Idaho State Police Forensic Services Toxicology Analytical Methods

WORK INSTRUCTIONS

3.10.1 11-nor-A%THC-9-COOH (c-THC) in Blood UCT 200 mg CLEAN SCREEN® THC
Extraction Column

QUALITY ASSURANCE MATERIAL

Corresponding calibrator and control reference materials must be obtained from different
vendors, or be from different lot numbers if suitable second vendors are not available. Working
reference material solutions are stable for 6 months when stored under refrigeration.

Calibrator Preparation S
1ng/uL Working Calibration Solution <
Add 10.0pL Img/mL c-THC stock solution to =9mL Methanol in a 1 volumetric class A

flask. QS to 10mL.

° =3
0.1ng/uL Working Calibration Solution 9
Add 1.0mL 1ng/uL working calibration solution to =5mL Methég\o ina 10m
flask. QS to 10mL. Add the volume of working m|x tar&ard

olumetric class A
ropriate tube as

indicated below. (%O
Level ng/mL V\QMQQ}{)D \Y Volume to add

(uL)
1 2.5 1O~ 0 1 m\ 25
2 5 A~ KoK T 50
3 10 X \6 R 100
4 25 x@ & «z‘ 25
5 SRS MR 50
6 fqp" \\Q' ~\J 1.0 100

\J
Positive Control Preparation ‘Q
1.0ng/uL Working Contr. utlgf\
Add 100.0pL 100pg/mL$Q HC foc %n to =OmL Methanol in a 10mL volumetric class A
flask. QS to 10mL.

0.1ng/pL Work|®KControl S&
L workmg% rol solution to =5mL Methanol in a 10mL volumetric class A

Add 1.0mL
flask. 10mL. e volume of working mixed standard to appropriate tube as
indicated Below.
ng/mL Working Solution Volume to add
(ng/pL) (nL)
6 0.1 60
60 1.0 60

Internal Standard Preparation

1.0ng/uL Working Internal Standard Solution
Add 100.0uL 100pg/mL c-THC Stock Solution to to =9mL Methanol in a 10mL volumetric class
A flask. QS to 10mL. Solution is stable for 6 months when stored under refrigeration.
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Sample Preparation for SPE

Rock sample 5 minutes
Transfer mL.

Vo3
Negative WBC Case Sample Posttive Controls Calibrators

Add 25uL ISTD

Vorex while & luunyg
it 10% MeOr v Acgfonipe

Zuntinue fo rortex 30 seconds
Alow 2 5iand 5 minutes

Add 2mL 100mM pH 4.5 acetate buffer

Optional
Centrfuge 5 minutes @ 3500rpm
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SPE

Insert UCT columns in vacuum manifold

gravity flow or ~3 in Hg vacuum Do not allow sorbent to dry

%)

Add 3mL 70:30 Hexane:EtOac ’\C)

\

Add 3mL MeOH '

Add 3mL water c

..
Add 1mL 100mM HCL Q

— el

Add buffered biood

\ (/
-
Add 2mL water

. .
. N\ |
Add 2mL 70:30 100miM HCI:Acetonitrile

~ \U
O
Full vacuum for 5 to 10 minutes

\Q \_/
6@ insert rack with tubes
O X

0(\ Add 200uL hexane

O Add 3mL elution solvent

@% 70:30 Hexane:EtOAC

Evaporate to dryness under N2

Add 40uL EtOAc Add 40uL BSTFA + 1% TMCS

Vortex

Cap & Vortex
Heat at 70° C for 15 minutes

Cool
Transfer to ALS vial
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