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Uncertainty evaluation for the determination of fenpropathrin and y-BHC in
juice by gas chromatography

ZHU Yi-Zhong, LUO Long, GULINUER-Sha-Ma-Li, YAN Shun-Hua"

(Xinjiang Uygur Autonomous Region Institute for Drug Control, Urumgqi 830054, China)

ABSTRACT: Objective To evaluate the uncertainty of measurement in the determination of fenpropathrin and
y-BHC in juice by gas chromatography (GC). Methods The mathematical model was established for the
determination of two pesticide residues in juice. The sample was extracted by acetonitrile, and purified by florisil
SPE, then analyzed by GC. Results The expand uncertainty for fenpropathrin and y-BHC were 0.0053 mg/kg and

0.0045 mg/kg, respectively. Conclusion The main sources of uncertainty are the preparation of standard solution,

measurement repeatability and curve fitting.
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FBtZ—, ARSI 45 R B al {5 . Rne] R
AT IR NY/T 761—2008 ( g3 FIK R H A BB . A HL
S, WIBR He A5 TR AN 2 2 F BRI 2 A 24 Z2 5k B i 22 ) ik,
KRG PERE &, 1L 3h 2 Rk, R 2R R A i
REFR, N AN €355 (gas chromatography, GC)XARER T
B EAGER A p- SN ONER B R AEAT I E, FRRYE JIF
1059.1—2012 W EAH 2 BEIPAE H3RR ) DR o
R E FEEA IR, AR SR ORI 5T PPN $
%,

1 MR5ERZE

1.1 MRS

FH 5 35 TiE b E W) 5 (GBW(E)083332, 4l N 99.9%,
P ETHRBHFIIIEBE); p-/N N ASARHEY) T (GBW(E)081644,
#5HR 21119, 4ifEFE K 98.6%, f#[E Dr.Ehrenstorfer GmbH
oNED); ZHEGH BT, TR R, IE S k(T AL,
[ 25 4 F L 2= AR A B F)), N (e al, Kaeridhix
A= S R A BRAFD; BT S IR AR B 42
HERRE ST B UFRE i o
1.2 UE5E%

GC 2010 plus A FE(L(H A B HAH]); AE240 A
(JisrzZ—). MS205DU EI(| 1 5 Z—) 43 Hr K- (Fi
Mettler Toledo [E 5 57 & A PR vl ); R-300 Jig# 7 A& AX Gii 1
A FRZA H]); CF16RXITE LHL(H A% Hitach 23 +]).

1.3 SKWHE
13,1 F 53 B AT IR £ 9 B

(1) F 23 Bt K1 (0.01 mg) B JRHT 50 2 W6 A HE ) 51
0.01573 g BT 100 mL &S, FIECE it Es 22
B, AR B REEITRIS) R 0.1571 mg/mL MG

Q) BAFRE W RS I 1 mL RSB R IR E
50 mL #EMH, HIECEERIFER 2L, BRI N
3.1428 pg/mL B AIE

GBI AR A A ZI A R 1, 2. 3. 4.
5 mL H A EEbREH R E 5 4 100 mL R0+, FHIE
OB E AR ZIE, BRWE R 0.03143, 0.06286.,
0.0942., 0.1257, 0.1571 pg/mL BYFRAE TAER 251
1.3.2  p-5X 55 AT IR R 69 B A

(WA F K F(0.01 mg)FREC y-75 75 75 An E 97 R
0.01081 g & T 50 mL 5 &), FIECAeis It e A 241
B, SR E (ALEITE )R 0.2132 mg/mL [AfE R

QHMIRAWEZE R 1| mL - S ANEERE
10 mL A, AIECKRMBERZZE RS, B
RS 1 mL & 100 mL AT, S8HkE R
0.2132 pg/mL A4 a1

3) A AR A AN ZI B A R L, 2. 3. 4.

