1.0.0

2.0.0

3.0.0

General Unknowns
Standard Operating Procedures

Background and Scope

There are times when samples do not fit into a certain categmy These procedures are
designed to analyze these samples, examples of, which are pllls, hqggl pharmaceuticals,
and samples that do not give the expected results with scwemng s, Whenever
possible, two different tests, and two different sampling events\will be employed in
confirming the presence of controlled substances. One off} ﬂests must provide structural
information, i.e. either MS or FTIR. S

Equipment and Reagents {\%\

The following pieces of equipment can be usedﬁi@any ®1bmation to identify the
analytes of interest. {KS

2.1.0 A GC/MS and appropriate analyt ofth.u\a @ nce GC/MS SOP.
2.2.0 FTIR and appropriate analyti we@ £VR ce FTIR SOP.

2.3.0 Reagent, or better, grade s&&

GC/MS Sample Pr eparatlon\ fid A\‘%’MOC)
3.1.0 Extraction. 6
3.1.1 Pills. Usin pp nipling, grind pills and extract with methanol or

other en
3.1.2 P 8@ vgdxmethanol chloroform, a mixture of both, or other
ent

3.1. 30%%(1 ys, including injectable pharmaceuticals. Extract with
0

chlo ther appropriate immiscible solvent.
%& Methanobwashes can be injected directly.
Q Acidic or basic shakeouts can be employed in order to separate diluents or
KO other intetferences. These A/B extractions can be performed with

Q commercial products (Toxi-Lab tubes) or laboratory generated solutions.

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 identified (Q> 85%) then run a standard to
confirm identity.

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.

3.3.2 Non-confirmation. If a standard is not available but the library search
produces a match then report the presence of the compound with a “not
confirmed” statement.
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33.3 Ifthe RT or MS do not match, or there is no peak at all, then report, “No
controlled substances detected”,

3.3.4 As with 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 Direct.
Powders may be ground with KBr and run directly or analyzed using the
microscope attachment. Organic liquid samples may be placed on a window of
KBr or a commercial equivalent,
42.0 Extractions o
42.1 The organic layer of the above extractions may rixed with ground
KBr, evaporated and analyzed (do not use n@l§ﬁ3 or other solvent
containing water).
422 Samples undergoing a basic extraction gy require bubbling with HC] gas
and filtering before HCI salt can be i ted and analyzed.
4.3.0 Analysis

4.3.1 Analyze samples per FTIR %)@ %
4,32 Perform a library or literatu seald? &ultmg spectra,
4.4.0 Conclusions 0
4.4.1 Confirmation, \\ @
If the spectra of tl &&n tl F01ens1cs produced library and
B\

sample match @l signifitar ects the compound may be reported.
4.42 Non- conﬁn;k

Ifa spect ‘on @? ngICS produced library is not available but the
library @1 er p1oduces a match the presence of the compound
m xepgﬁsj ‘not confirmed” statement.
4.4, 3 ﬁ @Ms found report the sample as “No controlled
u d”
Th y decide whether or not to report non-controlled
substan
Q@
QP
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1.0.0

2.0.0

3.0.0

4.0.0

#2
Gas Chromatograph Mass Spectrometer

Standard Operating Procedure

9
0
\)
Background \A
The gas chromatograph mass spectrometer (GC/MS) is an a%@lcal instrument that

separates and identifies a wide vatiety of organic compoulglj: sed on their mass spectral

and retention time data.

S \Q’(\

cope

The purpose of this SOP is to layout the basw y t n Q ion requirements,
scheduled periodic maintenance, and datq i n 1 sary to perform quality
analysis using a GC/MS. @

Equipment, Reagents, and Met @sQ

3.1.0 A GC/MS and corres a&@ng a@} ?Qlwale

3.2.1 Reagent grade, or be %; s

3.2.2 Standards of the\@ytes@nt 1&1 tandard solutions may be prepared in-house
or from a con %ey can contain a single analyte or a mixture but

all must b ent‘e(? use in casework.

