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Table S1. Method Detection Limits (MDL, µg/L) of the SPE and LC-MS/MS methodology used. 
Compounds MDL (µg/L) 

Dichlorobenzyl alcohol 0.012 

Amoxicillin 0.036 

Amylmetacresol 0.258 

Acetylsalicylic acid 0.092 

Atorvastatin 0.004 

Bicalutamide 0.003 

Budesonide 0.041 

Caffeine 0.004 

Carbamazepine 0.003 

Chlormethiazole 0.007 

Chlorpheniramine 0.018 

Clarithromycin 0.010 

Cloperastine 0.007 

Cyclophosphamide 0.003 

Dextromethorphan 0.001 

Diclofenac 0.010 

Donepezil 0.007 

Dutasteride 0.001 

Escitalopram 0.009 

Estrone 0.026 

Ezetimibe 0.001 

Fluticasone 0.002 

Furosemide 0.008 

Gabapentin 0.007 

Ibuprofen 0.118 

Ifosfamide 0.007 

L-Ascorbic Acid 0.132 

Levetiracetam 0.072 

Levofloxacin 0.010 

Lidocaine 0.004 

Macrogol 0.123 

Megestrol 0.001 

Mycophenolic ac. 0.002 

Paracetamol 0.026 

Prednisone 0.026 

Pregabalin 0.179 

Quetiapine 0.011 

Rosuvastatin 0.001 

Sulfamethoxazole 0.019 
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Tiotropium 0.003 

Trazodone 0.004 

Valsartan 0.006 

Vildagliptin 0.009 

 
 
 
 
 

Table S2. Concentration (µg/L) of pharmaceuticals in SP 1. For clarity, shaded areas indicate values below MDL. 

 SP 1 
 15/05/2017 16/05/2017 17/05/2017 18/05/2017 19/05/2017 

Compounds 9h 13h 16h 9h 13h 16h 9h 13h 16h 9h 13h 16h 9h 13h 16h 
Dichlorobenzyl alcohol       1.71 46.7 0.79 1.63 0.62 32.2       1.02 1.82 2.40 

Amoxicillin 0.14     0.08 0.04   0.32 272 0.12         27.5   

Amylmetacresol       10.4 6.48 2.54 4.77 0.70 4.85 6.82   0.88 9.19 9.61 31.0 

Acetylsalicylic acid 88.0 52.5 62.3 2891 194   179 288 365 298 24.7 13.6 86.5 581 687 

Atorvastatin 0.01 0.01 0.09 0.01 0.02 0.02 0.03 0.03 0.81 0.02 0.02 0.06 0.09 0.36 0.01 

Bicalutamide                 0.22           0.44 

Budesonide 0.44             0.58 0.22         0.14 0.11 

Caffeine 23.4 22.6 3.38 29.8 14.2 30.2 8.27 28.5 43.6 5.83 1.85 3.83 9.88 21.5 99.6 

Carbamazepine 1.39 3.71 0.07 5.38 6.11 0.75 3.34 0.20 8.50 4.84 0.65 1.76 1.16 78.7 22.0 

Chlormethiazole 77.0 7.18 0.15 11.7 84.6 44.0 5.21 0.09 149 24.9 0.18 0.73 0.33 5.33 10.2 

Chlorpheniramine   0.05   0.32 0.06   0.02 0.23 0.14 0.47 0.03 0.02   0.02 0.04 

Clarithromycin           0.07   0.03       0.01       

Cloperastine                               

Cyclophosphamide 5.10 0.50 0.05 0.63 0.14 0.09 3.75   0.22 4.19 0.18 0.03 7.51 26.3 0.55 

Dextromethorphan 0.01   0.04 0.09       0.01 0.01             

Diclofenac 1.07 0.54 0.06 1.29 0.20 2.19 4.67 0.06 3.03 7.30 0.11 0.03 1.75 17.1 2.74 

