N

N

USED OF NANOINDENTATION TECHNIQUES TO
MEASURE POLYPROPYLENE AGEING
T Pertin, F Buosi, G Minatchy, P Jean-Patrick, A L Flory, Laurence Romana

» To cite this version:

T Pertin, F Buosi, G Minatchy, P Jean-Patrick, A L Flory, et al.. USED OF NANOINDENTATION
TECHNIQUES TO MEASURE POLYPROPYLENE AGEING. CIASEM, Sep 2017, VALADERO,
Cuba. hal-01685752

HAL Id: hal-01685752
https://hal.univ-antilles.fr /hal-01685752
Submitted on 16 Jan 2018

HAL is a multi-disciplinary open access
archive for the deposit and dissemination of sci-
entific research documents, whether they are pub-
lished or not. The documents may come from
teaching and research institutions in France or
abroad, or from public or private research centers.

L’archive ouverte pluridisciplinaire HAL, est
destinée au dépot et a la diffusion de documents
scientifiques de niveau recherche, publiés ou non,
émanant des établissements d’enseignement et de
recherche francais ou étrangers, des laboratoires
publics ou privés.


https://hal.univ-antilles.fr/hal-01685752
https://hal.archives-ouvertes.fr

XIV Congreso CIASEM 2017

Acta Microscépica, Vol. 26, Supp. A, 2017

USED OF NANOINDENTATION TECHNIQUES TO MEASURE
POLYPROPYLENE AGEING

T. PERTIN (1), F. BUOSI (2), G. MINATCHY (1), P. JEAN-PATRICK (1), A. L. FLORY (3) and L.
ROMANA (1)

(1) Université des Antilles, Groupe de Technologie des Surfaces et Interfaces, Campus de Fouillole, 97159
Pointe a Pitre Cedex, French West Indies, (2) IUT Mesure Physique de Toulouse (3) Université des Antilles,
COVACHIM-M2E, Campus de Fouillole, 97159 Pointe a Pitre Cedex, French West Indies

|

INTRODUCTION

Polypropylene is a commonly used thermoplastics in various applications ranging from packaging, automotive
industry, textiles...Polypropylene production has increased a lot during the last decades thanks to many useful
attributes such as—low density, high melting temperature (170 °c) and good mechanical properties (high Young’s
modulus). Despite these inherent advantages, there are concerns regarding the long-term durability of these
materials, especially their capacity for sustained performance under harsh environmental conditions.
Furthermore, the degradation of polypropylene has environmental impact since toxic residual chemicals and
degradation products can potentially be released into the environment [1]. It is therefore important to understand
the ageing mechanisms of such polymer in order to design product with good environmental resistance. In this
work, nanomechanical techniques have been used to characterize ageing behavior of PP. Advantages of this
technique are to measure the mechanical properties with a high spatial resolution allowing to characterize the
mechanical degradation at the early stage of ageing. Polypropylene samples have being ageing in an ARTAAC
chamber (SEVAR Company) under dry environment. The samples were submitted to UV- irradiation issued
from a pressure mercury vapor lamp (irradiance level equivalent to 2 suns), the chamber temperature was kept at
60°C and ageing duration varied from 0 to 20 days (480 hours). The kinetic of chemical degradation was studied
by infra-red spectroscopy. Evolution of both carbonyl groups ( absorbance at 1735 cm™) and hydroxyl groups
(3400 cm™) as a function of ageing time has been studied in order to characterize oxidation rate of the
polypropylene [2]. The evolution of the Young’s modulus and the brittleness of PP with ageing time was
characterized by means of nano indentation and nano scratch techniques. During the scratch test the normal force
increases up to 200 mN with a loading rate close to 7 mN.s™. A topographic profile of the surface is performed
during and post scratch in order to follow the elastic polymer recovery. The evolution of carbonyl index (CI) and
hydroxyl index (HI) as a function of ageing time is shown in figure 1. We can clearly see an induction period
(up to 100 hours) corresponding to the consumption of anti-oxidant additives, then a rapid increase of the CI due
to the carbonyl built-up (C=0) during oxidation. After 350 hours, the CI stabilized at around 10° which
corresponds to a full oxidation of the sample. The evolution of the Young’s modulus as a function of the
indentation depth is shown in figure 2a for 0 day and 18 days aged samples. Young’s modulus value increases
significantly with ageing indicating a higher rigidity of the ageing polypropylene probably due to cross-linking
induced by UV irradiation. Figure 2b presents the profiles recorded during scratch tests (solid lines) or after the
scratch (dashed-line). The higher scratch depth as well as the lower elastic recovery observed on aged PP clearly
indicate that during ageing, the elasticity of PP decreases and that brittleness increases. The evolutions of these
different parameters as a function of ageing time will be presented here and nanomechanical analyses shown as a
powerful tool to predict the durability of polymer.
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Figure 1: Evolution of carbonyl index and hydroxyl index as a function of ageing time
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Figure 2: nanomechanical test recorded on 0 day or 18 day ageing PP under weathering accelearted chamber a)

Evolution of the Young’s modulus as the indentation depth b) the scracth profiles (solid lines) and post scratch profil
(dashed line).



