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Evaluation of uncertainty for the determination of thiocyanate in

cheese by inhibited conductivity lon Chromatography
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Abstract: Objective: To evaluate the uncertainty of the
determination of thiocyanate in cheese by inhibition conductance
ion chromatography. Methods: The content of thiocyanate in
cheese was determined by inhibition conductance ion
chromatography and a mathematical model was established. The
source of uncertainty introduced in the process of the experiment

was described, and the synthetic uncertainty was calculated for
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each uncertainty component. Results; The determination of
thiocyanate was (10.2 + 0.56) mg/kg. & = 2, p = 95%.
Conclusion: The uncertainty in the measurement process mainly
comes from the concentration of thiocyanate in the test solution,
followed by sample recovery and repeatability experiments.
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SRV T 2 T R R A S B BRI AN O 3R
TIE IS T B 0 B o WO ME M AR R S Y R JE —
FEREFE b A Bl T I AT D 3 5 R A ) e XU Lt BB 4R
Bl g R m e . BTG T 0 i S B
5 T H A R AR B AN B A T 0 R LR

Wo W 2 BB R B 2w W B E B AR A )
(BJS201709) 77 ¥ » M 27 43 BT v AS 1 7 BE 19 9F £ 4
B ) (CNAS-GL006:2019) FI¢ I & A 5 12 B /2 5 %R )
(JJF 1059.1—2012) XJ P 5 1 6 73 s v 70 S R AR % & 1)
AN BE AT 43 7 E S 3 i AR e g RO B
VR HEAT VP, 6T AT 5 o D00 S B 1 R R A,
P& H O IR, Sk AR v I O o B K A
1 eSSk
1.1 uE5RA

BTG50 . 1CS-600 B, [t DS5 e 546 0 1 , 55 [ 9%
AR B A F
HLF K F . NBL254e BY, 3¢ 74 7 4% (X 00O A ]
R 7 v kA S180H A L 4l [ Elma (3L /RID) 24 Al 5
A KA M-Q 7Y L 36 ] 25 J 0 )
S ARG /NRE : IC-Guard RP 8, | i 92 3% 52 36 Bl £
JBe A BR 2 ) 5

WA R ARV 4 W : CAS No.1762-95-4,1 000 pg/ml,
2 [E o2si smart solutions 2 &) ;

N s, P A SR AR A R AT
1.2 REAHZE
1.2.1 FESETALIE BRI BEEE SR RE R 1 g OFS
# 0.000 1 @)% 10 mL &R MK 4 mL fEFE G 7855
RE L HONEWMBERZE %5 W iR 15 min, T4 C
CEADF 10 min, FFIRK )2 W B 1 mL &
10 mL i, K ERZZE KW BTG s s
285 e (KA ,0.22 pm) B RP K (S FRTAK R 10 mL
HEE, 15 mL 7K 58 3 . # & 3% 4k 30 min) 2 3, 7% 25 67
3 mL UK A IR R
1.2.2 ARUEWEWEBCH] 00 RS IBOAR SRR AR B TE G A R
(1000 pg/ml)1.00 mL F 1 000 mL & &) . K ER
0B T WU AR & RO 1.0 pg/mL A AR AE )
W, I 200,1 000,5 000 pL KR4 8% A% 43 U MR LA &
FRB R AR bR v v e T 10 mL 2830 P L T K G ) AR
= 419 h 0.00,0.020,0.040,0.10,0.20,0.50 pg/mL [
b e TAE VR
1.2.3 @& @A lonPac AS16 BB T 43 BT kL
(4 mm X250 mm) ,lonPac AG16 & T4 4 (4 mm X
50 mm) 5 ik %k W . A A AL BT W, 45 mmol/L; i K
1.0 mL/min; /i :30.0 C s BEREMAFR 500 poLs 45 I &5 - 17
) 750 e, S G N 2 5 40 7 B . ASRS300 B, 4 mm, Sh K 30

/L\\#
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AL B0 4 AU 100 mA; B EER AR Y 1R B8 I R 24
15.3 min, 53 Hr — A~ & RS [E] R 18 min,