323 Caplilalyéluu @1 Cquisition methods sufficient to separate the analytes

ofi 1n

Mass rometer Tune
4. IQK requency

4.1.1 Using Hewlett-Packard software and instrumentation an AUTOTUNE or
STANDARD SPECTRA TUNE will be run after every major maintenance
procedure, i.e. source cleaning or column change. They will also be run
whenever a drift from expected values are encountered in the
QUICKTUNE.,

4.1.2 Using Hewlett-Packard software and instrumentation, a successful MS
QUICKTUNE, or AUTOTUNE, will be run on a daily basis. A day is
defined as a twenty-four (24) hour period starting at the time of the tune. If
a sequence of samples will run longer than twenty-four hours then it must
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5.0.0

6.0.0

42.0

4.3.0

GC/MS Calibration x<Q

5.1.0

5.

be interrupted and a successful QUICKTUNE run before the sequence can
continue,

Definition of a Successful Tune (using PFTBA)

Using HP-Chemstation software the following parameters should be met.

42,1 Mass assignments within +/- 0.2 AMU of 69, 219, and 502

4.2.2 Peak widths (PW) should be within 0.1 AMU of 0.5. This may vary
depending on the instrument.

4.2.3 The relative abundances should show 69 as the base peak, although it
might switch with the 219 peak. Under no circumstances should the base
peak be anything other than 69 or 219. The relative abundances should be
anything greater than 30% for 219, anything higher tha@% for 502.

42.4 The Isotope mass assignments should be 1 AMU réatér than the parent
peak and the ratios should be 0.5-1.5% for massﬁ;%% for mass 220,
and 5-15% for mass 503.

4.2.5 The presence of mass 18 (water) and/or 28\@1tr0gen) indicate an air leak
into the system, If cither mass is above #(% relative abundance then
maintenance to repair an air leak is tgquire <B}1e exception to this rule is,

one to four hours following the %}Q) t&@ f )‘§ system or the refilling
e ggir i

of the calibration vial, there n 1al the system,
The QUICKTUNE, STANDA Q@ﬁﬁ@

and AUTOTUNE printouts
shall be initialed by a drug an@@ nd ng} in book.
x<
O

O

For each GC/MS, a S%&d " ini Qtaast one controlied substance will be
analyzed on each d at € t0 be run. This standard will be run before
any casework is @gze fo %y reason this standard fails, change of retention

time, MS sca ., theh the samiles analyzed after the previous standard and
before theSfQ\f}ed stdudar @to be considered suspect (for the failed analyte). It
will be Jé@to théyna discretion whether or not the failure of the standard is

gelgu to each sa and whether the affected samples need to be reanalyzed.
Th€failure of the standard should be noted in the logbook, along with whatever
@maintenance that was performed to remedy the situation.

KTo confirm any substance, there must be a standard of that substance analyzed

within twenty-four hours of the sample run.

General Scheduled Maintenance

All non-consumable items that are repaired or replaced must be entered into the
maintenance logbook. Entrees into the logbook should include any symptoms of
problems along with the status of the system after the repair has been completed.

6.1.0 Daily (consumables), These items are needed to operate the GC/MS system but

their replacement, or repair, do not need to entered into the maintenance loghook.
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7.0.0

8.0.0

6.1.1 Perform Autotune

6.1.2 Check and fill solvent rinse vial on autosampler, empty waste solvent vials,
6.1.3  Check paper in printer.

6.1.4 Check syringe. Clean or replace if necessary.

6.2.0 Weekly (consumables)
6.2.1 Replace antosampler rinse solutions.
6.2.2 Replace injector septa if necessary.

6.3.0 Monthly S

6.3.1 Run a column efficiency standard (GROB, Npiso, etc.) and ¢ @pare to previous
months runs, making sure the same type sample mix is an d using the same
data acquisition method. Retention times should be wit@h% 0.04 minutes. A
printout is kept in the maintenance logbook.

6.3.2 Check injection liner and O-ring. Replace if n@%’sa

& 3N
6.4.0 Quarterly (if needed). <<O\
6.4.1 Change precolumn (if installed).

6.4.2 Check rough pump oil. Fill if nee{@)g QQ\' @

@)
6.5.0 Semi-annual. Q \Q} C)O
6.5.1 Vacuum interior and exte}g@ O

6.5.2 Replace solvent trap. (O\
Non-scheduled Maint Q/
7.1.0 Replace or tri %lul gﬁ After a column has been replaced or trimmed

procgdiye Q
73.0 ce electron mulfiplier if, after repeated cleaning of the source, the mv
dings remain at or above 3000.
7.4@K Replace any patt, or system of parts, as necessary.

the colum efficig @ st will be run
7.2.0 Clean g @onsult with manufacturers manual for cleaning

Data Interpretation

8.1.0 Retention time, A sample’s retention time will be considered acceptable if a mass
spectral scan of the analyte is within +/- 0.04 min of a matching scan from a
known standard. Retention time windows are determined using the method
described in “EPA SW846, method 80008, section 7.6, Revision 2, December
1996 . A copy of this method is included in the ISP Controlled Substances SOP
manual.

