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Rapid and Simultaneous Determination of Pesticides in Foods

by High Performance Liquid Chromatography

Noriko Rokushima, Naoko Abe, Mayumi Okamoto and Yétaro Kondo

Reversed-phase high performance liquid chromatography (HPLC) using acetonitrile-water as a
mobile phase and UV detection is performed for a rapid and simultaneous determination of 25
pesticides of different types, namely organophosphorus, organochlorine, carbamates, triazines and
nitroaniline in fruits, vegetables and tea leaves. The pesticides were extracted with acetone and
then partitioned with dichloromethane. Clean-up of the samples was accomplished by open-column
liquid chromatography with florisil. Eleven pesticides were detected from 22 among 35 samples.
The detection limits of the present method were less than 0. 001 pg/g.

I.FLE&®IC

WE, BADBETIE, L 0BHEOEBEIMER
IhTkbh, ZORIEANTHIEE, AT
F1600~T700H I L5 L Ebh TV 5, EHLRK
FEEAY B TREACEEA, BELTERATHD
TRER, (FORELREDvIlFE L v +5F
ARPREOE T2 SIERTL L% $ Ol EHRE
R, ToRARIIEFIFITHS, BmEYC
DDOBEEMFREL, 3—2, T2 ) ID5EE
b 6fELdEbh T35,

DX 5B Ehh T 5 B, FHEPE
YWTRIRERELDOEEIMNE LRI T, BRIH
T RBCBT LI TEEELZBRTVWS, &
D=Lt HEEPECEEIKR - TRy, Thy
BRI HEROWRCEIN, £H,»D BESBRE IR
ZERREINRTWE, ¥, B ShBRERD
JiRgefiii, BRBHBIRih LTWics 58
HbH5BY,

BEyBoANML, MmaiEorR Ex B EH
ThTW3 BRI, BRIOEYOLEERECEEY
2 TR -BREOHREZBLLOTH B2, Ad
BY, FROHFEERL EOEBBEOE T, X
BRTECAD BTk, BEoEREMH

HRZ FRERBEERRYERLHRMSHE 5=

MlaThadz Lz, AZEHIRULTHS, Lir
> THRUEYCER Y TT O, ACHLTHE
B2 L EHbIEYRDO ETH D,
HETIIEY Y B L bt BT bl -
T, BEYEHTS (FAF—2}) i, &K
AEER-I-ERERLISHL, RAF A=A}
BIEY off Rz, #firbRRE coOMRLEL,
ERErEBREE/ L ETHY, B - Wicdick
LR - PRSI, WUEERT O BEREAE F v ok
LT, BENELL LR TVWEWSRIEEYN DS,
BADBEOSHEMIL, EFEMRCK-TETL
5, LL, LELIEBEIhTVLW3E5Kk, AE
/ETIIR LTV, “‘BEIAEYRE T, XE
BB THD” Lo LicizEbbiticv, A
W, BCTARY, BR B, BNME REHMHL
KEKIC\ D T, HOHPIAVCBREIERE L
TWBEELhTED, I HMBTH-TH, A
BRLTWAE, 7TUVAF—EAOFERIC -7,
D EF TR EDRKC e - b T3 EEbh T
Wb, Tk, BEOFHL, RM~DOERHD
WTORFIDAREEERY, BERIECE S
TibhTxy, BLrEE > T35, i, F,
BREHRCHEBAFEL, £ARTHLE v B X
#fT-C, AAWREEILT 2IL¥EHE RERL
EY) L LTHONDEENGEILI TV 5,
O TIE, AbAEERRC LTWLHHES



_8_._,

BY), REBCBELTVWLEESY, KA »
=} 757 4 — AT, R, RECH
W5 HFEYHEYL, BEBREOERBYHLr T
AT ERAME L,

I. EB&AFX

.8 #H

FRLTE 4 A5 HFR0E 3 A ORI EmA T
MR I W BED Y SHT L6, ¥ LiciEkto
WFELFom Y TH 5%,

WATA, DubhiEWZ A, AVT757—, &
¥, g3, F+\V, T o b, Bk, JI1F5,
H=—VLEA, L3, LEh&E, t~t, AF,
e, o7, RA LA, hE, v—
<=V, B5NAE, ZhA, DAZT, RAZA, v
KA, FRRK, KK, EROBEMBEL, TA
RSGFR, FTATNAN—-D, AV 4 —F 54—, FT—
Tk vy, SFF, vEY, MEONEESRT
B8, Gaf3vEELRRE LT,