Donepezil 0.01       0.02     0.03               

Dutasteride                               

Escitalopram 0.06 1.23 0.04 0.12 0.08   0.10   0.05   0.08 0.06   0.07 0.30 

Estrone             1.08   5.34             

Ezetimibe 1.13       0.04   0.08             0.08   

Fluticasone     0.03                         

Furosemide 0.74 1.25 0.03 1.68 1.06 0.01 0.80 0.12 2.50 3.19 0.42 0.84 0.36 2.24 10.6 

Gabapentin   0.26   0.25 1.03 0.77 0.04   0.49 0.19 0.10 0.13 0.37 2.09 0.11 

Ibuprofen   1.93   7.18 15.8 5.64 67.0 87.5 83.8 0.20   1.04 2.04 54.9 20.6 

Ifosfamide                               

L-Ascorbic Acid   0.43 0.19 0.27 0.18 0.33 0.21 0.26   3.54 0.33 0.55 0.23 0.50   
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Levetiracetam       4.48 44.4 6.38     13.00 4.93 0.25 0.22 50.9     

Levofloxacin 7.19 1.83 0.67 63.6 2.21 0.08 7.57 6.16 11.6 56.2 6.42 1.44 0.54 29.8 44.7 

Lidocaine 0.22                 0.01     0.03     

Macrogol 47.6 49.1 42.0 366 8.12 146 47.2   29.4 25.5 5.39 12.8 74.4 30.7 37.9 

Megestrol 0.03 0.22 0.06 0.24 0.55 0.03 0.02 0.03 0.17 0.03 0.16 0.18 0.30 1.61 0.64 

Mycophenolic ac. 0.13 0.13 0.07 7.55 1.14 0.09 0.26 0.24 288 1.98 4.70 1.26 0.08 2.51 41.0 

Paracetamol 125 236 11.2 775 299 165 218 54.6 461 259 29.4 21.3 82.4 394 307 

Prednisone 0.46     3.04 4.52 0.54 4.94 0.95     0.74     5.38 16.1 

Pregabalin 0.25 1.34   6.86 0.60 0.30 1.02 0.44         0.21 0.42   

Quetiapine 5.52 3.08 0.99 13.3 29.5   13.0 2.24 90.9 3.85 19.0 5.78 12.0 44.9 50.4 

Rosuvastatin               0.01 0.01     0.01   0.01   

Sulfamethoxazole 0.53   1.15     0.04 0.17   11.6 4.59 0.07 8.08 2.87 116 71.9 

Tiotropium                               

Trazodone 10.1 16.0 2.43 7.31 6.88   3.55 3.28 10.5   0.20 0.67 1.92 16.3 3.73 

Valsartan   0.01 0.07 0.03 0.31 0.01 0.02 0.02 5.83 0.03 0.04 0.02 0.01 3.80 0.22 

Vildagliptin                               

Table S3. Concentration (µg/L) of pharmaceuticals in SP 2. Shaded areas indicate values below MDL. 

 SP 2 
 16/05/2017 17/05/2017 18/05/2017 19/05/2017 22/05/2017 23/05/2017 

Compounds 11h 15h 14 h 19h 9h 17h 14h 17h 14h 
Dichlorobenzyl alcohol     0.40       1.36 1.74 0.62 