8.2.0 Mass spectral interpretation. For the purpose of drug identification, analysis of
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mass spectra is one of pattern recognition. A great deal of the interpretation is

dependent on each analyst’s opinion as to what constitutes a match, All

comparisons for the purpose of confirmation are made between analytical

standards, not library seatches, and the sample spectra. The determination of what

constitutes a minor peak, and its relative significance, shall be left up to the

individual analyst. The following are the minimum requirements to determine a

match.

8.2.1 Identification of the molecular (parent) ion, if normally present. * Note*
Some compounds do not have molecular ions in their mass spectra.

8.2.2 Presence of the correct base ion. S

8.2.3 The ratios of the relative abundances of the major 1916@'0111 the sample,
should be similar to those of the standard. A\

8.2.4 Major spurious ions in a sample must be acco 1@ for. Possible sources
of spurious ions can include background, coe@ﬂmg compounds etc.
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#11
Standard Operating Procedures

For the Quantification of Solid Dosage Drugs

1.0.0

2.0.0

3.0.0

Using GC/MS with Internal Standards

Background @6

Under normal circumstances quantification of a substance’s is not part of the
analytical scheme used by the Idaho State Police Forensic ratories. By special request
this analysis can be performed, Typically this analysis 15%1 ormed on casework that will
ultimately be tried in federal court. O

&

Scope %
Although the following procedures have o &ean ,{img cocaine and

methamphetamine, the principals behind h n al(pund will allow for the analysis
of other controlled substances as Ion pu@alyncal standards, solvents,

and internal standards are used 0

Equipment and Reagents

3.1.0 Gas Chmmatogl ass ectn&1 (GC/MS) and corresponding software.
3.2.0 Standards of the

Qnt?(
3.3.0 Appropriate ¢ solvent, Chloroform for cocaine and
methamp uneéSe cl orm for mixing with the internal standards as well.
3.4.0 Volume Smi)
3.5.0 Gas é\ s i1 riety of sizes. (2.5ml, 250ul, and 25ul work well)
3.6.0 égg?al steh§a ridecane for the phenethylamines and n-Octacosane for

ne.

4.0.0 @Qﬂ ation of Standard Curve
linear five-point calibration curve with a correlation coefficient of 0.995, or better, is

required. In order to reduce the number of samples that need to be diluted the

concentrations of the standards used to generate the curve should span the widest possible

range while maintaining linearity.

4.1.0 Accurately prepare a stock solution of your standard at 10,000 ug/ml. Make a
solution of the internal standard also at 10,000 ug/ml.

42,0 Usingthe gastlght syringes, sample vials, and serial dilutions prepare at least six
standards of various concentrations, for example 5000, 2500, 1000, 500, 250, and
100ug/ml. Using at least six levels allows one to be thrown out if it is an outlier
instead of remaking another standard.

4.1.0 Place 1.0 ml of each standard in an autosampler vial and add 100ul of the internal
standard, NOTE: all additions to the vial should be injected through the septa in
order to minimize vaporization of solvent.
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5.0.0

6.0.0

7.0.0

4,3.0 Using the GC/MS software set up the calibration acquisition parameters and
tables. For Hewlett Packard/Agilent Chemstation software the parameters and
tables are found in the data analysis/ calibration section.

Sample Preparation

One of the basic requirements in determining an accurate quantlﬁcatlon is that the sample

must be homogenous. The sample must also be prepared using the same extraction

procedure that was used in generating the standard curve.

5.1.0 Place the entire sample into a mortar and gnnd with a pestle until a fine powder is
formed. Depending on sample and mortal size numerous separate grindings may
be required. Any separate grindings will be recombined ar@ en thoroughly
mixed. W

52.0 Take a representative sample and weigh on an analy {Q\él balance that is accurate
to at least 0.1 mllhglam and place into a voluma?éﬂask (0.1 grams into a 10ml
flask works well, 0.2g in 25mls is better.) Ad@o vent, shake to dissolve, and fill
to the line.

5.3.0 Using the 2.5 ml syringe, remove l.OmlsQﬁxtr t and place in an autosampler
vial. Add 100ul of internal standard @nal TE: all additions to the vial
should be injected through the septa{n or el mitknize vaporization of solvent.

