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GRS AR DN R M Bk Ak 2R S b s e R i,
T T, E AR, (HAR TR CRIEAE R R
SECT SRR E . TRC R R ER K. Sa
AN, T XN [R) AR il F A R T R R
AR SHERIF ST o

ZE LT, HATIRESCA AR T e bR
HECAHXTAR IS, SCTANRIRIE S AN R DAL Fif Ak
PR R AR A2 TR R R G ST A A i
i, PATESE LT 1CP-MS Il + 0 2 3,
FERAALES TAESEUSERE I, R T ANFIERT AR
Z5F ICP-MS 5 AS [R) A PR AE AL P s - e R R 2
SRS E T SEEES M B AR S

1 #MR5FE

L1 A R ek Rt

HL R B 5 B K - B A (ICP-MS ) ;. €
LA A, LS R 77005 4l KAL (€
Millipore 22 7] ) 5 HLF 43 B KF (#4452 ME215S,
0.0001 g, ZEFFRUTAF ) ; PIESIRAEHMR (HT200,
TN )

ICP-MS & W : /v b 1% 4R, N & 10
pg * L' # Mg, Cu, Rh, Cd, In, Ba, Ce, Pb,
U, N LA T =M 16 Fiff £ 70 F brifE
WU AN R O B R 5T R BE ) -
1000 mg * L' BY%T (Se) . &2 (Y) . 8 (La) . 4l
(Ce). §& (Pr). % (Nd). % (Sm) . % (Eu) .
EL(Gd). &L (Th). &5 (Dy). £ (Ho).
(Er). % (Tm). %% (Yb) . #& (Lu); MR,
FARR . R . FEIR (YLt ).,

JIE R A e AR AR T ORE AR R DL e SR
[3, 10, 13-15], AT AMm L otRm HEA
IR 5 FPIREL: BB TTRKEELE . KiEt
FOKEEPENCRL . BERRESITE . EAI0E T A,
DL S E RO BBl B IR 5 ARl X
R 7 BT B AR o s W BAG 56 e (bt )

1.2 SEE ik
12,1 TAEMZZeti /S A g A BR 5k 2

¥4 1000 mg - L7 19 16 F s £ 70 R AR e 6f £ T
A B R R IR ECE K 1.0, 5.0, 10, 25, 50,
100, 200 pg - L' IR AFRUEE TR (AR 1% il
k), 43l A ICP-MS R4, H T2 % Tk
4o R 1% WSRAVE A2 iR, BRI 101K,
AT 38 VR AN AL T VR B R B F Y 25

pg - L o0 R IR A bR I WO S 2 I 7
W, TR HAD R 2, AR I R
122 JERHEE S R O ik B ER . RS E 5K
HBR

JERH I A 51k A A B TN [ S0 ke B i,
BRIk N w8 — PRI RE S, 2 il B 4
8 mg + kg™ VR EEA T 16 FFG LT RIRA
PRI, $R IR IR AR TR T b, I s
ISR, DASHIE SR AN GE ST 5 R B s Bkt
3 M
1.2.3  FESLIE R

TR A FRIBCIEBHEE 5 0.25 ¢ (R 1 2]
0.0001 g), B T =MIEH, MA6mL EK
(EhWR : MR =3:1), 6 LM, TR
180°C MM, TRMBUR NG, Zbilml, 4k
SLMPGEME T, BHJEIMA 4 mL 20% $h 2,
INAAE R ERE 50 mL 5.

RIS AR e FRIBCIEBHEE i 0.25 ¢ (O B 2]
0.0001 g), B TRMUKLEHHH, A 3 mL
R . 3 mL ZRIR T LM 150°C g, HEARE
I mL Ze47, BURWHE, FA 3 mL iR, 2 mL &
R, 180°CTHAR 1 hg, WETHZE 210°CH R, M
SN, TTHENA 3 mL iR . 2 mL SRR, &=
2R R, EAMERBCE A, H 2 ml
(1+1) SPREIPEERZE, BRAEHFEE 50 mL 45
B, ABaikEz, fH,

SRIE S PREUIEREEE 5 0.25 ¢ (S 1 2
0.0001 g), B TRMWFLEHF, A 3 mL i
2. 2 mL 3[R . 3 mL &SRR T H U 150 °C i #4
iR, ZREE 1 mL A4, BURRE, FIA 3 mL
4R . 2 mL AR, 180CINft 1 h)5, REFAZR
210°CH R, PLIHME AL, ATHEINA 3 mL iR, 2
mL ZRMR, EE FAREATE, EOMERECE
Y, A2 mL (1+1) fSREHRIREERSS, BHI)E
HBE SOmL AR, FHBaiKEs, fF,

