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Determination of difenoconazole residue in foods

Gas chromatography-mass spectrometry
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RmREERFE
REPEARPFUZEENNE SHEeIE-FRIEE

1 SEE

AARHERE 7B it AT P A R L UM B S R P AL AR E TV

AAMEEH TBIE . KI5, W% b g, JOK. sREL TEL R L PRl . B,
RN N 5 AN ST o ) NI 2 /S IS S S NI CTS I 5 <yt T e S U S S N E N R e ch gt Rl
BIE, HER TS HRIT

2 FEMsIAxH

NB SO T A SO RN & AR LT H RIS S, AT H AR RS IE T A
A AN EHBIN S HSCE, HERA CBFEFTE MBS @&l A .

GB 2763 B waEEbrME iR 24 Kk IR &

GB/T 6682 434155 % F K HAS AR EE v o

3 IR

BURE PRI T A 4R SR SR, 8 Hp RIS VR R AT P S AL R XU R B A B LA AT i [
FHAEEGS A IR H UM G- 5 B A 52 S AIEE, AMRIE E &

ERE 7 E S

KRB ES, FrERFI N A, AKNFFEGB/T 66829 #HlE I — /K.
8l
1 ZFEZEE (CHgO,) : fifhali,
.2 IECE (CeHyy) : faifh4l,
.3 TN (C3HeO) : fhitk4li,
4 TKBREREN (Na,SOy) : & 650 CHIEE 4 h, BT HHARBTEM.
Ay T |
1 IECKE+NE (3+2, V/V)IRAEA: B 300 mL IE 4, HI 200 ml PfH, $2514&H .
wER
1 KT FRMARUEY) 5T (Difenoconazole, CigH17CIoN3Os, CASH:119446-68-3): 4lifEF=99.5% .
RS ARBLE
A1 IR R IR MR HEAE SV TR MERRREOE B A 2R B IR AR N, T R L BERRRRC 1 B 200
ug/mL [IFRAERE 2, 4 C R ERAT
4.4.2 REFFIAERAE TAEM . MRIE T B 1E O e MR ilE IR FE AR UE TAES W, 4 C N RAE.
4.5 HH
4.5.1 1EMEREFIREE: 250 mg, 3 mL BUAH 4% .
4.5.2 MEEALES FEI A ZEECH: . N-A1203, 250 mg, 3 mL BRAH4E.
4.5.3 B BEEEFFEAZEEBAE: Florisil, 0.5 g, 3 mL BiMH%%.
5 {UBMgE
SIS FREA: BoA 2B TR (NCT) .
MR & 0.01 g F10.0001 g.
BIAHREEE S, HETHE.
HEU AL,
I HENL
L.
REHESRE

N

WDMNDIN—~H —~= = =

&

R R A e e e A
N

~N O O WD~
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6.1 REEHlE
6.1.1 ImFIHARH

IR AL 500 g, K HUIWEE, MRS IENLEFE S TR . TR, 3900 M 18 ik
FE, EENERIRBRAN, FBHFERERR L.
6.1.2 Fit, BRERAEL

B R MERE 500 g, FIMBENUMAEIREIT2. 0 mmAFLIF . VBT, 2B NEFAIRN, %50 3hx
B bR
6.1.3 HREH&

HURERMERE 500 g, BHUIWEE, MK SN TR, TR, 2N AL
W, IR bR
6.1.4 KSR

BUREFMERETS00 g, JRE), APEEATEIRIOESRN, RS
6.1.5 HEFER

HUA ARF MR S FE500g, KT JC 4 5 I 2 RE ol LB HE 3550 XA S5 Wb e A i, 7R 1A
TEOUR, KRR E TN 60°CRIKBHIRR, Ry, FFERESEabERHs), REAHE=E,
1 B A 00 B B 1R KA R o 2% G AR R A 0 R 0y, 2 B ARSI R, B, bR AR

ito
VE: PLEAE S EUREERAL %GB 2763 SRAPAT .
6.2 RERE
ZRMF . WEFE L R RS RERE T4 CIRAE; KRB SRR L R RS T-18 C
LR EARAE
TERRE R BRI R, IR R4 5 52 B35 el ok A2 AR B W & B AR
7 SHPR
7.1 W