2. & E 3

TR OBREEEABRA 3B REE AV, &
BlOFBC A BRERES 58 IR B X
DIREEINIHDTH D, UTEhbOEHY %
LT,

1) 7> 2 9 & Asulam (B — - 2 — F REBREH)
<, REO—FEAME, KEBOX > ¥ B HA
Ihs, EESHOBRE LFLIS,

2) DDVP Dichlorvos (B#V v REHA) : £
fhE, RE, ¥ ABLLUTUEAL, BROT7 44,
T7TAaY, arh, aLVAaY, ZHADL LY
YHA K S ALY, LDV I sy, BrOH I F
YAV, AAHK, TAVAvre Y, BZONF=
RECHERAEhD, BEHEEELAKLT, EEL
THEERL, E=2—nY AR VEALRETCD
NB =, TTSAVR, FEREETDa2Z YAy
RECERIhS, RETY, & =RBiEHACEER
s EhMEbIh S,

3) v= v Simazin (} VY 72 v REER)
Ao, AXVYVITY, BT, ARXA/)T oKD
7 SRR O —FAMECEAIND, Hit
RNE, IATHREOFTHTE I {Fbhb,

4) » F #F A v Methidathion (BHYV v RkR
) BEOTI5AY, 27T 3, BEDK,
RO A FF 2 VBB INS,

5) £4 7 v/ v Diazinon (¥ v RBRHF])
BO=h A4 F Y, Yvh, V=lmaafg,

7"'3\y:'])“,

RWERTE - 545

BEDOTAHAY, aFH, T753Ay, o v
A LY, ~NREFLY, IAHFTAVERECHAE
ha, REFHEEC IIEEANA, 8, Ly
AEL, RERALEVEHB, BIRE LT, ~
=, h, /3, TXx7VECHFRINS,

6) # 7w =, Mepronil (87 3 FRZEAD
A * DR, £+ ZOIVR, SEEER, Lo
PVHDOBHIRE, LY ATORER, BED
WIMR EOBRICHAV5, UV V27 = THILE
DHFHECE T 5 REECHFRICE BTG Y
BT 5,

7) 7 = = k »F# v Fenitrothion (&Y vR
BREH)  EMBROREE LUERT, fio=
HAAF 27, VVh, V=Zaeaaf, IF3
TAI ALY, BEOT ALY, 77546y, B
DYV IALY, TTIEY, BRODF 4RV H, B2
D=REFTHIFV LAY, HOT AV Hvee b )i
ERBAIND, REFREE IV XA, BHER
BoAFIefFR] L Lo T B, KEND
=, A, Rl FOBBRICI ATV —FR & & I v —
FOBTHVWHLRTWS, HREOER, TAED
A, ~=lcEDOEBRICBIAS AVvb T,

8) 7 mm & = Clorothanyl (F#EZERRE
) BRSEBON MR, =FK, KA ERE,
ZakRUR, VEVaRK, ZFVVIR, ZOAYH LV
RicECBRAIND, ~vAREE T, EmEHE L
THWbh b, &< OTEMBIREAR & LTEHM
ThTwb,

9) EDDP Edifenphos (F#V v REZHEA) : F§
DA EFIR/, HHVREECHEHIN S,

10) =5 A5+ 2 b v Disulfoton (FiYV v R3R
WA wvvh, ~F=, TS AVECHERIN
Bo FHEDERE, =FLFF 2 b vikffisotold
WZADREGIEEL, RACHEC LIS
WS ORBB,

11) 7 = A ¥ VY sk & Chlorpyrifos EEXEST:H
By VvRBHAD  hATRRLDOT ST Ay,
=F LY, VUIAAY, BIRDODT AV HveE H
VHEAIhD, ve 7 ) ERBRAC SRS IK X
nTw3b,

