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Measurement Uncertainty Evaluation of Determination Pesticide Residues in Vegetables
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Key words [ Objective ] The aim was to evaluate the measurement uncertainty of NY/T 761 method for determining pesticide residues in veg-
etables. [ Method] With the standard method of NY/T 761-2008 as the research objects, methamidophos, fenpropathrin and carbaryl that re-

present the three parts of method were selected, and the measurement uncertainty of the determination method was evaluated from the sample
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pretreatment process, instrument measuring analysis and standard solution preparation and other aspects. [ Result] The relative expanded un-
certainty of three parts of method respectively were 5.70% , 5.66% and 6.30% (k=2), which mainly come from the measurement repeat-
ability error of chromatograph and the standard solution preparation introduced uncertainty components. [ Conclusion] The results provide ref-

erence for objective evaluating the detection results of pesticide residues in vegetables.

Key words

R S R 1 T T e (A3 F P Fr 1 3
B AT A S B A B I B 6 [, AR AR
TR BEAMHT, e B OO ke 2k R
SE 4 A NS RS v AR 24k B R T A A OB PR
( MRL) ZE5R B4 , o R I BT LA 5238 1 o (R 1
ARSI B (2 PR T 0, T 0 S 7
SO T R — . KRR R AR R E A
A 25 5% R R 3o A v T LR A b 49— LA R T 2
SR X TR BTG I 255 R, R Yo A 9% S i AR F) 4
WA TR X, NY/T 761 J7ik i se vh e 26 5% B2 A 5t
H N ERRIE 7 52— AR 22 B X%y T HEA T 3 0 S
SEREBITRE . BN, B /NS A5 S PR /N S v R AE A
S 4R SR BRI R X TR R A A 4 5 R 3. 16%
1 3. 18% 5 SR IRAE" I B I P el B AL o B i
SRR EE RO I A RN SE EAE 4. 0% ~6.8% ;
SEARAET T T v R A TR R B G D X
RHRSEE R 4. 0% 5 b B i 451 P2 01 K &2 sk B i
Ko BRI AT E N 1.8% o TR AL 54t x4 i
BRSNS RIS RIFSY, T VE o it R 7 pbmoe, 761 J7 ik
X T4 R SRR S rh 105 Rl 25 5% B il 52, i iR
D7 R AN G B VT 45 S R M R S B P8ORS %
M2 0 BE I, 455 D7 R AR S PR R A A0 B, 7 B0y
B AMBT T 761 5 1 1 I AS B 2 o S U, Dk i =
BB F RIS PR P 1)+ A 24 P el . PP R4 T R PR 2%
B MR DB A ML SRR R AG R 24 Fn 2
e YRS AR 24 , %ok 77 vk R A 5 E R AT T TR,

EERN EH(1981-), F, MW FA SRR, ML, KFRZ
RN,

WimBE 2014-12-04

Measurement uncertainty evaluation; Pesticide residues; Determination method

B TE R E IR BE S AR 255k B A I 45 RAR LA 5

1 #R5EFH=E

1.1 #F#l

L1.1 %2, 2010Plus AR (434 (B FPD Gl 45, H A<
Shimadzu 23] ) \7890A AR 385 A% (i ECD A6l 2% , 3 [
Agilent 22 F] ) (1260 W AH (342 (i FLD A5 #§ & Pickering
Pinnacle PCX ¥ J5fiT4: 24t , 35 [ Agilent /3 H] ) | Autogizer 4>
H 3 ias (3£ [ TOMTEC A ] ) (4 H Sl AHA UYL (REE-

KO 2~+]) .
L1.2 350, 28 (O3Bl KE U AR 40427 b A IR A

Al AR IE O B B A b (R, 35 [ Fisher 24
A s A (PRt , KR R AR ) s BR ek
BRI ; Florisil FEAHZEEUE (500 mg/6 ml, K EL A
IR sNH, [E AU (500 mg/6 ml, 5E [ Agilent 22 7] )
1.2 AHEY

