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Uncertainty evaluation for determination of isazofos residues in brown rice
by QuEChERS-gas chromatography-mass spectrometry
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ABSTRACT: Objective To evaluate the uncertainty for the determination of isazofos residues in brown rice by
QuEChERS-gas chromatography-mass spectrometry. Methods In the case of brown rice, the uncertainty of the
determination of isazofos residues by QuEChERS-gas chromatography-mass spectrometry was evaluated, including
the uncertainty of the standard solution preparation, uncertainty introduced in the measurement repeatability,
uncertainty of the introduction of measurement recovery, and uncertainty introduced in sample weighing. Results
When the content of isazofos in brown rice was 0.0890 mg/kg, the extended uncertainty was 0.00829 mg/kg with £k=2.
Conclusion The main source of uncertainty in measurement results is the preparation of standard series of
solutions. Therefore, in the actual testing work, the detection quality can be improved by increasing the volume of the
standard solution and the constant volume.
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K52 CNAS-GL06-20191) . GB 23200.33-2016
(BRLEEEFEE RPAEGE ., PR, N ER
45110 i 24 5% kA I 2 UM (3R 32k )BT BS EN
15662: 2018 G G merle, I A1 A BE 0, LU
Ry it R SO B P ARSI i L DA 58 R ARG B
HERF AR

2 MREREE

2.1 MRS

SMETE[(1000£2.5) pg/mL, ANV T ERE PRI I )
fr); TOEA . BG4, 32 Fisher Science /A ]); JosK
MR . EBRS . NN R Z %
(N-propylethylenediamine, PSA). Cg(/HT4l, il LiiEsx
IR A A BR A FD); SR AR (b al, E24k
A Ak 28R B D
22 NEEERE

6890N S AH LI . 5977 ik X (3 E ZHE(R A7),
Lab dancer S25 W iEiR & ## (P E IKA 22 7]); BSA224S LT
KF-(T8 1 Sartorius 22 F]); GTR16-2 #5388 ik 2.0 LA BT
AR OALE PR E); DC-24 Z KA (| 223 Se 5
BHE AR AT IR H]) o
23 EWHE
2.3.1 AR IARER

PRUfEfE B FEH 900 pL SEAMEEAR HER IR, FH PN &
75% 5 mL, B 180 pg/mL AARUERE AWK -

PR (B8 AR 278 pL ARt &, FHN B2 75 2
10 mL, FRifla% 5 pg/mL BYFRAE A

PRUE AR o0 B BGE f (b ofi v (e v, FF PR )
TEAS, WO HE S 0.01, 0.02, 0.05. 0.10, 0.20, 0.50,
1.00 pg/mL AIFRIE AR R -
232 LA ®

Z 8 GB 23200.33-2016 { &b EEERME Bt
R . URRBE . N RIAE 110 FhR 255k B kil
SMIEIE- T ) A BS EN 15662: 2018, #ERIFREL 5 g FE
i T 50 mL B.0E T, A 10 mL 2. 4 g JOKBRERES .
1 g SAEAN. 0.5 g FPiEmRA 4N . 1 g FPIERR N, M E5IA,
6500 r/min, #§.0> 3 min, B_EIHK 10 mL 25— 50 mL &
L, FIA 1800 mg TL/KBRAREE . 600 mg PSA . 300 mg Cis,
¥R, 6500 r/min, B0 3min, B TR 5 mL, &K
ZiET, ANBEAZE 1 mL, i 022 um APLIEE, At
A €4, 3% - 5 3% 1 (gas chromatography-mass spectrometry,
GC-MS)I & .

233 PBELH

(1) s sm

FHEFERF: WILHIREE 90 °C, {#48F 0 min, 30 °C/min F &
180 °C, {#4% 0 min, FLA 10 °C/min F+Z 220 °C, 1443 0 min,
L 30 °C/min FZ 280 °C, £ 1 mino 2S5 2 mL/min;
PERERE: 1 L.

(2) Bl

B B2 i (electron impact, EI J/); 2 TJR
REE: 230 °C; B RMETT A wEFEE T Wil (selected ion
monitoring, SIM#E, il s Fn# 1 Fin.

#z1 SMBIFIERILESH

Table 1 Main mass spectrometric parameters of detecting isozofos
PR AR FEVEES - (mlz)
ML

E BB T (mlz)

isozofos 161 257, 285

24 WEHFEBIREN
B ZH 43 5% B R AKX I AR (D):
X=(CxV)/m M
AP X BEK SR 5% B 1, me/kg;
C: WARHE T AR 4 H 45 2 S 1 Mk, pg/mlL;
Vi REKAE SRV TR E AT, mL;
m: REORAE SR T RBOR I T, g

3 HRESR

3.1 THEEXRIER S

LA RAR, QUEChERS UM {633 - 392 I 2 i
K SR B (AN 2 B A BRI AT 1 R .
3.2 H C 5| NKIBEXRERHEE 53 EU,e(C)
32,1 AR T ARSI KA T A AT ARE R A R
Upe (C-1

l(ﬁ%ﬁﬁzﬁziﬁﬁﬁ’am&qﬂkﬂiﬁ, FATIERE %S, T vk

Bk 0.01, 0.02, 0.05. 0.10, 0.20, 0.50, 1.00 pg/mL Ay
PR TAEW, F GC-MS M, “SPAriaE 2 v, MAEdEm
2 R o DLSAMRBEE AR I (ng/mL) oy X 4, DLSAMem Y
VETRACR Y i, 58] &2 7Rl Y=18296X-104.71,
LRV OE R BL 7=0.9996.

