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Uncertainty evaluation for determination of total mercury content in paddy
rice by atomic fluorescence spectrometery
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ABSTRACT: Objective To establish a evaluation model of uncertainty for determination of total mercury in
paddy rice samples by microwave digestion and atomic fluorescence spectrometer. Methods According to the
CNAS-GL006:2018, a mathematical model for uncertainty evaluation was established. The component of uncertainty
was quantified, and the expanded uncertainty was calculated. Results The expanded uncertainties of the methods
was 0.020 mg/kg (k=2), when the determination results of total mercury were 0.0338 mg/kg. Conclusions The main
factors affecting the uncertainty of total mercury determination are sample preparation process, standard deviation
under repeated conditions and standard substance.
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S REMESE, 7E BARA TP LIRTOR . EHLR A HLRIIES
TE1E, RRJEARGR, HEr . A BEREMEBEA
)B4 KRS W AT AR 0 H SR W A BE ), ROk
JEANBERHLR . AR BEZENREZ L ik, A4+
SR PRGN o Ay A e R T B 2 A I AR bR 2 — . TR IR
WERLE B R FRERE MK T 0.02 mg/kg'®)

Har B AN E il P RS R B
JEF kgL . B R T IROEE AT R o g
EE R A S TR E S . R TR Ok
TER AL, AR, Dy ik R PRAC SRR A, B
52 TR B W P R S RS B T O k0L, AR
J R U A SRR BB SR, v AR
PR A 45 SR s N . TR b S G = E AT
Z 512> CNAS-CL 01:2018 A6 0 A i 52 56 % AE S1Aw]
VDN VLR, T RS I A S 06 5 R T R A e R
ok, 7EdEFREAS 4 8 & e i, 328 FA I 2 A1 2
JE R BRE IT R ST, oA B O (i DA R B Y B
T o AR SO T 9 vk X RS A B R R S A T I
X} FLANH R B TEA T AR Y AR, R B 5 SR ) A B
FER B, DUy S50 0T 45 45 ) RS B B DT B
EEII3H

2 MHERE

21 #MREEHF

HIFEBAVERE SR (100 g/fy, 7 143, R AT PEH" X BIKAE
BESD); TSR (Uh g st, 15E Merck AR); 1 EAK(E &
30%, PUBEAL TR A BRA F); SEEERET . HRIR (S A4l
KT B8 B 2= R FRA A, A S s (adral, X
HETT KA ), BB (b e, [ 25 4R Ak
RAEBRAF), SmABROGIHral, TR RRHE B0 A R
Zyl); AR (R FHEE R 18.2 MQecm).

FiehRifE GB 5009.17-2014 Hr<3.2 38751 it il v il 25 i
BRVEW(1:9, V:V) | BHBERVEI(5:95, V:V) ., S ALHE
(5 g/L). MEALBIEW (G g/L) . 5 R A1 A0 RS IR VA MR
(0.5 g/L). THIR-= FHIRIB A IEW(S:1, V:V),

RAFRMEVE W : (100£0.8) pg/mL, %45 GSB07-1274-
2000, HelA 3% IR E AR B -

22 X &

RGF-8640 4 [ 3y PU B J5 29 AL (AL 5T 545 AL
A R F]); MESATE LT K- (2 Mettler Toledo A #]);
Multiwave 7000 8 ZR AW I e A3 [ AR A (vt ) By B2 A PR
H]]; TB-6060 H 25 AN 40kt B (rP 11 T 4 A e 1 454 PR
25 v)); HT-100 S50 K Bl AR (7 MAR PR A BR 2 Bl
Milli-Q i 27K { (3& [E Millipore 23 F]).