DU TR 9 A . ARIBOIEBHEE § 0.25 ¢ (R 1 2]
0.0001 g), B TRMUKLEHHH, A 3 mL #
B2, 2mL ERIR . 3 mL SRR T HL AR 150 C IR
fif, 28KE 1 mL A4, BURRE, FIA 3 mL il
iR, 2mL EFIR . 2ml SR, 180°CIHM 1h /)5,
HETEZE 210°CHRR . PUIHARIESL, PTFIA 3 mL
iR . 2 mL M. 2 mL SR, EE AW
. EAWERBCFRS, H2mL (1+1) f5fR
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ARSI, WA E 50 mL AEH, Fl#
AKER, il

2 HBRESH

2.1 AU TAEZRMERIAL

ICP-MS BYSIITIA | B A S B
Wi LR AT T AT BURATE T
MY ETEZIRTE TR EENE, HIE
110 pg« L' Y Ba, Be. Ce. Co. In, Mg, Pb,
Rh. UR& I8 WS A S8, &t
EXEENI NP S SN S N UE =R/ ki DY CER il ad (]
(/NT 3% ) DIREGFEI R (VT 0.8 u), (Ud%
TAER BRI 1,

*1 ICP-MS TiES#

S| B

RF 2 (W) 1550
SRR (L min) 15.0
Bt (L - min™) 0.80
ZAbaRia (L min™") 0.89
FAk s
Fftir B

M REL 3

2.2 THRATHER bR TR B

ICP-MS e #f LT R T FEARE T 25
TBET . FFSEA R A s T, Wi
XD TC R S — I SRR A A . AR S
FEDE 1 R i Lk =il 5] AR ICEK Rh, Ge,
T SF Wi 0 AR T 00 5 e R v £ 5 %) e 00 R K B0 7
o MR, R TIE F
B, X G5 AL I
2.3 1CP-MS il % % + 70 R BUARUE TAE #h £k AR
R 4 R A 2

H 1000 mg + L7 Y 16 Fhf 4 70 2 br v 2
2% B B BC il A% 1.0, 5.0, 10, 25, 50, 100 . 200
pe L7 AR, 78 LR ERE AR ST
AT AT E TR A L . [T 19% iR s
AR IEAT 10 WOEATIN R, DAES A 3 A5 bR v
FZEPITXF N R P A B, 2556, e ik ik
JEJEEPY, ICP-MS lE 16 s - TR M LR
R4f, #5625 KF 0.9990, 16 Fiff T K 1
Kt BRAEFE S 0.011 ~ 0.908 g« L7 (5£2), K
B 25 pg - L R LR IR A ER OSSR R
W 7, HEHAIXS PR ER 22 (RSD ). 455
IR, EAER TN E 16 Bl + o0 R MRS % KT
RSD #/NT 3%, fighE il 2 AT K .

®2 ICP-MS WEFRLTRMLERE. BXRY, WHRBEE

i Lot et LiiES i R Cpg - 1) RSD (%)
Se y=4806.5755x+1195.6133 0.9997 0.908 2.15
Y y=21042.4112x+308.8967 0.9996 0.037 1.38
La y=40752.5451x+3588.25 0.9991 0.358 1.12
Ce y=46445.3800x+2137.9533 0.9997 0.090 1.00
Pr y=48741.3791x+263.3400 0.9996 0.019 0.87
Nd y=8653.7070x+145.5600 0.9994 0.037 0.86
Sm y=7373.3817x+37.7800 0.9993 0.019 0.98
Eu y=27157.8612x+62.2233 0.9996 0.013 0.89
Gd y=10653.8867x+46.6667 0.9996 0.017 1.13
Th y=62421.0389x+204.4467 0.9996 0.013 0.95
Dy y=14737.2455x+51.1100 0.9995 0.015 0.88
Ho y=59956.9202x+96.6667 0.9995 0.012 1.06
Er y=20495.8450x+54.4433 0.9995 0.013 0.93
Tm y=63980.7530x+91.1100 0.9995 0.011 0.86
Yb y=14119.8176x+33.3333 0.9994 0.011 0.96
Lu y=44059.2015x+116.6700 0.9995 0.011 0.84
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2.4 NIRRT TR R ORG 2% W 68.8% ~ 105%, H RSD<2.85%; Mbnifk i
JE L35 A 7 05 0 R B R AR LSRR B b 8 mg - ke ARIRAL Y 16 R AR 15T A IRy

ke R 3 AT LUE M, R EAEETIHM, I 723% ~ 104%, H RSD<2.87%.

