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Evaluation of uncertainty for the determination of cadmium in peppers by
inductively coupled plasma mass spectrometry

LIANG Xin-Yu, PANG Gui-Jiao"

(Yulin Center for Food and Drug Control, Yulin 537000, China)

ABSTRACT: Objective To determine the content of cadmium (Cd) in peppers by inductively coupled plasma

mass spectrometry (ICP-MS), and to evaluate the uncertainty in the determination. Methods The mathematical
model of uncertainty evaluation was established to analyze and identify the sources of uncertainty evaluation such as
sample weighing, sample constant volume, standard substance, preparation of standard solution, standard curve
fitting, repeatability measurement and recovery test. The uncertainty components were quantified, the standard
combined uncertainty was calculated. Results The determination result of the uncertainty of cadmium content in

pepper was (0.0432+0.0066) mg/kg, k=2. Conclusion The uncertainty of determination process mainly comes

from the preparation of standard solution and the fitting of standard curve.
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HO AN A, il B aE IR ARSI A Jad Z A
PEARTS Y B 2o A R s BRI Y B KR e T
YW B it 20 4 XU DA A5 Je BRI 5 022 Herpfii
FRA& 2 ) SRRt B, e £ 0 8 A Ao o i T
58, BAEZENIATLE L,

XA TAE, iepskilile, s2iaFRERHE S E
73, UEBH A B4l S R O R R, DN R R —
MERNERSH, ©EEERESR T E AL L,
AL HEBE SR AN [F) 7 36 ARG B0 25 SR ) — BORE . -l
R HER SRR, B R AR X F
RO ALAL, 2238 2 ) i S, AR A
HENEEIE, AR ETF BI85 15, BT
B EIRBEE . PEEAHE B, ERM DL TEM A A1
B, JUHORAEBRIG A, XX R AR e .

MRS A 5F B T 4R B3 % (inductively  coupled
plasma mass spectrometry, ICP-MS)* B A £ 51 2 [ i)
FE L ATHTEREENR . TR REUEE . ShAALMEEE G
SR . BRI, A ICP-MS 5 B H 4 AN BE A9 SC
BRI, AR ERE GB 2762-2017 (& E 2 E KR
Bk T e R G PR R B (< 0.05 mg/kg) I BURURE
wh, SR ICP-MS Jr ikl e o & &, JFRE— R
S A AR E TR R W B, AR o A B
ESiURE vd o

2 MRIEEE

2.1 X5

Agilent 7700X 7Y H JEFE 5 45 B9 F IR T REAN (36 F 28
R 2 F]); ETHOS One U T A8 (G K 22 R 30738 2
Al); VB24 iR # (AL U A AR BR A F]); AE-200 HLFK
- (i AR - FE R AU AT BR A FD); GM200 T U A
[ 5 RETSCHCHHE)ZA AT, B AR (38 EZEERC R BHE
AR .

B oMoon R bR ME W W (GBW(E)080119, 15062,
100 pg/mL, HEIFEFZEHEEL); NAR[ICP-MS Internal
std Mix pard # 5183-4681, Lot#1-39MKBY?2, 10 pg/mL, Bi.
Ge. In. Li(6). Sc. Tb. Y]. ICP-MS i & (ICP-MS 7500
cs pard # 5185-5959, 1 pg/L, Ge, Co, Li, Mg, Tl, Y)(3
Agilent Technologies /A F]); MEE(UP %, 68%, 1M
Fifb 2 E B A B D, SEE /K R Millipore #R4HK
22 KWHE
22,1 AR E

KB RBORSIRFE(D 0.5 o TIHTRIFM R IR %
THARRER, TIATERE 6.0 mL, 80 °CHIY M 30 min, K%
FIREEIMAGTEMAE 1.0 mL, 8 1.0 mL, SiFHE,
JHC IR T RS PN e A AR T e, T AR AR IR 1. T

fEoEEE I HIHG, BREFTHIHMRE, FRBEA0K ST,
O ARG E T i b 120 °CiERE 3 h, ZEHMHE
HWAAT T 1~2 mL, HFFE T8 R B8 25 mL )il
IEFAB LK PRI IREE 3 WK, RG4S, HKREE
20, #5T. Mz B 5 EL.
222 AFRERE B

0 o A B R R A W IBURR B ME V(100 pg/mL)
0.5mL, & 50 mL £ 5Ifi, 0 S%oms s i F i 2 41
BE, A, VYRR pRER (1 pg/mL),

b e fh koW W RS B WOERAR AR VE AR O W
(1 pg/mL)0.05. 0.1, 0.2, 0.3, 0.4, 0.5mL ] 6 A[HAY
25 mL AEHET, S%HMRIEBFMBEEZIE, B35nik
RIVER, WESH 2, 4, 8, 12, 16, 20 ng/mL,
223 RARIRIR 6 Be