12,4 FEEME  FFBALES, LR AR TR A & A R
HS AL T TAERES, RrELTR)E K6 LIRS W
AR ¥ B 30 e vl JRE AR R HE AR L W0 AH B A5 518, 15 3 4%
R PR UE VA TR 3 1. R B MR B OB AR AR D A0 T AR
CHNAR ) 1 56 FR & i b o ity 2, JF 3+ 530 42 P Il U3 7 A
TEAE ] TAE S0 T i ABER W L DA AR BRI e 00 e i
T AR &5 65 o il 2 45 B0 0 08 v R RO R AR 1 ok B . AR
A MR I EEAE G 6y TR A AR LK 1,
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Table 1 Determination of thiocyanate content in cheese
ke FRbEm/  FEMELEOR TR WIERE S R AR
g Wl /(pg s mL™Y) &&/(mg - kg™ D)
1 1.018 4 0.104 10.2
2 1.026 6 0.107 10.4
3 1.000 5 0.098 9.80
4 1.013 6 0.102 10.1
5 1.002 2 0.099 9.88
6 1.017 5 0.108 10.6
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C——3l 3 oty 4 45 3210 i pE 3 W v i S 1R AR T o
W, pg/mL;

Vi BB mL;
FE AR PRFE R g5

ST T A5 1230 T Ak P e A AR E S 10,
2.2 RNBEERBESH

T 3 0 00 A e AR R R 2 R g o AN
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Figure 1 Source diagram of measurement uncertainty
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of thiocyanate in cheese
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0.000 2\ *
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3.2 EEREAENATEE FHRZEERERER
bk bR o fiE S (100 @) #EAT 9 K FR &E: 100. 000 8,
100.001 0, 99. 999 5, 99. 999 9, 100. 000 9, 99. 999 8,
99.999 6,100.000 3,100.000 1 g,3Rf4M 25 R & 0.001 5
W 25 R ER i o n =9, W2 REC Ny 2.97, JHJ%

u,(m) =

VTR R R AR IR 2
(m) _0.001 5fo 000 505 1
U T T g ge

F T DL YIS 8 52 8 i 2 ) AN A R A R A I
IR it R B2 R 9 s T AS T 52 S0

u(m)=+/0.000 163 37+0.000 505 1> =0.000 530 8 g,

AR P 2 HORE B 1,013 1 g DU AR G A o S 1
B -

(my=20009308 _ ) 50 503 9
e 013 1 °

3.2 HRUABIEEFENTIHEE
3.2.1  FESE AR REEAEN RS EE HERERKRT
10 mL Z¥ & CA 90 J5 N &% 2 23 W He o 338 &
PR E R (JJG 196—2006) 9 B3k, 10 mL % & M
(A GO 58 f0.22 0 £0.020 mL B 5 40 A B3 ok
& HoAR A 2 R
u1<vm>:M:o.011 55 mL,
V3
F T S 30 A I U Bl 4 R O M R R AR FR AR 4k
R I Sh Y FEOREE (2015) CL YRk 20 CHY, B #
MK RN 2.5 X 10°°C Y, ZU I i 1A BRI Ik R %
1.37X10 % C 10 ] W, 75 B 0 I ik R G /N T
PRI 5 SRR 0 1R RS AL W] W Ao IR IR S 3 5 4
/3 A0 R T, b PR IR I8 80 7 A A b AN B BE R
10X0.001 37 X5

wuy (Vi) =f—3=0.039 55 mL,

BAEE MHESE T RIEENEDEPREBRRNTHEEITE

H1 DA B WA 43 s A A B AR 8 A R AR 5 LA R
ANH E BE N

u(Vy)=4/0.011 55" +0.039 55 =0.041 20 mL,

DU %o o AN 6 R BE N

v )70.041 20
U rel 10/ — 10

3.2.2 FEMBEBRMBELSESAENATEE M1 ml 4
BE WA (A GO W BURE B E 10 mL 4550 7k i
ATHG BE ¥R FHBE 35 B4R E B ) (JJG 196-—2006) 2
R,1 mL 23 JE R B (A 9O &8 A2 +0.008 mL, {§
VeI A0 03 A B3 A 7 AR E R W E N