PRHESE N 4 mg - kg AEFRLL A 16 FhAE o0 K B 19

®3 IKEBEREERENEEE

Ik JBRHEEE 4 mg - k! PIARHE 8 mg + ke

LR WEE RSD WE(E ElEs RSD WE s RSD
(mg * kg™") (%) (mg - kg") (%) (%) (mg - kg") (%) (%)

Se 2.73 2.86 5.77 75.9 2.85 8.52 72.3 1.35
Y 18.1 0.24 20.9 70.7 2.34 243 77.6 2.03
La 7.65 0.80 10.6 74.4 243 14.6 87.2 1.77
Ce 10.1 1.89 13.1 74.4 1.75 16.4 78.5 2.45
Pr 1.86 1.57 4.61 68.8 2.80 7.96 76.2 1.87
Nd 8.10 0.34 11.05 739 1.58 14.1 74.9 1.91
Sm 1.73 1.08 5.40 91.8 2.48 8.23 81.3 1.31
Eu 0.442 1.85 4.50 102 1.13 8.15 96.4 1.94
Gd 2.20 0.43 5.40 79.9 2.00 9.23 87.8 2.21
Th 0.315 2.09 4.52 105 1.13 8.64 104 1.94
Dy 2.06 2.11 5.48 85.6 1.42 9.16 88.7 2.20
Ho 0.481 2.13 4.15 91.7 1.97 8.00 93.9 2.87
Er 1.57 0.77 5.26 92.2 2.55 8.53 86.9 0.52
Tm 0.239 2.38 3.88 91.0 1.58 7.38 89.3 2.12
Yb 1.77 1.62 5.39 90.5 1.80 8.76 87.4 1.01
Lu 0.299 2.83 3.71 85.2 1.99 7.38 88.5 0.73

mEATLIAES, B R (HNO-HF)  Fh s + o0 R 09 [ K 4 5 M 66.1% ~ 92.0% Fi
HEAT Y, AR MR BE M4 M8 me - ke I, 16 63.6% ~ 93.7%, H:RSD 4R <2.96% F1<2.99%,

R4 “BREBERENERENBTE

HImr JIARHSE 4 mg - ke™! IFRAEE 8 mg - kg™

TLHE I 1 RSD W5 5 &S RSD A e RSD
(mg-kg") (%) (mg - kg") (%) (%) (mg - kg'") (%) (%)

Se 2.59 1.28 5.60 754 1.61 7.67 63.6 1.21
Y 17.5 0.74 20.4 71.5 1.29 23.6 75.7 2.11
La 7.49 1.88 10.7 79.2 2.64 14.2 834 1.98
Ce 9.67 241 12.6 72.8 2.24 16.2 81.9 2.05
Pr 1.71 2.56 4.35 66.1 1.07 7.37 70.7 1.36
Nd 7.42 1.14 10.5 77.4 2.15 13.3 73.0 2.69
Sm 1.57 2.53 5.13 89.0 2.33 7.90 79.2 1.30
Eu 0.401 2.52 3.94 88.5 2.19 7.57 89.6 2.57
Gd 2.01 2.20 5.20 79.6 2.69 8.84 85.3 2.99
Th 0.288 2.13 3.80 87.8 2.55 7.10 85.2 1.69
Dy 1.90 2.51 5.19 82.4 0.71 8.66 84.6 1.73
Ho 0.443 2.98 4.12 92.0 2.96 7.94 93.7 2.09
Er 1.44 2.59 5.02 89.3 1.07 8.67 90.4 1.25
Tm 0.228 1.86 3.88 91.2 291 7.46 90.4 2.97
Yh 1.63 1.92 5.26 90.7 1.84 8.73 88.7 1.43
Lu 0.277 2.26 3.76 87.1 2.44 7.38 88.7 2.08
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MESITUED, BB (HNO-HF- 16 FiFf 1+ 0 2 19 191 i 2 45 51 4 89.8% ~ 106% Fl
HCl) #EAT I M%, bRy Jy 4 M8 mg « kg I,  87.6% ~ 109%, H:RSD 23k <2.36% F1<2.33%.

x5 ZREBERENERENEEE

FImkr FIARHESE 4 mg - ke™! FIARHSE 8 mg + ke

JLHR W7E RSD M B HES RSD WE (B milEs RSD
(mg - kg'") (%) (mg - kg!) (%) (%) (mg - kg'") (%) (%)

