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Abstrac.x Amethod was deve pped for the sinujtaneous detem ination ofg triazole pesticides
n envirom enta]lwater usng C18 cartrgge {or the extraction and enrichm ent NPg cartrid8e for
the clean up and gas chrom atog€raphym ass spectrom etry for the detection The |near mange of
calbration curves for the g tar8et Pesticides was peweenq 925 mg/1. andg 500 m&I. The
detection |[imitswere in the range ofy 002—0. 009 ¢ & L. Theg tar€et pesticides w erem easured
in river water and sea water atqg 25 # &L and g 100 ¢ &/ L sPking pvels recoveries and
relative standard deviations (RSI) n=3) weregg 4% —113.9% and 1. 6% —6. 9% for river
water and 7, 3% — 115. 2% and (. 85— 8.2% for sea water respectively The method is
s'mpLe sensitivg: selective and suijtaple for the qualification of pesticidem u ltire siJue analySig

Ithas been successfu]ly applied t© the survey ofg triazole pesticde residues n JiupngRiver
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; (7 mgs ml.  BondesilNH ( Varian ).
- (LLE). - ( GC- 13
NPD) . LoL 5 mg/L 50 L
, 0.45 pm , 4~
9 6 mIymn s ( 10
. . ml, .3 mL . 10 mL )
. , C18 , C18 , 15mL
’ NI—L ’ - (GQMS) ]
. . 9 mL - ( 1)
. 3 . NH (
10 ML - ( 1) )
’ ’ 5 mg/L
1
50 & L . - ( 1)
11 0.5 mL
( tradime fon 5
99. 8%4) ( Paclobutrzo] 99. 7% )
( hexaconazo Le 97. 5% N ( un con_ 21 GCMS
azoLe 99 5%)‘ (mYclobutanil ,
98. 54 ) ( flusihzo] 99. 3% )
( propiconazo Le 97. 5% N ( tehucon. : H(;z ,
azok 99%). ( difenoconazoJe 1. 0 MLym in 260 G .
99. 3% )\ ( sin econazole 94%) 200k . 70 C, 1.0
( cyproconazo Je 99%%) m in 25 ‘C/min 170 C, 2
(Dr EhrenstorferGmbH Gemany) ‘C/min 190 G 10. 0 M i 20
C/min 280 C, 9.5 mip 300 C
; ( ) 5 mm
. 450 C (ED
4 h 230 G 150 C,
. . . (SM), 1 9.0 min
(Tedg USA) ( 9 L
)2 19
25 0 m§g s Tablcl Characteristic ionsofg target pesticides
50 mL i 500 mg/L No Pesticide Characterjstic ons
1 triadin efon 2087, 57 128
5 500 + L ’ 2 pacjobutrazo] 236°, 125 167
50 mL , 3 gexaconazole 214%, 83 175
5.0 mg/L , —4 C 4 uniconazole 234%, 70 236
' 5 myepbu anil 179°, 150 206
6 [lusilazo | 233", 206 234
12 7 P ropiconazo] 173", 259 191
Agilent5975B GCMS 7683 8 tebuconazole 125", 250 83
d ifenoconazole *
( Agilent ) HPsMS (30 MX (. 25 . %{umﬁtaﬁve = 323°, 265 267
mmy (25 pm) ( Agilent ) Visjprep™
DL12 ( Supe]co % GM- 212
0. 33 ( (SPE) , SPE
% 47 mm 0. 45 1 m ( PH
% 500
mg/ ml, 1 8 mlL  BondesilCig 500
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) 1 &6 mL (18 RSD
100000 !
500 m&6 mL. (g .
80000 N ’
v
f=
2 1.0 L
< 40000 U _ R . .
222 EHEESHEFHRREEHSTA
20000
0 ~
8
) o, 2 3
t/min
: 4
19 . ( 05m&L) ’
b °
Fi€ 1 SIM chromatogram ofg trjazoles intemal 3
standard and surrogate (g § m8g/[, each) ’
1 triadin eﬁ)r} 2 pac}obulrazo;l 3 hexaconazo]g 4, uni H
conazolg s, myqobutani;l 6 f}usilazo;l 7. plopiconazo;l 8, 15 ml],
wbuconazolg Q difenoconazole 5 s‘meconazol@ Su ’ ’
cyp 1o conazo Je ° ~
s 15 mL
221 SPEMEpyk &0 7 & MR .
SPE , )
C18 HIB , Clg . SPE 6.0 ml,/m in 30~
. 4,0 mL/min
b ° 2
0. 5 1. 0 1.5 2.0 L ’ 50 Tablep Design of orthogona] experinents
I 5 mgL. 50 i+ L. o Load ing rate, E lution E luton  Eluton rate,
5 m&/[ , «] 3” . (m[, /m jny S0 ven t volume/m[, (m[, m i)
1 2 0 acetone 5 0 2 O
, 500 ms&/ mL 1 6 mL 5 20 ethyl acetate 100 4.0