5.4.0 Ideally the concentration of the @ple 1ac Uld fall in around the midpoint
of the calibration curve. If a le’ 0%; greater than the standard
response of the highest p d@‘gene@ 1g the curve then the sample must be

diluted and Leanalyzeq&@ \Q O
Calculation of Final Re@}& b Q

Using the equation of @a vali \mv %}tu late the concentration in the vial (the

computer software se the following equation to calculate the
concennation ]@ an @w@ugmal sample:
A ug/ml] 1]] ent ..include any dilution factors) x 100 = % analyte

(1000 me)

\OQ A = Concentration given by curve

Q B = Weight of sample used, in milligrams

Notes and QA/QC

7.1.0 The curve must be linear

7.2.0 The area counts of the internal standard should be consistent from beginning to
the end of the run (+/- 10% of the mean).

7.2.0 Because of the rarity of the requests for quantification it would be unusual to need
to run samples more than twenty- four hours afler the generation of the curve. Ifit
is necessary to run samples past the twenty fourth hour, a midrange standard will
be run and the resultant concentration will be within (+/-) 15 % of the known
value. If it is not then the standard can be repeated. If it is still outside the 15%
range then a new curve needs to be generated.

7.3.0 Injector should have a split liner with a glass wool plug.
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7.4.0 It must be shown that each instrument and each analyst performing the analysis
can generate reproducible results.

7.5.0 Itisacceptable to use either manual or instrument generated integration. The
analyst must be consistent however; the integration method used to generate the
curve must be used with the corresponding sample set.

7.6.0 Fach instrument that will be used to generate quantitative data will have to have
it’s own set of control limits.
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1.0.0

2.0,0

#1
General Drug
Standard Operating Procedures

Scope D

The foilowing guidelines describe how controlled substance labor t@éf reports are to be
worded, what to do about analytical methods that are no longer, 8rtarely used, sample

and standards destruction, and sampling rules. Not all of theﬁp es will apply to the

analysis of marijuana and clandestine laboratory samples @e exceptions for these

samples will be noted in their respective SOP’s.

. @Q
Reporting
The choice of words for the “Description and &nclu i0 n of the laboratory report
should be as brief as possible while contang% all @mg elements.
2.1.1 The container, if any, i.e. piastlc er bindle ete.
2.1.2  Physical description of substa e. P , green plant material etc.
2.1.3  Original weight, volume, gy s\'@bel \ﬁ) &’01‘ sample.
2.1.4  Conclusion. See 2.2. gh
2.1.5 Amount used for ana s, OQK el@ elght

2.2.0 Al conholl aneéﬁn I wxl] be confirmed if possible. Exceptions are
madequat 01 1ty to obtain a standard. Pills that have
1ecogmz ﬂ n entification numbers need analytical confirmation if a
htel search that they contain a controlled substance, schedule one or
tw two part, ults€aled, gelatin type capsules will be analyzed. For the

pose of satisfying the "two test, two sampling” rule, described in the
QK appropriate analytical SOP’s, a literature search will be considered as a
presumptive test.
2.2.1 Ifasubstance is confirmed the report will read “contains XXXXX".
2.2.2 If a substance is present but not confirmed, the report will read “Results of testing
are consistent with XXXX, not confirmed”.
2.2.3  Non-analytical identifications of pills will read “source (PDR, Logo Index, etc.)
lists as XXXX”.
2.2.3  All controlled substances should be scheduled if possible.
2.2.4 Reporting of non controlled substances shall be left up to the discretion of the
analyst.
2.3.0  Reported sample weights will not exceed the accuracy of the balance used.
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2.3.1

231

In order o alleviate confusion on the part of our customers, conversion between
metric and English units of measure should be reported on marijuana cases, when
appropriate. Example 90.7g (3.20z).

“Trace” will be defined as anything less than 0.10 grams.

3.0.0 Sample and Standard Destruction

3.1.0

3.2.0

%

Sample Destruction. For the purpose of this section a sample will be defined as
any case work related extract, solution, or solid that is not returned to evidence.
Standards of non-controlled substances will also be treated usin%hese
procedures,

3.1,1 Aqueous liquids will be stored in a waste bottle un&k@sposal Organic
solvents will also be stored until disposal.

3.1.2 Disposal of agueous liquids shall consist of n&%@hzatzon of pH followed
by solidification of remaining liquid wzth.a@l ent material (kitty litter
etc.). The bottle and solid will then be ded with normal trash.

