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Abstract

To evaluate the uncertainty of 20 elements in grass carp by inductively coupled plasma mass
spectrometry (ICP-MS). According to the actual situation and JJF 1059.1-2012 measurement un-
certainty evaluation and representation, the uncertainty factors affecting the results of each ele-
ment were analyzed. The model was established and the uncertainty was evaluated by combining
the influence of sample weighing, sample digestion, solution preparation, working curve fitting,
measurement repeatability and other factors. The relative expanded uncertainty of each element
is in the range of 0.011~0.213 mg/kg, which meets the requirements of normal work. The uncer-
tainty mainly comes from the standard curve fitting and sample repeatability measurement.
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1. 518

IKFE A R E AR R IR, IRZ AT EZ . A E S8 2 A RS 4,
AR T 4 JR V5 G R K AR T B ROA 1] [2], EE&RBISREARFAN, $KZIMRERE, 2 8WHEE
Jfkid. B, T SAEVDGE S BEREE KL EfaHE NMEEE[3] [4] [5] [6], &5l & w4 e
TR A B K TR FR Y, an T SO v (R K P R S AL R S R,
iR HREE S EHRE7].

TH % B e B A & B e R I IR B AniE, B EEZARHE GB 4764-2016 Al [E 25
2015 ¥ R E T fr SRR 24 i b B 4 T R IR IR B8]

HAT, K=& EnRm e £ AR RIS, BER S S5 TR SHEIEE. HTRE
TR AR 5 55 B AR BTV . RO O A B AR B R I A 1 R U R R A 2 R
PRI M o, Se 4 n] R TEHL T R AT HER, SR E oA T [9]-

AR JIF 1059.1-2012 (Ul EANH € LV E 537 ) [10]81 CNAL/AGO6 2003 (Il & AN & FE UK
SCHtifEEE) [11], %M GB 5009.268-2016 (£ it 4 E btk & it th 2 n & e ) [12]180€ 773, &
S HUBRE A SR TR AR R PO, BEL B AP 5. BR. AR R Bk BB B H. BE. R
BLOHR. Bh. BA. BURIETE TR IS B DA E B VY E J5VA[13]-[19], AT A 2 FhoC R IR E
BEE T AR, DAARE— D ARAAS I T B e S A D AT R LA 2 TE A R A5 SR AR

2. MRI57%
2.1 MRSNE

A AR,
YL OBE. BB PR P BR. R BRL BRLOBRLOBRL B BEL R BEL R 8. BB BUNBEICERARE
(1000 pg/mL,  [E ZARGAL RN AR BB TE s Be),  UE TR I A FR TR 002 72Ge: Na, Mg,

3
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Al, K, Fe; ™®In: Co, Ni, Cu, Zn, As, Sr, Cd, Sn, Sh, Ba; 209Bi: Hg, TI, Pb. Jrh#4yffits
FHTCETIARIE T FE: 2Pb = 206 + 207 + 208; HHER(TELhal, /2 EER vo 5 H).

Milli-Q B4l /K AX (72 [F Bk 75 22 [4); Bruker 820-MS ICP-MS(# [F Bruker ££[41); CEM s A (35 E
CEM A #]).

2.2. SKBTE

221 U TIEHH
SEBCTARSFE: 165 Liming #AE: 1.8 L/ming SP4ThZ. 1400 W; ZALZ=IEEE: 2°C; Rk
RIZ: 8.0 mm; W SE: 3; FIiNA]: 0.85s; HEEIRE: 3; ASMR, #PHES AR E: 115 mL/min.