23 EKWHE
2.3.1 AR &I R AR

REFUEMT AW (1 pg/mL): 1 mL BB (A H)BUR
FRUEAEFC (100 pg/mL) T 100 mL A iHHi(A %), HE

BRI IR IR (0.5 /LT B E A ZZE, #ARITGE .
Pic o

b e o2k S W A A o RS SR B v O TR
(1 pug/mL)0.0, 0.1, 0.2, 0.4, 0.8, 1.0, 2.0 mL T 74> 100 mL
Faf(A )P, AMBRIERA:9, VVFERZZEE, 1’5,
HAEHEE R 0.0, 1.0, 2.0, 4.0, 8.0, 10.0. 20.0 pg/L HIA%
MR T
232 HSEraE

FESOE OS2 80 HIf, HhrifE GB 5009.17-20141")
512 M RE AL BEFE S o FREL 0.10 g FF 5 T IH AR HE
FIEFINA 5 mLASER, f 2 REMETRA195], SRIGIE —
b, FEIA 2 mL A, JE AL AR O e T R
K125 °C), BHIFEUH, FIgFTFREEHER, M sEK
kP9 36 BT R RE A AR R FE AR 80 °CHNAA 5 min, AFZS
PSR, B TR NE, IR 2 25 mL MRS
WA B, FD RS 3 IRIEENEE, RREITFTE

B, TR (1:9, VIV ERZZIE, BS54 [
A 2s 1 3

233 BT R ELAEN

INEF TAESE: R OAMITHR: 32 mA; JEFib
FEEE: 10 mm; B AAHE: 1100 mL/min; & JE:
245 V; AR 550 mL/min; BEEOFR: MR, ZER
BFIA]: 1s; (28T IA]: 10 s,

RS 4R, HehriE GB 5009.17-20141
5.3.2 TR W A AR o T 2 . S LA VAR

3 HREHR

3.0 HEFEREN
4 CNAS- GL006:2018 { fL2=43 4T HR AN 2 BE 1A Ay
) U2, JIF 11352005 (A2t AR e B pe ) 1)
M GB/T 274182017 (MR & FEEE fgeom ) 14 43
ARG 3t i v S o AN A A TR 2, e R AR
HE SO KRR MR EME RS, B RER, TEE
AT Ny -
N VCo
1000m
FH: X—MHLFEF R % &, mg/kg;
Co—FI F bR v T 26 13133054 B FP s oK O vk BE (411
BREEMZE H), pe/L;
V—5E FHE AL PR A B AARFR, 25 mL;
m—I A A YRR AR A, g
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MEIRECA A, B RREAS HoR SR X B A
i BE R R

2 2 2 2
Urer(X)= \/ Urel(m) U rel(v) T U rel(Co) + U rel( £450

3.2 FHHEEHRIES
3 A FCI SR, AT S DA L TN A E B Y

SRS T AE DT T (L YRE R B A R R B u(m);

Q)E ZTH R BARFRS P2 A AT E B u(v); Q)RR PRI
FALR TSR MAHE R u(Co), oA 38 2 A v il
WA RRIG Co B AT E L u(C)) R FSRARMEA ]
ALl 4 B 8 5 VR o) A ) W BEE AN A B U(C); ()R
AL B B AT E E u(f ).

3.3 THREEITE

33.1 HaRARE LA RHEE u(m)

B K T B A R R B M, RIRHE A
FRECE S PERYRR A, OB ILTERR &R I A N0 B 1Y) 3
JER o AT 32— H RO (M5 5 +0.30 mg, T
P A £0.10 mg) FR & AE S, HOAR ME R i E E R
0.300/,/3=0.173 mg F1 0.10/ /3 =0.058 mg, 145 J5 HIARE
AHEE R um=+2x0.172 +0.0582 =2.5x10" g, WHH
R 0.1023 g, Wl FEAF R AR B ARSI E FE U (M)=
2.5x107*

0.1023
332 R ERA R 69 R H T L u(v)