B, BRI, BEWCHTSBIEOKRAILLE
G 2EEH D, Fo 1ok, ASEEBTEST
BEE RO [ BREREEEE | ChHDH, Chiil&
o BRI ESRRERE | O0—fFcito TV,
SIEEEDIEYNC OT, 268D B D ZLHE(HH R
EBEIN T3, COEBEH LV DI, R



FRR114E12H  (19994)

ELTOBBCHER Lisuhb, ThE®AL, i
TL, EAL, #AEL, REL, FIBEFTELT
e bitwnEIhTwb, RERTHVIC2EED
BED>Y, 6 (DDVP, 4+ 7%V, 7=
fesFtv, 472/ v, EPN, ZearvE)k
A) TOWTL, BEREEENFEIL TS,
OV E 0D L LTIE, BERMRCE ST
RETVRE Lic [BREREEE | 55, thid
F250 B DO BIRCHEINTVBH, HLETH
BEMBETH Y, BREHXED L SHBEEYOBRE
FEBTHIEB 0L, EEYBL THROEID
T\ EREAENBRET LIREEXEIERRERGE
HIEBET DL, FILIBREEENRDLI S
L HBNCERREEELIRDOIDL T LIS T
W5,

BREEERESGHAEA (6BRE) 7Y 5 4,
AVFeFFS5 v, TrREFIF, XVAYF, b
VZ7e7 34 AAFN, RVF L 2Z) vRHL2 100
pg/ml DBECIBH L5 T2 =) A CTHE
L,

BEZERARAE B ({EES)
F, ZA T =), A7z, T7EIT7 3 A%K
% 100 pg/ml DREC B L 5T =)L
THE L,

BREERAHAEC (6ERES) :DDVP, »+
5+, EDDP, =FAFF+ A bV, RvT5H
N7, EPN %#%& % 100 pg/ml DEECD L 51
T b= ) ATHELL,

BEEERSERAED (IEBRE) : 7vaF 4,
VROV, Fe TSR, Te=brFtV, FA4T
oIV, 7en R, AV T VT 3R, AVF
YFA Y, ZRrAEY ARARE L 100 zg/ml DR
Brlkbdl>e72t=t VA THB L,

3. % [

BEEAE I e~ 757 EHY @ SC-8010 £
==y ME, BARTHBEHE; Ky -6 UV-
8010
4. EmEEGEIO< Y57 4— (HPLC) AEH

“

#F A Y —# TSK-gel Enviropak G1 (6.0
mm I.D. X150 mm), #BE%K ; 50 mM KH,PO,—
CH,CN(50 : 50v/v), Wiz ; 1.0ml/min, » 5 A
R ; 40°C, BHER ; 210 nm,

5. RBROIEK

FhFhoBEEER 10mg 27 b=

CEAHALT10ml & L, BEEEREK (1 mg/ml)

1T T m g

_9_

PR L, ChEBYCHERL, 20204 ¥H
BEE7r= b 77 7EAL, BbhkY—-7m
BEBEC IV ThThoBEEYRDT,

6. SthERiEx
HBRBEOFH - BRE20g 7+~ 200ml
mz, 10MKEBEL, I+ —T590RLIEL
SA M EBCTRE[AB LI, AEREOBRIY T
2 b v 50ml Nz, BIERLCHE, BRIABL
T, PBEAEPE, =2 Y —=FLr—2—%H
WCHET7 2 b vEEELL, ChikRy 7 er 2
£ 100ml RO'5 %L + Y ¥ A B¥ 200 ml %
mz, SEFwFE AT 5 B L IR hBEHE,
CrrerExUBEIR L, ILRKBRY 7R
r A& 100ml XNz, EKROEBFEELL, 7=
v x g VB EhE, EARBS Y v ATHRKL
e, €54 P ERVGCTRS[AAL, r—5) —=
NEV=—Z2—-FHCTHETFY 72 ee 22 vE8BE
L, COBEWICY 7e v 2 X2 vz # 3ml
DM E Lic, AE 2cm, £& 20cm O F A
HS AR T YDA 10g, KRTEKGES Y
YA2g R IBRR ARV I HABRETHEREL
oo SDHAF 2w rr X E Y 20ml T o
LEREHEAY N, v r7er x5y 100ml THEHE
Lize P—=2 Y —x"RKV—ZX—-FHTT 2R
AR VERELL, BORICREYCA X, —1 %
Mz, 2A7722kBL, 2BYIERC 2ml &
Lo COBHREABL, hxRBRBWEL
7‘:10'11)0
BRIEMEOCHR : BERESAEOREY 10, 5,
1, 0.5, 0.1pg/mliczhZhi@s L ¢, HPLC 4
WafT, EORE ¥ CTAEE CRIETTE,» AR
Lz, PIENSBERE (258 DOFREE CORMRRA
(% 0.001 pg/g TH -1