22.2. fRAEERHIE
A E RIS B4 0 AR AR A 100 mL AR, I 2% RRIEIUE R, # TR IR GB 5000.268
AL

2.2.3. RtREEHIE

FE B HURE 10 po/mL IR A WFRPRAER T 1 mL, 2%R8BRVETE & 42 100 mL, 53] 100 pg/L 1)
TR NIRER
2.24. HiRHRBEERE

U I3, RIS A0 W AR BEAREXZ) 1.0 g, INASER 10.0 mL, =R . BERBEEICA,
T B O W AR P THIRAE FE , THIR 10 2381 %8 120°C OR¥+F 10 238, FHER %2 150 C LR #F 10 434, FHR % 180°C
TRFF 30 738 VHIRFE T SR AR H S RUE, BUHTE ARG, BEERRLON, 100°CHER 60 7r4h. K emm
THARUE A% 22 100 mL A S, ALK E 25 B0, B850 o [F) B ) 45 5 it a0 2 0 VT AR i AR Vs

3. ZBRE N
3.1. TAErhZRRH

PLSCAR A5 5 (E S AR B ST ZR PR R AR, 00 s ) TAR B R 20 R AT, HISG R AUIME
0.999 PA L.

Na: c/s=1248.0+595.7+35280x Jf & , r=0.99999

Mg: ¢/s=63.0+1298+17830x ¥ , r=0.99995

Al: c/s=8673.7+59270+1037000x ¥ J& , r=0.99977 ;

K: c/s=5043.0+2309+12950x JJ% , r=0.99986 :

Ca: ©fs=2270.3+5553+40530x )% , r=0.99992;

Ti: ¢/s=20.0+48.90+126.0x}/& , r=0.99999 ;

Cr: ¢/s=634.3-111.2+3005x )% , r=0.99999 ;

Mn: c/s=2045.3+7357+2739xJ&J% , r=0.99993:

Fe: ¢/s=1366.7+1249+75200x /& , r =0.99996 ;

Co: ¢/s=5.7+58.84+4371x )& , r=0.99999;

Ni: ¢/s=1471.0-104.0+1034x /¥ , r=0.99994 ;

Cu: ¢/s=211.0+411.6+12.9x K&, r=0.99995 ;

Zn: ©/s=930.0-434.5+352.8x J&¥ , r=0.99999 ;

As: ¢/s=T70.0+4.762+246.0x JfJ& , r=0.99999 ;
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Sr: ¢/s=320.0+3857+2188x )& , r=0.99996 ;
Cd: ¢/s=155.2+177.8+1170x J&F , r=0.99998 ;
Sn: ¢/s=105.3+46.13+1395x J{ & , r =0.99968 ;
Sb: ¢/s=18.7-46.75+1156x ¥ , r=0.99983 ;
Ba: ¢/s=1376.7-942.2+565.4x & , r=0.99996 ;
Pb: c¢/s=4679.0—2352+11210x JJ& , r=0.99990 ;

3.2. (UBHEEE

I 5t e e bR BV R, S HERE 6 1K, % JTuF RSD 43 AT 0.4233%~0.5468% 2 1], ¥J/NT 2%, it
BRACHS W % P R
33. HmESMHREWE

HEFES 6 43, %2010 g, 3MEEMIIbR, 4% “1.3.47 Tarabe, EHLEETIE, Bm&IeE T
MZE T H & & . Na: 376 mg/kgs #5: 371mglkg; %H: <2 mglkg; #: 5198 mg/kg; #5: 1162 mg/kg;
£K: 0.259 mg/kg; #%: <0.2 mg/kg; %h: 0.839 mg/kg; #k: 26.3 mg/kg; %fi: 0.0153 mg/kg; ##: 0.536 mg/kg;
#i: 0.265 mg/kg; £%: 5.28 mg/kg; Tf: 0.112 mg/kg; #8: 2.06 mg/kg; 4%: 0.108 mg/kg: ¥: <0.03 mg/kg;
Bfi: <0.03mg/kg; l: 0.604 mg/kg; #: 0.106 mg/kg. %70 % [BISCRLE 73%~118% 2 7]
4. 7 iEERRIFIR B FITEE
4.1. MEER

AR RIS AR RN TS5, M SN P R RN 1) BUREF= AR AN 5 2) & T A B
SRR AR A E FE s 3) FRAEVERIECHI = AE A EFE s 4) FESE R AEMATEE; 5) TAEMZ
BIEERIAHE . HEA R

X = CxV
M
b XOAFE R & TR I & 2 (mo/kg): C il TAE f 2t 55 R B EE (ug/L)s V 9 FE it € AR (L)

