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Simultaneous determination of 35 elements in wheat by microwave
digestion-inductively coupled plasma-mass spectrometry

YUAN Wen-Ting, CHENG Guo-Xia, ZHAO Di, WANG Cai-Xia, NIE Xiao-Ling, LIU Yu'

(Center for Disease Control and Prevention of Shaanxi Province, Xi’an 710054, China)

ABSTRACT: Objective To establish a method for simultaneous and quantitative determination of 35 elements (Li,
Be, V, Cr, Mn, Co, Ni, Cu, As, Se, Y, Mo, Ag, Cd, Sb, Ba., La, Ce, Pr, Nd, Sm, Eu, Gd, Tb, Dy, Ho, Er, Tm, Yb, Lu,
Hg, Tl, Pb, Th, U) in wheat by microwave digestion-inductively coupled plasma-mass spectrometry (ICP-MS).
Methods The wheat samples were digested by microwave system and detected by ICP-MS. Sc, Rh, In and Bi were
used as internal standard elements to correct the matrix effect and signal drift. Results Each element presented a
good liner relationship, and the correlation coefficient (r) was between 0.9996 and 1.0000. The detection limits of 35
elements in wheat were 0.0001-0.0030 mg/kg, the range of recoveries of samples were 89.0%—115.5%, and the
relative standard deviation (RSD) was 0.36%-4.90%. The method had high precision and accuracy because the
determination results of the first-level reference materials Henan wheat (GBW10046) and Sichuan rice (GBW10044)
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were consistent with the standard values. Sixty wheat samples were analyzed by ICP-MS method with satisfactory

results. Conclusion The method is simple, rapid, sensitive, which is suitable for determination of multiple elements

in wheat. And it provides basis for quality control and nutrition evaluation of wheat.

KEY WORDS: microwave digestion; inductively coupled plasma-mass spectroscopy; wheat; elements
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SR TIAE TCER My A 2 0L T 28 S ] WL 43 6 B
% (ultraviolet-visible spectrophotometry, UV—VIS)“’Z]\ JiF
W2 i 43566 )3 1 (atomic absorption spectrometry, AAS)>#
B F % Ot ¢ F B (atomic  generation fluoresce
ence-spectrometry, AFS)[5’6] . HEGE A IR R BTk
(inductively coupled plasma-atomic emission spectrometry,
ICP-AES)"*1 il Hi &% # 45 25 8 1 1K 5 3% ¥ (inductively
coupled plasma-mass spectroscopy, ICP-MS)'% UV-VIS £
SRARAERT B, I A, ERr ik RE 2, iR | iy
i) 25 KR A2 K, HZE R 30538 10 i 650 b A TR M
AAS FRAERER, HUTIARE 158, (HICHE S Z o0 [N
E; AFS K BRAK T AAS, T/, ZerksE, HIAraedE
MICHE AR, ICP-AES [a] Il 220K HA 43 Hr s i
BB fe 0, AR A 2 50 28 00 5 A S50 R B 1Y i Ap ok,
HL SRR 2 56 ) A BT v LR 1) 23 BT RE T, Wi 2 0
FHF 6 R S v A o0 3 A B e R i s 2 LA
TS ICP A L B Rt 5 MS P RBPGHE . B TR
MR RUARZE G, BA RS i, T &
PEYGE T8 . A BRAR A AR A, DU Y AL 55 T e R
RRFYCHE, HAT ZMR e,

AN SR E ALy b DR R AR, AR 2
BRI RN E IR, REREER AL H W AR
HE TR MIRZ T b, B A it e, WEEa
EEYVSE S (RYREY NN % 3 B N (]:0E 36 R 0]
WEAEY R ZFon R T HEERINE, 7L E IR A
R VT PRI o L I e 3 5 o PR SR — i 1Y
AU, HAT R . H AT T /NE s R E 4R
L LT Pb. Cd., Cr. Ni, As, Hg G H 4R n g7,
XF TR E Y BT R B LR R 4R R i AGE
B o ASBIFE R WO T A - LR 45 55 18 TR SBT3V X /N
35 FOTRFER HEATIE, LU/ INAE thon R s
SAM AR PR Y A vk