7. ZAMEREER

MY L-EEETE (ATRUORALCA) 20g
CAEBEEERARE (0. 1mg/ml) ZEHEML,
7 4 b v 200 ml 0z 104 kkiEH, whHEINEE
#1T\, HPLC e X » fsinEIRE L Rd 7 (T
1o

. WREEER

KRB PO BT HPLC » 5 & THBE L8,
ERBEOTFREFO_EEET s HE O UV
B EFD, BATTRKRHES CTREIh S DD
BEXFIALCERTES &V FRERE ST
512, EEOGHTEEEERSHEL605 LI



R TEICIA CARBREY D b OUSINE

g2 AR
EIRE (%)
B X

UNCE A CA
T a T A 10 77
DDVP 32 82.1
D 124.3 85.6
FV T A 54.3 75.1
AFHEFIV 86. 4 74.7
Fo TRV 87.3 97
F7m3F 89 73.9
AV mFtT v 105.3 118.2
TINS5 = 84.1 74
TrEHFIF 102.8 82.6
AT a = 100.2 79.3
Te=btRrFF vV 85.3 85.1
EATY) v 68.3 67
~NvAY K 113.1 170.8
VA-R-W S=WI¥ 84.8 . 88.1
EDDP 97.6 84.4
AV7 V7 4 A 94.9 70.3
E=FNFA A DYV 52.7 80.9
FYZRBRT ARAFNL 87.4 79.5
TEIT 4 A 77.1 415.1
1V FHFF+v 134 254.9
R T7S5hLT 180 365.8
EPN 96.7 106
Zae) kA 90.6 278.3
NRYF L AEY 90.1 404. 4

DBET D ENFRETH -1, RBHHRORS X B
EThuiABF B (1) AEEEC X 54
Herw (2) x-S vHaSare= b s
74 —1219 (3) FAABR2BIY, (4) rr=<b S
S 7HBGYFOFTIE LS5 AF 27—y
& B EMRE28, (5) BER SRS 7
END D, SEIOFAEEIS EFCTALFHIRT
ST, EHRE L - TS EBAEC X AHH &
F—FHhSarw< 57 4 — (FEH: 7w
Vo) AR LDE L, ERBRDT
ERA ARG BRALEOHRIIMBUNEREEY
El1kmrst, 7v 274, DDVP, #v 54, =+
NFF AP VRODOWCTIERENMEL, ST BEE
PRBBEOCBRET LD TRV EELBR
Ho VAV, AVFHFAYV, RVIFTHLT

