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Evaluation of uncertainty in determination of methamidophos
residue in vegetable oil by ultra- performance liquid

chromatography-tandem mass spectrometry

GAO Han LIU Rui JIANG Cheng WANG Feifei

(Yunnan Yunke Characteristic Plant Extraction Laboratory Co., Ltd., Kunming, Yunnan 651000, China)

Abstract: [Objective] To evaluation the uncertainty of determination of methamidophos residues in vegetable oil by ultra-performance
liquid chromatography-tandem mass spectrometry. [ Methods] A vegetable oil sample was detected by ultra-high performance liquid
chromatography-tandem mass spectrometry, and the recovery rate was determined at the same time. By analyzing the sources of uncertainty
in the experimental process, the measurement uncertainty was ultimately evaluated.[ Results] The residue amount of methamidophos in
olive oil samples was not detected, and the uncertainty of the accuracy 1 sample was evaluated, The results were (0.018£0.010) mg/kg.
[Conclusion] In the uncertainty measurement process of methamidophos residue in vegetable oil, the influence of standard curve fitting,
ultra-high liquid chromatography-mass spectrometry, and standard working solution is relatively large, while the influence of sample
weighing, sample pretreatment, and sample repeatability determination is relatively small.
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HL T K - MS4002TS/02 1, A 45 1 3T Al 2 BL 4 (h
H) A B2

B L : Mulitifuge XTR 2, FE 2R R /R BH (R )
HIRAHE
12 H&ARFIER

RYCRSE Sy < AL M, 92 46 25 9B 4R 54 2023040013, 25
T 5 0L 4 A0 T B S R A BRAS A

CNE FEE A Al B AL TR (i) AR T

R < (o i 4l BTy T 300 (v ) A BRA ]

R 07 - 41 =>99.0% , Bl 7 T 357 (L vig ) A PR 7 5

R AEEZ>99.999% , EL A MG SR S A ™= i A B A # o

HOmE o Bk B . CAS % 10265-92-6, F% ifE {8
1 000 pg/mL, A7 XS 97 J& A JE (h=2) ]y 2%, Iz 26 BT A
B By BR A #] 5

S KR — 490K,

1.3 KA
131 ARy i m il 4

(1) PPV Jiz Wl s v v 1) 90 (1.0 mg/L) « AR W B 0.1 mL
P B W A 1 0 VRSO, FH O o %

(2) W e B o AR A« 4 S0l Y A T I 25, 50, 250,
500,2 500 pL el o o TRDVR , R 0 it 25 1 2 o 7
ER LA
132 {U# &M 1% #E ) AgilentInfinityLab Poroshell
120 SB-Cy5, 2.1 mm X100 mm, 2.7 um; i sh4H : A 4 R
Hle— F R K W (2 mmol/L), By FY R 4 — P i WY v W
(2 mmol/L), ¥ # 0.4 mL/min; A% & 25.0 °C ; ¥ #£ & 2
0.2 uL; & T} AJS ESI, Positive, 350 °C; T 4#/5 250 °C,
7 L/min; #§5 350 °C, 11 L/min; W5 %5 #% /K /1 206.85 kPa; &
44 LR 3 000 V5 22 B Ry WA = . 3k 3 A B B ok I AR
JP UL 1, B s R B LR 2
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Table 1 Mobile phase gradient table
i [1] /min TSI A/% VLB B/%
1.00 95.00 5.00
1.50 85.00 15.00
2.00 68.00 32.00
2.10 2.00 98.00
4.00 2.00 98.00
4.10 95.00 5.00
6.50 95.00 5.00

1.3.3 FESREIE FRIR2 g MY I O 6 % 0.000 1 g) T 98
RO A S mLZEEAK A 10 mL 25 K 1§
JiF M ZURFE 1 min, il AR A2 ( £ 4 ¢ MgSO, .1 g NaCl,
1 g CHNa0,2H,0, 0.5 g HOC(COOH) (CH,COONa),
LSH,0) , i &% , 6l 20 9% $% 1 min, 4 200 r/min & > 5 min,

®2 BHTFMR
Table 2 Ion pair table
PREW ERE T TE VRS T %)
- CE/V CE/V
[H] /min (m/z) (m/z)
1.73 142,94 12 142,125 10

W HGE 5 (NS 2) 2 (75 1 200 mg MgSO,.
400 mg PSA } 400 mg C,o) "', %€ 1 min, 4 200 r/min &
5 min, FVE W B FE
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w—H B 5% B i, mg/kg;
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A——aURE VA T PP e A 1 O € AT 0 T A

A ——FRUE ARV W TR el 1 I €0 i 1 0 T
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V—— R TP INA IO — LRV AR TR ,mL;
F—— R V5 TR A 5

m—— i FERRAE A, g0

c
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20,1 FESERE ST A RIS EAR T T wa(m)  E
It LT 43 BT R T BR TR 0~220 g B9 FR BT Bl
2g.

