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Introduction

Traditionally the analysis of pesticides
has been done by multi-residue methods
using liquid gas chromatography and
with selective detectors. This leads to o=
the use of different specific techniques
with the disadvantage of spending long
times of analysis with increased
resources and costs.

The last developments aim at the use of
faster techniques, with lower costs and
that allows the determination of a wide
range of active ingredients. One of the
developed methods has been known as
QUECHERS, which is fast, easy, clean,
effective, robust and safe. This
extraction procedure together with the
technologies of triple quadrupole mass
spectrometry, fulfill the objective to have
efficient multi-residue methodologies.

Methods

Extraction Procedure

«15 g fruit extracted with Acetonitrile
(1% Acetic Acid)

*Add MgSO, and NaOAc

*Shake and Centrifuge

Clean up Procedure
*Add PSA and MgSO, to extract

*Shake and Centrifuge

The final extract is concentrated and
changed to toluene and methanol

*Then transfer to vials for analysis by
GC-MS/MS and LC-MS/MS

LC-MS/MS Conditions
*HPLC: Alliance 2695
«Detector: Quattro Premier

«Column: Xterra C18

*Solvent A: Metanol-5mM Formic Acid
*Solvent B: Water-5mM Formic Acid
eInjection: 10uL

+lon Mode: ESI

*Energy: Optimized for each pesticide
for MRM function

GC-MS/MS Conditions

*GC: Agilent 6890

«Detector: Quattro Micro GC

«Column: RTX5 30m

eInjection: 2uL

«lon Mode: EI

*Energy: Optimized for each pesticide for
MRM function

Results

This method has been applied to the determination of 180
pesticides in a single injection per instrument, followed by a

qualitative and quantitative identification. In addition this method

has been validated in a work range between 10 to 1000 ng/g
obtaining satisfactory recoveries and repeatability.

Table 1. List of the 180 pesticides and there limit of detection
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Figure 1. Chromatogram of a Standard mixture at 0.01pug/ml

The method presented is part of the provision of this Laboratory and
has been applied to different matrices like grapes, kiwi, apple, pear,

raspberry, peach, wines and juices among others.

As an example Figure 2. shows the results of the method of grape

samples for analysis of carbaryl, the inyected sequence,
cromatograms MRM, ion relationship, calibration curve and
percentage of recovery.

Figure 3 Corresponds to the control chart and percentage of

recovery of the method for Carbaryl analysis in grape samples,
applied in differets dates of analysis. Prooving that the method

chosen meets the objetives sets.

Figure 2. Carbaryl procedure results in grape
samples.

Figure 3. Control charts of the percentage of Carbaryl
recovery in grape samples.
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Conclusions

As conclusion of the present work we verified that
the method proposed is applicable to the routine
analysis in a wide range of pesticides and in
different matrices, being used in the benefit of the
services offered by Corthorn Quality Laboratory
(Chile) obtaining short times of response and
delivery of results with confirming analyzes that
satisfy the needs of the clients.

In addition, this method could be extended for other
matrices and analytes.
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