2 29.91 6.8 6.6 28.39 1.4 6.7
Ni 4.0 3.87 -33 6.6 3.74 -6.5 33 3.83 -43 5.6

Pb 0.07 — — — — — — — — —

Sr 9.9 10.06 1.6 6.1 9.27 -6.4 5.7 9.55 -35 8.0

Zn 38 36.14 -4.9 4.7 37.28 -2.0 44 34.21 8.4 48

Ca 1.66 1.654 -0.4 8.4 1.617 -26 9.1 1.632 -17 7.8

Cr 1.35 1.42 5.2 7.3 1.30 -37 5.6 1.47 8.9 39

Cu 8.2 8.41 2.6 6.9 8.88 8.3 5.8 8.53 4.0 5.5

Fe 597 563 -5.7 6.4 465.1 -221 4.0 577 -34 5.9
GBW10048 Mg 0.53 0.522 -15 34 0.546 3.0 8.7 0.528 -0.4 3.4
U73) Mn 45 47.82 6.3 7.2 37.15 -17.4 2.5 39.37 -125 6.9
Ni 1.8 1.66 -78 6.3 1.54 -14.4 6.1 1.74 -33 6.3

Pb 2.7 2.57 -4.8 5.7 2.51 -7.0 7.4 2.90 7.4 4.6

Sr 213 211.7 -0.6 5.4 200.5 -5.8 6.3 199.2 -6.5 3.6

Zn 26 29.6 13.8 48 27.4 5.4 3.0 241 -73 5.0

A Ca Mg R 102, HoA R 107 —ZRnIKTFAG H B,
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Table 4 Analysis result of element contents in samples detected by ICP-OES

B JUE ORI AR TEARE Fotest t-test B JUE RN AR Fotest t-test
Ca 0.352 0.345 1.27 1.19 Ca 0.350 0.347 1.22 0.51

Cu 492 5.23 2.20 1.57 Cu 4.86 4.70 1.01 1.03

Fe 104.5 106.2 1.06 1.18 Fe 96.4 102.1 157 2.21

SL(#1E) Mg 0.148 0.145 2.32 1.27 S2(#:18) Mg 0.143 0.148 2.29 1.00
Mn 18.37 18.25 1.63 0.19 Mn 16.6 17.7 1.18 2.36

Ni 0.780 0.815 2.72 1.76 Ni 0.794 0.735 3.11 1.92

Sr 23.9 25.0 2.44 2.0 Sr 27.0 28.7 1.27 2.72

Zn 23.0 235 1.62 1.54 Zn 20.4 205 1.09 0.27

Ca 0.0121 0.0116 1.38 2.20 Ca 0.0116 0.0121 1.48 1.61

cr 0.410 0.422 1.93 1.16 cr 0.438 0.428 2.61 0.75

Cu 2.46 251 2.93 2.53 Cu 2.00 1.94 1.44 2.12

Fe 59.6 62.8 1.30 2.17 Fe 25.9 265 1.40 1.03

S3OKAH) Mg 0.141 0.138 115 0.97 || SAUKH) Mg 0.140 0.144 1.77 1.50
Mn 31.6 318 1.49 0.65 Mn 29.3 283 2.16 2.13

Ni 0.462 0.485 4.15 1.94 Ni 0.231 0.238 111 1.79

Sr 1.56 1.47 121 1.83 Sr 1.18 1.14 2.02 1.67

Zn 16.6 17.1 2.01 0.90 Zn 15.8 17.2 1.94 2.37

Ca 0.0145 0.0144 1.10 0.21 Ca 0.0130 0.0128 2.69 0.48

cr 0.145 0.139 1.65 1.39 cr 0.168 0.170 2.18 0.54

Cu 3.01 3.06 3.69 1.33 Cu 3.14 3.23 3.54 1.95

S5 (i) Fe 38.6 39.5 1.77 0.63 SB () Fe 455 475 1.09 1.58
Mg 0.170 0.168 2.69 0.58 Mg 0.190 0.192 3.32 0.79

Mn 18.2 17.9 418 2.14 Mn 20.6 20.4 1.44 0.65

Sr 1.99 2.01 3.38 0.73 Sr 1.07 1.07 1.17 0.79

Zn 21.7 21.0 1.00 1.91 Zn 23.84 24.4 2.34 2.15

Ca 0.0060 0.0059 3.30 0.28 Ca 0.0049 0.0048 3.73 0.53

cr 0.113 0.118 1.69 1.84 cr 0.123 0.118 1.80 1.40

Cu 1.07 1.07 2.12 0.02 Cu 1.22 1.21 2.55 0.31

ST(EH) Fe 18.7 19.3 1.15 1.10 S8(EH) Fe 17.4 16.0 1.37 2.71
Mg 0.131 0.129 1.06 0.73 Mg 0.117 0.114 1.62 0.85

Mn 5.05 5.25 3.18 1.80 Mn 4.87 4.78 3.56 0.61

Sr 0.410 0.420 1.88 1.59 Sr 0.438 0.434 1.42 0.26

Zn 14.0 14.1 1.09 0.27 Zn 145 14.6 1.32 0.82

TN Ca, Mgl 102, HAlN 105 n=7, P=0.95, F=4.28, 1=2.45.
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