2 MRERE
21 UHB[EE
Milli-Q R4 /K HL(3E [H % B#H /N F]); CEM Mars 6 13

W RAL (L B 220 F]); BHW-09C AR (3 [ 138 2
r]); Thermofisher X-TTHLEHEA 55 & TR B (32 E HvH

NGNS
22 iR

4K (AR 18.2 MQ-cm, Z£[E Milllipore A #]);
TSR (LR 2li, T81E Merck AH]); i L& 30%(5Hral,
K R8G50 a R A |, SR (g, FE24%E
FARAF), BT EbRUHEY R[100 pg/mL, GBW(E)
0805471, 7R HIL ZARMER (100 pg/mL, GBW 08617)(+ [
TR L), 20 R IRA TR R (5183-4688, L
Ca, Fe, K. Mg, Na 1000 pg/mL; Ag, Al, As. Ba. Be.
Cd. Co. Cr. Cu. Mn. Mo, Ni, Pb, Sb. Se. Th. TI.
U. V. Zn 10 ng/mL, [ Agilent 23 ®]); 15 Fff +I0 bR
WEVAWEL (100 pg/mL, GSB 04-1789-2004) . 4x ML IT ZARUE K
(1000 pg/mL, GSB 04-1715-2004)(E %A (0.4 J& M H T4
RE S BT D0 b ), PN BR VA U B PR T R b T U
(1000 pg/mL, GSB 04-1750-2004) . 44 857 2 4% M VA W
[100 pg/mL, GBW(E)08027] . % (1000 pg/mL, GSB
04-1746-2004) . %t B T # b 7 7 W (1000 pg/mL, GSB
04-1719-2004)(1E A7 €4 4x J& S oL —F 4 BE o BT il ik vy ),
e FH AT 5% BR VS R B 25 ng/mL AOTRA VTG TR
W Ba, Be. Bi, Ce, Co. In. Li, Ni, Pb, U (10 ng/mL,
& [# Thermo 23 &), i AT FH S%EERIA A B 1 ng/mL
23 nESRYIR

R /N2 [GBW 10046(GSB-24)]. M )i K K [GBW
10044(GSB-22)](H [ b J51 7} 27 e Hh 32K 47 S0 dth 3R Ak 27 HH 2
W5EIT) .
24 ELWHE
24.1 AR F 5| ER G BLH

35 PO EbRAERRR I EL S BOE BT E AR
WAMZ U R EER . B, B BE. B, B B B
Wi, EH. BRL. FR. BR. AU, 4B, B, &L, HH, 10 mg/L)H
S% iRV Ay BIBC AL 4 0., 2.0, 5.0, 10.0, 20.0, 50.0,
100.0 ng/mL [ 19 FiT R IR A FRUERF

15 Fif £oC R bR 2R AGC ] BUE B AR
WL, B, 8L B Bl B2 BA. EL. BRL BE. Bk HEL
B A S%AEER S M EL R BE S 0.0.05.,0.10,, 050,
1.00. 5.00. 10.00. 20.00 ng/mL A9F HIR SARUER S, K
b o T2 TE ] IO R AR VR, A AR T R
(0.20 mg/LYYE MR bR iR & L Lk 40510 0. 0.10,
0.50. 1.00, 1.50, 2.00 ng/mL [{J5RFRIER YA
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E LB
A | ng/mL B ER S HFEIET AL, SRR
SHNFE 1.
243 A Aeibm)

B/ NERE AR R GG, ML SR, TR
5], HERRFRIEL 0.30 g Bk TRUBIH A4S ., A 8 mL AHMR,
R, F IR E MR T A SR (L3R )8 T T AR, ¥
HUFBU, HRREET 100 °C HRRZE 1 mL 24, FHalik
R ZRMREAE, AR, EAE 10 mL, 75

