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Evaluation of uncertainty in determination of ethyl maltol residues in
rapeseed oil by ultra performance liquid chromatography — tandem
mass spectrometry
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Abstract ; The mathematical model for ethyl maltol residues in rapeseed oil by ultra performance liquid
chromatography — tandem mass spectrometry was established and it was used to evaluate the uncertainty
components. The results showed that the main sources of uncertainty arose from the standard curve fitting
and preparation of standard solution. The expanded uncertainty was 1. 544 pg/kg for ethyl maltol

contents of 10.096 pg/kg in rapeseed oil (£=2).
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4l LA ZFE RIS I T 2GR A F

Agilent 1290 — AB Sciex 5500 3 Bt 5 3% %,
MilliQ 2 #5F7K A& tE 4% , Thermo /55 32 VR E5.00HL o
1.2 SEHdik
1.2.1 FEARETAL PR

HERAFRIL 10. 00 g 3HF T 50 mL 20045, H
FE W& WER A 10 mL H B, 3% @R % 2 min, 5k
B EW E WA 25 mL AR, T2
FH 10 mL s e AT SR B, 501 VW, B
%25 mL, L0 ALIEMR (0. 22 pum, A HLAHR) 3 UK,
ML,
1.2.2 ARyfER R AT

HERRARHL 10 mg £ FEZ2 2Rl T 10 mL %5
SN, T BEE 2, Bohil s sk B2 1.0 mg/mL
IFRUERE 2 o AL VMG E A I I 100 L s ofE it
R Z 10 mL 255N, A I E 25, Be il i 10. 0
mg/L R BRIEA TR o AR UGS B AR TR
FHH B 5E 25, 23 SR il i 10,20,50 100,250 pg/T.
PR TARRS W, At FHLIAE
1.2.3  JAHG S

Agilent RRHD SB - CI8 &34 (2. 1 mm x 100
mm, 1.8 pm) ;4396 35 C 5 iishAl A W, i shAH B
40. 1% HRRHES W i 0. 2 mL/min; iff i 5 pL; 4
U 35 °C s WA BB RE BE DR P4 0 ~ 1.0 min 90% B,
1.0 ~3.0 min 9% ~10% B,3.0 ~3.5 min 10% B,
3.5~5.0 min 10% ~90% B,5.0 ~6.0 min 90% B,
1.2.4 ik &fF

FELIE %5 (ESI) B8 1E 8 A, i X
R 22 ROV AN (MRM) | W55 L e 5.0 &V v 571 <
MEE 550°C, KA AR 77 0. 24 MPa, 5546 <K )
0.34 MPa, ZFEFEZFWmEBFESEILE 1,

x1 ZEZFHHIEERLESH
BE T (m/z) TET(m/z) KRRV REERER eV

126.1 = 130 26

tat1 71.0 130 39

T WERET.
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X KRR I SR Y i, ek
C NRE S 23 272 2RI 5 S VR B, pe/Ls V o
PEBUR Y E BRFL, mLy m SRR ST g5 f, A TR
P B4 TR 5 f A VBOAH €638 — B IR BT A I 5%
HF
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2.1 AR KRB

R 0] 2o R A S R B B YRR i -
FR I TR T 0 22 SR £ 57 2R 5 B R A R
S JE B EA LU LA 5 1 O3 T B AL 5 |
ABIAHIE BE w,q (X) ; @QFE SRS S AR A E BE
o (m) ;RS ERTI AR EE u, (V) ; D5
HERMR LA T A B A E JE w,y (curve) s @FRER
WIS NI E BE w,y () s @RISR0 3t it 72
BEBLRNE 5T B ASEA E BE w,, (rec) s DWAR (15 -
ER I TR 5 I A BIARHRE E w, (fy) o
2.2 RHMEEGIFE
2.2.1 Pt BRBEHLASON 51 A BIASIAE FE w0 (X)

IR P B HLON 51 A B AT € BE , A5 RE
(R 255 R e B AN Al B K 0 R A R
BT FE R R

FHAE €63 — 5 B L5 A7 00 22 6 AF &b
(n=6) 250 W3%2,

R2 EEMENRERHEE u.(X)TEER

IE fE/ (pg/ke)