12,1 KRG FRI25.0 g il #dr o REsh , A 50.0 ml
CIE =N 2 min J5 , S UERIRAT S ~7 g SALEARY 100 ml
HIERE T, MZUHR 1 min J5E 30 min, i ZEHH 5K
32

1.2.2 4 fbik4i, 43 31E010.0 ml IR ZEETE T 3 4~ 150
ml LR, 80 CARBAMGE T 5 , Fridfb,

1.2.2.1 AHLBZA 2k, HNERZ 0Ok e, &5
VLT, I EE 222 5. 0 ml, FEiR IR A5 B Asm
1.2.2.2 GHVE AR A BRI AR 25 Ak, He BT R0 B
BRI A A 2 AR AL UG T Florisil FE (AL, 4
PRI T 50 CARBAEME/NT S ml, HIECBEE A E 5.0
ml, BEW TR S J5 R

1.2.2.3 FEWRREGIA L5k, $5 085 o BRELR  fili
4 H s BARZEBUSGIEA T NH, A B b idE , 2B ve i+



114

B HOR A AY

2015 £

50 CARMBRWGE T, HIFBE A 2 2.5 ml, ieimiR >, 0.2
o SN BRI

0 RS PN AR 257 (me/kg) sp S BIINAR 24 b e
AR SE (mg/L) 5V, g ARSI (ml ) 5 V, S 43 B
B (ml) 5V, HRAUEBOE AT (ml) s A SRR i 4
LYW AR s A BRI P IR 2 TR s m AR B (g) o
R4 RS, A 5 B - 2 B VR TR
Jo e At AR S I 5 06 TR RRURIRR R 5 VAR B2 4 D T
(ET) AR AT E NI E B -
w,, (m)? +u,, (V) +u, (A +u,(p)’

u, (o) =

1.2.3  UASI5E . %88 NY/T 761 - 2008 J5 i KA AL 2 5%
PEFEATINE .
2 HR5HR
2.1 AWEESERRESH  ARYE NY/T 761 -2008 J7
ERRLE B PRl A 25 & AR i N A=
Vi, xA, xV,
w= m Xp
u,, @
HfE

u,,(w)

A R AR
FRRATM R TR

A 4

U, @
AL AR

Upey (p)

E1
2.2 BREEm)SINORBEE S FRE
0. 01 g (¥ T A BE A3 BT K, R B 8 ph Bk A i 25
B, 760 ~50 g Bt 3 B K Fo VPR 25 £0..005 g 4
RIS 3 A 0 PR Yo AN 5
u,,(m) = (0.005//3)/25=0.012%

2.3 HMER(V)IIANNABEE
2.3.1  PREGEHLEARICY) SIARIARBIE R . RIRT 2 4

J5 1 55,50 ml A BUATAE S, A D E 10 R AYAR
#EDW 22 2 + 0. 10 ml, 4% P 43 A 45 5350 B0AH X5 AS o2 Ji2
w, (V) = (A, //3)/V, 552,50 ml (a7 20 B dp Kk fe 22
N +0.50 ml'" % = A 4 A B R A X R B R B
w, (Vi) =(AV,,//6)/V,,

PRI EATRG | AR ARG AN 2 B

METHEESEKRIR

(Vo) = (AV,, /3 /Vy 385 7,10 ml B fe K e 2
£0.05 ml'" 3 =AM WA B X R 5 B (V)
= (AV,,//6)/V,,

R 3 USRS LA AR AT AN o 2

u, (Vy) = u, (V,, )P+ U, ( Vz,z)2
2.3.3  FRIACE ARV ST & B SRR T 2

AT 5,5 ml B E ARV S PE, B IE 10 1R
AIbRIEDR 22 R £ 0. 01 ml, 455 JE 43 A 40 58 AR AT AN o
w,(Vsy) = (AV, /3)/Ves 52,5 ml B A ek fe 22
+0.10 ml"™ % = RIS A e B X A 02 T w,, (V)
= (AV,/06) /s,