P& K EEAR A B I & BB IRE B (B8 KoK, 280 SRR 8577 4, HERFR
5 gt 51l R 220, 01 @) o X T E/KREm MR (B8, K. Boh LESRIAR i E) , HEAR
10 gty 213K CREAZE0. 01 g) o BEFREXIRE i B 1250 mLA R ZEHERH, IAS0 mLZER ZF&, I
AN15 g /KBREAN, B TRZ 2T IR%40 nin, €T 150 nlik4Et . FAIIA20 nLZFROFRE S
PRE—R, A FFREGE, 40 C RIRERGET . H3 mLIE ki g, fHffh.

7.2 B
7.2.1 SEERENHER

PG /N 5 TR A AR N R G, ARYRE 5 mL TN, 5 mL 1E CEiEik, I AR BT
FE, b SEfE 3l IE S ReiE YR TR, SRERREELN 2 nl/min, ZHHEWR, TS, H 5mL
IECGEH AR (3+2, V/V) IRATEAATHEN, W T 10 mL NMRAE . T 40 CKRBFESKT,
HIECKER 1.0 mL, F£id0.45 wm AHUAHFERE, AL EE -5 Rl e AL .

7.2.2 WFERIGHESERENES

¥ 9B 2 B AR BUMEWR IO 5 nL HEH. 5 nL 1E S keilth, AREKIE SR BUg LA,

PR T7. 2. 1,
7.3 WE
7.3.1 SHEHGaE-RiESEEN

a)  fOREkE. AT PE RN DB-17ms, 30 mX0.25 mm(i.d.), JE/E 0.25 pm, BRI 4.

b) MR Z: 200 'C _10 C/mip 300 ‘C(10 min).

c) HEFEITERE: 300 C.

) B FEREE IR 280 C.

e) A &AL, AiE=99.999%, K 1.0 mL/min.

) HFEE: 1wl

g) HEFEETE: A IERE, 1.5 min FHFIE.

) HE R NCT.

i) HEAEE: 216.5 eV,

) BT 150 C
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k) DUREAFIEE: 150 C

D MR Bk, i RKTET 99.99%, NS FE: 2 mL/min.

m) AT PR I 5 (ST .

n  EFERNET (/2): EEET 348, EMEETF 310, 350, 405.

0) VAFUREIRITA]: 12 min.
7.3.2 ®iENESHIE

PR AR P R Tk FH PR 5 B T O, 398 S D TR AR MR (AR T AR IRV, X b AR AR R 2
TS HRERE . B AR I RRREIR P R B R PRI [ R AR 38 LA AN 2% I R PR R Y

W FER S b ARSI E TS Tl i, A R A kg B, AR
SIEMFES R AR Y, FriEs FR I, FrigB s 7B SRk o0 B S T, HAE
ERVAEREPN (RYFERIILER D o 57,3 154, KB H AP R BB ())& 15, 74 min, UM
(m/z) FFEEEN310: 348: 350: 405=45: 100: 67: I3%FHBHATHAIE: HIEEE S Fn/2348% HdkAT
AMPRIEE R FET. 3. LARAETT R IE H ER W bR A4 (1) SUAH i — o 1 e 2 A €l P AR A s 1
B sEATR A, TR SEBH B, 1.

=1 ERSHEeE-REENNENEFEERATFRE

AAXTERE (FE%) >50 % >20 %% 50 % >10 %ZE 20 % <10 %
FEVF BIAH X 22 +20 % +25 % +30 % +50 %
7.4 ZTHESCE

BRASIAFESE,  $93% B e D BRAT .
8 SHRITEfMRR
F SRR AL FEHLE N (1D THEARRE Rk B PRIk B

A eCs eV
Cim s €N
A °m

A

X —— PR AR A &, wog/g;

