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Fig S1. 1H NMR spectrum of (±)-CBL in CDCl3 (400 MHz). 
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HPLC method. A 1260/1290 Infinity II HPLC system (Santa Clara, California, US), equipped with a 
Poroshell 120 EC-C18 column (4.6 x 250 mm, 2.7 µm), was utilized to monitor the progress of 
synthesis and assess the purity and stability of the samples. Key parameters of the analytical 
method, such as mobile phases, flow rate, and gradients, are detailed in Table S1. The column 
temperature was maintained at 60 °C, and the DAD was set to detect at a wavelength of 215 nm. For 
sample preparation, 200 mg of the sample was accurately weighed using an analytical balance, and 
10 mL of extraction solution (methanol:chloroform, 9:1) was added to achieve a 50-fold dilution. The 
mixture was vortexed for 1 minute to ensure complete dissolution, then further diluted with the 
extraction solution to achieve 250- and 4000-fold dilutions. After filtration through a 0.2-µm filter, 20 
µL of each diluted sample was injected for analysis. For quantitative measurements, an 8-point 
calibration curve was constructed using certified cannabinoid reference materials obtained from 
Cayman Chemicals (Ann Arbor, Michigan, US). 

 

Table S1. Details of the HPLC method parameters. 

HPLC Mobile Phases 

A MilliQ Water 

B Methanol 

C Acetonitrile + 0.1% (v/v) Phosphoric Acid 

D MilliQ Water + 0.1% (v/v) Phosphoric Acid 

Time (min) A (%) B (%) C (%) D (%) Flow Rate (mL/min) 

0.00 0.0 0.0 63.0 37.0 1.500 

2.00 0.0 0.0 68.8 31.2 1.500 

4.70 0.0 0.0 76.8 23.2 1.300 

6.70 0.0 0.0 82.8 17.2 1.500 

9.50 0.0 0.0 89.5 10.5 1.850 

11.00 0.0 0.0 100.0 0.0 --- 

12.00 0.0 0.0 100.0 0.0 2.150 

12.50 0.0 0.0 63.0 37.0 2.150 

14.00 0.0 0.0 63.0 37.0 1.500 

14.50 0.0 0.0 63.0 37.0 1.500 
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Fig S2. HPLC-DAD spectrum (215 nm) of (±)-CBL showing >97% purity. 

 