FRIA S B ARG A BT B AN B S A -

w, (Vs) = i, (Vs ) +u,,(V,)°

(V) = Vi) +u, (V,)? , . R
Zsjﬂ#LWJZE%%I?;X%T% I T
e pAY Vas AN E —ﬂ‘c > Y/\ =) -, N > . Py
FRaRRRROTRURRA V) SR AIIEIE. KT 2 ey g ooty e 1 AR A ORI ORI (32 1) 5
AT 55— 10 ml B HEPUUABUAS S, T 10 K 2 : :
— N 2/ N e, Uy (V) = fu, (V)" +u, (V)" +u,(V;)
HIBRIE 22 4 = 0. 01 ml, #4246 JE 43 A 45 5350 BURH X AN B 7 B2 ‘
F1 HmERIHEEITE
. v AV AV, U Uy Uy v, AV, AV, Uy Uy u,f,, v, AV, AV, U, qu Uy u (V)
REZR . ! - (Vu) <V|,z) V) o ! o (VZ,I) (Vz,z) (V) : ! v (Vx,x) (1/3,2) (V3) no
ml ml ml % % % ml ml ml % % % ml ml ml % % % Yo
Hers  50.00 +0.10 +£0.50 0.115 0.408 0.424 10.00 +0.01 =+0.05 0.058 0.204 0.212 5.00 £0.01 +0.10 0.115 0.816 0.824 0.951
H &4 50.00 +0.10 +0.50 0.115 0.408 0.424 10.00 +0.01 =0.05 0.058 0.204 0.212 5.00 £0.01 +0.10 0.115 0.816 0.824 0.951
HZEL 50.00 +0.10 +0.50 0.115 0.408 0.424 10.00 +0.01 =+0.05 0.058 0.204 0.212 2.50 £0.01 +0.10 0.231 1.633 1.648 1.715
2.4 MHENEEBMRA)SINNAREE FLEHOE  AHAHE N

ARG T B A P A 22 5 B0 , A0 G i ARG i MR 7, g
ASCRE S0 P e R i 2 0 3%, #8704 3l

w,(Ay) =u,(Ay) =3% /3 =1.732%
o LR B i A S0 28 5 W T LS | A B



43 K3H E B

R P AR R G W AN B R E IR 115

FRXT B AN S
w, (A) = Ju, (A7 +u,,(Ay)° =2.449%
2.5 WIRZGIRETERRE (p) SINKNAHEE
A HRAE T AR R Bl DU A 254 ) o 4835 25 3 YR R T o)
M55 1, H 0.5 ml B I HR 0.5 ml A 24 B ) o ¥
VT 10 ml 2550 v, FH A I 9 390 2 25, TE i ik 2 Sy 50. 0
mg/ LEFRUEI I 55 2 Y, 0.5 ml BSMAS W 0. 5 ml kB
47 50. 0 mg/L FRAEART 10 ml 25 b, FHAH R 7@ 28,
P B B 2.5 me/ L ARIEVTR ;56 3 W, H 0.5 ml BT
W O0.4 ml N 2.5 mg/L BIPRUETR T 10 ml 2R
AR R R 5 2%, Bl i Sk R 0.1 mg/ L AARHE TAETR
PRI, B A 24 A 0 B T ARV 3 5 | A A o B R U T
BRI A 2 ) S5 e RN b o T AR VR 1 3 AR 5 LA AS
SESE
2.5.1 YA 25 hR A TR B S AN G . H e
FH 2 R A1 R 28 b v o ol ) [ R R 2 bR e I, G
24551 % GBW (E) 081334 . GBW ( E) 081377 #il GBW (E)
081314, R I 1 000.0 mg/L, ¥ BAHEEHR 7.0
mg/LOALE T b =2) AR 5 s | A AR AN R -
u,(p) =0.35%
2.5.2  bRMETAEMRECHIEFE A BT E B . Bl s
AP BERIET 5 A J51H < 55— ,0. 5 ml B T IBUAFR

