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Simultaneous determination of 27 trace elements in manure by
HNO,-HCIO, digestion-inductively coupled plasma mass spectrometry method
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Abstract: This paper describes a validation process for the simultaneous determination of 27 elements including Li,
Be,Al,Ti,V,Cr,Mn,Fe,Co,Ni,Cu,Zn,Ga,As,Se,Sr,Mo,Ag,Cd,Sn,Sb,Te,Ba,Tm,Tl,Pb and U in manure samples
by inductively coupled plasma mass spectrometry (ICP-MS) with octopole reaction system ( ORS).Several criteria such
as sample digestion condition, method linearity and limits of detection (LOD) are evaluated. A standard reference
material and some spiked test samples are analyzed, and the recovery varies from 80. 2% to 112. 5%.Relative standard
deviations RSD for this method are less than 10%.Limits of detection for 27 elements are obtained within the range of 0. 1
mg-kg™' (V,etc) to 48.3 mg-kg ' (Fe).Results indicate that this method can be used in the laboratory for the routine
determination of these 27 essential and nonessential elements in manure fertilizers.
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1.1 U5 F

B E T REREEEYWRHEARAR ;%
K] 27 FhbR HEF BRI (1 000 pg/mL) Hi E AT
4 Ja@ R BT I 0 SR s SR B AR i S
HHE N GSS=3(GBW-07403) H [ 57 HEW) i 5%
FOC L AN AR | AR, P4l [ Merck 2y ] AR
72:Ge Rh . Lu NARIET (100 wg/mL) Fl Li. Y Ce,
T1.Co (10 pg/mL) WIEW, 2 E Agilent 23 ] 42 77
ST R AK i B BH R = 18,2 MQ - em; T
AR AE T 99.999%

FLJBHN & 5 B TR - T A, 7500ex Y, 36
Agilent 2> F] 42 77 Be B /N AT Rl 48/ 5 N it &R G
(ORS) ; &tk &% , 3 [ Millipore 23 7] 477,

1.2 XWEHE

S T FH B 38 25 2% FHAR L EE Sl 10% () 6l R
WEE 12 h DA E (AT Aok bt gt 3%
FEVRE S % 2B S = G, RS R TR ML R T
48 h, WFEEIF1L 0. 5 mm JE Je b, B4 B T 40 91147
T 4C KA,

1.3 HmiEfE

1 g RESL R 0.000 1 ) T, m
A5 mL VEASFRE AT, T A RTAMIN 1 mL HRASIR .
FERE S BCE T R BRI 120°C DAY, &
EEPRRTE R RN EER, RGMA 2 mL &
SR, ARSI B IR P I AE 220°C LAY, /N0 78
PR &R (LB R, B, A
100 mL A HEMPES IR, B 10,0 mL HRT
T NARE T (100 peg/L)0. 5 mL, B4, il ICP-MS
HEAT 43T, TR B ABORE i 25 IV
1.4 tREIIERR

e K R BEARE T AR AR L 590t
W, IR E 7 HIR AR, RS BT B gk
1R, IRAW T AbRC R IR 1 pe/L,
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1.5 UEBEHTEE

FEPHIE ("L *Y ¥ Co """ Ce FI*TL J5T it ¥k i
H 10 wg/mL) FOIMAMRFI R 1% 3R R , 5 H L
RN E S NS S ER NI 1 BUN GIREE- TR BT
St TR SRR S S8 AR i R
TR FNARUE M (AR A BRI BESK . He AR
T, HAE - P Co" T ¥ Y M N {H>10 000 s~ T 55
T " Ar; A1 P ArCE M R <30 571, 2'CI0T /P Co” <
3%, s TAESENER 2 R,

%2 ICP-MS TiES#

THEBEL WEE THEBHL WEE
RF TR/ W 1500 || 43k = P
B TSGR/ (Lomin ") 15 || M R
HAWR/ (Lomin™") 1.00 || F4ita] s 0.3~1
MFEAMFR (Lomin™ ) 0.23 || R 3
He St/ (mL-min™") 4.0 || WEEAREEE/ (ros™") 0.1
AR/ mm 8.0 ||MrUkHE/ (res™") 0.5
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H,S0, fl H,PO, &7 R Z R F 5+ T4, H,50, 1
BHHIVEIR 2500 ICP-MS B9 AL SR, iR R
ffif, HNO, #ik H & ICP-MS 43 ¥ 5 I 1Y B2 A
B, EEE TRk SR ESd T AR
HNO, [JCZ, fIF L, HNO, FF S 3 Z T8 74
PRBGNE I AN 23 b & 3G, S i, 2 i 4 A HNO, -
HCIO, & 2 18 fif 15, % 7 15 2 ¥ A 5 &8 HNO, -
HCIO,[ V(HNO,) :V(HCIO,)= 3:1 &5, /N0 7E
2 HCIO, 2R IMA AR IE | e R AR B b AT b
A P AR R R 1 T
2.2 [RIEFHANERIETFHEER