Hi9# DIN bR EN 1SO10420'0) 7E 20 °CHf 25 mL 3k}
FEIMA FOMATRIRZE N (25+0.04) mL, T A7 TR
AHEEH 0.04/ /3 =0.0231 mL, %R TERE 10 1K,
AR ARBURZE T HEE bR w2 0.02 mL,
Yo SRR =R TR LS °CYE I Z a1 28 1k, KBk Rk
2.09x107%/°C, 24 Kk B /3 Hh A5 LI B 22 S5 1 7 A B ANff o FEE
H: 25.0%5%2.09%x107%/ /3 =0.01549 mL; 25 #l& HARX A
T U (v)=0.028 mL, HAHEE A u(v)=0.0013 mL,
3.3.3 MRl MR T R EIRRE G A EE Uu(Co)

FE AT A PR S PRV E AR E . w(Co) 1 AR L
AR 5]

=0.0024.,

NS IR, R PMERR LR IRINE 2 WK, FIBR= A
JR BB LR 1.

R1 AERERRCE

Table 1 Absorbance of standard curve

I OB EEAE(A)
F5 WP /(ug/L)
1 2
1 0.0 0.23 0.23
2 1.0 27.50 27.52
3 2.0 55.02 55.02
4 4.0 110.02 110.02
5 8.0 220.04 220.04
6 10.0 271.01 271.01
7 20.0 552.32 553.12

LR TR 1 3 0 2 AN 2 2 1 EXCEL 5l A2 0L 3% 2,
DTAIRRIE I LA 1.

HRAE S5, W A S A BRI T 6 Uk, MR LR [l I
J5 BT 153 25 52 X=0.13899 pg/L, W u(C1)J B LI T 24
A5

A
bR 26 1 LR
P A A TR AR
n—i 5 B v 2R 97 R UK
Co— M AE FRIE RN IR 1 F- B, ng/L;
C —FE SRR BRI B 1 39 ME, ng/L;
ci—hRiE RINEWBOR R, pg/L;
AR R A R '
W2 2 A KRB ICA EIRQ)G)HE AR,

n

> [A - (g + a)]2

AR IS T Co I3 LE M AHIEE u(C), S E—— =1.831
TRIFRE R 2R Y=27.571X-0.5935
600 12=0.9999
= 400
£ 200
-:E
0 , , .
@ 5 10 15 20 25
200
WEE/(ng/L)

K1 STRbREfL
Fig.l Standard curve of tribute
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Rz2 LMEEVBENEFHERE Excel THHETIZ
Table 2 Excel calculation process of uncertainty measurement by linear regression method

G A A A Ay A (A A G2 G-c¢ (G -c)’
0 0.23 0.824 0.679 0 —6.429 41.32653
0.23 ~0.594
0.23 0.824 0.679
1 27.50 0.522 0.273 1 -5.429 29.46939
27.51 26.978
27.52 0.542 0.294
5 55.02 0.471 0.222 4 -4.429 19.61224
55.02 54.549
55.02 0.471 0.222
4 110.02 0.329 0.109 16 —2.429 5.897959
110.02  109.691
110.02 0.329 0.109
8 220.04 0.065 0.004 64 1.571 2.469388
220.04  219.975
220.04 0.065 0.004
10 271.01 -4.107 16.863 100 3.571 12.7551
271.01  275.117
271.01 —4.107 16.863
20 552.32 1.493 2.231 400 13.571 184.1837
55222 550.827
552.12 1.293 1.673
45 2472.1 40.224 295.7143
¢ =6.429 A=176.579 Sg=1.831
AT E R P 6.000 FE S AE 34 A= 3.211
FEME R X 0.13799 X AR IR 22451 HE u(Cl)= 0.03672

*3 AERMBRENTHEE

Table 3 Uncertainty of volumetric flasks and pipettes

SH A L2 PR R R 2251 (+°C) B AN E JE AR A S
: (k=~/3 , mL) (10 YN &, mL) (k=+/3 ,mL) u(v) User(Vi)
I mL W& 0.007/ 4/3 =0.00404 0.01 1x5%2,1x10% /3 1.1x107 0.011
100 mL ZF )i 0.10/ /3 =0.058 0.02 100x5x2.1x10%/ /3 8.7x107 0.00087