Amoxicillin 0.15     0.11   0.04 0.47     

Amylmetacresol 20.7 3.94 1.32   9.43 6.78 0.98   3.04 

Acetylsalicylic acid 240 248 164 471 185 19.5 193 1126 125 

Atorvastatin 0.10   0.13 0.07   0.02 0.01 0.04 0.11 

Bicalutamide                   

Budesonide                 0.42 

Caffeine 81.4 18.2 3.03 4.44 13.7 12.4 30.8 30.1 79.7 

Carbamazepine 0.18 0.06     0.02 0.04 0.01 0.06   

Chlormethiazole 0.25 0.07     0.01 0.01   0.04   

Chlorpheniramine 0.68 0.19 0.01 0.02 0.26 0.16       

Clarithromycin 0.09                 

Cloperastine 0.01 0.01               

Cyclophosphamide 16.6 1.88 1.05 0.44 2.66 2.93 0.56 1.69 0.87 

Dextromethorphan                   

Diclofenac 1.22 0.02 0.13 0.07 0.69 0.59 0.05 0.34 1.37 

Donepezil 0.03 0.02 0.01   0.01         

Dutasteride                   

Escitalopram 0.05 4.26 0.12 0.15 0.11 0.02 0.15 1.61   

Estrone         1.02         
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Ezetimibe 0.52                 

Fluticasone           0.01       

Furosemide 3.44 0.14 0.91 0.26 0.06 0.37 0.05 0.53 0.06 

Gabapentin 0.06 0.02 0.04 0.34 0.02 0.09 0.15 0.08 0.01 

Ibuprofen 16.6 10.8 1.02 60.6 29.2 8.59   11.93 1.86 

Ifosfamide                   

L-Ascorbic Acid 0.48 0.20 0.26 0.28 0.21 0.22 0.23   0.20 

Levetiracetam 30.8 3.02               

Levofloxacin 1.35 0.37 0.03 0.06 0.53 0.36 0.11 0.27 0.13 

Lidocaine       0.01           

Macrogol 108 520 16.6 31.7 197 62.5 598 164 479 

Megestrol 0.13 0.06     0.01 0.04     0.02 

Mycophenolic ac. 5.39 3.11 0.40 0.52 0.58 0.08 102 145 25.5 

Paracetamol 1227 184 33.4 70.8 83.1 89.2 111 108 165 

Prednisone         2.38 3.27   5.43   

Pregabalin                   
Quetiapine 14.0 23.7 0.68 0.57 1.87 0.90 2.47 12.8   

Rosuvastatin                   

Sulfamethoxazole                   

Tiotropium 0.02                 

Trazodone 31.9 16.1 1.65 1.06 4.04 5.09 2.90 4.71 0.38 

Valsartan 0.20 0.01 4.50 1.98 1.22 5.63 1.45 3.30 0.44 

Vildagliptin 0.08 0.17         0.12 0.07 0.02 

 
 
 
 

Table S4. Concentration (µg/L) of pharmaceuticals in FR 1.  Shaded areas indicate values below MDL. 

 FR 1 
 03/07/2017 04/07/2017 05/07/2017 06/07/2017 07/07/2017 

Compounds 9h 13h 16h 9h 13h 16h 9h 13h 16h 9h 13h 16h 9h 13h 16h 
Dichlorobenzyl alcohol 0.11     0.15     0.18       0.09 0.11 0.11 0.19 0.14 

Amoxicillin 2.46     2.18 0.35       0.89 457     0.51   0.38 

Amylmetacresol 16.8 1.40 0.89 0.86   2.39 26.1 15.0 16.4 19.4 9.60   2.81 0.66 4.26 

Acetylsalicylic acid 0.46 3.10 2.81 1.69 1.62 1.71 0.68 0.60 0.59 0.32   0.47 1.37 0.23 11.0 

Atorvastatin 0.58 0.17 0.21 0.04 0.01 0.01 0.04 0.02 0.01 0.01 0.01 0.03 0.01   0.03 

Bicalutamide                               

Budesonide   0.05 0.11 0.13   0.13   0.12     0.13       0.07 

Caffeine 103 37.5 38.9 39.5 20.2 28.6 19.2 22.0 35.4 54.2 32.2 26.0 37.1 23.0 31.3 

Carbamazepine 0.07 0.02 0.02 0.03 0.01 0.02 0.03 0.02 0.02 0.02 0.01 0.02 0.02 0.01 0.02 
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Chlormethiazole                               