242

o], [RIAOGR 25 1o FRIRER 1 BOE B SR AR AR
SEVMER SRR IR, R AT Rn b B
3 HREHR
3.1 UERFEHML
1 1.0 ng/mL ATRIEBOR U &, AL S 10 R BUE

Tt A, RN A8 OB E 1] 7 R e . b 1
RS ELE 1,

®1 BRBAFETHRRIEMEIERS

Table 1 Operation parameters of inductively coupled plasma-mass spectrometry
I ER S ZHE LT 21 ZHE BEEE 27 SHUE
I RV -125 e /v 1.0 i H /mm 460
B UV -1080 ANPATF IV 0.0 ¥4 #1/(L/min) 13.0
B2V -79.2 % fk/(L/min) 0.91 4 B /(L/min) 0.80
REREV 11.0 B3IV -193.7 KA TR /mm 98
D1 /v -46.3 IEYY 1400
D2 HLJE/V -133 7KF-/mm 122
#2 BURHMBMTIERE 0ce, "pr, “Nd, "Sm. '"PEu. "'Gd. "’Tb. '“Dy.
Table 2 Microwave digestion program 1651 . 166gp 19Ty 172y 15y 202Hg | 205 208py
A EFEHE/min AR E/min ZORREC ER/W Barp B8y YRR AR
1 5 5 120 800 332 AAR®E
) 5 5 160 200 R T XIS R A E A S Y RS AT M A
; S " 180 200 1E, R AEI RC R K — M SRR RN, S oI A

3.2 HRRARRIERE
HEFIFRIL 0.30 g pRESHYIIT, b A Rl E AR R %)
FESRTE M RCR . B TAERAE T INAL 7.5 mL HNOs+
0.5 mL HF, 7.0 mL HNO;+1.0 mL H,0,. 8.0 mL HNO; &
WRIATIROB AR, ME 2R G &, SRMEIEBARR X
ME ZE LRI, HF M R0 2 25 T ms 8 1wl iR A &AL &
AR R, MAHMRIAR R IR A SR R R Z A
B 225, Frim g SR AR I e YEE i . {(H)2 HF
R R 2R 55 AL AR A — R AR, TR B 25 3 g rp
PR R ALY, B 1R ST gy, RIS
BEPE 8.0 mL AiS R 1A R AT TH AR
33 5FMKREBXREZMEE
331 RMzEs#E
ATFFEMRPEREMIT R F B T R BRI
0], A3 3EEC 7L, °Be., 'V, *Cr, *Mn, ¥Co. *Ni. *Cu,
75AS\ 8236\ 89Y\ %MO\ 1°7Ag\ HICd\ IZISb\ 137Ba\ 139La\

WHRICER o PR IERERY B Z AR AR P AN BE S A Rl T
R, HRNAR B SR c R #08, IF H NP ER )
th AR BN SR T R AL . BT L R, AHESRY
KHIBU(Se). FE(Rh), #H(In). BEBHRTIR G RIE R NR .
3.3.3 Hg 2 Ie B 89 R

P SRR E), ICP-MS 55 He A — 2 R BR1E,
FLEA W W B, AR AR P S 5 W B A8 R
BLOHEO L, AWRE, WAL . R AT 5 4
W4 5R 5, SR, TR ERFMiaE, 4
SV B T KBS, T BRI 4 R S5 M DAAE S5 8 TR g 1
b, FECRMAR . I, ARFFEERE 0.20 mg/L 4K
i He B9FasE R, TRIET A 0.20 meg/L 4V -5 % it B VA T
THUETERE R SE, LAFER Hg B9ICIZR0
34 Mol WHR

Li. Be. V. Cr, Pb, Cd % 19 Fh7C & 1E 0~100 ng/mL,
15 F# - ICZAE 0~20.0 ng/mL, 5R7E 0~2.00 ng/mL 5 FEl 1,
SE SR R R CR, MXREIIKRT 0.999.
i 4 6] Bk i A% 5 N7 ) 4k 2% BX & 45 (international union of
pure and applied chemistry, ITUPAC)AYRLE, #ELEME 2
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IR 11K, 8 HARUE W 7% (standard deviation, SD), 157 3.5 FiEEYT =

