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Determination of propham residue in foods

Gas chromatography—mass spectrometry
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RmREERFE
RmPEBRRZEENMNE SHEEE R

1 SEE

AARHERNTE 1B ity A SR B B U ORI 72 5 ¥
AARHEE T BE . PR, PO JEAE R 2L s BBE L BN, . OK. KES
R dh R R B B IIE AR, e R dh ] S IR AT

2 FmsIAxH

NHISCAE R R 2R G I ASBRUE I 5] T RO AR AE R S5 K. LA VE HBARI 51 S/, Kb fERT A 1
B CNEFERIT NS BUSTT GO E T AbnitE, SR, Sl iR A BRHEIE B 3P & 5 it 5t
ST A X SO BT AR AR o PR AN B H IR 51 SO, B iR A TE A T ARt
GB 2763 £ & hR 25 5 Kk FH B &
GB/T 6682 43 #1525 % F K HAS A 56 751k

3 IR

AR B IR R OB QR TE Ok (1+1, V/V) JREIEFISREG, APV & i DUA S b 2 [ A
RERUMEAAL, S b S R R A i BB E i (GPC) 194k, A Gl B (N 52 K i
e, AMREE E

4 RFAE
BrAERA U, FrHRFI RS, KON GB/T 6682 FilE H—2K.
4.1 K#A
4.1.1 1k (CeHu) o
4.1.2 LTRLEE (C4H0,) -
4.1.3 SAksN (NaCD , Jr#fr4d.
4.1.4 Rk (CeHip)
4.2 RARHECH
4.2.1 LRROBE—IECKE (141, VD BAHEA: EI 100 nL LR ZBEAT 100 mL 1E ke, 1B,
4.2.2 WRIGEACENATR: SALEINZKEC B A o
4.2.3 LRR4BE—HCKE (141, V1D WAEEA: B 100 nL LR LB 100 mL 38 e, TR,
4.3 FRAES
4.3.1 ARZGHRUES: ZEMR (Propham, CAS: 122-42-9, CioH13NO,) FrifE b4l E =95%.
4.4 FRAETRARECH
4.4.1 FRAERERIE (100 mg/L) : HERAFREUKRAE S 10.0 mg, FIECLREMIFEAZ 100 nL, iZbrdE
BT 4 CUKEEH,
4.4.2  FRAETAEM: ARYE R ERUE EARMEAE &, DAIE CRe MR S iR BE AR AE TAE . AnifE TR
B EC I o
4.5 #H

4.5.1 ENVI-Carb f1s5fi B EAHZER N E: 250mg, 3 mL, BRAHYE.
4.5.2 GPC #:ER}l: 20g 200~400 H f#) Bio-beads S-X3.

5 {NERMikE

5.1 SAHGGESC: BB EAI A
5.2 BRBIEEEL.

5.3 ifﬁjmﬂ

5.4 ,/&'%WIL
5.5 /%Bﬁ/m =
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5.6 MR BE 0.01 g A10.0001 g.

5.7 Hugje g RV LG8k 0%, 50mL.
5.8 ES.OHL: 2500r/min.

5.9 FWi%%: 1 mL~5 mL, 100 KL~1 000 ML,

6 HEHESRE

6.1 REEHE
6.1.1 KBIRFEH

Bt Ik B, £, ASKREREEAREEFES D 500 g, CRRKED UG, H
MLV AR SO TR, RS, Y N E RS, 3 NTE RIS Y, B PR IR
6.1.2 XK. X2, . gH&E (F) %

Hezsm. W (F) REEREBMHREM D 300 g, APV REHE 2.0 mm FFLIE, RS,
oy PR E e, 2 N BRI, P IR AR IR
6.1.3 PISIRmENAES

BB XS SR S Rt S AR AR i 2220 500 g, DI 5 B AL 2R3 e AT LR A ot n T ke
MR, RED, YR ENREE, AT RIS N, B AR

Ve UAEAE GRS AIAEGB 2763 M FEABAT .