(1) REFRIEGIA P E B w, (m): ARG R F A
WEAS, SEFR 4 BEAE R 0.1 mg, KV B FR & ANl 8 B2 $ 38 25)
SR AL R R 3, R B AT i, U R B S

. - ~ 0.1mg
A BIBREAE BE w, (m )= 73

(2) RVIRERZ 5 AR E JE w, (m): R4 K P
K B UE AT, 24 0 g<<m<<50 g, RV (B IR 2 M e K AR
220 £0.5 mg, KV 0 FR & A0 0 B 38 50 o0 A AL
BWF V3, R BRI ET I, RV REREIANGR

R . 0.5mg
WHE L u, (m )= 73

SR IRl o ¥ XA i R AT AR I DT (R) A 2 YROPR A T
B, WG AR & BR LA AR X B R i
wi(m)X 2+ uz(m)x 2

2 g% 10°

=0.057 74 mg,

—0.288 7 mg.

=0.000 208 2,

Urel (m)=
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Figure 1 Factors affecting the uncertainty in the determination of methamidophos
21,2 e il A R A TN B AR A RS G E __0.7535mL - _
Uret 20y, 50 (0 )= =0.004 350, t 5, (p)=
walp) V3 X 100 mL

(1) F T 5 4 o 988 Y 51 A B R X o R W o I
(o)« PR T TR Y B B o 0 R 4D o B B o A
1000 pg/mL, AHXT P A BN Uy =2%(k=2), W
VY I 1 R A 0 R 1 R T 0, (0) =

Ureliom
b e

(2) FF 2 o o v ) V2 B 7 5 A P A Ko AN 0 2
()

@ B 2 W8 s o vl TR0 TC 1 3 R v A R BR BT
R VAR 00 5 B a0y o 0 )2 B S 2 o 1) T AR A
10~100 pL B9 WE 2% , B B 100 pL e B s v S VR R &2
100 mL ARSI B ES . LM IIG 646—2006(F
A E MLRE ) N JIG 196—2006( 5 1 B 75 i 2% 16 E M
), B A% i 25 0 +0.002 mL, A B R VFIRE RN
+0.10 mL, £ T2 V'3, R AT B AT 5E 7 v, WUAR X

0.002 mL
iN ﬁfﬁ/_\E A Ul 2(v) m«as(lo L
V3 X 100 pL X 10°°
0.10 mL
0.01155, tyy sy s (0)=——————=0.000 577 4,
V3 %100 mL

(p)=10.01156,

@ FF o o v 100 9T 71 v 23R AR A B A AR X A
YA 52 B a0, () T 0 VY M A o o 924 H o e 5
¥ A X R JE N 25.5 °C L, 5 JIG 646—2006 F1 JIG 196—
2006, b5 MR JE Ry 20 C L 3K 56 R 5 bR R S 2 E R
5.5°C, IR BN 0.001 37 °C 1 B A 2 8L
100 uL X 10 ° X 5.5 X 0.001 37 = 0.000 753 5 mL, % &
M B AR L A 100 mL X 5.5 0.001 37 =0.753 5mL, f
ET R 3, R BT SE 7 v, WAR % v A 00 2 4
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V3 X100 pL X 10°°

U o) ()=, ui»mixm:;<10)+ “Zi

N 2t wnm (0= = 0.004 350,

Vo (P)F U 0 (0) = 0.006 1525

Pz 108 s o P TR S0 51 A 10 A S s o A G S
U ()= Ju*  (p)+u’, (0)=0.01310,

(3) PP Jh ol 1A Y5 VBTG 1 3 1A 00 AR X s S A o
s 0)

@ F e o o T A ol 2 TR TR S5 P 1 R B LAY
O B VR B0 5 B a0y a0 (0 )2 TR AR VY G 0 o T4 b 28
VEWP L d T 10~100, 100~1 000, 0.5~5.0 mL B ) #3
5410 mL 28 B, 20 A B 25, 50,250,500,2 500 ul
FH BBl b oE Th DR 2 10 mL A s i, s R R W
FIFHES) . B 25 nL I RS WE a8 A7 1% 22 9 £0.002 mL,
B I 50 uL B RS W A% Ao 1 iR 25 £0.001 5 mL, % I
250 pL B W 4% 214 1% 25 2 £0.005 mL, F8 B 500 pL A
WS FLVFIR 250 420.005 mL, B I 2 500 pL WA I 2% 7o
VFIR 258 £0.012 5 mL, & & i A2 147172 22 9 +0.020 mL,