i, BT 0.5 ml BV ARG B A R, DRI I B FR AR Bl
SIABANERE FE AT ZWE AT 55 —,0. 5 ml BEMAE R fu 28
o £0.005 ml'" 8 = T 4 A e A X AR B SE T w,,
(pr,) =(0.005//6)/0.5 =0.408% ;55 =,10 ml ZHEIfifR K
F2EH +0.02 ml"" = A B B R AR R E T w,,
(ps5) = (0.02//6)/10 = 0. 082% ; 55 U , A HEL WL I 25 45 i %1
FELGIABIAHE BE, 20 10 IR A AR ER 22 R £ 0. 01
ml, A S A B AR X AN 2 S w,, (p,s) = (0.01//3)/
10 =0.058% ;5 ., il B AR AR X ARFR 1 5 i, 106 T 42 il 7
(25 £5) CYEMA , A BRI AR I /N T R AR AR,
BEHEHE TV 43 A 5 7 700 44 FRAR £ 380 30 b A X AN 960 28 B
(Va3) = (AT x @) /3,30 o IEFHIATU K 250, P et |
FH A TR RN 28 ) o (5 PR | E O 4ot 1 BSR4 o

i FARE TR EC il A2 v 3 Wkl A R R A R 5 &
P, RS LA BT B AN B 2 5

M(Pz) =

3 x [u,e,(pz'l )+ U, (py )+ ., (ps 5 )+ U, (py4 )]
2.5.3 BN 25 bR ol TAE WO BE 5B AR A A
Ji o R A At R A b AR S LAY
AHXEANIE BE (£ 2)

uyu(p) =

u,, (p, )+ u,, (p, )?

R2 RETERRETHEETE

R AHR u.(py) /] % Uy (p2,| )/ % Uy (Pz,z )/ % Uy (pz,s )/ % AT//C a//C - U, (02,4 )/ % u,,(p,) /% u,,(p) // Y

FH iz nghe 0.350 0.408 0.082 0.058 5 0.001 49 0.430 0.601 1.098

& 3415 0.350 0.408 0.082 0.058 5 0.001 36 0.393 0.575 1.056
25 0.350 0.408 0.082 0.058 5 0.001 20 0.346 0.544 1.005

2.6 MEHSESINNABWEE WEHSMEFEZHE  RINEAIE R FZoTsk & . 0 A E B2 w1

At AAL BRI AE 2 ANJ5 T2, Fh R f A ™ A 4%
MR AREARAT , e s 249 S [ R 25 Al ph 4 A sl ise s o
4, B PERT LARAIE, i HAG 29 20 VRS LA B T e AN 1 5 2
LA i o A A 24 W T BR A B 20 AT T 0, AR
24 STV S | BYANE A JBE 7T 2 AT

2.7 WEMAWEEEH LIRS AHEE RGN
IR 7 ER W RR RS G PR HE AN E JBE o AR I AN 5
P R X AR IR TE 95% AR S L Py,
LRI AT E FE R & N T k=2, WX A E L
Uy g5 (@) =k xu, () (F£3).

