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Overview 2-1. SPE-UHPLC conditions : Nexera X2

3. Results : I

One of the previous matrix spiked at different levels was selected to draw the calibration
curve. The other doped water samples were used as controls. The 23 different isotopic
standards were added to perform internal calibration. To overcome the matrix effect, ISTD
were choose to cover the main families of pesticides: phenylureas, triazines, carbamates,
sulphonylureas, organophosphorus compounds ...

We here report the quantification of 272 pesticides in water matrix. This method use a
SPE-UHPLC-MS/MS from Shimadzu. The performance of the method was evaluated on
surface, underground and drinking water. Excellent results were showed independently of
the matrix . The obtained LLOQs fits the requirements of the EU guidelines and could also
be used to get an agreement in France. Because of its sensitivity, its automation and its
adaptability to different waters, this method saves a tremendous amount of time.

System: Shimadzu Nexera X2

Column SPE: Mayi-ODS C18

Column LC: C18AQ CS Interchim 2,6pym 150*3 mm

A/B (SPE): water/acetonitrile + 0.002% formic acid + 2mM ammonium formate
A: water + 0.002% formic acid + 2mM ammonium formate

B: 50/50 acetonitrile/Methanol + 0.002% formic acid + 2mM ammonium formate
LC flow: 0.7 mL/min

SPE elution flow: 0.2 mL/min

Oven temperature: 40°C

Injection volume: 1000 uL
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Terbuthylazine, triazine (1 ng/L) Aldicarbe, carbamate (10 ng/L)

: 3-1. Calibration curves
1. Introduction | |

Pesticides are used for crops protection but their intensive use and their slow natural
degradation makes them serious contaminants for surface water and underground water.
This exposition can be more or less dangerous for animals, humans and ecosystems, with
an immediate or long-term impact. Some studies revealed that these compounds cause

The limits of quantification were established for each compound by a signal to noise ratio (S/N)
greater than 10. The compounds are classified in the following table according to their limits of
quantification: 1, 10 and 25 ng/L.

The obtained LLOQs fits the requirements of EU and French guidelines.
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2-2. MS conditions : LCMS-8050

Malathion, organophosphorus

Nicosulfuron, sulphonylurea (1 ng/L) compound (1 ng/L)

System: Shimadzu TQ LCMS-8050
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Figure 1. Schema SPE on-line UHPLC-MS/MS (Number of patent : WO
2016/098169 Al).
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Figure 2. Chromatogram ground water spiked at 100 ng/L.

Table 1. Limit of quantification in ng/L for each compound.
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