M DU FE R (9) -
4.2. BEFERNTRRER
FREER KT 49 3 38 (R P 1E P4 0.1 mg, %M 51 404 (k =+/3), MO bR AEAS 7 2

0.12 e 3 s 5 - o
T :%:o,ozg mg, KPHAAVIEZEN 0.0005g, %ML (k=/3), AIHbRMEA T E

0.5
Un(2) :ﬁ =0.29mg

FHE 10 R EFAFPENL 1.09, baERZ AN 0.0001779 g, FE AR E A A XS AN 8 B A -
2 2 2
e :Jo.ozg +0.029° +01779° o o0 1o
’ 0.5x1000

4.3. HmEIAEEBIRETENTHERE

TR RO R 2%, SRR R T AR T R B AN S e e, ] TSR R0 b (iR
X b A R R AN 52 BEHEAT PP o PRE IR IS 2 T 3 M B R T —NE R ke 1. %208
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TEAA(K =~/3), FE G R T A9 e F2 7= 2R I Ak 58 B T R
a o, —o_
u = =
@)l 7 100%x K 100% x K x 2

FE b T AN 8 FE SRR 1o

Table 1. Uncertainty
1 THEE

JLE a.d% al% Ug).rel Ug).rel Urel u u
Na 112 96 0.0464 0.082 0.095 35.7 71.4
Mg 102 93 0.0261 0.157 0.16 59.4 118.8
Al 87 73 0.0406 0.088 0.0975 / /
K 92 84 0.0232 0.189 0.19 988 1986
Ca 98 79 0.0551 0.0374 0.0677 78.7 157.4
Ti 111 92 0.0551 0.059 0.082 0.021 0.042
Cr 104 86 0.0522 0.007 0.054 / /
Mn 95 88 0.0203 0.0495 0.011 0.009 0.018
Fe 102 81 0.0609 0.021 0.0237 0.62 1.24
Co 113 93 0.0580 0.010 0.059 0.001 0.002
Ni 116 86 0.0871 0.007 0.088 0.047 0.094
Cu 112 82 0.0396 0.018 0.102 0.027 0.054
zn 94 76 0.0522 0.061 0.081 0.43 0.86
As 101 80 0.0609 0.002 0.062 0.0069 0.013
Sr 105 81 0.0696 0.201 0.213 0.44 0.88
Cd 115 92 0.0667 0.007 0.068 0.0073 0.0146
Sn 102 90 0.0348 0.001 0.037 / /
Sh 100 87 0.0377 0.001 0.039 / /
Ba 96 85 0.0319 0.076 0.083 0.050 0.10
Pb 118 102 0.0464 0.006 0.048 0.005 0.010

e 0n/%: FICRREE: od%: SRR FERERIANRATEE: Ues TAEMZETRERZE: us BATEE: Ues SR
WAHEE: u; FRATHEE: U

44, HREBEENTHEE
¥ “2.2.47 TUATACEE, FESEME. WS . BAUKEREZZE. EAMEEaR. FERA
RETEERATERE « IRZET AN & B A 2 AR AR 8 5 M= AR I ANH 52 2 [20]
100 MLA A AR 2 2010 mL, IZB =M Fi(k =6 ), FHAIRFRAEAH T 4 &
0.10

fem

Uv(l) = ﬁ = 0041 mL
HEMRHEIRE N 20C, ERAEBRBNL3CT, KAEFREKREN 2.1 x 1074°C L, HAGHRHEAH

~100x3x2.1x10™*

Uy(2) Ne

=0.036 mL
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®
§

BES
45

FIKST A 2% 100 mL F=HER 10K, HFHEEE, HEEAMERZER 0.1399 mL. FEfER-4
BRI FE R AN 5 A -

0.13992 +0.0412 +0.0362
U(S),rel =
100

45. FRERRECH =ENTHERE

45.1. BMENRENRNTHRERE
PREPIFUE &S, 1£20°C £ 1CHE&MH T, 20 N4 8 e R AR 1000 pg/mL G35 K15 R A
SEPE AT 4 pg/mL, W) B RRAEY TR = A R AR S B AN 5 N

=1.50x107°

Uy = = 40x10°
1000
452, FREBBRZEHEREATRINNTHEE
1) 100 mLA A EMKIAHE B
100 MLA R4 B2 B o h+0.10 mL, M =0 (k =~/6 ), JLAHXTARIEAH & B2 43 -