6.2 WERAF
BUREAE-18CLRAF ;s FEMIRERLRE S, MR LR i 32 25 Y Bk A2k B & 384
7 SHER
7.1 EH
7.1.1 IKREHERH

FREX 5g CRERfI A 0. 01g) Y20k FE, BT 50 mL HIZEWRIEOE T, InEibah 3 ¢, FINA 10 nL Z
R Z.Big—1E CUbE IR S VA IR IEIR % a1 5] 30 s J&, A HREL 20 min, 2500 r/min &0 3 min, B LJZ
AHMF A —REd, FoBmA 5 nl L8 48-1E iR AR EE R 2 0, SRR, 40 C
BWRGEL 1 nl , % 7.2.1 S5k,

7.1.2 FM KK, £#HE (F) %

FREL 2.5 g RHAA 0. 01g) B2 E T 50 mL HIEWRLE.LE Y, N 2.5 mL WA GEALENE T,
NN 5mL R 2B 1FE el Va7, iR as 1R 2] 30 s, B A H2HX 20 min, PL 2500r/min &.0» 3 min,
B EEAIAT 53R . BoRinN 8 A8-1E el A3 E R 2 Ik, &REUR, 40 C
BWIRGEEL 1 nL, 1% 7.2.2 B,

7.1.3 XE. AHKREAELE

STF . A, i PIEERE R 5g ORSHAZE 0. 01g) A1 FEE T 50 mL HLZEWR B0, N
SAEN 3 g, FHINN 10 mL VR &R ek 25785 30 s, Ja8 A #2H 20 min, 2500 r/min &5 3 min,
B EEAIAET 55—, BN 5 nl 48R Q- 1E ChtiR A FIE SR 2 Ik, &R,
40 CHEMIKRAE)G EARZE 10.0 mL, % 7. 2.3 LBk,

7.2 B
7.2.1 #7.1.1 SEENAESR

W ENVI-Carb /M3 BAH B B2 e 2E E L S0 3 ml 48R B8 1F O el & 77 Pk s
K, SRR Z9 1 nl/min. FHHREURE ENVI-Carb /M, FiFH 6 nl 418 05— 1F CkRIR-A A BEm,
WA AP, BT 40C NARRIET, HARATEES 2. 0mL, HE GC-MS 437 .

7.2.2 $#:7.1.2 SBENAHESR

W ENVI-Carb /M3 BAH B B2 e 2E E L, S0 3 ml 48R B8 1F O el & 70 Pk s
FE, RRRRHZN 1 nL/min. BHRBGE LT ENVI-Carb /ME, FH 6 L 88 Z. 18- 1F Okl S VaAIvemt,
WA AP, BT 40C AR RIET, HARAMEES 1. 0mL, fE GC-MS 437 .

7.2.3  $7.1.3 SBENMNES

B 5mL $2HURGE GPC 4, AR AEE—3RC ke (1+1, V/V) JREVEFVEN, REHRE 4. Tml/min,
W EEEE 30~43mL FUVEI, W4 Zin T, AR OBEEESR 1.0mL, f GC-MS 43-#7.

7.3 Mz
7.3.1 SHEHGE-RESERL
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a) faifiAt: DB-5MS AHEEMEH:, 30 m X 0.25 mm (id) X0.25 dm, BFH %

b) AR . WIUEIRE 80 C, LA 10 C/min EFFZE 130 °C, LLO0.5 C/min FFFZ 136 C,
PL40 'C/min EF+Z 280 CLREF 2min;

o) HHFECIESE: 260 C;

d) BFIE: 230 C;

e) EFERNET (n/z) : EEET 120; EHET 93, 137, 179

£) #HA: &R, AERTET 99.999 %, i 1 mL/min;

g) HFfFE: 1ML

h) B0 AR

i) PURRAFEEE: 250°C;

J) EEREIEEE: 280°C
7.3.2 @iENESHIE

FRPEFE P B I B 2B O, IR O SNARTE B bR AE AR AT (o0 b, XS PR TAEARE
SRS IR . FRE AR BORIARE DN AR Y 2R fi SR (%) i A1 35 I A A8 48 A Wi S92 . B 1 o
WA S AR E TAR I IR FE S el v, 7EAH ROR B I R A0 i R 3, JF HAERR S S5
FEm s, m/2120, 93, 137, 179 HHIL, Frik & FFEEL SEMESS NS FREE, HE
ERVFEEN (RVFEE IR 1D AT PLAGE R SR R G R R . 1 BRI FAE T, RIER T
SRR AN 14, 2min, B FHEEH m/293:  120: 137: 179=100: 34: 42: 54,