ICP-MS 43 H778 AL o £ e 32 s A AR i Bsf,
MEBRAEAMAY ZRFE MRS AER, M
A VAV TG 2R (R T A R B 2 S 4 g | R SRR RN, R
FAAELR PIBR R IE 7 72, AT A R0 W 45 RS TE 43 A1
SR R OISR | X SRR A B S kM
™ RH Ge Rh . Lu IR AV RAE A bR, ik
FEYIN 1.0 pg/mL, BLIRAHEWREA FHEK T
IINDA B R AU R R R A, T AT Ak G ) o S 3R
HE, N 3 PR,
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TESL R A o, 25 75 5 L8+ i
K R He RiSA (A05% 3 FiR) IR KARE
R T 2 B TR I AR T R
oo Low S I HH S LEM Y & Fe Al Se LR
B ER ) H, RS, AR A5 OB g e
MRES T Fe 1 Se JTTR MW E & T 1 pe/L, R
FH He Hlf A5 X [ RE AT DIARAS B b B 25 51
2.3 tREME KHEXERHRSEER

TECE B SEEG 41 T, 27 Rhot R bR 2y
r? ¥IRT 0.997, KZ%H 0.999 9 F1 1.000 0 ( 4n
RIFR), BEFARLE PSRN 1.0 ¢,
ARUA 100 mL, Z IEAHCHIE " 151 27 Fioc %
B R (LOD) % 3 Fiok

F3OBAITEME BRI B HAXY,
o R A E 2 IR
Baxii KR/

TR AR R? ik s B
ik (pgke™)

T PGe  He  0.999 Y=7.51x1072X+1.94x1072 9.8

Sy PGe He  0.9999 Y=1.621X+6.07x107! 0.1
BCr Ge  He 0.999 Y=2.22x10"'X+1.12x10"! 1.9
SMn  ”Ge He 0.999 Y=2. 169X-2.55x107! 0.3
%Fe  Ge He 0.997 Y=2.233X+17.97 48.3
YCo  PGe He 0.9997 Y=2. 858X-4.12x107! 0.1
ONi  ”Ge He 0.9999 Y=6.30x10"'X+3.29x107"! 4.8
BCu  PGe He 0.999 Y=1.516X+6.29x107"! 2.7
#Zn  Ge He  0.9998 Y=4 65x107'X-3.18x10™" 15.6
"Ga ™Ge He 0.9999 Y=1.202X+1.16x10™" 0.8

BAs  PGe  He  0.999 Y=1.98x107'X+5.06x107 3.2
88  Ge He 0.999 Y=1.43x107X+3.66x10*  10.9
8BS PGe  He  0.999 Y=292x10"'X+1.11x107" 0.3
%Mo 'Rh  He 1.0000 Y=1.17x10"'X-2.97x107 L4
WAg 1®Rh  He 10000 Y=1.51x10"'X-1.10x10 1.7
Med SRh o He o 1.0000 Y=3.58x1072X-3.18x1073 0.8
8gp  BRh  He  1.0000 Y=1.07x10"'X-1.93x107 0.9
21gp,  1BRR He  1.0000 Y=9.26x1072X+4.90x1073 2.0
BTe  BRh  He  1.0000 Y=3.59x1073X-2.06x107> 0.1
BCs BRh  He  0.999 Y=3.99x10"'X+5.05x107 0.1

Ba  BRh  He  1.0000 Y=5.37x1072X-1.67x107* 1.8
OTm Py He  0.999 Y=6.41x10"'X-7.00x10™" 0.1
8w By He  0.9993 ¥=1.30x10"'X-3.29x10"" 0.2
0571 By He o 0.9977 Y=3.05x107' X-3. 14x107" 0.1
Mph - WLy He  0.9970 Y=2 04x107' X-2.20x10™" 1.1
R MLy He  0.9999 Y=2.39x107'X+5.63%10" 7.4

By By He  1.0000 Y=2.68x107'X+2.39x1072 0.2

2.4 HREVREN S mER KK IS
X} Ti 55 26 T ZR R IR bR iES % FE 5 GSS—

3(GBW=07403) , Fe JUZ K F IR ) 5 2806 UEAS 52
TR MER T, AN 4 TR, bR IEY) R AR S
I EE A R Ny 80. 2% ~ 112.5% . K %5286 )5
PIAS A AR R T R 25 SRR 5 [ P AN GE Y[R
FERAAME