HE I 10 pg/mL A NAREE I 0.5 mL % 50 mL 45 i
R, H S%INRMBE AR 2R, #2), RIfS 100 ng/mL
FA AR TS VR o
224 MBIELMHE

KV (1 pg/L, &% Ge. Co., Li, Mg. TIl. Y)
IR B RS, RIETHES N SPk S XK.
1548 W; #H K & : 1.08 L/min; %5 & T & S 4k :
15.01 L/min; %FBYSHi#: 0.90 L/min; &S HE; FibE
RHRIE: 1.9 °C; WEEhAEELH: 0.10 1/S; AHiEiat: He #
R, &ER. DINARK[100 ng/mL, % Bi. Ge. In. Li(6).
Sc. Tb. YWEANWHR, FRastaE s, 25eE 2.2.1
2.2.2 WOl VAR, S TE AR A IR 1,

®1 BORHBRG

Table 1 Microwave digestion conditions

BBt FHER P
it 1 10 min F+%1] 90 °C, 1500 W
Bt 2 10 min F+#1 120 °C, £#4§ 20 min, 1500 W
BBt 3 30 min F+#] 180 °C, &% 30 min, 1500 W

225 HEFHENVGES
TR R B i R AR
__pxV (1)
mx 1000
A X MBS R, meke; o NIRRT AR
R, ng/mL; V OWIRFEE AR 0E 2848, mL; m
IRFERRIUR &, g; 1000 A5 250
22,6 RA|RH L RR
M S 7 R AR, A5G BRSO B
(DIXFERRIE m AARHA B E2ORIE: RP-rick
VR,
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QIAFEH MR RUE RV AT E BORIRALTS: AR
HAVFRZE . R E S A BB A

GYUFRIE W P AN E BER AL AR il 3 7Y 52 A hr v
Yo, Hr v WO I 25 B R IR 2E | BRI R
JE 5 AR M B2 A [R] | e il 2 19 4805 eF e g iz
{EREHLAE 577 A2 1 734

(4) B ST R AN E BE IR AL A AR BRI 3 £
RS R P AORE AL OISR | GE I E I AR R T
NI 8 BE

(5) B HIZNE rep SIABIAHE K, QAP PRAERTE
P FRUE R B2 AL B AR A AL S
P ARSI A R A E L .

3 HER5HH

3 THEESENENL
3.1 KAEARE m 5l A Uy ()

R AR R 101 g, FREBGRFEM R
29°0.5 g, DUIZR DY R 2 A e FURE ST RELE 100~150 g
W, BT LR AR E S AR v, RS 4 S A R I R e Y
[il: 50 g<m=<200 g M. (F: FHBEERFE, FRFAEK
AR IAEZS 7).

(T RFMERE 0.1 mg, KR ERAEHED
LEERAN JIG 1036-2008  HLF R ) PG MR, % KF
KAVFRZE 1.0 me, F#HEMT, k=3, KFAR%S
1.0x1073

NG

) KPSLBRAY M d=0.1 mg, HeXAIAE, k=3,

FH A B G | AR AN X R
u(mz):1.0x10*3
2x\/§

Ht, AL L2 Wi, HEEE 2 RIAFHE M
Hirp— R AR, 7oA B A AR A R A
Y2 ) + uP(my)]

0.5
\/2 x(0.000577% +0.0000289°)
0.5
3.2 RHMAMREAEV SN TAZE Uy (Vss)

R E A E 25 mL F AR, A2 MA@
BERUE: A %25 mL FmifisEnsE., R REESE
AR R R TR

(DA IR 2= 5] AR E R

M JIG 196-2006  # FHBEES B feAb e R ) ), 7
20 °CH, A 9% 25 mL MbRZ A, 225 4+0.03 mL, #%1
S5, k=~3, 25 mL 25 o255 AR AR

A BIRREATRE R u(m) = =0.000577 g »

=0.0000289 g

urel(m) =

=0.00163 ,

0.03
% U(Vps ;) =2 =0.0173 mL _
Bk u(Vas_p) 7

()i B2 22 S5 | AR E JiE

20 °CHI KK 28 a =2.1x1074 /°C, Kl A rh

JELE J(2043) °C, AT =3 °C, HHEHEBIARAEL,

20 7 AR AR AL BN e, #3540 A, k=x/§,

TR 22 5 5 L A AR UEAS I 2 FE

U(V25—2):V25 xiT xa _ 25><3><j.§1><104
B RLAE 2 3054, X ARRUE AV ST AR E

BEA:

H 8
2w
).

=0.00909 mL .

