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Supplementary material

Part S1. Quality Assurance and Quality Control

For quality assurance and control, the workflow of the analysis provided the analysis of three replicates for
each sample and the analysis of a blank after a group of three samples. If the blank equilibrium potential
differed by more than 5% of the average value of the same blanks, the FISE electrode underwent a complete
cleaning cycle. It was performed by soaking for 30 minutes in a 0.1 mol dm HCI aqueous solution containing
1% (w/v) of pepsin, followed by washing with ultrapure water and a final rubbing with an ethanol-wetted
cloth. The cleaning cycle was always performed at the end of each session of measurements. No water washing
was conducted between consecutive samples of milk belonging to the same group. In this way, dilution errors
or possible modifications of the electrode surface were avoided, saving time to achieve the electrode
equilibrium potential. When not used, FISE electrode was always stored dry in the air.

Part S2. Sampling procedure of milk

Packs sealed in unopened bags were held in the dark at room temperature until analysis. One hour before
analysis, packaging was opened and a 50 cm? aliquot of milk was heated at 38°C and homogenized using an
Ultraturrax for 15 minutes. Then, subaliquots of milk have been sampled for analyses with methods M1 to M6
by means of mechanical, fixed-volume pipettes of 0.500 cm?, 1.000 cm?3, 5.000 cm® and 10.000 cm?. After the
opening of milk packaging, residual milk was transferred in several 50 cm? Falcon tubes and stored at -18° C.



