Drug Chemistry Procedure Manual

SECTION A: Preliminary Tests

Marquis Reagent ..........ooo e A-1
Duquenois-Levine Reagent............oooiiiimmmmiiiinnniisesssn s A-2
Cobalt Thiocyanate Reagent ... e A-3
Ferric Chloride Reagent ... e A-4
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Potassium Permanganate Reagent ... s A-6
p-Dimethylaminobenzaldehyde Reagent (PDMAB) ........cccemmmmmimmmmmmmmmssssssssssssnnnnnns A-7
Froehde’s Reagent..........cccmmiiiiiccicemess s s A-8
Mecke’s Reagent..........ooo i A-9
Silver Nitrate Reagent..........coo i A-10
ZWikker Reagent....... . s A-11
Barium Chloride Reagent ... ssssssssssssssss s sssssssssssssnnes A-12
Methanolic Potassium Hydroxide Reagent .........ccccevmmmmmmmmmmmmmssssssssssssssssssssssnnnnnns A-13
Secondary Amine Reagent #1.......ccoiiiiiiiiiemmmnnninsssssss s A-14
Secondary Amine Reagent #2........cccciiiiiiiiinemmmnnnininsssssss s sssssnnn A-15

SECTION B: Polarized Light Microscopy
Polarized Light MiCrOSCOPY...cuuuiimmrmmmmmmmmmmmrmssssssssssssssssssssssssssssssssssssssssssssssssssssnsnnnns B-1
5% Mercuric Chloride With Optional 0.05 N Hydrochloric Acid Solution........... B-2

Wagenaar Reagent........cccciissssss s B-3
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SECTION B: Polarized Light Microscopy (continued)

Gold Chloride in 20% Acetic Acid With Optional 0.05 N Hydrochloric
ACIA SOIULION ... s

Free Acid Using 2% Sodium Hydroxide and 5% Sulfuric Acid Solutions...........
0.05 N Hydrochloric ACid........ccceemmmmmiiiiiiiiicsseemen s
Methanol ... ——————————————
Distilled Water ...

Volatility Test Using Gold Chloride in Water With Concentrated Sodium
Hydroxide SOIUtioN ... s

Volatility Test Using Gold Chloride in Dilute Phosphoric Acid With 10%
Sodium HydroXide.........ccccccccnnnnnnnnnnnnnnnnnnsnsnssssssssssssssnssssssssssssssssssssssssssssssssssssnsnnss

50% Acetic Acid and Gold Chloride in 50% Acetic ACid..........cccceieeimmmmmnniinnnnnns
Microscopic Examination of Hashish Using Chloral Hydrate................cccuuuu..ees

Microscopic Examination of Hashish Using Concentrated
Sodium HydroXide.........ccccccccnnnnnnnnnnnnnnnnnnnnnsnnsnssnssssssssnssssssssssssssssssssssssssssssssssssnsnnss

Microscopic Examination of Hashish Using Chloroform ........cccccccmiiiiiiiiiiinnnnees

Microscopic Examination of Hashish Using Petroleum Ether...........................

SECTION C: Thin-Layer Chromatography
9:1 Developing Solvent.......... e
2:1 Developing Solvent..........c i
4:1 Developing SolIvent......... i

10:1 Developing Solvent (Ethanol) .......cccccomeiiiiiiiiiciees e
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SECTION C: Thin-Layer Chromatography (continued)

10:1 Developing Solvent (Methanol)........ccceiiiiiiiiiici s C-5
T1 Developing SoIVent ... C-6
18:1 Developing SOIVeNt ... s Cc-7
S1 Developing Solvent .........cooceiii i Cc-8
1:1 Developing SOIVENt ... Cc-9
T2 Developing SoIVent ... Cc-10
lodoplatinate Visualizing Reagent ... s C-11
p-DMAB Visualizing Reagent ... ssssssssssssss s C-12
Fast Blue B Visualizing Reagent.........ccooiiiiiiiiiiensn s C-13
Sulfuric Acid Visualizing Reagent ... C-14
lodine Visualizing Reagent............oo i C-15

SECTION D: Extractions and Separations

Extraction of OrganiC Bases.........ccccciiiimmmmmmmiiininiiesesss s ssnsnnns D-1
Extraction of OrganiC ACIAS ......ccciiiiiiiiiimmmmmmriiinnnsieess s s D-2
Extraction of Volatile Organic Bases ........ccccceiiiiiiicsmmmmmmiiinnisceesse s D-3

Extraction of Amphoteric Compounds (including Morphine, Hydrocodone

and other AlKalOidsS)......ccccccecumunnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnssnnssssnnssnsnssnsssssnsssssssssnsnsnnnnnnes D-4
Dry Solvent Extractions of Drugs Utilizing Hexane/Ammonia ..........ccceeecccinnennas D-5
Dry Solvent Extractions of Drugs Utilizing Chloroform/Ammonia...........ccccuueues D-6