HR A DU ZE IR 5K, ARt ik R B0 G B v i 254

Z?ﬂ[)’j{bXHa)]z
n-2

St Sy SRR I 281 45 ORI G 22
vy b R O T
xit GBI, png/mL;
n: SRR RO S U R AL 25 114
b SRR AR,

Sg = (2
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Fig.l1 Source of uncertainty for isazofos measurement
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Table 2 Standard curve data and processing

S WE/(ng/ml)  MEWAT W2 FIE
1 0.01 150 149 149.5
2 0.02 374 376 375
3 0.05 920 925 922.5
4 0.10 1518 1517 1517.5
5 0.20 3377 3381 3379
6 0.50 9126 9114 9120
7 1.00 18179 18222 18200.5

K 2 v el A 0 T AR I B AR A K (2),
TR A MR Sp=135.98.

Bt A5 5 1A BOBR AN 1 B A -
3)

Ko e EEBEAR R R S KB (TGS H ),

pr REORAE SR A TR

X; o TR I R B T A

xo AR S PP AL R 45 A (6 RN E - HE)

BAKXQIFAM A Sy DAL H A E A Fik
NR3), AT E L w(C-1)=0.00363, #H
XS AR AEA A A SRR ,(C—1)=0.01452,,
3.2.2 AR &R ELH] Tl A B upe (C-2)

FEHL 900 pL SMEBEARMEA M, TINEEAR R 5 mL,
FRFH B 180 pg/mL FIFRIERE R IR o

FRUEE IS A BT 8 B MR HAn v ) e B 2 it
W R, ST AR B R 2.5 pg/mL, SEMEREFXT IR

WEAR I AE JE w(p)=__ 25 =0.00125,
2x1000

PRUEE A I | AR E B SR 1 mL &%
BRI K A VR 22 H+0.01 mL, T, B Ha me
THE B VYA YRCHT DI R AN 5 43 b RREL X s o AN 2 32 31
72 u(m)=0.01/7/3=0.00577 mL, tt,e/(my)=uu(m,)/m;=0.00577/
0.9=0.006411,

SR B 25 2 R AE 5 AR B A ik AR
it JIG 196-2006 (# FHBIEZ A ) UK E MR, MR
20 °CH, 5 mL i A BAE R, 4588 /225 H+0.020 mL, M8
SIS, PR EART R u(7,)=0.02/+/6=0.00817 mL.

5 5 S B 3 T B AR Ak £S5 °C, TR A A AR i 2R %
N 1.49%107/°C, FiHRAIE A3 A, TR AR b R bR AT
EREH: u(Vr)=5%1.49x107>%5/4/3=0.0215 mL,

H1 5 mL 28 5 2R | AR AR AN 52 -
1ei(1)=0.0230.,

25 LA, ST A A VRTC R T S LA AR AR TS
1 S A

U0 (C=2) =\ (p) 1ty (m) +acr, (V) T S
Bty (C—2) =0.0239.,

323 A BHE &R A AR P B R EAR P A 64
A AT T E ey (C-3)

FH 1 mL R esMERIRL L 278 pL SMRIE S 2
10 mL 55 (A 20, TNEEZS, 1530 S mesibr i a1
W, WEEN 5 ug/mL.

BE B AR R = MG, TR s T A0, B
TR R FEE 10k 8 T SR A S BEE A B AR 3 TR

T i 5 YRR PR el R 7 £ (A AR XS oA A

o) — [.,2 2
urel( c-3) _\/ure[ (V0A278,WEI6J )+urel (VIO,V‘]W )

=40.0153%2+0.00438> =0.0159.,
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SN, 5 QUECHERS-CHI (i FR i M WK e St A /R 7 5199

324 R LBRARE & B R AR 5] N 4G AR AT AT R A
BB U (C—4)

A BGE T AR E T R, FITIERE 2, Be sk
Bk 0.01, 0.02, 0.05, 0.10, 0.20, 0.50, 1.00 pg/mL Y
FrifE 2k TAER

218 1JG 646-2006 (B ilidn ) ), (EE RS =M
o3, BAR I AR E S IR 4 iR,

LA BT A, S MR B A o VA R T ) o R 5 A P R X
PRUEAN O SRR (C—4) = Ju2, +3xu,, +3u2,
=0.00403; W C T A WY AH X AR HE A 5 2 B upe (C) =

Ja(€D) + 0 (C2) + 0 (C3) + 120 (C4), I
BA5 H M Ru,.., (€)=0.0327.