*3 NEAHEEEE %
R Uy(m)  w, (V) u,(A) u,(p) wy(w) tgos,( o)
FH e s 0.012 0.951 2.449 1.098 2.850 5.700
HH 45 35 i 0.012 0.951 2.449 1.056 2.830 5. 660
H 288 0.012 1.715 2.449 1.005 3.150 6.300
3 g

WFTEAE R, (1 (ORI B 8 52 P i T A VR
il i R AR OE 2R 3 AN T T 5 | A B AN o B 2 5

IR, KIT LATR 3 AT T AR AN o

(1) T 761 JrikAedi s A 245 5% B3 Rl 7y 1 HL A 38
PERR S, AR ot F (o A B R OCR T 4%
ARG E R BB AR, 55 LR s B Al R
H—E 25, AR SRR (7 s, B R 2 B S L T
A 2] SRR T R AR 8 PR T, AT AE— R IR
J7 5 I AN R

(2)ZTFFT LR A, B A 245 575 U ) 5T S Fm A 48 TR
PRSI AR E T AR, BO il B8 3 WA B, AT
S S AR B FR I3 A . AR Ak b v TR e i 72
DU RT A A5 R AT B AN A (RS B 0 A T
AIFMIE AR LB 7E 0.1 ~0.5 mg/L, LRAFIT PR (14
~20 )M R TR, DRI T A2 SR I R AR
FEAR TR,

(3) Iz 5T, R E AT 5 ml 2048, AR A
2( +0.10 ml) BR, R FECA I E A ERAIRFEZ—.
PRI, P04 R DA VR 25 > {0 4 3 00 4 Ll v
AR R AN R

(T#% 119 ®)



43 538

RAR BT RFARAERE G s R ORI 119

P ER MRS 3 FEG AR AR 2 A PRI AT
MR SERNE o SRS rp (Y RESE I LIS 1 SR TR T
Erh A H P AR R FSEER R iR
JES B ARSI v PR 9 (0 AR A5 i 5 D M AR 4F AN [l il
K [a] ] LU Y, A< 245 5% B KPR 2= 1 AR (A W2, v 3 Tl
BEAA LB B AR A R — B 1 A3 H .
IR PN L P R R A 25 R 3 D oak HUR IR FE 4

UL [ 58 LA 5 5 P Ao FH s A 24 O A 1k — 25 5
Jith, KR SRA BT Ul RS PR AR 2ok BN
TEPEACZY , ] WLAC 2K AR R A 25 4 S A — RE B A
Ko AR R R a0 55 A 25 5% B ARG HH AR, 2R
RN T IEGE A A A PR AL, thy TR -6 i 2R
R RGAE TR, WE LALLM B2,
AR RN 2B AN, T S O 25 5% B A 155 D0 1
Mo FERAERBESEMRERI 1 RT3 T A 245 5% B kot 4t
FRES RN, YO 10,12 H 3 4 2546 e, FLJRU D
AIRERET T 1.3.10 A1 12 H kb T4 4 Z ), 12 % BLint 1)
P LSRG R T B R, A PR R A
BTG SR AR 2 IR, TR, A R, SRR K e
il G P A 24 114 A o RE AR TR] I g o 7 A K e
B 1) e AT S0, DRIt H T R A AL 2 3, A 24 4 R
WP, 5380, X TR 13 v K3 R AR A 2

HRSEEE S W I i [N MR S A 2 A o R A

o A2 H 2R R R nT RE R O 2 2R A 245

Offi AR 259k i 3k i sOH it 22 s QR F LR S L T AT 22

ARl OF S BT eR . BRIk, & B FP B SR A

2 — B BN BRSO A I AR 24 (i B, I AE 2 4RI

RIER, AR5 1257

N

(1] IR, PN, S, & R R 205 R R Y S e e AT [ .
R 2012 ,28 (12) ;248 —251.

(2] H55, 5k, Rk, REFRSG R 2GR A A R R E e [ .
2RI 2008 ,36(35) 115670 —15672.

[3] AR BEERRAGERARH ST oS 5[], dbntfell,2014(3) :
58 —59.

(4] FEHIE dhER =R 2 AR SO b 1] chER L E,2005
(4) .425.

[5] £A. R EZe e R SR M A S ST [ ). i i
gzt 2011(5) 123 -27.

[6] 2 HE,XINN, B/, 5. d i SR 2ok i Mt 3 A e Fa e 24
EFERAITZT )] chE & A4, 2008,20(4) 1319 -321.