0.008
u, (V) ==—-=0.004 619 mL,
V3

=0.004 120,

[ 3.2.1 W3 nl i A 1 mL oy B AN 18 B 3iE
D AR S T B3l A AR HEAN B 2 B
1X0.001 375

wy (V)= L0 603 955 ml,
3
DU S X o AN B A R
0.004 6197 70.003 9557
U (V) = : 2 —0.006 081,

T A B R B 1 mL g R
(A F 10 mL 258 (A 0. K 5T Ik & 5l
2.1X1070C Y K E A R 10 mL b B 77 A 1 A R b v
AN wa (Vig,x ) =0.001 304, L5 5 % 18 FE A I IR
T T 2o A 7= A %) K T A 1 S 0 2 A

1 (f)=14/0.006 081%-+0.001 304* =0.006 219,
3.3 MIXBHREABRRKENENAHEE
3.3.1 L R TR AR o v I YT L R LA O i R
u (Co) MARPIUEAS B3, RV N 1 000 pg/mL
B0 T IR AR A T VAV FEAS B 02 4 pg/mL, IR E )
MG AL T k=3 B ISR B v S R

4
U (Cy,)) =——=0.002 309,
V3 X1 000

VbR R A W 1+ 1 000 K H B A5 21 0 8 e B
1.0 pg/mL F7 o v (8], T ) AR o AR . 25— 26 7%
B3k AR F I B 2 88 (1 000 mL) F14> B W & 4% (1 mL),
Wil AR5 C ARIRAIE A i3, o B A B AR
Xof A v S 1 R B LR 2.
5 L1 AR A AN B 8 R
1 (Ca )= 4/0.004 658 +0.000 648 72 =0.004 703,
Iﬁtﬁ(ﬁﬁ%ﬁmiﬁ*" TR LR AR BRI 22 B «
o (Cy)=/0.002 3097 +0.004 703% =0.005 240,
3.3.2 fﬁ" T AR A o T A VA TG 1 2o AR 5 ) A A
ww (Cop) BT E M 43 5 24 0.00,0.020,0.040,0.10,
0.20,0.50 pg/mL 1495 i TV ¥ W, 2 B0 B A% (200,
1.000,5 000 L) FIZE (10 mL) . i1 F 0.00 pg/mL 4z
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Table 2 Uncertainty of pipette and volumetric flask
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— A2/ TRBUSAERARXE R A 1 A XS AR A 1

mL T S 0 2 i HEAS 1 E A E

1 mL 43 BE W 545 (A 90 +0.008 0.004 619 0.000 606 2 0.004 658
1000 mL & B (A 20 +0.4 0.000 230 9 0.000 606 2 0.000 648 7

HE AR ¥ B b o v () 3 A A R L TG 1 e AR T 22
FIAARHE BE B R B3 HAR 5 A s bR E LA W
BEAT AT . HECRB W AR K E LR ) (JJG 646-—2006) FI(H

FHEES B 2346 AR ) (JJG 196—2006) 1Y A iR 22 TR,

Bl R AL S (20£5) C LR i AR 8 AR R AR o

o W Aw 51 I B AN A8 B DL 3% 3.

R3 BRBHABEE

Table 3 Uncertainty of locomotive pipette
s i/ IR A A XE AR A AR AH X 7 1
ne R AS 1 A P AN 1 A AN E
200 pL 2 E T +3 0.008 660 0.000 606 2 0.008 681
1 000 yl,fg?&% +10 0.005 774 0.000 606 2 0.005 805
5 000 ;Jj%i&%% +30 0.003 464 0.000 606 2 0.003 517

E ) A v AR 9 AR P L T R 10 mIL 2 BH 6 K
(0.00 pg/mL g 5 B A E 2 BB BHARS 50,
XF TR v A 200 L RS W IR 200 L ARFR 3 K
1000 pL B # B 1 000 pL &L 3 1k ,5 000 pL i
FWHL 5 000 pL RBL 1 W, B H 03 3.2.2 Wik F
10 mL FEH A FOMI AR ERFEIEN wa Vi) =
0.001 304, A7 v T AF 8 VA0 I i ok 2 51 A A9 A 68 AS Ay 5
B