5 1 8 mL p-7S/ASSARAE RN ZE 6 4> 25 mL A4, M
IECERBIFE R R 2, B3R EA 0.008527.0.01705 .
0.02558., 0.03411, 0.04264. 0.06822 pg/mL AIFRIHE TA/ER
EYTI
1.3.3 HouiE

FREX 20 g IR SIS R ER T, BT 50 mL 204,
A 5~7 g EALEN . 40 mL ZJiE, $&% 1 min, 4500 r/min &0
15 min J&, B ISWTE 40 °CAIB IR ZE R BT, A
IECHE 2.0 mL %ffE, W62 B gk, Bk vkt
40 CKIFHIER ZE R BIET, HIEC R, €85 %
2.5mL, WHERAIE, FE,
1.3.4  HoARff o4&

PRI 6 13 3R 80 i 2 FURE (B PERE )& 20 g 2645, 40
B IMAHIE J 0.06288 pg/mL A4 B 45 4 15 Fr vk 1
0.03411 pg/mL [ y-7S/S7SARiE TAER4S 2.00 mL, H44
DR 1.3.3 BEdhAb 3L,
1.3.5 &A8&iEitt

3R R-rx-5(30 mx0.32 mm, 0.25 pm); ZK: @
AR HFFETRE: 250 °C; MERE R A URIERE, ArTi b
1:20; PEREARBL: 1.0 puL; Hi: 1.20 mL/min; FEFETFHE: #
18 80 °C{#4% 1 min; LA 20 °C/min B3 EFHRF 150 °C, {4
£ 1 min; DL S5 °C/min 3 ZFHE 5] 180 °C, {#%F2 min; F
LA 10 °C/min fEEEEFHEE] 260 °C, {44F 10 min,
1.3.6 MEHFAER

CxV
m

KA X - FRA RN sk i, ng/ke;

C — MAR e T AE fh 2845 3 0% 1 00 20 20 0 vk B2,
ng/mL;

V- B0 AT, mL;

m — WL PR, g0
1.3.7 A0 44 4 85 R R AT

MR 4 S2 50 5 W A A AT A0 R, AR (0 5 I SR T
o FR AR D p-75 75755 B A s R U R SR R R
K 1 R,

2 THHEERTE

21 HENESINNTHEE
211 AHRARF G R u (W)

B S AR B R P e R AP 228 0.5 mg(B)
0.0005 g), B AL, k=3 o SPRFRER: G 19T
PIE g Wy = 203760 g, M

0.0005
Vi) ===

X = 1)

=0.0002887 g .

u(Wye) _0.0002887 g —0.0000142

W) =
) = T 05760 ¢
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212 HREESING AL ur (Vg ) g Vi) = 0.01712mL _ \ oooeo i )
FETIRE S RS W 2.5 mL IE CER . A V3

HRAE 1IG646—2006 B fr i KR ), F2EL 2.5 mL VAR
I, BB A R 22 8+0.0125 mL, EREEM N 0.2%,
He s A, W

0.0125 mL

u(V) = \/“%n%(Vﬁé) +uggg Vee) + e (V)

=+0.007222 +0.00289% +0.00989 2 = 0.0126 mL.

u(V
w (Vi) = % =0.00503 .

gy (Vi) =————=0.00722 mL .
R 213 ARG A8 R
0, =3 Y VAN 1 E=N =9 N 305
us V#)zz.s m]:/;OM’zo.oozw L. Joe A AR T IR R M 1.7%, 5395

FEHURE SR I SE I 2 IR R 25 °C, BEVRAs A R
HEE R 20 °C, IE ORI ABUZAK R B 1.37x107° °C, 0]
PR A R FR AR AR 12K 5 2.5 mLx1.37x107° °C'x5 °C
=0.01712 mL, ARSI 514046, W

OIS, WRZALER S AR AN E B

0,
u (Erjq) = % =0.00982 .