T B RS A BT E BE u(fs): TR bR HE A 75 (100

" 003672 kgl wg/mL ) B AR M PR By 1 /L, JErpit
: PR A2 R A R — AT, K IR
_u(e) _ ik Z Bl 2.1x107/°C, #H JIG 196-2006! e 2 Rk 75 it
W el C== 2 20,0057 VAR R, JF A I . T PER
SR A M YO LR 0 et g PO TP RORA BRI A BE I 2% 3
AN 5 JE (o) it LT DR ZR A A U (f100)=[0.00087°+0.011%]*=0.0110

Urer (FS)=[2%U2(F100)]?=0.016
ANHRAE L u(C2) 4 T i s v 2R 41V Y v O A ) 4%
AN E E WEA T4 PRI 75
Ua(©)= U a9+ Ura(ne) = V0.00207 +0.00467 =0.005
Ua(He)=T50 =0.0046. R FE A u(co) AT u(e) P ()&

PRl B S | R AN 2 B u(Hg): DI 1R br it
fifi F WA (100£0.8) pg/ml, 8L & #% #E S B2 E R
%=0.460; W 0.80 pg/mL A4 AH X AR AN B0 2 BTSN
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Urel(Co)= \/u2rel(c1) + uzrel(cz) =0.0050% + 0.00572 =0.0076
334 RF R A6 RAEE uf )

J - SEASCIN i (R o R ) 7 A AN A o
FBE R R E AN 2 B AN I Ak R B, ARG 2
UEAS 25 I T 2 AT 250 0.007, T ug(f 18)=0.0070,
33.5 AR UX)EY B EE U

B AN E B u(x)

_ 2 2 2 2
Urel(x)_\/u rel(m) t U rel(v) T U rel(Co) T U rel (40

=40.00024% +0.00012% + 0.0076 + 0.0070> =0.0103

veo 0138 2>
X= = 1000 — 0338 mg/kg
1000m  0.1023

] u(x)=0.0337x0.0104 mg/kg=0.00036 mg/kg
By JRATE N u, MBEKTH 95%F N K (BN
72, W u=kxu(x)=2x0.00036 mg/kg=0.00072 mg/kg.

3.4 MELERFTTR

SRR PRRER N 0.1024 g I, IS5 SOEIEINE R4
K B RIELN K X=(0.0338+0.00071) mg/kg, k=2

4 &

AT AR BN R pa] LUR B, TERREYI BT . FE
il f i A AT, BT AR A A i (i 25 8 22 X A A o
S IR I B AN S JRE 7 A A (R R JEE SR, i R
ANHERRANR : AEAL A AR L A AR BORRE DN 22 . AR
HEM I

T A e b B AR R AT UE AR Z R, tean, IRZ
J5E TR AR BE X v AN A G JBE ™ A S, Sk 22 v, g e
SR AT LU Az fig KM, TR ot ek LR it 30 8 9 T
FOE BTN R UAE R /DN, FTZMATE. i, 7EdE
WA, R T e T AR AR O L, XA BT
WD RFIDCER R . O TR E B EH Y, A LCREL
THARIRR] | AR IE) L A 5k DL R DRI T B4R A2
Jr X S o

FEREREKMT, BT B bRl 22, B,
X B AN E L7 T AR AR, I HLE £ i R
TR Al A S R TS B R o Ol RS A T R AR T X
P 22 7 A RSO, Al DU AR L7 e de, Hen
R AL AR PRSP | ORGSO ML A T 5 T
g R, 7E H RIS, SAE R A ARG
B, JEERIEZRORZS . i, W] AN i B i)
A S E AR, XA A ) T PR s SR T o
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