WP (Va5 )+ P (Vas ) 10,0173 +0.0009092
urcl(VZS) - v - 25
25

=0.000782 .
3.1.3  RHER P 5N RS Urel (P)
(OARHER T 5 I B A 5 B
FEEICEFRERS (100 ng/mL)GBW(E)080119, 15062,
AR HEIE 5 EAEAS, XY R A E U =0.8%K=2),
FHBRIEY) 505 | A BRI b AN A 22 B A
0.8%

urcl(s) =

(bR eV R T ) 1L 5 | A AS B A

MR 2.2.2 FRAEBIRECHIRR, Il FANH 2 R R A
i AR 225 AR JE u(ve ) PRI RO
i ELAB B IR R LA BB B u(v,) o ik BT
{046 A 2% 25 mL BAFREE AR 6 UG A 2% 50 mL ibrgk 4w
1K, 10~100 pL FiAY, B 0.05 mL 1 %%, HL0.10 mL 1 IX;
100~1000 pL F2##s, B 0.20 mL 1Y%, Bt 0.30 mL 1 ¥, Bt
040 mL 1 ¥&, B 0.50 mL 1 ¥, #4 JIG 196-2006 & FHBE 3
T BMRE R ) PR G 646-2006 ( RS IRRaR MR ) B, 16
20 °CHY, A 9% 25 mL FbR% 5 7225 4+0.03 mL, A % 50 mL
FAFRZRI 222 920,05 mL, 100 pL B iR A5 i AL 257E 50 pl
KoE N 3.0%, 76 100 pL K65E f0 2.0%, 1000 L Bk fs
A AIETE 100 uL K€ sl 2.0 %, 7E 500 pL KiE sih
1.0%, ST REFRER B (2043) °C, AT =3 °C, 20 °CHi}7K
IR 2B @ = 2.1x107 /PCHHEIRRLIA] 3.1.2, S5 ILEE 2.

R B WA, 200 25 il R BAR AR I 3
SO, B LA FL AR R AR A

(0.0173)% +(0.0115)% +(0.0116)* +
U (V) = [(0.00578)% +(0.00579) +(0.00579)* =0.0259
+6x(0.000782) + (0.000683)>,
GOPRiE MG T AR E B
M 2.22, Tl 7 MRRHEATR, RS0 0.2, 4,

=0.4% _
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8. 12, 16, 20 ng/mL, F AL AL PR (PRE R ) &
5L RIAN A2 B 38 /N TR AR B (Wi SO 1) 1) 5 5 | AN AS T
FE, WLLZEEATE . SRANARE RIS, Wl N FHREE AT
HEVS ™ AR IR T 2 5 BRI (22 M, TGt e s
ZIRIERLE LR Y=0.0179X+0.00212, HIEE %L r=0.9999,
BEE b=0.0179, #JE a=0.00212, 255 3,

H AR E R IUA B A MR EAR T E B, T AIAR
5

ustdy =y L1, =%
byp n 3 (x-%)°

_ \/ ZLJYi — (bx; + )
y

P(0.8813 ng/mL), x; K i IFRUEE R ML (ng/mL), X Ky
PRUEVS RO BE 3808,y 080 T ERAR HE W P AR T
5 AP R Z FE(SEIE), by +a FAREARHEM LTt
HARFIM TR 5 N AR N {2 (BRI E)
Kk, AL 3 TU7 A R E B, iR o
SIS E S
Ure (9) = U (9) + U (V) + Uy 2(St) =
\/(0.004)2 +(0.0259)% +(0.0707)* = 0.0754
3.1.4  EDREE R FINE AR Uy (R)
Z ISP R B R rh S LR, AN T I
TS E TSR A E B, R 6 (3 ARAE S 3175
FICR W BREAERE 2.210 6 Dy nbRiR fh B2 [

S n n-2 R =101.8%, FnifEfhi 2 Sg =0.0202, 45 A i G B 3% O
- 2 L B 25 u(R) == 2% ~0.00825 ,
A Sy Jrk R ZE, b AR RERE, P ol W B | A KRR B v A a2
BERRRAOIE VOR(6 W), n BRI WA (T A he WE) 000825
VL BANWE 3 V), A ik BE I W I Ut (R == =" grg ~ 000810
R2 ERRLHISERTHEEITELS
Table 2 Calculation results of uncertainty of each measuring tool in the standard solution preparation
AV u(Ve) /mL u(V;) /mL filt P UKL Ure1 (V)
10~100 pL % 0.05 mL 0.000866 0.0000182 1 0.0173
10~100 pL #% 0.10 mL 0.00115 0.0000364 1 0.0115
100~1000 pL HX 0.20 mL 0.00231 0.0000727 1 0.0116
100~1000 pL HX 0.30 mL) 0.00173 0.000109 1 0.00578
100~1000 pL HX 0.40 mL 0.00231 0.000145 1 0.00579
100~1000 pL HX 0.50 mL 0.00289 0.000182 1 0.00579
A %% 25 mL R 0.0173 0.00909 6 0.000782
A %% 50 mL 25 i 0.0289 0.0182 1 0.000683
R3 EHEBAETHERITESR
Table 3 Calculation results of uncertainty of the standard curve fitting
PRBHE x; /(ng/mL) 0 2 8 12 16 20
0.0000 0.0376 0.0753 0.1457 0.2160 0.2827 0.3617
y; /(cps Lt) 0.0003 0.0393 0.0748 0.1485 0.2160 0.2862 0.3612
0.0003 0.0376 0.0739 0.1481 0.2175 0.2876 0.3577
LIS Y=0.0179X+0.00212 (0.9999)
Sy =0.00213 n=21 X =8.86 ng/mL