3.1,3 Extracted plant material, test tube @%ﬁl vials, and TLC plates are
placed in the disposable glass co c 13 5@ 1ese containers are full,
they are stored until the next sch ule dpt g nce burn, where they
will be destroyed. %

3.1.4  Solid (powder) samples e{ﬁ@ @ down the drain or placed in
the liquid (aqueous) V\@te b &

3.1.5 Since the amount sampk lS corded in the final report (section
2.1.5) no furth K@cum@atl be required.

Controlled Substance@and on, For the purpose of this section, a

standard is defingd @3 ar @3 ubstance used as a reference for

confirmatory sis. ill be obtained from commercial or
governmentalisour g@, upelco, and DEA).

3.2.1 V‘éﬂ ar to be destroyed, i.e. past the expiration date,

s§011tann ti degladatlon etc., then the standard will be stored until
the next schg led drug burn and destroyed there. Two criminalists will

Q witness the removal of the standards from the laboratory and fill out any

\O necessary paperwork required by the agency conducting the drug burn. The

laboratory standard log will indicate when the standard was destroyed.
Any DEA forms will also be filled out and turned over to the proper
authorities.

3.2.2 Ifastandard is accidentally destroyed in the laboratory, spilled etc. it
should be witnessed by a second criminalist and both individuals should
sign, and date the standard log.
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4.0.0 Old Analytical Methods

5.0.0

There are numerous analytical or extraction methods that at one time were used in the
Forensic Service laboratory system but because of being replaced by newer technology, or
the infrequency of analysis, are no longer performed on a routine basis. These methods do
not warrant new (year 2000) written SOP’s. If these methods are used, it is to be noted in
the case file. Standard QA/QC procedures, including blanks and standards, should be
followed when using these methods, The written SOP’s, if they exist, of these methods
shall be stored at each laboratory. The following list includes some, but by no means all,
of the methods that may still have limited use.

d vs. dl-Methamphetamine determination using microcrystaline tests. Modetn
Microcrystal Tests for Drugs by C.Fulton 1969, Chapter XVII

Mescaline extraction from Peyote. DEA BNDD Manual. Page 78 1gh 80.

N
Sampling Rules <
Since not all samples are required to be analyzed in a glue@ase the following guidelines
should be used to help the analyst determine which sar will be tested.
5.0.1 A felony charge has priority over a misdem ﬁgmpie a gram of cocaine
found in a suspects pocket will be teste marijuana found in the
same pocket may not be.

5,0.2 A misdemeanor is treated equally t elo;%lf sel to the suspect or was
the probable cause for a subse ? : A gram of marijuana found
in a suspects pocket would b na yzr&@ % n to a gram of cocaine found in
the suspects car.

5.0.3 If several samples, o %ent Q are submitted as one piece of

evidence then each is aly % ine the presence of controlled substances.
Gl fi

Example: two pl@ on a suspect. One contains a tan powder and
the other contaiflsy wi . Each powder would be tested. Plant materials
do not fallu 1 th 0.1.
5.04 The analgstw 1ve to provide evidence supporting the highest charge,
i.e. tl@ckmg wring, delivery vs. felony possession vs. misdemeanor
sion,
5. l 0 en only a trace level of sample is present, every effort will be made (o use less

han one half of the sample. If it is necessary to use the entire sample, then any
extracts left over liquids, or residues will be returned to the evidence envelope. It
will be estimated on the report how much of the sample was used.
5.2.0 Multiple samples.

5.2.1 For less than trafficking amounts. (See appendix} A number of samples
equal to the square root of the total number of samples will be analyzed.
Fractional square roots will always be rounded up to the next whole
number, Example: If you have five samples, then the square root of five is
2.2, so you would analyze three of the five samples. The report will state
the total number of samples, the sample weight of the number actually
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analyzed, the findings, and the amount used.