FICR IS T BR(3SD), i HRFRE N 0.30 g, A AT A 7] 36 5 4 22 90 2R e A TR T /NI RE
BUb 10 mL HEE B A R AW N 35 FOE 2o el Ak B AT, (B AT AT SRR,
F A BRALE 0.0001~0.0030 mg/kg Z 6], 470 % MK B 35 FOTHE IR EIBCRAE 89.0%~115.5%Z 1], 456
R FIAE S RO 3. IR, MO CRME B R, 2RIk 4,

#=3 35MHEBTEREIRMBRLRBE(=11)

Table 3 Linear correlation coefficients and limits of detection of 35 elements (n=11)

LR MXFRHr  AEEKHE (L) bk (mgkg) JTE O MXRHr  KHR/(pgL) KRR /(mg/ke)

Li 0.9999 0.3000 0.0010 pr 1.0000 0.0100 0.0003
‘Be 0.9999 0.0300 0.0023 1ONd 1.0000 0.0100 0.0003
Sy 0.9999 0.0700 0.0030 7Sm 1.0000 0.0100 0.0003
“Cr 0.9996 0.0900 0.0020 'BEy 1.0000 0.0040 0.0001
Mn 0.9998 0.0600 0.0010 ¥1Gd 1.0000 0.0060 0.0002
¥Co 0.9999 0.0300 0.0023 '¥Th 1.0000 0.0040 0.0001
ONi 0.9999 0.0700 0.0030 %Dy 1.0000 0.0040 0.0001
Cu 0.9999 0.0900 0.0030 'Ho 1.0000 0.0016 0.0001
As 0.9999 0.0900 0.0030 1Ey 0.9999 0.0040 0.0001
2S¢ 0.9999 0.0900 0.0005 19Tm 0.9999 0.0016 0.0001
¥y 1.0000 0.0160 0.0020 "Yb 1.0000 0.0040 0.0001
%Mo 0.9999 0.0600 0.0010 "Lu 1.0000 0.0016 0.0001
Ag 0.9999 0.0300 0.0020 2Hg 0.9999 0.0700 0.0023
ed 0.9999 0.0600 0.0023 2051 0.9999 0.0100 0.0003
121Sh 0.9999 0.0700 0.0100 20%pp 0.9999 0.0700 0.0023
¥"Ba 0.9997 0.3000 0.0007 2Th 0.9999 0.0600 0.0020
La 0.9999 0.0200 0.0005 2y 0.9999 0.0400 0.0013
140Ce 0.9998 0.0160 0.0010
F4 FHEEEE
Table 4 Standard addition recoveries of method
% AR A AR W5 i g AR AE AL 5 i IR
/(ng/mL) /(ng/mL) /(ng/mL) /% /(ng/mL) /(ng/mL) /(ng/mL) 1%
Li 0.644 0.600 1.3170 112.2 0.612 2.000 2.7920 109.0
Be 0.064 0.600 0.7020 106.3 0.076 2.000 2.1360 103.0
\% 0.353 0.600 1.0310 113.0 0.28 2.000 2.4200 107.0
Cr 8.600 0.600 9.1563 92.7 11.1 2.000 13.4102 115.5
Mn 40.470 20.000 59.8300 96.8 42.655 40.000 83.1260 101.2
Co 0.329 0.600 0.9390 101.7 0.361 2.000 2.4520 104.6
Ni 3.621 0.600 4.2390 103.0 3.764 2.000 5.5430 89.0
Cu 10.540 20.000 29.8300 96.5 13.49 40.000 52.8600 98.4