214 MEEFLHIINGRAZE u, (X)

Xt 10 - PATRESR RO T, A 1 s,

BESL IR WA Y =R
N nFR i
Rt E
L w2
N »l e SIIE
IR
Bt N
X
By o e
e A —
e +—— fRfEf &S
e TARRC ]
PRI RS L C
BT SIS IE SR EE T 2 R 24 & it RAH E 5 R
Fig.1 Uncertainty sources for determination of 2 pesticides in juice by GC
R®1 HERBRNERRE
Table 1 Results for determination of samples
N A YINATS
F5 FREER W /g — - — —
WY C w/(ug/mL) T X/(mg/kg) JRRWE C w/(ng/mL) i X/(mg/kg)
1 20.2522 0.0611 0.0603 0.0381 0.0376
2 20.1564 0.0598 0.0593 0.0363 0.0360
3 20.1735 0.0642 0.0636 0.0372 0.0369
4 20.4392 0.0683 0.0668 0.0355 0.0347
5 20.3128 0.0662 0.0652 0.0324 0.0319
6 20.0641 0.0623 0.0621 0.0328 0.0327
7 20.3014 0.0606 0.0597 0.0346 0.0341
8 20.1153 0.0674 0.0670 0.0367 0.0365
9 20.0461 0.0655 0.0653 0.0342 0.0341
10 20.2137 0.0638 0.0631 0.0339 0.0335
M 20.2075 0.0642 0.0633 0.0348 0.0348
A 22 0.1223 0.00293 0.00285 0.00170 0.00189
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DUV A EE A S A B ANER E R -

_ u(Xipsrms)  SKewoaims)
ur(Xl'I"%’%ﬂﬁ): 7*’?%@5 _ RS

Xepamn V10 x Xopsg g
_0.00285 mg/ kg 00142
VI0x0.0633mg/kg
= u(Xy k) _ Sy g%)

U (X, e ne) = Y
A AVAVA Xy—/*\/*\* V10 x XY_*\/;\L\

_0.00189 mg/kg ~00171

J10%0.0348 mg / kg
2.1.5 WE T AL u (R)

X BTARE i HEAT I 2, 3 IR K w(R) = S(R) /N6 Fil
u,(R)y=u(R)/ R (L R P ENLE, S(R) AFREMR22),
THAE RG] AP AR B, B « i, %A
£ =|R-100% fuCR) T, 10570 25 56 B 2 2 5

FU R RN 2 PR .
F2 BERENEER
Table 2 Results of recovery
ALY R/ SRY%  u(R) /%  up(R) ¢ P
s 95.2 227 0.927  0.00973 5.18 BF
P-NIS/N 708 3.61 1.474 0.0208 19.81 B3

MEEEN 95%, n-1=5, £ ¢ I FAE /A il 5
#0.05, 5)=2.571, 5% 3 FR44ME M p-HCH ¥ ¢ (EAH b4 mT

L, T EORE ISR A A (DB IERR AL I E S5 R
22 FEYIRSIANNATEE
22,1 ARSI TN AT up (Pyy)

HRBETE . p-7/S7S7SPRIERI I A 26 RE 4351 R 99.9%
98.6%, FLJTT it/ BhRUEN 2253 50 0.1%F1 1.4%, $&45%]
AT, k=3 JUARHE R

u( Ry zament) 0.1%
u (R st ) = 9.9% = Bx999%" 0.000578 -
u(P o) | 1.4%
_ Y-ININAAT 4% 3
t (Byysioant) == gg e = T 0.00820 .

222 FREMRARE TN AT u (W)

PR f8 A 0 5 BT R d R R ir iR 22 R
0.05 mg(Hll 0.00005 g). FPrFri I FAHER A p-HCH A5ifE
W RS2 0 0.01573 g 0.01081 g., I 5143 A 144,
W T R 2 5 ) A AT 2 A

e W o) = IS RGs) 0000058 104
PUIRARAT T 0 01573 g 3x0.01573 ¢

UW,, e re e
Wy isisns) = Wypspspsa) 0000058 40567

0.10603 g  /3x0.01081 g
223 AR IARR F P B b AR 5| A GG AR AR R A T
B, (Vi)

FAE IR AN p-7S7S 7SR MBI R S Be e e i T
FAR IR (1 mL 47K, 2. 3 M5 mL 4% 2 1K), ZIEA
(5 mL AW 4 mL AR 2 YK, 10 mL MR 8mL A7
1 ROMZBEMA0mL 1 ¥k, 25mL 6 ¥X, 50 mL 2 X, 100 mL
7). FHE JIG196—2006 (  FHBEES HE RS R AR ) 1)) 1%
BRI oA, D08 T 1 % 28 B 8 2 L 5 LA AN o
HEBIE IR 3. £ 4R,

