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Organophosphorus (OP) are wide used in agriculture as insecticidal and can 
contaminate a variety of agricultural products. Due toxic propertles and potential risk to consumer, 
the control of its presence in foods is of public concern. An accurate d~termination of the residues 
of OP in fruits. vegetables and related matrices are certainly of great importance in the food 
analysis. The national and international norms of the system of quality detach the importance 
of the validation of analytical methods for the attainment of trustworthy and adjusted results 
to the intended use. Validation of methods is a vital aspect of the guarantee of the analytical 
quality. Thus. in-house validation of a method of multi-residues for OP compounds in fruits and 
vegetables by gas chromatography using a thermionic speclfic detecUon was carried out follciwing 
a detailed procedure including a experimental designo The method was validated for the analites 
chlorpyrifos. dimethoate. ethion, ethoprophos, parathion-methyl and pirimiphos-methyl on the 
matrices lettuce, banana and tomato. Performance characteristics such as linearity, day and 
matrix effects, selectivity, accuracy, precision, limits of detention, limit of quantification, limit of 
decision and capacity of detention were performed in assays with solvent and matrix-matched 
calibration curves. blanks and spiked samples. A linear response was obtained between 12 and 
92 ng mL·'. The day has shown to affect the method linearity. Matrix effects were proved, except 
for dimethoate in lettuce and chorpyrifos in banana. The mean recovery varied from 76.7 to 
104.2%. The method presented acceptable precision, with relative standard deviations under 
repeatability between 5.2 and 14.3% and parcial reproducibility between 5.7 and 21.4%. The 
expen·mental detection limits were between 5.0 and 8.0 [.Jg kg·l, The quantification limits were 
from 8.0 to 40.0 -j.Jg kg-1• Decision limits raging from 5.1 to 6.7 mg kg·1 and detection capabilities 
raging from 5.5 to 11.3 mg kg"' were determined. 
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The region of Ribeirão Preto located in São Paulo State, is an agrlculturally important 

and highly mechanized sugarcane producing area. In addition serves as a recharge area for the 
largest reserve in the world of fresh water the Guarany aquifer. This aquifer provides water to 
hundreds of cities, as well as rural communities in the region. Embrapa Environmental Division 
has conducted research in this region since 2004 in the Espraiado watershed, located over 
the recharge area. Ground water samples were collected from seven wells located inside the 
watershed and residues of p~sticide analysis of atrazine, tebuthiuron, diuron and hexazinone 
were made. These pesticides were chosen due to their intense use and polential to contaminale 
ground water. 

The extraction of the water samples were made with solid phase extraction using 

estirene-divylbenzene cartridge (Supelco). After sample preparation, the extracts were injected in 
a high performance liquid chromatography (HPLC), using reversed-phase column, C-18, mobile 
phase methanol/water 50:50, v/v, detection and quantification at 247 and 230 nm. The following 
validation parameters were obtained: limit of detection of methDd 0.01; 0.007; 0.008 and 0.01 )1g 
L-'; limit of quantification of method 0.03; 0.02; 0.01 and 0:03 I1g L·' for tebuthiuron, hexazinone. 
atrazine and diuron, respectivelly; linear range from limit of quantification of instrument to 300 ).I.g 
L·' (rl ~ 0.998); recoveries from 70-115%: intermediary precision (%RSD) < 18%. 
The method showed to be efficient and reliable for herbicides in ground water. Results showed 
that determination of residues of herbicides were below detection limits in ground water wel1s 
samples. 
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