1 2 3 4 5

SEIE/ (ne/kg) s(X) U (X)

6

25.078 25.308 25.658 25.980 25.324

25.084

25.405 0.3523 0.005 661
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S (X, -X)*
LZIT,%YEK@%%TE uw(X) =

fﬁﬁmyﬁ@K%%EmJD=“jk
2.2.2 FERMFRESIABIAEE uy(m)
R E 532 —FRAEFREGERF 10,00 g, KA

HEEF U IR P i R VFIR 22 +0.05 g, Uy 2

34, u(m) =0.05//3 =0.028 87 (g),u, (m) =
0.028 87/10 =0.002 887,
2.2.3 FERERTIAPIARTEE u,, (V)
FEER T AR E RN 25 mL K&
I A B ANf A B R E 280 ) AR I 5 | AN
EFE
25 mL Z¥ R 2R sl e, £7 A AR IR
FRAEZ B RS i B JIG 196—2006 ( 4 J] 8% 35 5
H) A PE BN RVFRZE R £0.03 mL, KK 53
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Mrib2E ot o H IR = 434, B b5 A B A
SERE R u(V,) =0.03//6 ~0.012 25(mL) ,u,,(V,) =
0.012 25/25 =0.000 49,

HR 825 BHHUG T ALFE JJG 196—2006 5 1 3% 3
HH) BUE 25 mL ZE R E & TE 20 C PR 454
THEATHY ARSI TE (20 £5)°C IREE A T 454E, 1
FEARUE KRB 1.1 x107°C ' AV =25 x1. 1 x
107 x5 =0.137 5(mL) , RIS 046, u(V,) =
0.137 5//3~0.079 39 (mL) ,u,, (V,) =0.079 39/

25~0.003 176,
DRI, S 2R A A AN R B K 2w, (V) =
V0w (V) 17+ [u,, (V) 12 =0.003 214,
2.2.4  FRUEMEEIA TSI A IR EE u,. (curve)
PRI ZR R 5 5 VR B b o T, B4
o e A EE A A 3 UK, LA o I TR R
(x,) FREABAR , ABR RS AR e TR (A, ) S A4k
b, PSRN ARG Sk 15 7 72 DA R PR AR G
FH(R) W3,

K3 ZEEZFHABELMNATEREXRY

x/(pg/L) A G R
1 2 3
10 2 347 639 2 348 105 2 348 236
20 5016 896 5017 894 5016 899
50 11 986 550 11 985 953 11 985 778 A, =237 686x; +46 088 0.999 8
100 23 526 887 23 527 008 23 526 988
250 59 557 097 59 557 089 59 557 230

MAFES 6 I (p =6) 4 Ay 7 A HZL T B153
FEAFR BT MR T o, , PR 101 5 R T3« PRI
AN E E u( curve) =% L+L+”(%O;E>O 7

P " i;(xi _E)z

S4 - (a+bw) ]’
oS = [T o P e
P cb LA 2 0 AR s a L i 2 0 A

ixz
¥ =S kb L B R fm = 15,

PR HERS IR B u, (curve) =u( curve)/xy, 1t

HEERNE 4,
R4 uy(curve) HHER
%o/ (ng/L) x/(peg/L) S b a Uy (curve)
10. 096 86.0 184 057 237 686 46 088 0.039 35
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PRI BC I 5 A B AN 2 B 32 B A FE bR o
(Y21 RE AR PR B R E 25 R VA TROWG B 45 b
T 2 VA R BC R 5 ) A B AN R
2.2.5.1  JEAAFRUED BTG | AR ANH A B
I ZE IR T ) 2 (98.0 £1.0) % , i
TARMED LS 12 R E R, B T IEAS 010,
WEHET k=2 MHXFREATERE w(P) =1.0%/2 =
0.005,u,, (P) =0.005/0.98 =~0.005 102,
2.2.5.2  FRUESFRIE G A& E
T35 22— F RV FRI G B2 ZF bR o i

