Supplementary TableS1. Spiked calibrators, quality control samples and related working standard solutions concentrations for
all the target analytes in the three different studied matrices

Matrix| Analyte |Cal 1/ WSTD1 [Cal 2| WSTD2 |Cal 3| WSTD3 |Cal 4|WSTD4 |Cal 5/\WSTD5 [lQC |WSTD |mQC [WSTD |hQC |WSTD
(ng |(mg mL{(ng |(mg mL|(ng |(mg mLi(ng |(mg mLi(ng |(mg mL{(ng [lQC (mg|(ng |mQC |(ng |hQC
-y (1 1y (1 -1y (1 -1 1
mL~) %) mL~) %) mL)|) mL%) |9) mL?) |?) mL [mL?)  |mL?) |[(mg mL|{mL?) [(mg mL
1 1 1
) ) )
9(S)-HHC 1 0.02 2 0.04 5 0.1 15 | 03 (30 |06 3 1006 |12 |0.24 |24 |0.48
9(R)-HHC | 1 0.02 2 0.04 5 0.1 15 | 03 |30 |06 3 1006 |12 |0.24 |24 |0.48
9a0OH-HHC| 1 0.02 2 0.04 5 0.1 15 | 03 |30 |06 3 |006 |12 |0.24 |24 |0.48
9bOH-HHC| 1 0.02 2 0.04 5 0.1 15 | 03 |30 |06 3 1006 |12 |0.24 |24 |0.48
8(S)-HHC 1 0.02 2 0.04 5 0.1 15 | 03 |30 |06 3 ]006 |12 |0.24 |24 |0.48
Blood

8(R)-HHC | 1 0.02 5 0.1 10 | 0.2 30 | 0.6 50 |1 3 1006 (20 |04 40 (0.8
110H- 1 0.02 2 0.04 5 0.1 15 | 03 |30 (0.6 3 1006 |12 |0.24 |24 |0.48
9(R)-HHC
110H-9(S)-| 1 0.02 2 0.04 5 0.1 15 | 03 (30 |06 3 1006 |12 |0.24 |24 |0.48
HHC
11nor- 1 0.02 2 0.04 5 0.1 15 | 03 (30 |06 3 1006 |12 |0.24 |24 |0.48
9(R)COOH
11nor- 1 0.02 5 0.1 10 | 0.2 30 | 0.6 50 |1 3 (006 [20 |04 40 |0.8
9(S)COOH
9(S)-HHC 1 0.02 5 0.1 10 | 0.2 50 |1 150 |3 3 |006 |40 |0.8 120 [2.4

Urine




9(R)-HHC 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 |0.8 120 2.4
9a0H-HHC 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 |08 120 2.4
9bOH-HHC 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 [0.8 120 2.4
8(S)-HHC 0.02 01 | 10 | 0.2 30 |06 |50 |1 006 [20 |04 40 (0.8
8(R)-HHC 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 [0.8 120 2.4
110H- 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 [0.8 120 2.4
9(R)-HHC
110H-9(S)- 0.02 01 | 10 | 0.2 50 | 1 120 (2.4 0.06 (40 [0.8 80 (16
HHC
11nor- 0.02 01 | 10 | 0.2 30 |06 |50 |1 006 [20 |04 40 (0.8
9(R)COOH
11nor- 0.02 01 | 10 | 0.2 50 | 1 120 (2.4 0.06 (40 |08 80 |16
9(S)COOH
9(S)-HHC 0.02 01 | 10 | 0.2 50 | 1 150 |3 0.06 (40 |08 120 2.4
9(R)-HHC 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 (12 |024 |24 |0.48
9a0H-HHC 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 (12 |024 |24 |0.48
oF |9bOH-HHC 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 |12 |024 |24 |0.48
8(S)-HHC 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 |12 |024 |24 |0.48
8(R)-HHC 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 (12 |024 |24 |0.48
110H- 0.02 004 | 5 | 01 15 | 03 |30 |06 0.06 (12 |024 |24 |0.48

9(R)-HHC




110H-9(S)- 0.02 0.04 0.1 15 0.3 30 1|0.6 0.06 12 0.24 24 10.48
HHC

11lnor- 0.02 0.04 0.1 15 0.3 30 (0.6 0.06 12 0.24 24 10.48
9(R)COOH

11lnor- 0.02 0.04 0.1 15 0.3 30 |0.6 0.06 12 0.24 24 10.48
9(S)COOH