Separation of Organic Acids and Bases by Solvent Wash..............cccccuuuuuuunu..... D-7
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SECTION D: Extractions and Separations (continued)

Extraction of Psilocybe MUShrooms ... s D-8

Extraction of Anabolic Steroids from Vegetable Oils ..........cccoovoommiriiiiiiiiiinnnes D-9

Separation of Cocaine Base and Benzocaine Base..........ccccccccmmnnnnnnnnnnnnnnnnnnnns D-10
Separation of Cocaine Base and Procaine Base..........cccccecccmennnnnnnnnnnnnnnnnnnnnnnnes D-11
Separation of Cocaine Hydrochloride and Dimethylerephthalate ...................... D-12
Separation of Cocaine Hydrochloride and Lidocaine Hydrochloride................. D-13
Separation of Dextropropoxyphene Napsylate and Acetaminophen ................. D-14
Extraction of Diethylpropion from a Time-release Preparation ........ccccccevvevennens D-15
Extraction of Lysergic Acid Diethylamide (LSD) ........ccuuummmmmmmmmmmmmmmmmssmmsssssssssnnnnn D-16
Extraction of Lysergic Acid Diethylamide (LSD) from Sugar Cubes................... D-17
Separation of Methamphetamine Hydrochloride and Dimethyl Sulfone............. D-18
Separation of Cocaine Hydrochloride and Nicotinamide ..........cccccccnnnnnnnnneeee. D-19

Separation of Cocaine from Procaine, Benzocaine, Dimethylterephthalate,
and Nicotinamide ...........o e e s e e e e nnnnn D-20

Separation of Cocaine Base and Cinnamoyl Cocaines............cccccevvmmmmmnrrinnnninnns D - 21
Extractions and Separations

Electrophilic Separation of Cocaine Base..........cccvrnnnnnnsnnnnsnsssnssssssssssssssssnas D-22

SECTION E: UV Spectrophotometry
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SECTION F: Infrared Spectrophotometry

Perkin-Elmer Infrared Spectrophotometry..........cccooommmiiiiiniiiccseeer e F-1

SECTION G: Gas Chromatography

Gas Chromatography Using the Varian 3400 Gas Chromatograph and the
Spectra-Physics 4270/4290 Integrator..........cccccccccemnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnsnnsnsnnnnnes G-1

Quantitative Analysis of Methamphetamine by Gas Chromatography............... G-2
SECTION H: Gas Chromatograph/Mass Spectrometer

Hewlett-Packard 5890 Series Il GC Interfaced to the

Hewlett-Packard 5970 MSD .........cooomiiimmmmmmmmimssssssssssssssssssssssssssssssssssssssssssssssssssssssnns H-2

Varian Saturn 3 GO/MS/DS ....cccee e cimemeceermsrserasrnmrasranenssassnnssmssanssnssmnsnnssmnsmnsenn H-3

Hewlett-Packard/Agilent GC Interfaced to the Hewlett-Packard 5973 MSD........ H-6

SECTION J: Toxicology

Operating and Safety Procedure for Use With The Seifert:
Isovolt 320 DS-1 Industrial X-ray Unit....... i J-1

Determination of Ethanol In Blood by Headspace Gas Chromatography.......... J-2
Use of the Hamilton - Microlab 1000 plus Liquid Handling System

to Prepare Samples for Blood Alcohol Concentration Determination by
Headspace-Gas Chromatography ... snnnnes J-3
Use of the Syva® ETS EMIT Analyzer as a Drug Screen ........cccoeccmmerrrrnnniissnnnenns J-4

Acid/Base Extraction Procedure Using United Chemical Technologies
Clean Screen Extraction COlUMNS®.........cooueeeiiimieieimmmieesesesssssssssss s sssnnsnnn J-5

THC and THC-COOH Extraction Procedure Using United Chemical
Technologies Clean Screen Extraction Columns®..........ccococcmmmriiiininicssnmmnnnnnnnns J-6
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Evaporation and Concentration of Samples Using the Zymark TurboVap
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Solid Phase Extractions Utilizing the Zymark RapidTrace SPE Workstation....
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Determination of Alcohol Concentration in Liquor Samples ...........ccceeeiiinnnens

Extraction Procedure for Acid Dru(gs Using United Chemical Technologies

Clean Screen EXtraction CoOlUMNS .......oeieeiiiiiceecr e crme s s s mnrsn s sm s nm s sm e mnnnns

Extraction of Gamma Hydroxybutyric Acid (GHB) in Blood, Urine and
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ELISA Screen for Methamphetamine and
3,4-Methylenedioxymethamphetamine (MDMA) Using the Immunalysis

Methamphetamine Direct ELISA Kit ...

SECTION K: Random Sampling

Random Sampling of Multiple Packages or Units .........cccocvnninnnnnssssssssssnnns