10 mg, KV EUE 45 36 91 KV e K e iff iR 22 4
+0.05 mg, TR X [A] (8L 2 0 A7 Ry 3450 434, i 4
AHERE u(e,) =0.05//3 =~0.028 87 (mg) , X}
FRUEAIRERE v, (c,) = 0.028 87/10 =0. 002 887,
2.2.5.3  FRUEGEASIOE AT I AR E B

FERTIAM A E BRI A 10 mL 25 75|
AT 5 I 25 W AR R I 5 | AN S 2

10 mL i 2R e sRe o, 756 B AR 845 .
MR B R FLAR JJG 196—2006 3 FH B ¥ 5
H) A QUSRI PR 258 £0.020 mL, BR3¢
TR = =3 VNS N B2 N N = B o T B A AN N
SEFE A u(ey ) =0.020//6 ~0.008 165(mL) , u,,
(¢5) =0.008 165/10 =0.000 816 5,

HR A 258 B HUAG I BE AR JIG 196—2006 (& FH 3%
i) BUE 10 mL 258 50 2 2 7E 20 °C IR 4%
T BT, AL TE (20 £5)°C B 5610 T 484E,
BB IK 2 BN 1.1 x107°C 71, AV =10 x
1.1 x107° x5=0.055(mL) , RG34, u(V,,) =
0.055/,/3 =0.031 75(mL) ,u,, (V, ) =0.031 75/10 =
0.003 175,

R, 5 25 & 27 28 Wy bm A 45 W 1Y) IR X6
AHEE R 1, (c3) = «/[urel(cn)]z +u, (V) ]2 =
0.003 279,
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Ty o % 25 W T 10 mL 25 f i, FH HH st e ) g
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AR I 100 pL AUFRUEAI , VTR 2E N £2.0% ,
N EE 51 5345, I AN B AR E BE A s u( ey ) =100 X
2.0%//3=1.154 7(pL) ,u,,(c,) =1.154 7/100 =
0.011 55,

A JIG 196—2006 ( # F B B i H % & #
FE),10 mL 2B FLVFIR 258 +£0.020 mL, filg
A SIARIATIEE N u(eyy) =0.020//6 =
0.008 165(mL), u,, (c,) = 0. 008 165/10 =
0.000 816 5, ARk 7t A I KR 0L S , 465 5 A 7
20 CHBEAAE T HEATIY, AR SLEGAE (20 = 5)C IR
KT ERAE, W IR Ik R & 1.1 x
107°C ", AV=10x1.1x10"" x5=0.055(mL) ,
MR Y5 57 40 A, u (V,,) = 0.055//3 = 0. 031 75
(mL) ,u,,(V,) =0.031 75/10 =0.003 175,

CHEAZ ZF IR R RS RS 1Y) B A X AN 2
FEA 1y (eg) = o/ T (ep) 2+ L (V) 1+ [ () 17 =
0.012 007,
2.2.5.5  HRAERNEECTH DA BN E B

A3 RIEC10 .20 .50 100 wL BTy A 10.0 mg/L
(1) CHEZE ZF PRI, T EE R . IR 2 ~20 plL
120 ~200 L EFRFEW AT  RIERMEUETS , BB

R SR AR VIR 2Z 500 £8.0% | £4.0% |
+3.0% . +1.5% , IRMNI 2] 5345, S T A B AN B
EREAY MK u(es) =10 x 8. 0% /3 =0. 461 9
(pL) ,uy (cs) =0.461 9/10 =0.046 19;u(cy,) =
20 x4.0%/,/3 =0.461 9(pL) ,u,,(c5,) =0.461 9/

20~0.023 1051 (csy) =50 x3.0% /3 ~0. 866 0
(uL) ,u,,(csy) =0.866 0/50 =0.017 32;u(cs,) =

100 x1.5% /3 =~0.866 0(uL) ,u,,(c5,) =0.866 0/
100 =0.008 660, Ht 250 wL ik E K 1.0 mg/L
(1 L HE 7 ZE IR HE R R, 75 R 200 L A1 50 pl 4%
— K, HEEE A . HH 20 ~200 pL BB,
u(ess) =200 x1.5% /3 ~1.732 1(pL) ,u,,(css) =
1.732 1/200 =0. 008 660 ;u( css) =50 x3.0%/./3 =~
0.866 0( L) ,u,,(cs) =0.866 0/50 =0.017 32,

