1.0.0

2.0.0

3.0.0

#16
General Unknowns
Analytical Method

Background and Scope

There are times when samples do not fit into a certain category. These procedures are designed
to analyze these samples, examples of which are pills, liquid pharmaceuticals, and samples that
do not give the expected results with screening tests. Whenever possible, two different tests, and
two different sampling events will be employed in confirming the presengé-of controlled
substances. One of the tests must provide structural information, i.e.,e@@ MS or FTIR.

4\
Equipment and Reagents &
The following pieces of equipment can be used in any combl@on to identify the
analytes of interest.
2.1.0 A GC/MS and appropriate analytical software @\ence GC/M$\Analytical Method.
2.2.0 FTIR and appropriate analytical software. Re@% ndrwction 10.
2.3.0 ACS grade solvents.

2.4.0 pH paper <(O C) \Q/

GC/MS Sample Preparation and Ana@ r\Q/
3.1.0 Extraction. Q) &(\

3.1.1 Solids. Using approphiate sam@mg ct with methanol, or a mixture of
methanol and chlgfgform:

3.1.2 Acidic and/or @c ext tlor@e employed in order to separate diluents or
other mterf s R@s ions can be performed with commercial products
(Toxi- Lal@Jbes) @a &] generated solutions.

3.1.3 Orga Ive ted or injected directly.

3.14 S sa % he exception of Clanlab samples, aqueous samples not
ning test and having a negative result for a controlled

\% WY,
Cg}) %?{\aft 9<Kase/neutral extract, will be analyzed using an acidic extraction,
m

\ assu ate sample size. Samples submitted as controls will be treated the
K same a amples they were submitted with.
3.1 termine initial pH. Split sample and adjust pH accordingly.

QOQ 3. xtract with immiscible solvent. If the sample is neutral then it may be

Q evaporated with air/nitrogen and reconstituted with methanol/chloroform.

3.2.0 Analysis.
3.2.1 Run samples using a general unknown data acquisition method.
3.2.2 If a peak appears, perform a library search.
3.2.3 If a controlled substance is recognized from a library search or other means, then
a standard is run if identity is to be confirmed. Library search reports do not need
to be retained in the case file.
3.3.0 Conclusions.
3.3.1 Confirmation. The retention time must be within 0.04 min of a valid scan of the
standard and the MS spectra must match. If both conditions are satisfied then
confirmation can be reported.
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3.3.2 Non-confirmation. If a standard is not available but the library search produces a
match then report ““Results of testing indicates the presence of a controlled
substance, not confirmed”. The reason why the substance is not confirmed must
be on the report.

3.3.3 Ifthe RT or MS do not match, or there is no peak at all, then report, “No
controlled substances detected”.

3.3.4 Aswith all cases it is up to the analyst to decide whether or not to report non-
controlled substances.

4.0.0 FTIR Sample Preparation and Analysis Methods

4.1.0

4.2.0

4.3.0

4.4.0

Direct.

Samples may be analyzed directly with the ATR. Samples may e mixed with KBr,
pressed into a pellet/window and then analyzed. @)

Extractions \

4.2.1 The organic layer from either a basic or acidic x@%tlon may be mixed with
ground KBr, evaporated and analyzed. %
4.2.2 Samples undergoing a basic extraction ma&(‘quwe bubbllng with HClI gas and

filtering before HCI salt can be isolated nalyzed.
Analysis
4.3.1 Analyze samples per the General Q?q AM%: .
4.3.2 Perform a library or literature s cho pectra.
Conclusions <O
4.4.1 Confirmation. () \' '\q/

If the spectra of the s Q in ‘QS ﬁs(ensms produced library and sample
match in all S|gn|f|ca resp ound may be reported.
4.4.2 Non- conflrmatlo Q/

Ifa spectra f roduced library is not available but the library
or Ilterature rch c tch the presence of the compound may be
reported \@h on ” statement.
443 If a s rolled substance is not made then the sample must be
444 SKhe ana e whether or not to report non-controlled substances.
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