U rel ( Cy ) =

30,008 6817 +30.005 805" +0.003 517 +5X0.001 304" =

0.018 66,
3.3.3  BUIRERAR bR E M R G = AR B AT E B 0o (CO

Gronxr 6 b R AR AR E T AR AT 3 K A
S » e S T e W 1T B RSP P (L 4

W 4 B TR TR AR R JIE B X I e - g e TRT AR R AT 2R
PEAL G A3 B HE T A 2y = 2.8240 —0.001 855, IR &
BR?*=0.999 9,

B R i 6 UK T A WA T LA A T A it £

x4 MEARRTERIIETR

Table 4 Peak area of thiocyanate standard series

it TR R BT WETH R/ (S + min)

B /(ug + mL™D)  #i 1 i 2 il 3 EHE
0.000 0.000 0 0.000 0 0.000 0 0.000 0
0.020 0.058 6 0.058 8 0.059 2 0.058 9
0.040 0.1098 01102  0.1097  0.109 9
0.10 0.276 9 0.276 3 0.276 4 0.276 5
0.20 0.560 6 0.5599  0.5597  0.560 1
0.50 L4124 14118  1.4113 14118

TEET AT A i B3 R 0 TR R AR R B DL 3% 1, P 2 i R
BECo=0.103 pg/mL, WA HE TR B L& i BT A
PRUEAS R B

(C,—C)?

oy oSk (L1 (G —=0OF

u(Cy) = B, | P + . +— - (2)
>, =0
j=1

DVIA, — (Bo+B,CHY

Sk = i F— s (3)

I

c=="—, 4

n
A
Sk P 1 T A il 6 b o 4 22 ,0.001 773

By — R TAE &AL, 2.824;
B, —FriE LAFE I £ 485, —0.001 855;
P—— 0 5 B S OB B P =65

n W5 s v TAE RO ER . B n=18;
C o 74 A V5 2 VR P (B, 0.143 pg/mL;

C,—PRifE T AR #2585 A A W 05 e

pg/ml;
Ay bR ET AR A A A i i v i AL
wS » min,

UL EAEARA R 2~ (DO 53R R
TAE M LG Gl AW AR HE R EE « (C) =
0.000 301 9 pg/mL, W HE X # o A B 2 B2 Ny

0.000 301 9

wa (CO=""7"03

=0.002 931,
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H 0 (Co) vt (Cop) F g (C O3 A0 8GR H
0 7 A 3 VR v TR AT R O e R T LA I R T AR R
WO

U (C) =

uml(c\q )2+Mm1((jvz)2+urcl(cﬁ)2 =

0.005 24*+0.018 667 +0.002 9317 =0.019 60,
34 EEMHREHEROAHEE
Xof ) — L AP s R 4 R 1.201 AL HE B BR L -4
il 2% 6 1 AR b B 38, A TR 3 38 5 4 TR Sk L b A A IR
MRIEATI R 25 IR 1, AR e B A 2897 58 Jr ik itk
TP B E MR T 09 A5 o R B B DL 45 R R
PIE CRI SR A 1 X o) B A HE I 25 227 o AR 4 DL E R

AN E

ulx;) =
D
WXy = LI 991,
NEY
ey

PRI i 2 O o R AR a0 A X R E R R
JEH
~0.129 1

10.2
3.5 FERMAREWERHNAHEE

37 T A il A T A P R L £ 7 0 R AR BBORR JBE L R
PR A5 R B T S 5 T i S R AR 2 S P R 9
BB AR EAT 6 W [l e 323 5, o AR [ e 2. 43 51 Oy
97.2%,98.5%,97.0%,102.0%,103.5%.,97.5% . & {4
A X, =99.3% [0 3.4 W ik, i N RA G
B 1 R B Y s v A 2

s(R)=2.78%.