10 mL 25 5 25 51 A BB 2 B2, T AR 48
2.2.5. 3031 5 07 vk, 45 200 A R B E B w,,
(1) =0.003 279,

Wi il 2,332 ZEMARAE 2 51 AR AR X AS A
B DA KR o i 2 i R I e R P g LA B A
X AN A B 53

Uy (cs) = \/urel (s )2 t U, (052>2 +urel(cs3)2 +urel(CS4)2 +urel(655)2 +u’rel<656>2 +5u,, (¢ mT.)z ~0.058 91

(€)= /T (ey) 1P+ [y (es) 17+ Lug (ey) 12+ [y (es) 17 + [,y (P) 1> =0.060 50

2.2.6  [AIYSCERIm i R B ALASON, 5 A B AN 2
u,,(rec)

H T BARLA P R i 36 T AN RE 78 A FR U
K, bR R WG R AR BT R R AR A
JEE XA i BT A B P A 0 N B B TR i R T ik
TR

$i W87V B RN [R] — AN RE i E A2 s 6 9K,
FEAIAR K 25.0 ne/ke, EHLINAE 2 HEA2 2F M
(R IR TR 25 SR L3 5 AR D1 28 R 28 S35
32 6 WA R AP EIRZE , B s (X) o, (rec) =
s(X)/100% ,u,,(rec) = u(rec)/}O

RS wuy(rec) HHER

[l iR/ %

. 5 3 2 e SEIAAE Yo s(X) u(rec) u,, (rec)
100. 31 101.23 102.63 103.92 101.30 100. 34 101.62 1.408 5 1.408 5 0.013 86
2.2.7 WM - BTSSR T IA A EE 2.3 SRAFHTIE

Uyl (fQ )
1 CBGERAEIE ) R, u,,, (f) =0.02,

CHEAZ ZF Wy (AR R AN B %2 BE e L3 6, 75 A
% JEAS AN E BE AR A, WA AN 7 HE D

(W) = «/[urel(X) Pt Lugg(m) P4 Lug (V) 17+ [y, (curve) 12 4+ Tu,, (¢) 124 [u, (rec) 17 + [uwl(fo) 1*=0.076 49
*6 ZEEZFMHENIHBEENE

AT AN E R RIR AR A6 22 FEE RHEE M RH0E BRI AR hR A B 8
U (X) W3 2 B ML 0.005 661 u,,(c) T T R T 2 0.060 50
5] S22 AR FEL A
ty (m) BEALFR I 0.002 887 u, (rec) ;‘Lgé“‘“ﬁﬁﬁm% 0.013 86
4 (V) PR E A 0.003 214 wa(fo) WA - BEEFERE  0.02
U, (curve) RS s 0.039 35
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R4 CNAS—GLO06 : 2018 { fk.27 43 B Hh AN 2
FEMPEALTE R ) , UL & R F b =2(95% EAF ) BT,
PIRATIERE U= u,, (W) x2 x X, i HAG RSk
W 2 IS M I A A, IR T, R T v R
¥R OB 2R Fr iR 10,096 pg/kg B, HA
RifEE M 1.544 ne/kgo

KT FHHNZEEFMAREEITEL R

SME X/ A R P IRAH R 235 55/
(ngrke)  AHEE  EE/(pngke) (ng/kg)
10. 096 0.076 49 1.544 10.096 +1.544
3 & i

3BT R e ROV €833 — ERIBE BRI o Sk
W) S BE 2 ZE B P it B (RSB o B2 40 B, A5 L SR AT
i CHEZZ 27l & B 10,096 wg/kg B, Hy AN
WL R 1. 544 ng/kg, SN E 25 R 0 R 1 2 i
o SEEER TR o ith Ze i 480G AR VA TR 1 C R
T, A 8532 i 0 [0 A 238 0 i 2 g e AL 25K
I, AR ZR B M /N o PRI, FE R A A A
PRBRAEVE W00 R PTE 3G b off: it 2 i D00 2 B
RN 53 7 S 6 4ok A 0 75 22 18 P47 00 e OB, ik
IINARHER T
S 3k
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