BWFEEE - B54%

AR ICER T A E Y — 2 ORFFRFH L E
b1 R BIRRAEL ftote, ¥, 7&3
TR, JRAEYD T LA, RVUF 4 AXY VIE
BLi-RARoEFIC LY, FoEr—7 &S
T EHFRLTVE, ZOFEAFFCREARTRC
WTEEETH S EBbh b, TOMoBEEOEINR
EFI70~110% E BIFCH -T2, BlE LTAF7 (B
W) ozre=tr7s5axR1Kk, BREERGRAE
D (9EEA) »NR2rrt, ¥, BE, B,
REHOBEBREMTRERLYER 2 CTT,
BEYBZ OV TN T - R, £DR22
DREEMHHINEEOBE I BH I K, REIh
B BEBRALER L OBBREXE KT
&, T¥aT7ai0.2pg/g UTFEIRTVLER,
E—= VT4, Eh&ET23E0RE THRIE
iz, DDVP % 0.1 pg/g AT & 3TV 525,
FUAT7A—-Y (BA) TIREEFDINE, v
hTIX196%, Bk (BRAW) TS, BETIL6 £,
e, a2) —TIE56E, TAASHATILORE, b
AZDRATIIIRK, KT, *—-71LORA
TIX1065, B CRIEEOBERE I, Y=y v
BBREIREWZ EEIRTWEDR, TwH DT
0.42 pg/g, A LCATO.2 puglg, AT A, Bl
(BH) TLREIRTVWE, A FFFF+ 2 0.2
vg/g BT EIRTWEBY, Zv -7~ ()
TIEOBREBE Ih, Z7==trF+ i20.2
pg/g LTFEERTWABAL, F= 1t (BHE) Tkl
8f%, N+ (BE) TIL2.56%, HAZ (BAW) T
T 1EOBRETRIEINI, £A4 727 ViX0.lp
g/g T EIRTWVLAED, b=t (K) T[EOE
BRI, =FAF4 2 b VEED0TE, 0.
lpg/g LT EERTW52, AX»bIrEE[EO
4 DBE TR I A T3, FOMoEBEI BT
IRTCBEYCOGTL, EEEIRES TV
W, EEEEDHTH -7, .
AEBROBESH TR, —BESHCbRSE
Bbh s BEBEEYEEL TRHERRLE LTS
129, AEBRTTFRETH-1ELTH, FOMD
BEIBRELCOLFESELD D, BLILTE R,
¥, RRBEOBERC Y » ) ALY,
ABIER OB % Y Br\7epy, HPLC iR
*HhDHE, BEHKOE -7 LBEDO Y — 7 MHg
STHEHERTWBLDRH -1, B Lickicm
IRBNBEL VB0 LBIECOWTIRT—42 &
LTER O Bbich -1z, DD BT OWTHy
P ROBE L — 7 RO B & B LI |



FRL1IELI2ZH  (19994F)

600 @
400
5 ]
2 1 le
- S @
200 S _®
i ® 167 © ®
- ~ .9, & $ =] )
3 N n A 5
Aol 1 J\A/\ AN 2
T T T T T T T T T T T T T T T
0.0 20.0 40.0 60.0

[TIME]

X1 BESERSGAED (9GRS OSEKME/ <774
D7 va76,;,Q0v=0v;@F + 78V ;@7x=2buFAv , @FATV/ v
®Z2erx=l, DAV 7 2VhA QI VFHFA YV ;@7vA Y kA

THHDT, ERBOBRHEEL VESEVEL LTH
HEINDH005BEELbND, PhiEY— 753
W BREY -7 LEiL ), KEDOR TR
LA OB A IRRBE L IO H A7 < b
757 ;- —BEOSWITEAVCTHERTAZ L0,
BRH S L TR THHEELORD, LD
Bod, #—7Fvh 5 AR, W on
DBRROUECTREELRBEBENELLI D LD
D, BEBEO—FH/MTEL LT, Ll CHifE -
BETREFETHH EEL NS,

6.61

40.07

[(MU]

V. & & &

APHETIE, BHERCLAOK LTV LAHEPRE
Y, FECERELTV2EBEY, BERMEZ =~ b
75 7% FWT, R, RECHHTT S A
7Y —= v IERHILL, BEREOFERLYBEL,
CTHZ X ARNE LT, REHATHERIA T,
REWEYRRE LTOEfT-7. 7, bty
ML, 7 b v THEEZT, v7re X
VIREB LI, EbF ) v A B THREL, U

31.68

T T T "7
0.0 20.0

[TIME]
B2 7+ (BH) DEEKGEI/vr~< 75 A

M ORI, 820 B o ¥ — 7 12K 1 OEEERRFERN & KT 5 & 14. 8291
ﬁhf:.7 ==} ﬁ-?"?]“/&‘ﬁl“%ﬁ&%%_rohéo



s7mr 2z /BYEIR, MEERELC. BEKY 7
rY AT ATHERL, BERYREREL, #
B - ARBRLTRBERE Lic, ThuxfAT
BRHELEE LBERGE 7 v~ + 75 7 THIE
L, BlEs B, Al VREEA, B8