P =0.8813 ng/mL

u(Std) =0.0629

Uy (Std) = %fd) ~0.0707
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[t A Bk i e P IR E RS 1.0 A 3%
xS, KR st & t BT KX ki ®
(IRl no1s) i osy B, -1

u(R)  0.00825
A EE T UG AE t,,q, FLAZ, 2 JJF 1059.1-2012¢ I 5 AR H#i E
FEPPRE 5% ) it B A5t =2.57, W t=2.18<2.57, R
51 EREEES, HEAXPARMBIER S
3.1.5 M Z F Sk rep 51 N4 A L Uy (rep)

FEFR— 260, BEMLAREL 6 (hifRE, i Fedffiti 2.21,
M2 R (DTS, S5 5R 03 4, @il 6 (rIAHE Y
SFHME X FbREm 2 S, , B YA ARE A B T

u(rep)
X o

SIARTE: u(rep) = %,um(rem -

4 ERFFERNHER u (X)

us(X)
X
= \/(0.00163)2 +(0.000782)% + (0.0754)% +(0.0143)2
=0.0768 -
U.(X) = X x0.0726 = 0.0432 mg/kg x 0.0768 = 0.0033 mg/kg

= \/urclz(m) + urcl2 (VZS) + urcl2 (p) + urclz(rep)

5 HERAHEREUX)

BEAS N TR 2, UX)=ulX)x2=0.0033x2=
0.0066 mg/kg,

6 MEERRE

PB4 5 X = (0.0432 4 0.0066) mg / kg; k =2,

7 S5 THE

K ICP-MS 1l 2 BRAUH 40 5 s AN e B, I 45
7 (0.0432+0.0066) mg/kg, k=2. ZILERIER ., EE M
UF, WERREE R, DR, FMIMAE S PRI TR A AL
iR, HA LB 5] AR AR E R mi K Py, Hik
SEARUE RN P TC AR AR . PR U AE S G 1L R b N e 2
R, LGRS A IR C T R A A L ARk
WS R B AN Y . bR AR A BB S A AR
V14 Vi B2 S PR O B 5 3 L, b R, W A R B it
PIFITF08 NASH E FE I 5T, AT & BRI 750 1 e 45 2R 1
B R, B a2 B R

FRatit, ROVRMEA 2 DM E BERIE, RIRF
R R 2k, REE T 28, FEObREEHF—& K
I BRR RS AR N BRI E R . R E R X
JEREENE, 2 MR A I R SER N — R (R EE ),
FIH 6 Y PSR AS BB i1k, RSD 4 0.151%,
A 6 AR AR BE, 43 BT D T Rk e T A T
B TR T AR A UERRERE &, SR T AR [ET
UEW] SEGARAE 7 A ) D 1o, GRS PHEAS 00 2 B /N T b
WEARHRE B, DRt ey 2 ATt SEBR B, lRERR it 43
TR ARROE 255 ot/ DT oK i =50 2 —, SE AR
Wi B2 TTHR R AN 35 0, TESEPRE I,y DL R A 2
gy, AR B UL H W, PO e 52 AR S i A g
W ARRBEFEIREA 5 FEHIAE 2L FEAH OC AN 2 BE P4l
DAL HH LA 5 o DA BH X6 R A S 6 5 A i BB £ B2
TSR D 45 16 2 Xof e HERE ARG 1Y, R AR AR AR
A W IR AR

F4 NEBEEMHHTHEEITHELER(n=6)

Table 4 Calculation results of uncertainty of measurement repeatability (n=6)

MAEE /(mg/kg) WAHEFEIME X /(mg/kg) RSD% u(rep) /(mg/kg) Urel (rep)
0.0450 0.0420 0.0424
0.0432 0.151 0.000617 0.0143
0.0414 0.0432 0.0449
SRk [4] TS BB ) 0 RSSO D. s kol kg,
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