K4 ARERA NGRS AT R

(x£SD,n=9)
. PRUE(E/ 5 fE/ —
(mg-kg™") (mg-kg™")
GBW-07403
Ti 224080 2200250 98.3
v 36+3 371 103.3
Cr 32+4 35+1 110.7
Mn 304+ 14 290+10 94.0
Co 5.5+0.7 5.3+0.4 97.0
Ni 12£2 101 84.3
Cu 11.4x1.1 10.8+0.9 9.9
Zn 31+3 2842 90.5
Ga 13.7£0.9 15.0£0.5 109.7
As 4.450.6 4.120.3 94.0
Se 0. 09+0. 02 0. 100. 03 109. 1
Sr 380+16 350420 92.0
Mo 0.31+0. 06 0. 32+0. 03 105.3
Ag 0. 0910. 007 0. 088+0. 005 96.9
Cd 0. 0600. 009 0. 052+0. 005 87.4
Sn 2.5+0.3 2.0+0.2 80.2
sh 0. 44+0. 08 0. 42+0. 06 96.2
Te 0.039+0. 013 0. 0410. 010 108.6
Cs 3.2+0.4 3.020.2 9.4
Ba 1210£65 125050 103. 4
Tm 0.28+0. 05 0. 30+0. 05 107. 4
w 0.96+0. 12 1. 000. 20 103.2
Tl 0. 48+0. 05 0. 43+0. 05 89.5
Pb 26+3 23+5 87.4
Bi 0. 17+0. 03 0. 15+0. 05 85.7
U 1.3£0.3 1.5£0.5 112.5
IR 731
Fe 50 47.46%3.58 9.9

T OIFREE S R (E b it

2.5 HEmlE

P IRA S 7 A W BT ORE SR B AR R
AR A 9 FhEEALHE Al FEAT I3, 25 2R ank 5 Jr
Ne HESAILIA T, ZEH Fe Mn,Zn Sr Ba %
JCER P R p B R . Cu Cr Ti Pb Ni V|
Mo . As.Se CS,Co,Cd W U Ry 73 B0AE 0. 1~ 10
mg/kg Z (&), 1 Bi,Tm,Ca Tl Sb.Sn Ag Te LR
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FE AR ZE AT BT A BRI, 5 B M bR o
FHEE, LR AN A 9 MAES T E 4R As Cd . Pb #1
Cr ¥IFF A
R5 HIBONER
1 2 3 4 5 6 7 8 9
Fe 385.18 217.68 240.62 469.40 235.98 18.20 157.26 376.62 320.48
Mn 474.10 141.97 123.23 114.63 89.35 110.92 75.50 124.00 95.40
Zn 177.45 66.34 42.13 55.46 32.63 10.77 32.73 61.57 55.07
Sr 125.70 24.69 42.19 42.44 28.24 39.76 20.46 47.29 47.10
Ba 20.00 4.71 7.91 16.81 8.55 2.74 3.37 11.60 28.31
Cu 1597 3.52 5006 565 3.8 295 214 539 530
Cr 7.29 1.9 1.9 514 3.4 1.33 1.65 4.94 3.88
Ti 3.47 1.06 3.49 1.75 0.67 0.09 0.53 0.94 229
Pbh 252 151 L.11 1.93 1.60 0.22 1.0 1.39 259
Ni 3.55 0.87 0.70 1.37 1.21 0.83 0.54 1.59 1.47
\Y 231 0.44 064 1.03 0.54 025 015 094 1.12
Mo 1.3 0.16 0.54 050 0.39 048 0.17 0.58 0.72
As .43 0.20 0.40 0.31 0.25 0.45 0.15 0.61 0.74
Se 1.05 0.08 0.35 0.27 021 0.13 0.07 0.63 0.93
Cs 0.70 0.2 0.33 035 027 0.4 0.13 0.37 0.50
Co .01 0.35 0.21 0.35 0.22 0.21 0.17 037 0.39
Cd 0.59 0.51 021 028 0.49 0.07 0.18 0.29 0.24
0.25 016 0.18 0.18 0.18 0.15 0.14 0.21 0.21
U 0.21 0.02 0.16 0.15 0.09 BDL 0.01 0.13 0.24
Bi BDL BDL BDL 0.18 0.18 BDL BDL 0.12 0.23
Tm 0.07 0.06 0.07 0.08 0.09 0.12 0.07 0.09 0.11
Ga 0.11 004 006 011 0.07 000 001 O0.11 0.18
Tl 0.07 0.06 0.06 0.06 0.06 0.06 0.06 0.06 0.06
Sb 0.10 0.02 003 003 0.02 002 001 005 0.15
Sn 0.4 001 005 003 003 001 001 002 011
Ag 0.03 002 006 004 002 001 001 003 004

T : BDL 27 B it Rl [ i 2 B At PR

(mg-kg™")

3 #ig

I O AR GERE A R AR R SR T\ T Rl
i (ORS) FEAR W bR B F TR 5 F B, & T
HNO,-HCIO, THff—F BG4 B IR B, %
J7 ] [l i E 2R 27 AhoT R, Sk R,
27 A AFRICE [MICRAE 80. 2% ~ 112. 5% 1], Hiks:
MBR(LOD) 73 0.1~48.3 mg/kg, %7k BA Rl
v R BRAR R PR AR R

AWK A 9 Fp2EALH  Fe Mn Zn Sr.Ba 57U
R B 48R . Cu Cr Ti Pb Ni,V Mo,
As . Se CS,Co,Cd, W U B &40 0.1~ 10
mg/ kg Z[a] 1 Bi Tm,Ca . Tl Sb.Sn Ag Te LR
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