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CERTIFIED REFERENCE MATERIAL 
CERTIFICATE OF ANALYSIS  

Report ID:  D758.2013.01 

Compound Name: 4-Bromo-2,5-dimethoxyphenethylamine. HCl 
Description: White powder 
Collection Number: D758  Batch Number: 02-D-33 
Chemical Formula: C10H14BrNO2.HCl Molecular Weight: 296.6 (HCl), 260.1 (base) 
CAS Number: 56281-37-9 (HCl)  Release Date: 30th November 2002 
Structure: 
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Names:  (±)-4-Bromo-2,5-dimethoxybenzeneethamine. HCl 
 nexus 
 MFT 
 BDMPEA 

Purity (mass fraction): 99.1± 0.4 % (95 % coverage interval)  

Purity estimate obtained from a combination of traditional analytical techniques. The purity estimate by traditional 
analytical techniques was obtained by subtraction from 100% of total impurities by GC-FID, thermogravimetric 
analysis, Karl Fischer analysis and 1H NMR.  Supporting evidence is provided by elemental microanalysis. 

GC-FID: Instrument: Agilent 6890N 
 Column: HP-1 30 m × 0.32mm × 0.25 μm 
 Program: 100 °C (2 min), 10 °C/min to 250 °C, 30 oC/min to 300 °C (3 min) 
 Injector: 250 °C Detector Temp: 320 °C 
 Carrier: Helium Split ratio: 20/1 
 Initial analysis: 99.7 %, s = 0.04% (10 samples in duplicate, November 2002) 
 Re-analysis: 99.5 %, s = 0.01% (5 sub samples in duplicate, September 2010) 
 Re-analysis: 99.5 %, s = 0.01% (5 sub samples in duplicate, July 2013) 

GC-FID: Instrument: Varian CP-3800 
 Column: VF-1, 30 m x 0.32 mm I.D. x 0.25 μm 
 Program: 100 °C (2 min), 10 °C/min to 250 °C, 30 oC/min to 300 °C (3 min) 
 Injector: 250 °C Detector Temp: 320 °C 
 Carrier: Helium Split ratio: 20/1 
 Initial analysis: 99.7 %, s = 0.04% (10 samples in duplicate, November 2002) 
 Re-analysis: 99.4 %, s = 0.05% (5 sub samples in duplicate, September 2007) 

Thermogravimetric analysis: Volatile and non volatile content < 0.3 % total (2002) 

Karl Fischer analysis: Moisture content 0.2% mass fraction (September 2007) 
 Moisture content < 0.1% mass fraction (September 2010 & July 2013) 
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GC-MS: Instrument: Agilent 6890/5973 
 Column: Zebron ZB-5, 30 m x 0.25 mm I.D. x 0.30 μm 
 Program: 130 °C (1 min), 20 °C/min to 250 °C (5 min) 30 oC/min to 300 oC (2 min) 
 Injector: 250 °C Transfer line temp: 280 °C 
 Carrier: Helium, 1.0 ml/min Split ratio: 20/1 
 The retention times of the free base is reported along with the major peaks in the mass  
 spectrum. The latter are reported as mass to charge ratios (m/z) and (in brackets) as a percentage relative 

to the base peak. 
 6.7 min):  261 (M+, 11), 259 (M+, 11) 232 (97), 230 (100), 217 (25), 215 (26),  
  201 (11), 199 (10), 105 (16), 91, (16), 77 (30), 63 (12), 53 (12), 51 (11) m/z 

TLC: Conditions: Kieselgel 60F254. methanol/conc NH3 (200/3) 
  Single spot, Rf = 0.26. visualisation with UV light (254 nm) 

IR: Instrument: FT-IR, Biorad FTS3000MX 
 Range: 4000-400 cm-1, KBr 
 Peaks: 2938, 2900, 2699, 2606, 2444, 2364, 2038, 1606, 1500, 1490,  
  1435, 1389, 1305, 1211, 1117, 1049, 1029, 848, 775, 706 cm-1 

1H NMR: Instrument: Bruker DMX600 
 Field strength: 600 MHz Solvent: CD3OD (3.3 ppm) 

 Spectral data: δ 2.94 (2H, t, J = 7.26 Hz), 3.13 (2H, t, J = 7.26 Hz), 3.81 (3H, s),  
  3.83 (3H, s),  6.95 (1H, s), 7.17 (1H, s) ppm 
13C NMR: Instrument: Bruker DMX600 
 Field strength: 151 MHz  Solvent: CD3OD (49 ppm) 

 Spectral data: δ 29.7, 40.6, 56.6, 57.4, 111.4, 116.3, 117.2, 126.2, 151.7, 153.4 ppm 

Microanalysis: Found: C = 40.8%, H = 5.0%, N = 4.6% (October 2002) 
  Calc:    C = 40.5%, H = 5.1%, N = 4.7% (Calculated for C10H14BrNO2.HCl) 

Melting point: 240–241°C 
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