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Fig S1 2D plots (254 nm) of different LCxLC combinations used during the optimization of the µLCxLC method. a) C18xNH2; b) C18xHILIC; c) C18xCys; and d) PFPxC18 using 2D full gradient
Fig S2 Optimization of the 1D flow rate in the PFP column: a) 10 µL/min; b) 20 µL/min; c) 50 µL/min; d) reproducibility of three analysis done in the PFP column at 50 µL/min.
Fig S3 Raw data, process data and graphical representation of the demodulation process used in this work to transform 2D data into 1D data. a) 2D raw data before the demodulation of the ion m/z 865.2004; b) 2D raw data after the demodulation of the ion m/z 865.2004; c) graphical representation of the data before the demodulation process; d) representation of the data after the demodulation process of the ion m/z 865.2004
Fig S4 Loading and score plots of the PCA (a) and PLS (b) analysis of the cookie and gelato samples
Fig S5 Main fragments found in the highlighted cannabinoids in the cookie sample. a) CBDA structure and MS/MS fragmentation pathway which gives rise to the pentylresorcinolion as characteristic fragment (m/z 179.1078); b) proposed hydroxylated pentylresorcinol (m/z 195.1031); c) proposed chemical structure and MS/MS fragmentation pathway of the ion m/z 383.1728 detected at 44.05 min and presented the fragment ion m/z 179.1078 as main fragment (feature ID: 44.05_383.1728_Neg_14629_Neg_12394); d) proposed chemical structure and MS/MS fragmentation pathway of the ion m/z 339.1466 detected at 29.45 min and presented the fragment ion m/z 195.1027 as main fragment (feature ID: 29.45_339.1466_Neg_12394)
Fig S6 MS/MS pathway and spectra of one of the procyanidin trimers found in the gelato sample (m/z 865.1980)
Fig S7 Peak labeling of the tentatively identified compounds present in Table 1 for the samples cookie (a) and gelato (b). 
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Time 

(min)

m/z

Cookie_001 Cookie_002 Cookie_003 Gelato_001 Gelato_002 Gelato_003

20.05 865.2007 4396 3926 2360 79555 30771 38764

20.55 865.2027 46396 40399 50360 121555 72771 127764

21.15 865.2023 106396 100399 110360 181555 132771 187764

21.61 865.2015 60006 64702 58699 63750 88918 84515

29.99 865.2006 56398 52882 59962 49826 55054 61615

30.47 865.2004 108166 105928 101424 120679 118017 112393

30.95 865.2012 58405 66710 70013 77735 51015 63588

31.44 865.1999 10564 8808 11597 16449 15597 11969

Time 

(min)

m/z

Cookie_001 Cookie_002 Cookie_003 Gelato_001 Gelato_002 Gelato_003

20.05 865.2004 0 0 0 0 0 0

20.55 865.2004 0 0 0 0 0 0

21.15 865.2004

166402 165101 169059 245305 221689 272279

21.61 865.2004 0 0 0 0 0 0

29.99 865.2004 0 0 0 0 0 0

30.47 865.2004

133533 134328 142996 264689 239683 249565

30.95 865.2004 0 0 0 0 0 0

31.44 865.2004 0 0 0 0 0 0

b
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