3.3 fERPEMNERHEEEESMN)SIANEXTIR
HELHEED BU,.(X)

HEEEWRMET, MREKHR & 0.1 mg/kg R
MRS SEATINE 6 WK, SEHUNEK S BT, A EEAY I
K % B (T2 k) B B R B R E A RN
W B wpe () = 181 0 2R Y AR UE IR 22 /((6)" % U I vk
J#)=0.00564,
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Table 3 Uncertainties resulting from stock solution dilution

i T3 A A T
I mL B WA 10 mL &5
Rz +0.01 +0.020
LRGN 0.01/(6)** 0.020/(6)"*
TR 1R 22 AN RE BE u(Vv) 0.00408 0.008165
EE R ZE/°C 0.014680 0.000816
PR FRZ K 228K B vsml°C +5 +5
AR 1.49x1073 1.49x107
AT RE BE u(Ve) B mx5x0.278/(3)™° P amx5x10/(3)"°
TR Bl B
AHXS AR 2E BE wrel(Vi) 0.001196 0.04301
AN B A RE FE urel(V) 0.0153 0.00438
F4 RERVBREHESESINNTREE
Table 4 Uncertainties resulting from standard solution preparation
L AlE AR/ mL B IUAT/mL AHXS PR AN AE B
0.0080 0.050 e =0.00327
200 puL BB AF 200 pL K aE s 0.0040 0.100 1,e=0.00163
0.0030 0.200 Ures=0.00122
F5 RERPEMBNELSLR
Table 5 Results of isozofos in brown rice
. ML
TR /(ng/mL) WIS B /(mg/kg) SV B /(ug/mL) B &L
1 0.2197 0.1 0.0879 87.9
2 0.2245 0.1 0.0898 89.8
3 0.2248 0.1 0.0898 89.9
4 0.2230 0.1 0.0892 89.2
5 0.2270 0.1 0.0908 90.8
6 0.2191 0.1 0.0876 87.6
SR 0.2230 0.1 0.0892 89.2
T v Al 22 0.00309 / 0.00123 1.23
AN E BE 0.00126 / 0.000502 0.000502
A AR HEA B 2 B 0.00565 / 0.00564 0.00564
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3.4 SUHELERE(EWER)SIANEXIRERHE
rgﬁ%urel(lz)

TR oK Hp G M T R 2 R 4 56 N [ A R 2
(W 2 5), T ENSRHT I B AS B 2 B AR X b v AS ff o
Iy A, MW (R) =SV JBE A AR v (i 22/[(6)™ < s i
#J%1=0.00564,
3.5 HWARHERMEFASIANEMNIRERNHEE S E
urel(m)

PRI S RE RS K ARG 5.00 g, ITAAME X2 —K
i KR ARVFIRE SR 0.005 g, BN, HESZ—K
B K AR IR 2 TR R O O B R
Urel(m)=u(m)/m=0.00295/5.00=0.00059.,
3.6 FERTPEMBENE RENINENREE

it oK H S Al A X RS RS R i LR 6. B
AR )\/A\ﬁurel = \/urz”el(c) + u‘?el(x) + uzel(R) + u?’el(m)
THEEAS Sl B BN T SRR uep (0)=0.04656

*6 SMBENITERHEESE

Table 6 List of relative uncertainty components for isazofos

AN BE K R TR e
PRt th &G 0.01452
fift B YL i ) 0.0239
el © it 95 VR R 0.0159
:'((2 B S S R 0.0327
W 0.00564

Urel(m) .
W DR 0.00564
! FE R 0.00059
& XA 0.04656

37 HWY RAMEERERERR

B CNAS-GL006 b2 43 B vh AN 8 1 i PFAL 1
M), IS%IEEKTET, B & BT k=2, Rk ek
BERY BRI E T U = e X X x 2, 155] QuEChERS-X,
AH AT R I R K PP B 1 i 25 R, IR 7.

®7 THEEITHER

Table 7 Uncertainty evaluation for the determination

iH S T
B RS AN RE R 0.04656
SEE/(mg/kg) 0.0890

PIRAHEE Ul(mg/kg)
R 25 5 (k=2)/(mg/kg)

0.00829
0.0890+0.00829

4 &

QuEChERS-HH 8,33 - JT 15 700 5 it oK rp s e 5% 64
FR B R, AR RRE . W RIERIC. QUEChERS #fk L)
FALER A HT B 255 | AR B, AR SC b xR S FR e . 3%
TEARINL S A A VR ) TSR B L B KA it A
W, bR B L KR ER B S SR ELE, AW
QUEChERS-S M €833 - 5 3 125 00 2 i oK v S mae il 15 2y ik
SRR 2R 8 IR A T R B R S R K
B, FESERRASIN AR, AT e KRS B R A BN B K
FEFIRA, PRI T A
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