
Idaho State Police Forensic Services     Toxicology Analytical Method 

WORK INSTRUCTIONS 
 

 

3.9.2 Quantitation of Strongly Basic Drug Compounds in Blood  
 
 
QUALITY ASSURANCE MATERIAL 
 
Working Drug Standard Solutions  
Standards for the preparation calibrator and control must be obtained through different vendors. 
Working drug standard solutions are stable for 6 months when stored at 4°C. 
 
10ng/mL 
Add 100.0μL each 1mg/mL Drug-of-Interest Stock Solution to ≅9mL Methanol in a 10mL 
volumetric class A flask.   QS to 10mL.  
 
1ng/mL 
Add 1.0mL 10ng/μL working solution to ≅5mL Methanol in a 10mL volumetric class A flask.   QS to 
10mL.   
 
Calibrator Preparation 
Add the volume of working standard to appropriate tube as indicated below.   

Level ng/mL Working Solution 
(ng/μL) 

Volume to add  
(μL) 

 

1 25 1  25 
2 50 1 50 
3 100 1 100 
4 250 10 25 
5 500 10 50 
6 1000 10 100 

 
Spiked Positive Control Preparation 
Add the volume of working standard to appropriate tube as indicated below.   
                  ng/mL     Working Solution (ng/μL)        Volume to add (μL) 

 

                       75                       1                     75 
                     750                     10                     75 
 
1.0ng/μL Working Internal Standard Solution  
Add 10.0μL each 1mg/mL (1000ng/μL) or 100μL 100μg/mL (0.1μg/μL) Stock Solution to to ≅9mL 
Methanol in a 10mL volumetric class A flask .   QS to 10mL.  Solution if stable for 6 months when 
stored at at 4°C. 
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Idaho State Police Forensic Services     Toxicology Analytical Method 

WORK INSTRUCTIONS 
 

 
3.9.2 Quantitation of Strongly Basic Drug Compounds in Blood 
 
 

Negative WBC Case Sample Positive Controls Calibrators

GC-MSD

Add 50uL MeOH
Vortex

Transfer to ALS Vial

Transfer n-Butyl Chloride
Evaporate to dryness under N2

Rock 5 minutes
Centrifuge 5 minutes

Discard n-Butyl Chloride Layer
Add 2mL pH 9.2 Borate Buffer

Vortex
Add 4mL n-Butyl Chloride

Rock 5 minutes
Centrifuge 5 minutes

Optional Clean-up
Add 50uL 100mM HCl

Add 1mL n-Butyl Chloride

Transfer n-Butyl Chloride
Add 50uL 1% HCL in MeOH

Evaporate to dryness under N2

Centrifuge 10 min @ 3200 - 3400rpm

Rock 10 minutes

Add 2mL pH 9.2 Borate Buffer
Vortex

Add 4mL n-Butyl Chloride

Allow to stand 15 minutes

Add 200uL ISTD
Vortex

2mL Sample
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