f1 55 BT V3, R B RIERE 7 i, WA X v R o S
E
0.002 mL
urcl,x(v).zs;u.(/’> = o = 0.046 19,
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( ) - 0.001 5mL — 0.01732
Ul 30v),50p\ ) — ﬁ X 50 uL X 10—+ = 0. s
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: 50 pl :
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AR S 0 52 FE 2, 0) ¢ LA Y 8 924
H p e s & XO0R BE R 25.5 °CL bR METRLEE O 20 °CL i 56
TS bR IR E EE NS5 C, L IEW K R BN
0.001 37 “C ', B HL 25 pL W T 4% &8 1 A8 1L 25 ul X
10 % X 5.5 % 0.001 37 = 0.000 188 4 mL, # HX 50 puL i} %
Woas & B A8 b 50pl X 1077 X 5.5 X 0.001 37 =
0.000376 8 mL., # HL 250 pL Af £ i #% % & & b H
250 pl. X 10 * X 5.5 X 0.001 37=10.001 884 mL., # It
500 pL A £ ¥ #% 25 B A8 fk o 500 pl X 107% X 5.5 X
0.001 37 =0.003 768 mL, % HX 2 500 pL B} %% ¥ #5% 45 ik 2%
£k 7 2 500 ul. X 107° X 5.5 X 0.001 37 = 0.018 84 mL, %

AT NV 3 R BIEIEE Ik MBS B 2 S 43
0.000 188 4 mL

B A urcl,S(/},ZSuL({O): -=4.350 X 1077,
V3 X 25puL %X 1077
0.000 376 8 mL. _,
urcl.S(/)SUuL( >: = 4.350 X 107,
sop @ .
V3 X 50pL X 1077
0.001 884 mL o
urcl.S(l).ZGOuL([O) = - =4.350 X 1077,
V3 X 250 pL X 1077
0.003 768 mL ,
un»l..%(/).aomd.(/’) = - = 4.350 X 1077,
V3 X 500 ul. X 10°*
0.018 84 mL N
urol..’%(l).ZS()Op,(ﬂ) =4.350 X 107,

V3 X 2500 pL X 10
~0.07535mL

e . st s ) = =4.350 X 107,
AR 10 mL X 5.5 X 0.001 37 = 0.075 35 mL, V3 X 10mL

urel.ii(/)({o):
’ ufpl,fﬁ(/),%‘ul‘({o )+ ufpl,zm.swl‘(ﬂ )+ ”ill,x(m,zst)m‘({(’ )+ ufpl.am.s()(ml.(/’ )+ ufpl.%(z).ZS()()“L(P )+ ufpl.:m).ﬁﬁﬂu (0)X'5=10.009 728,

PPV M s v AR YRCTC S A B R X R 9 R W S

t s 0) = 1o 50y (0)F Uy 4y () = 0.052 05

PRI Ot ol o 90 AR 0 R 5 B R G AR TS W
J u(p) = ular () F ub 5 (0)F ul 5 (p) = 0.054 60,
2013 RF Ak B A AR A AR B B a( pre)

(1) A b A Ak B3 R v A 20 B 8 P A 2 5 A
) R S B0 2 a0, pre ) 50 28 R I L
A 1~10 mL (2 4% , B B 10 mL 2 B 24 SO, 7
A7 HAD D BRAAE L R AL W A% Oh R AL oAt i 4% . B R %
RAFIRIEH +0.06 mL, 45 HF R V3, R BEIFEE N

0.06 mL

e, UMLK AT o R B um..l(pre):W:
, X ml

0.0034 64,
(2) FF: b T AL 2L AR o A 2 I R AR A T A
b M AN B0 B3 0 o((pre )« 0 BB 24 s S2 B0

DB B2 Oy 25.5 °C L bn R 32 O 20 °C 056 TR EE 5 b v IR
JEZAE A 5.5 °C, ZIENE K R AN 0.001 37 °C 1 B W 45
AL J 10 mL X 5.5 X 0.001 37 = 0.075 35 mL , £, 7% 4
TR V3, R B KT E I ik, WG AR R B
0.075 35 mL
V3 X 10mL

(3) 3 il A7 Ak A0 S Y o e 0 2 2 SR [l WA 1) 3
Wi 51 A AH X A T AS B um,g(pre):ﬁi‘i%&ﬁitﬂ%
B 20 WA B AR IR 0T R 20 H AR A i 4R
BLRE W, T LA S8 AR [l 0 32 0] i A B 3k AT
TE W REPEAG o F T AR R P AR R e L T A BR
AR Wy i B S 6 O3 JEAT JnAs A S 1 B0 R 1R S (R
i W 5 2 vk B3 R 1.0 mg/L B AR o T, AR AR R
40 pL) , 43 A0 SE — R o T E BOHE B OEES A AL A R
W23,