Chlorpheniramine                               

Clarithromycin                               

Cloperastine                               

Cyclophosphamide 1.22 0.20 0.03 0.20 0.17 0.01 0.21 0.02 0.39 0.01 1.88 1.62 5.26 3.51 0.26 

Dextromethorphan                               

Diclofenac 0.03 0.02 0.01 0.02 0.07   0.02 0.37   0.07 17.5 0.22 0.02   0.15 

Donepezil 0.04 0.01       0.01   0.02   0.02           

Dutasteride                               

Escitalopram 0.79 7.39 0.63 0.22 0.12 8.85 0.16 0.11 0.06 0.34 0.02 0.14 0.76   0.61 

Estrone   0.09 0.10   0.08 0.04 0.06 0.11 0.39 0.06 0.09 0.08     0.04 

Ezetimibe                               

Fluticasone                               

Furosemide 39.8 7.26 13.1 6.72 0.49 15.5 109 5.68 2.32 0.66 0.24 1.57 8.23 0.06 12.4 

Gabapentin                               

Ibuprofen bdl 1.73 52.2 2.56 0.74 9.54 3.38 1.44 4.89 0.91 0.51 1.56 0.11 36.4 2.88 
Ifosfamide 6.48 3.42 1.48 5.10 4.39 3.72 10.4 4.98 6.91 11.3 4.85 4.21 4.05 1.56 7.25 

L-Ascorbic Acid 17.8 1.35 13.2 14.2 5.20 11.8 9.89 7.00 11.9 2.40 9.89 13.0 5.03 5.34 8.02 

Levetiracetam 415 20.8 68.5 22.7 992 2094 33.1 16.7 11.6 23.3 7.06 263 11.7 5.42 48.0 

Levofloxacin                               

Lidocaine 0.05                 0.01           

Macrogol 5.29 0.67 0.65 1.90 0.93 0.66 4.32 0.75 1.03 1.33 1.66 1.26 2.01 3.44 2.82 

Megestrol                               

Mycophenolic ac. 0.05   0.01 0.06     0.01   4.97   0.01   0.01     

Paracetamol 980 119 79.8 200 78.5 112 283 30.4 29.9 53.5 171 54.8 154 38.0 137 

Prednisone 0.07 0.19 0.20 0.11 0.08 0.14 0.09 0.10 0.11 0.08 0.04 0.17 0.05 0.08 0.14 

Pregabalin 1.19 1.89 3.10 0.34 1.29 1.27 2.60 2.02 1.46 1.91 0.44 0.41 0.45 0.39 0.67 

Quetiapine                               

Rosuvastatin     0.01   0.03           0.01 0.01 0.01     

Sulfamethoxazole 0.05                             

Tiotropium           0.07           0.01       

Trazodone                               

Valsartan   0.01 0.32 0.01   0.06   0.01         0.01   4.25 

Vildagliptin 0.24 0.74 0.88 0.28 0.50 1.06 0.55 1.23 0.48 0.17 0.38 0.64 0.08 0.48 0.53 

Table S5. Concentration (µg/L) of pharmaceuticals in FR 2. Shaded areas indicate values below MDL. 

 FR 2 
 03/07/2017 04/07/2017 05/07/2017 06/07/2017 07/07/2017 

Compounds 9h 15h 9h 13h 17h 9h 13h 15h 9h 15h 9h 15h 
Dichlorobenzyl alcohol 0.10 0.09 0.07 0.07       0.07     0.07   

Amoxicillin               0.39         
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Amylmetacresol           0.29             