As 0.489 0.600 1.1220 105.5 0.894 2.000 2.9920 104.9
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i ARE JIA 2 fE HEvE ARE PSR EE s
/(ng/mL) /(ng/mL) /(ng/mL) /% /(ng/mL) /(ng/mL) /(ng/mL) 1%
Se 0.333 0.600 1.0020 111.5 0.419 2.000 2.6540 111.8
Y 0.061 0.200 0.2900 114.5 0.1359 2.000 2.1900 102.7
Mo 9.658 0.600 10.3500 1153 7.394 2.000 9.1970 90.1
Ag 0.047 0.600 0.6470 100.0 0.085 2.000 2.0760 99.6
Cd 0.234 0.600 0.8890 109.2 0.28 2.000 2.2280 97.4
Sb 0.019 0.600 0.6210 100.3 0.027 2.000 2.1440 105.9
Ba 25.850 0.600 26.5100 110.0 47.86 2.000 50.1200 113.0
La 0.201 0.200 0.3950 97.0 0.281 2.000 2.1340 92.7
Ce 0.100 0.200 0.2950 97.5 0.129 2.000 1.9963 93.4
Pr 0.026 0.200 0.2430 108.5 0.158 2.000 2.1064 97.4
Nd 0.095 0.200 0.3110 108.0 0.052 2.000 1.9983 97.3
Sm 0.019 0.200 0.2360 108.5 0.012 2.000 1.9125 95.0
Eu 0.012 0.200 0.2300 109.0 0.001 2.000 1.8598 92.9
Gd 0.018 0.200 0.2320 107.0 0.001 2.000 2.0012 100.0
Tb 0.002 0.200 0.2200 109.0 0.004 2.000 1.9968 99.6
Dy 0.011 0.200 0.2300 109.5 0.002 2.000 1.8352 91.7
Ho 0.002 0.200 0.2190 108.5 0.001 2.000 1.9260 96.3
Er 0.000 0.200 0.1990 99.5 0.003 2.000 1.8610 92.9
Tm 0.001 0.200 0.1980 98.5 0.001 2.000 1.9558 97.7
Yb 0.005 0.200 0.2210 108.0 0.007 2.000 2.0310 101.2
Lu 0.001 0.200 0.2170 108.0 0.0025 2.000 1.9592 97.8
Hg 0.002 0.200 0.2125 105.3 0.005 1.000 1.0998 109.5
Tl 0.009 0.600 0.6160 101.2 0.013 2.000 1.9140 95.1
Pb 0.394 0.600 1.0600 111.0 0.471 2.000 2.3810 95.5
Th 0.022 0.600 0.5983 96.1 0.011 2.000 1.9812 98.5
u 0.007 0.600 0.6360 104.8 0.008 2.000 1.9770 98.5
PR ——— M, BRI AS T 1 OYRERER, FEAIRRIIN 1.67%.

gy i xb R — b HE 2 B Y B b &

(GBW10046) . P11 KK (GBW10044)i 47l 2, EEME 7
K, 25 TG M E S5 I VPR ZETL N, AERT AR 22
(relative standard deviation, RSD)7E 0.36%~4.90% 2 [i1], i
SRR R, AR IR 5,
3.7 HmNE

XF 60 /N RE L 35 FOCERAEATR, [RIESR S
SR TR ] sl AR (L BRSBTS s 4 i 45 21
R, HIURAE/NERM AR, HEE  R bR

AW EE ST T I I M -ICP-MS JEIE /N FE A Li,
Be. Cr, Mn, Co. Ni, Se, Cd. Pb 5§ 35 Flon &M Hik.
WAL T AR R, RS R 1A 2 6 R S A T IO T )
Pl Sc. Rh, In. Bi AWNAREEFTINAE, £I0K 2 RIFH
MR, TR HFRTE 0.0001~0.0030 mg/kg Z 18], HHXS
Fr fE i 22 7 0.36%~4.90% =z [8] , fin A5 [8] W K 78
89.0%~115.5%Z ] o A J5 5 AT W) B0 2 /N 22 Hh i st oG
£, BEREOEUARm IR, HAEYE. BE. EE
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L AR AR T/INE TR ZRhOC R 1 Bl IREERT5 YORDL o ABEFEEE X T IEM T /N B E IR
E, WERTHER 1/ N rh TR AL A 4L TR A /N A {H, Ak REERME 78T, RN 5 IR oL s It —
SR, Xl N E R ESROCR SR, T JE B BRIEAR T .