[ W5z 3 36 1 o A A A BEE Ny

s(R)

e (X 1ep) =0.012 66,

u(R)= =1.13%,
n
DU [ i S5 386 A4 K X B v S S A
C1.13% )
urcl(R)fmfo.Oll 38,

3.6 BRIRELSHEE
SEA T T S T I R G R AR R R

BAEE MHESE T RIEENEDEPREBRRNTHEEITE

AR 7 V5 14 25 43 R B o B R SR L3R 5, B e R
B 5 AR X o A 1 B

U el ( X ) -

et () F 1t Vi0)* Ftt g () Ftt,0 (O Ftt g (X)) Fta (R =

0.027 02,

A BB R E N

w(X)=10.2X0.027 02=0.28 mg/kg.
3.7 TRAMEEMAMEERSE

B E MR p=952% A& T =2, WM & 45 5%
JEANH E B Ry U=2>X0.28=0.56 mg/kg. &AM g
TS I I T B EURR AR S AL D e 45 R R OR
N X=(10.240.56) mg/kg.k=2,
4 55m PR FR 5y Br

T 58 DA ol PR L A 2 B8 B, b I 28 A O B
I AINAR PO I F W R e T HAHEE., A&S
RN RE S BRI ARSI E BE O AR /IS B AR AT DL 22
At RWIE T 43 Z — K BE v 1 43 i K F AT R i
BER . ANHRE B R IR T AL R S = e (TR L
36.0%4) . & PR 56 A AE bR [ i CBTR R 4 ol
2320001 20900 Z . IWEHRATH 3 4| A brifi T
B Vs VIR 60 AN A0 2 STk e KL o =4 RN 69506, T
B 2 i, ZEE R B OGSk W A4 7L o AR
e E I AT N BTN 459018 AR E R B0 W
il % 0T A E BE R ORI, 5B e 45 R — B
X 35 A0 A 475 F B TR RR AR (0 R B B T 4 R R
BT W 28 B SR I T IORE T R M A i A T R L TP
A7 00 2 G 5 R 0 T i A8 DU B 52 A O T AL BB . U
DA o AR Ao o A 1 0 1 1) X 6 R 4 R [T R 5] A 11
AN A L BEAR R A R B 0 I R R
T AR 5 o 8 v 0 R R AR B
5 &5k

R B (0 1% 125 D 7 3 % b B R AR A O B IR
TR it R DN 235 SR A P T W SEASURE LA IR L S
SE B RAR A b v ) ST, B 4 3K 99.9 26 L b Y A
TR dif C ) A oV TR o TC S A o AR S A 3 RS B R

k5 HEmAMEENEILSR
Table 5 Summary table of sample uncertainty components

AN i ) it AN JBE oK U EX HH PREARBE B MXAREARH EE STk S/ %
el (m) B 5 FR = G (E) g 1.013 1 0.000 530 8 0.000 523 9 0.96

el (Vo) A E A mL 10 0.041 20 0.004 120 7.56

e (f) FE it T WL e 10 0.062 19 0.006 219 11.4

e (C) Bk A B CEFYHE) pg/mL 0.103 0.002 019 0.019 60 36.0

trel (X rep) A IR mg/kg  10.2 0.1291 0.012 66 23.2

el (R) FE O Tl i % 99.3 1.13 0.011 38 20.9
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Figure 2 The Percentage of each uncertainty component

of the test solution
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TP ARRE T 2 BT A2 VAR e B 0% 35 ARG 2 A o L A R
TEAS IR ZEVLE W R WA S 5 — AR HETE B
A 52 PR RS T 25 k5% 22 L D 3B R U . A VROTE o R
R R R D B B B R R T B A
i 26 o DT 80 /INAS B8 B2 09 51 A o P B A 00 T 3 a3 Y
HEOIN A7 R A 6 VR B B 0 A o G 5K VR R R YR B0k R
frEoRUURY R i i e | ) TR i =N TS N T 2 7S
ST ID=R 2 SN R0 | 8| IR A W o N =l 53
ARBE T LA A — S5 00 8 47 57 AL BRERAE 8 75 B ) A
B B B AR A RIS &V R R 4 CL I BR
Ao oty 5 T XS A (4 T 1 02 N S PR R X R T AL 2 o
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