AN 78 BE VAR SR B 2SI E Jr ik, U X R i S

U o( pre) = — 0.004 350,

®3 BKEER

Table 3 Recovery rate result

ZH, =L

WA/

A5 e/

JA T dik/

i Fiivie (mg-kg™")  (mgkg ')  (mg-kg ')  (mg-kg ') It %/%
1 1.986 2 0.017 6 0.018 E oA 0.020 1 87.5
2 2.0025 0.018 0 0.020 0 90.0
3 2.009 5 0.0179 0.0199 90.0
4 2.003 4 0.0175 0.020 0 87.5
5 2.006 3 0.0179 0.0199 90.0
6 2.0055 0.018 4 0.0199 92.5
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2.1.4 #MEEﬁMEﬁA%wN%@I%%E
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LA W3R 4,

o (pre Huly, (pre Heug s (pre )=

x4 HEREEMELSER
Table 4 Sample repeatability results

) . mEgs, GRS/
RS WG Bobehg l ;
(mg-kg ) (mg-kg ')
1 510 1.986 2 0.017 6 0.018
2 532 2.0025 0.0180
3 537 2.009 5 0.0179
4 509 2.003 4 0.0175
5 536 2.006 3 0.0179
6 542 2.005 5 0.018 4
7 513 1.987 7 0.017 6
AN SE JE VEAL SR A ZEPE R 7 i (D ZE 2R ), I A
XA W B b ME R % s(w)= Z:':Lnfll:
0.000 310 1, b5 #E AN B & 7 w(w)= w):0.0001172,
n

g— 0.006 570,
7]

rc\( )
2.1.5  FRUER T AR AT LA 51 R X R oA B B
wa(c) IR ERXF S AU BRI R A T AR I 5y
SIS LU, FR v il 2 25 R L2 5.

Z W8 JJF 1059.1—2012, b e 5 51 T 4E ih £k 19 30 & 45

D y— )

mn — 2
AT R I X

A bR R 22 S, = J = 206.643 0.

o 1 3 bR v A 2R 90 % TR

BEE 276 83 | 2024 5 10 A | RRS5HUR

B CLE B B L RE ) S S22 7R p= 7, H b v il 2 46
P[0 7 R B A B OE 00 B L ORE SRR W ¥ R o=
0.003 6 mg/L ,¥% fix /N — e B L& YA o BE 3t i ATy
LES 2 - N 7SS NS i D =S S

u(c)=

S, |1 1 (xo— )

— -t —tt =
a \/p mn z:l"(fl—f )2
G AR il £ LA 45 R T S1 AR AR X AR UE R B e BE
ulc)

o

22 AMEERHEEw(y)

HE A LA 1= 4% 43 4 00 A X A oE R B
L7 i A 1 e
i (m )4l (o )4l (pre )+ ui (w )+ uiy (¢) =0.242 9,

R IE B LR R I 4 R AR R
0.018 mg/kg, & M tr #E A B & F w(y)=uaX
0.018 mg/kg = 0.004 372 mg/kg.
23 TEAHEEU

% RB/T 030—2020, GB/T 27418—2017 Fll CNAS-
CLO1-G003:2021, i ¥y il 1 Y Jhe W9t 4% B o ) 8 A 97 J A
7 T SRS A A A O B A h= 2,
15 AR 95% , U A 4y 3 v R B 5 % B o 0 S 1 B TR S
FEJE U= ku.(y)=0.008 743 mg/kg.
24 MELREE

$% B8 GB 23200.121—2021 J7 Je K 0 IE 30 BE 1 FE &, 01
Al 56 o AR P R R B A B A LR b R
B BH BRI RE S5 SR B R N 0w =(0.018 + 0.010) mg/kg,
Ho g A w E U=0.010, U 2 i
Q%Hmmy@ﬁM%:DﬁEWiI%Tﬁﬁﬁﬁ%
F 0, B A X B A 2 95% M4 & =

AT 25 3 0T LA ol FH 8 A £ — T o Bk
JHASCI 7 MO il v B o ol ke B et O, AR LL A A Y
AFX A VAN B 2 BE /DN i 28 S 3 T 4 6 S i EE 1Y
TN R MR LG HURE br ME TAR R W, H
b B 3R 6 AN A B T S R AL

=0.000 848 9, N 47 1 &

U (c)= =0.2358,

b

Urel =

Pl

) (u(y)=

R5 MEHKEZEMSER

Table 5 Linear fitting result of standard curve

BRUET AW bl TARWOFS (e

O g L) RS (mg L) ) 2R [0 )5 5 7 M a W o MIEHERB w M
0.002 5 0.066 5 362 y=160315.927 879x— 160 315.927 879 —45.827 627 0.999 7 354.96
0.005 0 763 45827627 755.75
0.025 0 3960 3962.07
0.050 0 7711 7969.97
0.250 0 40 280 40 033.15
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