Acetylsalicylic acid 3.64 3.18 4.51 4.57 4.51 3.07 3.15 3.43 1.91 2.30 1.72 2.43 

Atorvastatin     0.01 0.01 0.01 0.01 0.01     0.01 0.01   

Bicalutamide                         

Budesonide                         

Caffeine 10.3 7.37 4.49 3.95 4.98 12.0 10.8 8.14 7.35 4.39 6.29 4.02 

Carbamazepine 1.96 1.78 0.61 0.44 0.93 2.90 2.76 2.06 1.92 0.92 1.18 0.48 

Chlormethiazole                         

Chlorpheniramine                         

Clarithromycin                         

Cloperastine                         

Cyclophosphamide 0.01 0.01 0.03 0.02 0.02 0.03 0.04 0.03 0.02 0.03 0.03 0.03 

Dextromethorphan                         

Diclofenac 0.02 0.02 0.04 0.01 0.02 0.06 0.19 0.04 0.04 0.02 0.03 0.01 

Donepezil           0.01 0.01           

Dutasteride                         
Escitalopram                 0.01       

Estrone 0.05 0.06 0.12 0.07 0.06 0.04 0.21 0.21 0.24 0.12 0.15 0.13 

Ezetimibe                         

Fluticasone                         

Furosemide 0.04 0.02 0.03 0.01 0.01 0.02 0.02 0.03 0.02 0.02 0.02 0.02 

Gabapentin                         

Ibuprofen 0.35   0.13                   

Ifosfamide 1.95 3.45 1.04 1.66 2.85 6.07 4.82 2.49 2.25 2.92 3.55 2.11 

L-Ascorbic Acid 2.06 2.99 0.99 1.44 1.55 2.74 2.74 2.18 2.76 1.26 3.69 1.82 

Levetiracetam 3.76 3.23 1.20 0.99 1.99 3.49 3.98 2.45 2.84 1.34 1.27 0.48 

Levofloxacin                         

Lidocaine                         

Macrogol 5.48 5.98 0.45 0.33 0.59 1.97 1.54 1.12 1.96 0.52 0.52 0.23 

Megestrol                         

Mycophenolic ac.                         

Paracetamol 21.6 16.4 6.14 4.04 4.28 5.67 6.54 5.74 6.80 9.43 3.57 9.72 

Prednisone     0.03                   

Pregabalin                         

Quetiapine                         

Rosuvastatin                         

Sulfamethoxazole                         

Tiotropium                         

Trazodone                         

Valsartan 0.28 0.26 0.36 0.16 0.18 0.12 0.21   0.59 0.44 0.21 0.17 

Vildagliptin                         



Molecules 2021, 26, 5047 8 of 10 
 

 

Table S6. Concentration (µg/L) of pharmaceuticals in PT 1. Shaded areas indicate values below MDL. 

 PT 1 
 27/06/2017 28/06/2017 29/06/2017 30/06/2017 

Compounds 9h 16h 9h 16h 9h 16h 9h 16h 
Dichlorobenzyl alcohol     0.17 0.10 0.32 0.11 0.56 0.09 