Cs . . 3 20 n_hexane 150 60
500 mg/6 mI], C18 , 4 4.0 acetone 150 4.0
5 40 ethy] acetate 50 60
78.5% ~98. 4% (RSD) 2.0% ¢ “0 n_hexane 100 50
~13.8 1 & mL (8 82.9% 7 60 acetone 100 60
~102. 3% RO 0.3% ~10. 7% 8 60 chylacemie 150 20
< 9 60 n-hexane 50 4.0
, C18 , RSD
3
Table3 Recoveries of orthogona] experinents %
No Triadin efon Paclhutrazo | Hexaconazole [Unjconazole MYcloputani] Flusilazo] Propiconazo] Tehuconazo e [)ifenoconazole
1 %. 1 108. 3 96 3 104 3 102 8 80. 1 109 8 118 8 102 7
2 8.5 68 7 70 3 68 8 8. 5 71. 9 86 3 76 1 58 3
3 0.0 0.0 00 00 0.0 00 00 00 00
4 86 3 91 5 89 2 91 4 9%. 9 83. 2 103 4 100 7 81 7
5 .2 76. 9 725 74 6 80. 7 68 2 89 6 83 0 66 1
6 0.0 0.0 00 00 0.0 00 00 00 00
7 91. 7 110. 5 99 1 105 4 103. 7 82 8 105 4 112 0 101 1
8 91. 2 99. 2 95 9 97 0 9.5 89. 8 98 1 102 2 93 3
9 0.0 0.0 00 00 0.0 00 00 00 00
Note spiked concentration of each target analyte nwaterwasq 25 ¢ 8/1,
2 23 i PHIE fuih & 3¢ B A6 ZEHH 2w 0.1 moyL PH
PH 6.0~9.0 . 607080 9.0 50 & L
. 0.1 mOoJL 5mg/L . 1.3
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Tableq Range analysis of orthogona] experiment resu|ts
Range ’ ’
Pesticide loading eution elution eu tion j
rate sovent volum e rate [ 12] R , .
Triadin efon 98 93. 4 27 72
Paclobu trazo | 137 103. 4 38 157 ’
Hexaconazole 1. 1 94, 9 54 10 9 / ’ °
Uniconazole 121 100. 4 47 137 5
M Yclobutani] 82 100. 8 33 76 Tableg (Calibration curves and detection [mits
Flusilazo | 71 82 0 ) 6 3 Pesticide No D [Linear equatjon2 T MDI/ (¢ &/L)
Propiconazo | 3.5 106. 2 33 61 1 Y=0 691 X—0 0347 0 998 0. 007
Tebuconazo]e 10. 2 110. 5 49 14 7 2 Y=1 14X—0 0722 0994 0. 004
D ifenoconazole 155 95. 1 32 18 7 3 Y=0 878X—0 0655 0996 0. 005
4 Y=2 28X—0 156 0993 0. 005
5 Y=X—0. 0766 0997 0. 002
’ PH o s 6 Y=2 84X—0Q 187 0 994 0. 003
PH , 65. 9% ~ 7 Y=0 33X—00184 0993 0. 009
110. 8% PH 8 Y=0 673X—0 0501 0992 0. 004
. .
9 Y=0 355X—0 0276 0 994 0. 002
’ 1) Forpesticid¢ see Tabley 2) Y peak area ratio o fana
pH . Vte versus the imernalslandard X concentraton ofanalytg:
mg/],
0~35 ,
b
- (Kow) ,
[9 10] [ 11]
. « », , 0025+ 8L 0.1
0 10 20 30 ©g/L ,
40 . 50 ¢+ L 5 mg/L , \
, “1L3” , 6 . (D)
. , 607 ~80% 4006 ~ 1202
~ [12]
67.9% ~117. 4% , ; ()
’ ’ 68 4% -
. 113.9% L 6% ~7.1% ;
224 GEELERHEN 6 (n=3)
C18 Table ¢ SPiked recoveriesoftarget analytes in
’ actualwater samples (n=3)
’ pesticide Spiked level Recoveries (RSD) /A4
. .  8/L) riverwater sea water
NH, Triad inefon 0 025 1090 (1 9 834 (L D
b o
0 100 1097 (27D 96.3 (2.2)
° Paclobutrazo] 0 025 803 (54 82 3 (1. 9)
23 0 100 1139(29 1152 (2 0)
, Hexaconazole 0 025 717 (4 3) 77. 8 (6.3)
0 100 1042 (20 1042 (26)
még/, .
0. 025 0.050 0.10Q 0. 200 0.500 / Un iconazo e 0 005 793 (4 9) 829 (3. 5)
, 0.025 ~ 0 100 1090 (L6 1138 (L 9)
0. 500 m8/L. Mycpbutan i 0 025 833(6 D 8.5 (5.0)
0 100 1060 CL 6 106 6 (1 3)
S/N .
( 5). A Flusilazo] 0 025 76 8 (4 4) 74.3 (0. 8)
5 s 0 100 10L0(22) 1027 (L 0)
2000 ) Popiconazo] 0 025 964 (7 1 99. 6 (6. 6)
(MDL), 5 0 100 1029137 112 8(82)
Tebuconazole 0 025 684 (6 9 70. 3 (2. 5)
24 0 100 970 (6 6 103 6 (5 6)
Difenoconazole 0 025 741 (6 D 80.2 (2 7)
0 100 931(62 1048 (L.7)




° 708 ° 26

70. 3% ~ 115. 2% )
1. 0% ~8 2% . s o
b
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