=1 ERSHEEE-REENNENEFEERATFRE

AAXTERE (FEi%) >50 % >20 %% 50 % >10 %Z 20 % <10 %
FEVF BIAH X 22 +10 % +15 % +20 % +50 %
7.4 TEIIE

BRAINARESL, 232 LRl 2D BRAEAT
8 LZRItEMFRR
M EEHARAEHLEZ P (D) TR R e R ) & &

I

B AxCsxV x f
Asxm

) e N (1)

A
X — rrh R &, PANEZERE T (ng/ke) ;

A — FEBR A2 T A 5

Cs — PRELAER P ARG HIIREE, A= eI (ng/L)

V — FERR&AEREM, BAONZTE (nl)

f o — Wkl 4 15 4

A, — FrAE TR A 2 I U T AR 5

m — FREER, AT (g) o

TE: THRAURIHNER A FE,  E S5 R TATIE AT EEROR, TR PIAA BT

9 WEE
9.1 FEEBIEFMTIRGHIPTIMSLINE 2R G0 Z S HEARFIEMEE (2% , NS
B SRERIEK

9.2 FEFIUESAE IR RO W JOMALINE 45 R0 ZAE S HEARTBEIE Can®) , NFE
Bfs FHIEK

10 EERFEWE
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10.1 EER

AR E &R N0, 005 mg/kg.
10.2 [E|iirER

MR AN7KF 40, 005mg/kg. 0. 01 mg/kg. 0.02 mg/kg. 0.05 mg/kghf, ZFEMR A 2546 A [R5 57 )
N IEeR 2 W sRD.
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Mt & A
(BERHMEMIR)
FERRREGK CAS S, REREFMISNETFFEL
T Z@SEEY Z%‘é»“ﬁeii CAS & 7 Fa NTER (B 7] e R L
iS) 4%\ 55%/\ min o
e = o 93* (100> , 120 (34>,
g R propham 122-42-9 CioH13NO; 179. 22 14.2 137 (42) . 179 (54)

*
e REE TNERR T
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Mt & B
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FF i IR E mg/kg [ e 2RV ], % FE I E ,mg/kg [ RVE , %
0.005 76.0%~106.0% 0.005 68.0%~96.0%
0.01 77.0%~104.0% 0.01 72.0%~100.0%
ESH TR
0.02 74.0%~112.5% 0.02 76.0%~109.0%
0.05 71.0%~95.8% 0.05 86.8%~101.2%
0.005 86.0%~108.0% 0.005 70.0%~90.0%
0.01 90.0%~110.0% 0.01 68.0%~99.0%
aLii] i
0.02 77.5%~110.5% 0.02 77.5%~112.5%
0.05 70.6%~87.0% 0.05 89.4%~98.8%
0.005 74.0%~110.0% 0.005 70.0%~100.0%
0.01 73.0%~105.0% 0.01 73.0%~106.0%
R %
0.02 80.0%~109.0% 0.02 77.0%~101.0%
0.05 70.0%~107.2% 0.05 71.6%~99.0%
0.005 64.0%~100.0% 0.005 88.0%~96.0%
0.01 72.0%~99.0% 0.01 74.0%~105.0%
i fi £
0.02 74.0%~108.5% 0.02 78.5%~90.5%
0.05 66.0%~91.4% 0.05 73.6%~88.4%
0.005 84.0%~96.0% 0.005 78.0%~96.0%
0.01 75.0%~86.0% 0.01 72.0%~86.0%
| X AT
0.02 75.5%~87.5% 0.02 75.5%~85.5%
0.05 72.4%~80.6% 0.05 71.2%~75.8%
0.005 84.0%~104.0% 0.005 74.0%~98.0%
0.01 75.0%~94.0% 0.01 79.0%~102.0%
KK KE
0.02 83.0%~100.5% 0.02 78.0%~101.0%
0.05 71.6%~94.0% 0.05 73.4%~95.8%
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M RE
(FATE MR )
IHERNESTHEKR
RE1 XBENEEHEK
BRAN & B KT
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
M RF
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(B EHR)
LIS (E M ER
& F1 LW EEHHMEEKR

WA &' B
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19