x5 ESEMRHVESER(N=7)

Table 5 Analytical results of standard references (n=7)

GBW 10044 (GSB-22)P 1] f >k GBW 10046 (GSB-24)in /&
LR B

5E PRifE(E RSD/% WE 1H FrUEE RSD/%
Ag(107%) 0.0038 / 3.83 0.0038 (0.004) 3.36
As(107%) 0.10 0.12+0.03 2.08 0.016 (0.025) 433
Ba(107%) 0.77 0.75+0.09 1.00 1.3 1.4+0.2 1.33
Be(107) 3.2 3.4+0.6 4.57 1.4 1.5+0.4 4.40
Cd(107%) 0.016 0.018+0.002 1.13 0.019 0.018+0.002 4.87
Ce(107) 16 1742 2.09 14.5 13.0+2.4 2.87
Co(107%) 8.0 8.2+1.7 0.93 7.8 8.0+1.6 4.80
Cr(107%) 0.17 0.17£0.05 2.84 0.22 0.19) 2.61
Cu(107%) 2.6 2.620.1 0.43 2.4 2.4£0.1 1.20
Dy(10™%) 1.09 1.15+0.11 451 0.9 0.9+0.2 4.17
Er(10™) 0.68 0.70+0.10 3.81 0.5 0.5+0.1 4.90
Eu(10™) 0.38 0.42+0.12 439 0.45 0.45+0.14 4.07
Gd(107) 1.3 1.5£0.2 4.58 1.2 1.1£0.2 4.90
Hg(10°) 1.8 2.240.5 1.88 2.4 (2.2) 1.49
Ho(10) 0.18 0.21:£0.04 291 0.18 0.20+0.05 2.06
La(10”) 9.8 10.3£1.1 3.54 7.2 8.1+1.4 3.43
Li(10°%) 0.058 0.068+0.016 0.95 0.026 0.0270.007 1.81
Lu(10?) 0.09 0.1) 1.88 0.05 0.07) 4.06
Mn(10°) 11.8 11.5+0.6 0.36 11.0 10.8+0.4 1.80
Mo(10%) 0.61 0.61+0.03 0.81 0.25 0.25+0.02 1.22
Nd(10) 6.6 7.9+1.3 2.78 5.5 6.0+1.2 3.57
Ni(107%) 0.23 0.21:£0.06 1.07 0.11 0.11) 3.47
Pb(107°) 0.10 0.09+0.03 2.65 0.072 0.067+0.016 2.18
Pr(107) 2.1 2.0£0.3 4.90 1.3 1.4£0.2 3.55
Sb(107%) 3.7 (5.8) 2.78 7 (8) 4.90
Se(107) 0.028 (0.03) 4.58 0.060 0.060+0.010 3.73
Sm(107) 1.3 1.6+0.3 4.56 1.02 1.06+0.10 2.74
Tb(10™) 0.15 (0.25) 4.08 0.15 0.17+0.05 2.38
Th(10™) 3.9 4.0+1.2 2.48 3.3 (3.2) 3.06
TI(107) 0.33 0.30+0.04 3.89 0.25 0.27) 3.03
Tm(107) 0.10 0.12+0.04 4.46 0.09 0.12+0.04 2.99
u(10™) 2.2 (2.6) 3.31 1.3 ) 3.01
V(1079 0.03 (0.05) 3.33 0.02 (0.04) 2.48
Y(107°) 0.21 0.22+0.05 2.02 0.10 0.10+0.02 2.00
Yb(10™) 0.49 0.61:0.14 472 0.43 0.48+0.12 4,03

1050 me/kg, 1077 J5PAAN ne/ke.
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