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INTRODUCTION
AIM
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In this work, we intfroduce a new hybrid microextraction technigue that combines dispersive liquid- + T
iquid microextraction (DLLME) and dispersive solid-phase extraction (DSPE) with magnetic DSPE _ Mediated b
nanoparticles (MNPs), termed dispersive liquid-solid microextraction (DLSME) + MNPs v
MNPs
In this new approach a magnetic material is dispersed into the liquid sample employing a disperser
solvent. Later, using an external magnetic field, the sorbent is kept whereas the sample is retired with
a syringe. Finally, the analytes are desorbed from the magnetic sorbent with a small volume of Corfisol

organic solvent.
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Cortisone and cortisol, widely used as biomarkers of Cushing’s syndrome, stress and other diseases, 11-p HSD2
were selected as model compounds for method development and optimization.
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1.5 mL saliva LC-MS/MS
Surrogate: Prednisolone

RESULTS AND DISCUSSION

Figures of merit of the proposed method Analysis of real samples

Samples from 4 volunteers were studied
High levels of linearity, that reached at least 20 ng mL!, were obtained for both

compounds Different amounts of cortisol (between 0.48-2.20

ng mL')and cortisone (3.8-10.0 ng mL'!) were
found

Low method limits of detection (MLODs) and good values of precision (repeatability)
and enrichment factors were achieved

Volunteer 1 Volunteer 2 Volunteer 3 Volunteer 4

Recoveries were studied employing an artificial saliva sample: results did not show (hgml')  (hgml’)  (ngml')  (ng mL)

significant matrix effect

Cortisone 38+0.2 42+0.3 /.5+0.4 10.0+0.2
Cortisol 054+003 048+0.04 181x0.11 220+0.07

Repeatability (% RSD) Recoveries %
MLOD EF R2 Infra-day Inter-day 400
(ng L") p ; y 5, 1ng mL-" 10 ng mL-! ,‘
1ngml" 10ngmL™" 1ng mL™ 10 ng mL Corfisone m/z: 363 — 121
Cortisone 193 95205 0.9995 5.0 1.8 9.6 8.7 97 £ 9 1057
Cortisol 33.2 8.6+0.5 0.9990 4.2 6.1 10.6 6.3 98 £ 8 1055 k
} SN\

CONCLUSIONS

Cortisol m/z: 361 — 163 /\
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= This new approach allows faster determination employing small amounts of sample, organic
solvents and composite with the minimum sample tfreatment. Any supporting equipment (vortex,

centrifuge, ultrasounds...) Is not necessary neither
= The proposed method provides good analytical features and allows the determination of corfisone | |
and cortisol in saliva samples Time (min)

Chromatogram obtained by applying
DLSME to a real saliva sample
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