Se 347 1.53 7.71 106 0.77 111 95.7 1.47
Y 226 1.29 26.2 91.5 2.06 29.6 87.6 0.14
La 9.84 1.63 13.6 933 1.14 17.3 22.8 1.63
Ce 122 0.74 16.0 93.8 1.28 20.1 98.8 2.10
Pr 2.10 2.39 5.69 89.8 2.05 9.57 9233 1.91
Nd 8.87 1.14 12,6 92.9 1.86 16.7 97.8 113
Sm 1.90 2.30 6.27 104 1.46 924 91.8 2.22
Eu 0.478 2.93 451 101 2.36 9.17 109 1.46
Gd 2.34 2.67 6.49 104 1.76 10.4 101 0.99
Th 0.333 1.20 4.45 103 2.15 8.58 103 113
Dy 2.18 0.94 6.11 98.4 0.93 10.3 102 1.61
Ho 0.509 2.65 4.66 104 1.28 9.01 106 1.61
Er 1.66 2.82 5.86 105 2.25 9.68 100 1.71
Tm 0.253 2.65 4.19 98.5 1.83 8.56 104 1.81
Yb 1.86 242 571 96.5 1.43 9.72 983 2.33
Lu 0.320 2.89 4.17 96.2 142 8.34 100 1.28

H#E6m LLAE ., %M IER 7 (HNO=HF- B, 16 Ffs 02 RICE S 31k 92.0% ~ 113% Fil
HCIO,~HCl ) JEATH M, bRk A 4 Fl 8 mg - kg 87.5% ~ 110%, H:RSD 735l h<2.54% M1<2.56%.

*o6 NEHBEMAERENBEE

Kb JIARHRE 4 mg - ke JIbRHE 8 mg + kg

TTHE W5 A RSD pER R ElEs RSD 72 B e RSD
(mg - kg") (%) (mg -+ kg") (%) (%) (mg - kg") (%) (%)

Se 3.49 2.02 8.02 113 1.93 12.0 107 1.05
Y 229 1.07 26.8 96.1 2.10 30.5 94.7 2.53
La 9.83 1.35 14.0 105 1.05 17.5 96.2 0.77
Ce 12.4 231 162 94.0 0.28 20.7 104 244
Pr 1.99 1.69 5.67 92.0 1.75 9.57 94.8 1.32
Nd 9.00 1.68 12.8 953 1.05 17.4 105 2.24
Sm 1.89 1.27 6.29 110 242 8.89 875 2.01
Eu 0.463 1.84 4.50 101 2.23 9.16 109 2.38
Gd 2.35 0.87 6.47 103 1.19 10.1 97.3 2.46
Th 0318 2.83 4.46 104 1.81 8.59 103 2.24
Dy 2.23 2.00 6.10 96.6 1.00 10.3 101 1.69
Ho 0.488 2.58 471 105 1.62 9.12 108 1.62
Er 1.68 1.47 5.81 103 1.95 10.5 110 1.71
Tm 0.248 2.33 4.36 103 1.37 8.68 105 221
Yb 1.86 1.60 5.87 100 1.64 9.78 99.0 1.81
Lu 0.319 2.26 4.26 98.6 2.54 8.45 102 2.56
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A XF A 4 TP AR TR A DR AT H A ]
PAKBE, =PRIHMRE AT 16 Bl o0 & =AY []
ORI 100%, HAMEIGE %S, BOAREE
B J3Ah, RN AR I E AR TR & R RSD
WU, P27 200 AR Al i TR & & Y
YR L AR 3 B S0 T FoAth 3 P i

ARV T R A U R [BICR AR R 2
HARMIA K. “RRIFARER IDICR AR, RTHE
i m SRR TER A G mR IR E )R
P R 5 R R S 5 W 9 < SR T R i
SR TR, SR RE TS 5 LT RE
POV H S8, AT 2 38000 5 S5 A =
RRIEASIN T $hMR, A S T i 4 A VR A HExE
v T, R TR 0 F G R A W
P PURRIETE = WL HERN LA T W s K
R RE AR Y e SR, AT A R e o R v ) g i
56 AL A P I 1) AR U A, A AR O T MR
R O R ROCR, 4R TR LR R 5
Ab, EIRIR A A O SRR A TR ARAE ST, P