Amoxicillin                 

Amylmetacresol 14.4 18.1 2.16   11.23 1.62 3.58   

Acetylsalicylic acid 0.51 2.32 0.58 1.12 2.91 1.09 0.92 0.51 

Atorvastatin                 

Bicalutamide                 

Budesonide         0.07       

Caffeine 2.32 3.25 3.67 10.1 2.51 13.3 44.5 1.08 

Carbamazepine 0.11 0.08 1.58 0.02 0.04 0.03 0.06 0.07 

Chlormethiazole                 

Chlorpheniramine                 

Clarithromycin                 

Cloperastine                 

Cyclophosphamide   0.04 0.02 0.01   0.01 0.01 0.01 

Dextromethorphan                 

Diclofenac 0.04 0.12   0.07 4.07 0.11   0.05 

Donepezil 0.04 0.02 0.22   0.02   0.05 0.04 

Dutasteride                 

Escitalopram 0.09   0.04 0.06 0.06 0.04 0.04 0.06 

Estrone                 

Ezetimibe                 

Fluticasone                 

Furosemide 2.39 2.15 0.03 0.05 3.04 0.67 0.03 1.20 

Gabapentin 0.13   0.26 0.08 0.41 0.26 0.03 0.12 

Ibuprofen 1.52 2.85 0.44     0.41 0.15 4.57 

Ifosfamide 38.2 40.8 16.2 3.61 7.45 7.00 16.3 3.10 

L-Ascorbic Acid 9.56 2.52 4.74 2.62 2.92 2.48 11.8 2.66 

Levetiracetam 326 22.1 16.9 10.9 2.79 11.3 2257   

Levofloxacin                 

Lidocaine   0.14             

Macrogol 1.71 4.13 1.58 2.15 1.38 1.08 0.51   

Megestrol             0.01   

Mycophenolic ac.       0.01         

Paracetamol 3.12 2.05 174 21.8 4.55 8.95 0.91 0.42 

Prednisone 0.04   0.09 0.10 0.09     0.05 

Pregabalin 0.21 2.41     0.72   1.47   

Quetiapine 0.05 0.01 0.08   0.55 0.02 1.10 0.04 
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Rosuvastatin                 

Sulfamethoxazole                 

Tiotropium                 

Trazodone 6.03 1.33 2.51 0.10 0.60 0.53 13.0 0.21 

Valsartan                 

Vildagliptin 0.04 0.01 0.01 0.06   0.27 0.02 0.15 

Table S7. Concentration (µg/L) of pharmaceuticals in PT 2. 

 PT 2 

 27/06/2017 28/06/2017 29/06/2017 30/06/2017 
Compounds 9h 16h 9h 16h 9h 16h 9h 16h 

Dichlorobenzyl alcohol     1.18 0.12 0.10 0.12 0.08 0.08 

Amoxicillin                 

Amylmetacresol   4.96 1.01 1.53 0.36 1.38   2.03 

Acetylsalicylic acid   1.52 0.79 9.22 2.71 0.87 1.72 1.10 

Atorvastatin       0.01         

Bicalutamide                 

Budesonide                 

Caffeine 0.33 1.84 5.69 0.32 0.77 37.07 1.60 16.7 

Carbamazepine 0.01 0.08 0.02 0.01 0.10 0.04 0.01 0.02 

Chlormethiazole                 

Chlorpheniramine                 

Clarithromycin                 

Cloperastine                 

Cyclophosphamide 0.01 0.01           0.01 

Dextromethorphan                 

Diclofenac   0.41 0.01   0.02 0.02   0.07 

Donepezil   0.18 0.04   0.01 0.05     

Dutasteride                 

Escitalopram                 

Estrone                 

Ezetimibe                 

Fluticasone                 

Furosemide 0.01 2.63 0.03 18.6 0.70 1.15 0.04 1.88 

Gabapentin 0.01 0.14 0.35 0.60 1.37 0.36 0.06 9.74 

Ibuprofen   0.56 0.18 0.80 0.13   0.21 1.11 

Ifosfamide 1.26 9.19 1.29 5.62 1.55 4.51 3.43 12.2 

L-Ascorbic Acid 1.10 15.3 8.37 8.46 3.11 3.87 8.24 8.28 

Levetiracetam   1.80 7.94 21.0 309 9.76 4.66 27.4 

Levofloxacin                 

Lidocaine                 
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Macrogol 0.79 0.12 0.17 0.21 2.68 1.46 0.40 0.92 

Megestrol                 

Mycophenolic ac.   0.01 0.01 0.01 0.01 0.01 0.01 0.02 

Paracetamol 0.16 0.35 1.58 17.6 2.41 78.7 1.34 107 

Prednisone                 

Pregabalin               0.64 

Quetiapine     0.04 0.03 0.04 0.03     

Rosuvastatin   0.27 0.42 0.19 0.36 0.66 0.03 0.70 

Sulfamethoxazole   0.06   0.07 0.05 0.40 0.02 1.00 

Tiotropium                 

Trazodone   0.01 0.04   0.04 0.01     

Valsartan   0.07   0.04 0.03 0.04 0.01 0.21 

Vildagliptin     0.02 0.18 0.03   0.07 0.35 

 
 