RYFREE - B54%

VRBREA, BRERRREA], 71 I FRE
AL PV 2 rA ) DARBEA, H—Sx— b
RREH, oFA4Hh— 12— P RBEH, +VTY
VRERERIIL S DBEE L, RO BEYISREIC
DWTHNET > IR, TD 5 bD2BOEREY

x®2 BEWPORGEERRERE
B X BEY BRERE (vg/g) HBBEHEM (ug/g)
T 2T A L (&) 0.52 0.5
vy 0.78 0.2
ok h¥E 0.45 0.2
FUALTA—Y (BH) 0.1 0.2
FuAL 7A=Y (K) 0.04 0.5
DDVP FUALTA—-Y (BR) 1.55 0.1
LN 1.92 0.1
B (Re) 1.1 0.1
=E 0.57 0.1
Ta,a)— 0.52 0.1
T ARASNTHA 0.63 0.1
125 hAHE 0.08 0.1
DAZ (BA) 0.29 0.1
hAZ (B) 0.68 0.1
Fx—TrFrvvy (BR) 0.93 0.1
=TIty (F) 1.45 0.1
=TV FUALTA—Y () 0.94 —
VAT A 0.58 ND
B (RA) 1.03 —
B (%) 0.93 —
EX ) 0.42 ND
A LA 0.2 ND
AFHEF A VAT A 0.15 0.2
rv—7S7r—v () 3.52 0.2
EREFS 0.81 -
EAT oI v b= b (B 4.09 0.1
AT e = vEeY () 5.02 2
Zz=brFtv P b (RA) 0.35 0.2
A7 (RA) 0.49 0.2
hAZ (BA) 0.21 0.2
AT (B) 0.13 0.2
Fx 0.57 —
VA R- W =Y. FvA 7A=Y (JK) 0.11 —
EDDP KRE 0.15 —
RLZE 0.49 —
=FAFF 2LV ISE: 1.43 0.1
JRrAEY T 4 A FoALT7A—Y () 0.59 —

) BHEHAE ND; TEH, —; BFEL



SERLI4E12B (19994F)

b, 1IBOEEI BB Ih, PriiBigtiErig,

2 TREVBHIN L OB Y, A—BE»LHE
HOBEIEHINDE DL D10, HEOBEKSY
FRCER LB E, HENCERIEKTSLE
bhTW\wbZ ihb, BRREEEYETL LRSI
n, X oFMBRNIBETHS LEL LR,
AEFEIEECREIHS 500, BEEEDO—
EoWEET5 L, RECHE - RESHIERE T
brEEZLI5,

X [

1) fHRE, AN &, dFTF, EHEST, M
HEx  RBBRET -7, 7, ZHE, TR
(1992)

2) FILGKER : BB NE TN 7BHFR, SRBK,
B (1990)

3) T. Tsuda, M. Kojima, H. Harada, A. Nakajima
and S. Aoki: Bull. Environ. Contam. Toxicol.,
60, 151 (1998)

4) MTHE—RS : ARBEREE BEHELY, &
BEL, HR (1993)

5 D.L.¥—v¥v A, HHL. 75 , Ve — : BV
1 =vA, 25,114 (1995)

6) BATDA : FEL FRFERBFERF LR
(1996)

) NIRRT : AL FREFREFBELHL

(1997)
8) KT ML TRKEFFHERE LR
(1998)

9) FENRME, "N &, FFF, BHET, B/
H#k - BEBEOFM, =45, Fi (1988)

10) BAAAEEERREMLETR REBESW
ik Draft, #EIEABAREREERS, ER
(1986)

11) BERIDTEREIR - REBREOBRIESW
&, RESHKR, FR (1995)

12) J. Tekel and S. Hatrik: J. Chromatogr. A, 754,
397 (1996)

13) M.]. Nunes, M. F. Camées and J. Fournier:
Chromatograhia, 44, 505 (1987)

14) P. Cano, J. L. de la Plaza and L. Mufioz-Delga-
do: J. Agric. Food. Chem., 35, 144 (1987)

15) K. Szymczyk and M. Malczewska: Chro-
matographia, 48, 156 (1998)

16) A. Di Muccio, R. Dommarco, D. A. Barbini, A.
Santilio, S. Girolimetti, A. Ausili, M. Ven-
triglia, T. Generali and L. Vergori: J. Chro-
matogr. A, 643, 1363 (1993)

17) Z. M. Chen and Y. H. Wang: J. Chromatogr. A,
754, 367 (1996)

18) S.J. Lehotay: J. Chromatogr. A, 785, 289
(1997)