Cs —— bRt TAEVR 2R EE AR S, wg/ mLs
Ax ——FFIR A R TR PRI o i B UG TR AR 5

As ——FRUE TAETR A 2R B IR M B 25 1 ) D T 5
Vx —FEEE E AR m L

m ——BRAEFERT AR AR &, g

VE: VPSRN G, RS AT E A IME R, (R ST
9 HEE
9.1 7EE B NI HI PRI E 45 B0 28 5 HEARFE M EE (A0%) , N
SEDI R
9.2 FEFILIESAE N3RS B RS SL I 5E 45 A A0 5 HEAR T (a0, NAFEH
S E SR,
10 EERFEWER

10.1 EEIR

AI7IER E RPN 0. 005 mg/kg.
10.2 [

I 40. 005 mg/kgy 0.10 mg/kg. 0.20 mg/kghf, ZEKH PRI AR 25 7F AN [H] 3 57 A i s [e]
W 2 LT3R Co
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Mt & A
(BERMYEBR)
FEBE A IR TR GC-MSD/NC | IR Fi it E

Aburdance

ENn3AR00 G770 ©IART):ZE
157

It Yo i o,

L B e L S B L e e o e I s e o I s e e s
1300 14.00 15200 1600 17.00 1200 1900

A 1 ZFEEFRIFMEERERR (0.1 peg/mL) GC-MS/NCI EEBFREERE
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Mt X B
(BERMYEBR)
Tk ER IRRAT O R GC-MSD/NC I £33 R E

Abundance
Avernmge of22.596 © 22.615m in.:D FENOCONAZO LE-STD-SCAN -02.D
348
2000
1800
1600
1100
1200
1000
B0O

600

105
126
24 , 162 236 258 C
T T T T T T T T T T T T T T T T T T
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

I 369

m >

B. 1 FEAFAIFMEARER M (2.0 pg/mL) GC-MSD/NCI £ RIEE
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M & C
(FRERR)
A IR fad B p A A IR a9 E i = 54

F+C. 1 =ANFMAKE TR EPRERFAIFE R EW = HE

ANFEEIIZKE R B3 DGR AR S 2250
N 0. 005 mg/kg 0.010 mg/kg 0. 020 mg/kg
UL T N N 0
% (%) RSD (%) % (%) RSD (%) % (%) RSD (%)
Wi 94.5 5.7 89. 8 3.4 97.0 5.0
EPil 100. 0 8.0 95.9 9.4 96. 9 10. 4
EEZAN 92. 4 12.2 89. 9 11.5 99. 1 6.2
TSR 93.7 7.7 97. 2 5.7 98.0 6.7
PSS 93.2 8.2 98.9 7.6 95. 2 8.0
i 90. 0 6.4 92. 4 5.3 86. 4 4.0
£ 105. 1 7.8 95.1 4.9 79.7 3.0
FKRITEH 102. 9 5.6 104.7 4.8 103. 7 4.7
EY xS 76. 1 5.4 81.8 9.5 88. 8 3.6
A= 81.6 4.7 84. 3 10.9 85. 6 10. 3
g 72.5 3.5 78.3 7.5 91.0 5.8
i 72.3 5.8 81.1 11.4 87.4 3.5
=3 84. 0 7.9 83. 3 7.5 85. 7 2.7
il 85.9 5.5 95.0 5.8 98. 3 4.0
i 74. 3 5.1 76.8 7.4 81.8 5.2
[ 67.2 7.2 71.4 7.2 76.5 5.8
TH 68. 4 7.7 79. 4 7.1 65. 0 5.9
A 79.5 6.7 88.7 8.1 93. 1 4.2
HHEN 81.6 6.7 86. 7 10. 2 91.7 3.4
X4 88.5 7.3 96. 5 6.6 99. 1 5.6
I 8 104. 0 7.2 102. 4 4.6 91.4 5.1
y Ay 80. 0 7.5 92.9 8.1 98. 1 4.3
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Mt ®D
(RUSEMEMIR)
IREAETEHEKR
#D.1 IBREAETEHEKR

HUHAS SR R E
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt R E
(FUSEMEMIR)
LI REFIEER
RE. 1 R FFRNHER

BNASEE REE

ma/kg %

<0.001 54

>0.001<0.01 46

>0.01<0.1 34

>0.1<1 25

>1 19