R3 RERTIFREHIRREESIANNTHEE

Table 3 Relative standard uncertainty from pipet in standard solution preparation

BRI /mL Z/ W4 /mL
AN ES
TiH 1 2 3 5 5(4) 10(8)
AL /mL +0.007 £0.010 £0.015 £0.015 £0.025 £0.05
s
il FHAR 0.007/+3  0.010/43  0015/43  0015/:/3  0.025/43  0.05/3
AN
0.00404 0.00577 0.00866 0.00866 0.01443 0.02887
u(Vy, )/ mL
R 2E/°C +5 +5 +5 +5 +5 +5
EC BT R B ag /°C 0.00137 0.00137 0.00137 0.00137 0.00137 0.00137
UL EE B 3 e BiEa Bires: BiEcs: BEes B Bires
HEAK
x5x1//3 x5%2/\/3 x5x3/[3 x5%5/3 x5x 43 x5x8/f3
AHE B
0.00395 0.00791 0.01186 0.01977 0.01582 0.03164
u(¥y, )/ mL
HIXMBRFEATIEEE , (1) 0.00565 0.00490 0.00490 0.00432 0.00535 0.00535




555

REBE, A SO ETEE DN R T b B U I RRR 5 B e AN E T P 1809

FRUE T AR RN AR B s 2 L | AR E A
U2 (V) ¥ 2+ 102 (V1)
2 Vs o)+ 12V o)

412 (Vs )+ 7 (Vg L)

2
+uf (Voo mL) % 6

ur Vipsgagnt) = =0.0285.

7 R )X 24145 (V) + 65 (V3 1)
117 Vg + 05 (Vs )+ 05 (V)
u (Voo = |, >
+uty (Vo L) + 4 (Vas )
x6+14; (Vs ) + 45 (Vo0 mL.)
2.2.4 ARV R IE T NG R T u (C)

FH AT SO e T4 90 R 0 A 00 52 (R
BCOPATI 2 W), %A% B I AT A 1 BB 5
Ai = aCi+b RIFRHEIZ TR, R o BAE, b HHE, T
AR -HCH BV IR I SN2 5 75

AL B T 40 3R ) 4 R, R PRI [ 1y
B, A B E R BIS L 4, VT TR Ay (1
B2 Ay — A = A — (aC; +b) o AR BIbRHER

=0.0297,

W TR FR TR 22 HOARIEZE S, -

n 2
D [Ag; — (aC; +b)]

Se =\[=——— )

K@), n bR TAER RS sk, xF H R4 R:
n=2x5=10; XfF y-HCH, n=2x6=12,

DU o iy 2 400 A5 7 A 1 b AN B B T fR 8 2R (3) 3T
AR

Ce. - C)?
Spo[L 1, (Cg-0OF

i=l1
G POIRE AL WA B A I 5E UKL, P=10; Cygy AARHUE
TR RSN IZMAE, pg/mL; C Mbnife TAER R 5
TV BE (1 V4908, ng/mL; Cye SHIUTFAORE S WO L (17
¥, pg/mL.
AR @QMAKE), Tt FEAR bR ER LS5 A
AN SE BE, ANk 6 P

u(C) = ©)

®4 RERVIBREHIEFFEMIANTHEE

Table 4 Relative standard uncertainty from volumetric flask in standard solution preparation