ST 114 = T M DU PR Ak el iR 24 i T KT

ff T o
2.5 A[FEAEEHEE S o0 R & AR I 2

Np bR S R U R -1CP-MS I A2 i
XoF Bt ML 356 BB ) 5 A 2L A A 3 PR AR RE b b 16 B
Fis LOCEIAT T (7). 45REM, BEHAY
5 FPAEELRE b A L on R SR KK ~
22.6 mg - kg, AL, R[EIZERAER R FE LOTER
TEESBR, HhRETRKBEER L& Ex
fiX, UMM ITTE KB, & A IR 2
REAL AR T R S WA . IR ROt &R
WRE, MEITTRMKEITE KBRS ITEL
Se. Y. Ce HE, Lafmf/d, ¥RHRLH,; 2Fh
BAENE R+ ICRLLY, La, Ce N, Tm &
AL WEMREZEIERILL Y, Ce. Se M T, Tm &
A% DL 0T B 5 AR EA R R AT G
T AR - D0 3 A 5T B HAE T AR S )5
MIDIRERCR A 25, PR = ftrh, R ARYEAE
VIR, il ASTRIEC F i & L Oc R IRRE, Fe4)
KRR L LR VR, R b i A TR
VEVI 63 M e P R

®7 EREHERPFLITESE

Tl TR KRN KETLFKIFNE WM E SR EAENE HENKE 2

TLH it RSD i RSD Bt RSD Bl RSD it RSD
(mg - kg") (%) (mg* kg™") (%) (mg - kg") (%) (mg - kg'") (%) (mg - kg") (%)

Se 1.43 1.57 0.369 2.58 6.71 2.29 3.47 1.53 2.85 2.73
Y 1.69 2.89 0.050 2.27 9.80 2.56 22.6 1.29 3.88 0.86
La nd — nd — 4.79 3.13 9.84 1.63 3.88 2.73
Ce 0.841 2.92 0.112 2.38 7.78 2.92 12.2 0.74 7.69 1.76
Pr 0.150 1.70 0.013 3.03 0.799 3.08 2.10 2.39 0.760 1.20
Nd 0.568 0.57 0.046 2.64 3.58 2.86 8.87 1.14 2.98 1.20
Sm 0.293 2.54 0.013 3.39 0.780 2.69 1.90 2.30 0.591 1.27
Eu 0.089 1.75 0.004 3.97 0.258 3.38 0.478 2.93 0.139 2.13
Gd 0.377 2.38 0.012 3.04 1.14 1.92 2.34 2.67 0.610 2.08
Th 0.119 2.78 0.004 3.07 0.144 3.13 0.333 1.20 0.086 3.01
Dy 0.377 2.18 0.011 2.81 0.872 2.04 2.18 0.94 0.530 2.27
Ho 0.133 1.69 0.004 3.12 0.191 291 0.509 2.65 0.113 2.33
Er 0.229 1.52 0.009 2.68 0.640 2.52 1.66 2.82 0.351 2.23
Tm 0.048 2.61 0.004 3.75 0.089 3.53 0.253 2.65 0.053 3.17
Yb 0.188 1.96 0.014 3.22 0.682 2.35 1.86 2.42 0.354 3.07
Lu 0.060 1.63 0.003 5.06 0.106 2.71 0.320 2.89 0.054 3.56

TE: nd FORARE, 1 La (KT 0.005 mg - kg
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Determination of rare earth elements in fertilizer by ICP-MS
SHAN Hong', SUN Bao-li', WANG Hong” [ 1.
Chinese Academy of Agricultural Sciences, Beijing 100081; 2.

Institute of Environment and Sustainable Development in Agriculture,
Institute of Agriculture Resources and Regional Planning,
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( Beijing ) , Beijing 100081 ]

Abstract: In order to introduce the advanced technology of inductively coupled plasma mass spectrometry (ICP-MS ) into
the test of rare earth elements in fertilizers, corresponding instrument test conditions were established and the effects of
four acid systems on sample digestion were compared. The results show that when using ICP-MS to determine rare earth
elements, using thodium (Rh), germanium ( Ge ) and indium (In) as internal standards for calibration can effectively
reduce interference and compensate for matrix suppression effects and sensitivity drift. The established method has a wide
linear range, a low detection limits and good precision. The recovery rate of the samples digested by HNO;-HCI-HF is higher
than other digestion methods ( recovery rate of earth elements is 87.6% ~ 109% ) and the precision of this method was
also better than other methods ( relative standard deviation<2.36% ). The method is highly efficient, accurate, economic
characteristics and can meet the requirements of batch rapid determination of rare earth elements content in fertilizers samples.

Key words: inductively coupled plasma mass spectrometry ; fertilizer; rare earth elements
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