0.0
Uy = NG

=0.041mL

T5ZE AR X R UE AN 58 S 0
100x3x2.1x10™
Uioo(2) = NE]
AT VE P A (PR O ARV AR R B A /KT 100 mL A R ST 10 IRE A FRE, 153 HARiE
24 0.1399 mL. U 100 mL A 25 S A FE 52 25 51 N AR S ANHf 58 A«

=0.036 mL

2 2 2
e = 0.13992 +0.0412 +0.036 1504107
: 100

2) 2 mL A ZRKIBHRE N AHEE
2mL A KRB RE AR 2 H+0.010 mL, 3ZIR=M (K =6 ), FHAARAEAH & B4 &

0.010

u,,, =———=0.0041mL
05

Tt ZE AN B AN R P £
_ 2x3x2.1x10™"
YaT T/
RO RS AR A B 2 B 2 mL A ORI 42 10 I BUKIFRRE, 1531
prifEf 229 0.0031 mL. U 2 mL A KA WU FRE RE 2507 2B AR ANB 22 JEE N -
~ 1/0.0041 +0.00072% +0.0031°

=0.00072 mL

Uyio) el = 5 =5.19x10"°
3) 1 mL A ZRBRE AT EE
2 mL A B RIER S 25/ fu 25 940.010 mL, WK EEFRE 10 ¥k, 593 HArME R 2 A 0.0022 mL.

203522 15, W 1 mL A ZOR RS HUE R E 7 51 N BIAR RS AN E N«
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! B 1/0.00332 +0.000362 + 0.0022>
v(l),rel - 1
4) P TAER W H SRR MR KA e B
PR AC HE FE A 100 mL 2580 7 Wk, ImL KBS 6 Ik, 2mL KIERHEE 4 %, N
X AN 72 FE N

=3.98x107°

Um,rel = \/7 X u\f(loo),rel +6x u\f(l),rel +4x u\f(z),rel

- \/7x(1.50x10*3 ) +6x(3.98x10°) +4x(5.19x10°)’
=7.42x107°

453. FERREH~ENTRERE
Uiyt = \/(4.0x10*3 ) +(7.42x10°) =8.42x10°

4.6. FREHEGME=ENTFREE
EH bR AE I Ze 3005 77 AR AN E BE P B R AR
=S_Y\/l+£+ (C_CO) )2 Hr, SY =\/Zi1|:yi_(a+bci):|

u
(5),rel b p n Zin:l(ci ¢, N—2
n N EDE TR S ESE T 4, p PMEERLS B UCRE T 12, i BRAEIERA S S8, oo PRAEVA IS 1R
FERPFEME, ¢ FFIAERIREE I P EME, o S MERIRIREME, b N TARMARIR, a TARMhZedin, Sy
TAR A S bR . THEEE R I 1.
4.7. BRIFERRERITE
BIATEE D BIE 1, S DAHEE BB, A EEM, BEEAEREN:
Urel = \/u(zl),rel +u(22),rel +u(23),rel +u(24),rel +u(25),rel
FEAh A AREAE U =U 4 xC, ZiRIE 1.
48. I RATHEEITE
HEGXRMAE N 95%I, BWEHT k=2, FRTRAMERLU =k=u, FRILE L
5. Wi
] 1ICP-MS EMIE Bt b Z R CHLIC 3R & B, A2 BRI B AR B P i A
TARIAM G . FEHE ROV E 2, FEESINTRBRME IG5, BE & B A THR R (1
FEARTE e 4, RERRIN S B R D R T FR AR SR, T PRI R o 8 P P SR DU G £ 7 TR T RE AR 17 37
AT LA R A A R . bR RS R, RERDFROD IR, A B SR A A, AR
SR B IR, 7T CLREARAR A RS R A AN E P o XA IR SRR N T 460 52 A i 2 A
L A 24P 45600 224 )3 P52 90 B T PRI AR sl 2B 5 7 A A B R

SE K

[11 TR ek iI]. &iRZ5r, 2006, 7(7): 44-46.
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