F ALNESES it H 10 mL 25 5L Jff 25 mL ¥ il 50 mL 25 )i 100 mL %4
AEFIE /mL £0.020 £0.03 £0.05 £0.10
Eliar e AR 0.020/+3 0.03/~3 0.05/+3 0.10/~/3
AHEE u(Vy )/ mL 0.01155 0.01732 0.02887 0.05774
EIRZE/oC +5 £5 £5 +5
ECBE R IK 7 4
A— 5 Joc-] 0.00137 0.00137 0.00137 0.00137
TREE S EEkE
AR B x5x10/V3  Birogx5x25/3  Birogx5x50/33  Birpg x5x100/43
AHEE u(Vy, )/ mL 0.03955 0.09887 0.19775 0.39550
HIXARHERERE (v ) 0.00412 0.00402 0.00400 0.00400
£S5 FOEBZEIE
Table 5 Results of standard curves
TR R TSI (L SUMHEE Ci MRS _, .
A FR T WO B S Ci LR AR SN Agmd, FRAEZ A BB
C/(png/mL) A 5 /(ng/mL) Ai=aCi+b
0.03143 10217 0.02905 10766 ~549
10176 0.02887 10766 -590
0.06286 18246 0.06389 18009 237
18041 0.06300 18009 32
. 0.09429 26010 0.09758 25252 758
A A=230448C+3523.35  1=0.9985
25922 0.09720 25252 670
0.1257 33087 0.12829 32491 596
32796 0.12702 32491 305
0.1571 38054 0.14984 39727 -1673

39942 0.15803 39727 215
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TR R e RIS S RE Ci 14 T AR ., N N
A o v A vk S EE Ci AT P (E Ayd,  FRfEdg R FHC R 8
C/(ng/mL) A s /(ng/mL) A=aCi+b
0.008527 8896 0.00724 9849 -953
8391 0.00656 9849 —1458
0.01705 15881 0.01665 16176 -295
16150 0.01702 16176 -26
0.02558 23269 0.02661 22507 762
. 23441 0.02684 22507 934
ValAVAVAY A=T742238C+3520.38 r=0.9981
0.03411 29438 0.03492 28838 600
29153 0.03453 28838 315
0.04263 36166 0.04398 35162 1004
36380 0.04427 35162 1218
0.06822 52911 0.06654 54156 —1245
53301 0.06707 54156 —855
R 6 FOERGMASINNBENRERHE
Table 6 Relative standard uncertainty from standard curve fitting
— L —
SRR SR a Ci /(ng/mL) C /(pg/mL) D (Cy -0)? u(C) /(ng/mL) ur (€)
i=l1
FP 43 i 792.396 230448 0.0642 0.09428 0.01983 0.00170 0.0181
VTAVAVAN 990.361 742238 0.0348 0.03269 0.00450 0.00057 0.0175
2.3 THHEENER N
3 & i

2.3.1  ARXMARE R A AR

g W)+ ur Ve) + g (Ergy)
AR u,(X)= [+l (X)+uf (R)+ul(Py) 5,
il (W) + 7 (Vag) + 17 (C)

AT H UG TR A y-HCH AR X AR v AN 2

232 FRRAHZEHTE

BRI T,

AR X' = X/ RIFEE, AIA35) 2 Fhgk 2y i lul
WL ) P RS AR U =u, (X)) x X' <27t
S, AT R SAEEE A p-HCH 9 R ANHIE B, T4

BT,

®7T THEEITELS

Table 7 Uncertainty evaluatison for the determination

of 2 pesticides

i H H AT 7AVAVAN
B BAR X AR E AT 2
0.0395 0.0459
up(X)
1B TF Ji5 B 520 5 B S R4
f EE?;LUJ¢$$ Sl 0.0665 0.0492
X' /(mg/kg)
VIRAHERE Ul(mg/kg) 0.0053 0.0045
K25 5 (k=2)/(mg/kg) 0.0665+0.0053  0.0492+0.0045

AWFFRMEE R RS HI R R, HEEER p-So
7N 2 MR SR OB RO 0 T BC I AY,  HLH S R i v 2
HIARE TR B2 100 mL 4, y-7S/8/sibRiEp
[IWRRE T 2 0, X — 7 TGN 7 SEad R i AR, 55
— 7 T AT RE S 38 AN A J3 ek BN o SRR AR HEY) S5
USRS AL, HRAEERA p-/N75 /I il LU R — %%
T TR . 350, PR R 2z —K
-, TAESRIFRFERTE 20 g iy, MRS FORE, FERAR
TG RANERE R/ NE L] L2, X0 30 W 7E PR
WX ARMEL T, A SZ 8T 02— K5 LA
JEMERREE R EOR . DI, ARG v, A s A5
MRRAERRE, AT I 2 SR AR ),
308k
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