(7] HHHk, DS, FRERZGTALIUR IR SIMYAEELT ], R Zh,
2009,31(2) :31 -33.

(8] B, BRI HE, A&, T A 2572 2 IR LB M & X 5
[J]. Aer=ttire 524,201 (1) ;11 - 14,

[9] T 2010 AxEAZEAE BT T4y M5 2011 F A T]. AR A m T
AT E5554T,2011(3) 9 - 11.

[10] BHER. PSRRI SRR SERRZGNRR ) 1. A 5, 2007

(4):6-7.

(L#F 115 7)

AT HTAR 2G5 BRI 7 i, 25 A R 2B B #E ST
BRAABERY | M2 A XA e A 2R e 7 A ) N
JE Ayt AEAT T PPAR , I LA B A4 T A 2R A S
PR T T 761 Jy I 4 S AR R R OR
WE N 5. 70% 5. 66% Fl 6.30% , $41% 45 58 1 1 T46
TSI S W7 ELAE W R ) ST R X, A 4G
BRI FAH XY AN 2 B I, T3 R F A 24 1 B KB B PR
I, A REFI RGN SE FAAR . RIS 3 e A A o
VERE AR PN, A 2455 BRI Py 0 A 2 8 B R R Y
AR B A AT VAR B o R AN R AR E ARG A
PN S 43 i, T SR FH B THSE 5 A o e o AT A A v I
TR A RN A AR I V8 25y = A 4 it ] A AR ATl
RN
S Z ik

(1] ExfEEERIZERUR. JIF 1059. 1 —2012. S AHEEIEE 5
FORLS]. vt hERRE R, 2013.

(2] dHvEEe IR AAERE L) . B RLS - (b0, 2002,38(8) :406 —
409.

(3] BIFfe, BERR, 2R, 55, 4B s g Ede b 78 b i & AN e
[J]. HriRR A S{325,2005,11(2) : 149 — 152.

[4] BN XIHCER (TS, SRS IE R R U R AR 25 A =
FIMEEARE R IPE L] R EREOR,2006,32(3) :126 ~ 131
[5] 218, XIH 5, 5, 5. SR IRENE RS P AR TR
PR E R [T ] iR B SRR, 2006,24(6) «
736 -739.
[6] HEZER, FR, Tt , . SREIENER T AN 2GR 1
DAL T]. 2fllRl,2010,38(13) <7124 - 7127.
[7] 2B 0, B R EL SURGERE( GC) MERe ikt saRs ey
FRA R AE RS AT )], o -1z, 2009,25(7) <219 -
222.
(8] FErEs, B, MR R B S A K AR 2 R A
T EEITE [T ] W Cfall 741, 2013,25(1) <108 ~ 112.
[9] e NEAFIEAVED. NY/T 761 —2008. BRI EIE AL
SR DR A R BRI R 2 2 IR HOMIE S ]. Abnt: K
Al bk, 2008.
[10] ES R ERISKIE LD, TG 1036 -2008. Bt 7-FE[S]. kst
Pl BTk b, 2008.

(1] E BRI BRI 27, JIG 196 —2006. 4 FABEEES[S]. Ik
s PR A, 2006.

[12] EZxmRESERIGKIZEUR. G 12 - 1987. ZIEFE U4 ZIRERE I
RS ISR E R S ] AL rhE R kL, 1987.

[13] CNAS. GL06:2006. k=53 B e EE PRI S 1. Jbnt: R G
KPR RSN R ZE 5122, 2006.

[14] ERTITERIE CUS. GB/T 27404 —2008. L4624l
70 BRSNS ] dbst: hIE bR e, 2008.

[15] EUROPEAN COMMISSION. SANCO 12571 - 2013. Guidance document
on analytical quality control and validation procedures for pesticide resi-
dues analysis in food and feed[S].2014.