5.2.2 For trafficking amounts. ALL samples will be weighed and screened, up
to each appropriate trafficking level, Then a square root of that number of
samples will be confirmed analytically, Example: Forty balloons come in,
each with about 0.1g of suspected heroin, The analyst will weigh out
enough to get to the first trafficking level, 2.0 g, say twenty-one balloons.
We will screen all twenty-one, and then analyze a total of five of the
samples,

52,3 Pills. After a reference library check, if a pill case needs to be confirmed, a
composite of the square root of the total number of pills is analyzed.
Example: One hundred pills with identical markings a&entiﬁed in the
Logo Index as morphine. Ten of the pills would be&@hnd up, mixed, and

the resulting powder analyzed. 6\
O

6.0.0 Reagents {\ \
<

*

For each reagent that is critical to the success %&@xﬁ a s
following will be maintained; reagents name 1pe od, expected shelf life (if
any), date made, name of preparer, manufagtirer a ers of ingredients, and
results of QC check. All reagents will bazl\eck  agai 1own standards when they are
prepared. To verify the effectiveness’ef an i ‘ﬂbused reagent, a quality control
check, using known standards, wi @e pep@ne g with casework. In order to
minimize the waste of expne%x&ents hosgTeagents with expiration dates should be
made up in quantities that witlbe ¢ before the expiration date.

The following 1eagei 51t @n 1&1«16 special attention;

6.1.0 Marquis. ea ‘ade over time especially when not refrigerated. To
ensure r @nt will be tested once a month with both a positive and
nega i centzo hetamine and ephedrine standards work well as

s. When tesu with methamphetamine, the reaction should flash orange
q?Qnedlately before turning brown. If the orange reaction is slowed the reagent
st be replaced.

An alternative to a monthly testing scheme is an expiration date of three months.
If this alternative is used it is imperative that the reagent be replaced on time. The
reagent must be replaced before the expiration date if slowing of the orange flash
is noted during casework.

6.2.0 Duquenois. The stock of this reagent will be stored in a refrigerator. Monthly
testing, against a known standard, is required.

6.3.0 Secondary amines. Sodium nitroprusside stock solution “A” should be kept in the
dark and refrigerated. Shelf life is up to one year.
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7.0.0

800!0

9.0.0

Authentication of Standards

Before a standard can be used as a reference for casework in must be authenticated. This

only has to be done once, when the standard is first opened.

7.1.0  Authentication is performed on the appropriate instrument, either a GC/MS or
FTIR.

7.2.0 A standard will be considered authenticated when the Q is greater than 85 %,
when compared to a library search.

7.3.0 Authentication documentation will be kept for each standard,

Blanks

A reagent, or solvent blank will be run at least once with each bat %\gf analysis. The
results will be noted in the case-file or if there is a printout it o e stored and be able
to be produced as per ISP 302, The exception to this is the F lank. It does not need to

be kept. .\Q

i\
@ ﬁ
&Will be applied to both
t criteria are listed in

Identification Criteria

9.1.0 General Guidelines. The following id Lcat@cn €
controlled and uncontrolled Substa unl
separate SOP’s,

9.2.0 Whenever possible, two dlfftet test@m
be employed in confirmin @E pleg ice htrolled substances. One of the tests must
provide structural informdiion eit S or FTIR.

9.3.0 Ifasample’s MS spec m&@ r@{s ectra of a standard, has a retention time within the
acceptable time i ow,@' th nd test is positive, if ran, then the compound is
confirmed,

9.3.1 gg\s ech@ﬁtel tion. For the purpose of drug identification,

analysis dfuhass ?%);ne of pattern recognition, A great deal of the

ifferent sampling events will

inter tion is de t on each analyst’s opinion as to what constitutes a
magel. All comparisons for the purpose of confirmation are made between
@Qiytical standards, not library searches, and the sample spectra, The
Udetermination of what constitutes a minor peak, and its relative significance, shall
be left up to the individual analyst. The following are the minimum requitements
to determine a match.
9.3.2 Identification of the molecular (parent) ion, if normally present. * Note*
Some compounds do not have molecular ions in their mass spectra.
9.3.3 Presence of the correct base ion.
9.3.4 The ratios of the relative abundances of the major ions, from the sample,
should be similar to those of the standard.
9.3.5 Major spurious ions in a sample must be accounted for, Possible sources
of spurious ions can include background, coelluting compounds ete.

%
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9.4.0

If a sample’s FTIR spectra matches a spectra of a standard that was prepared the same as

the sample, and the second test, if tan, is positive, then the compound is confirmed.

9.4,1 Standard spectra are prepared from authenticated standards and then stored
internally for each FTIR instrument, at each laboratory.

9.4.2 FTIR spectra are considered matched if the peaks of the standard are present in the
sample, in location, shape, and relative intensities. Any extra major peaks in the
sample must be explainable.

10,0.0 Records Retention

The documentation typically needed to support the conclusion(s) if epo1t will be kept
in the case file. Current batch documentation will be stored in 1 a of the laboratory
known to and accessible to the controlled substances cheml mples of batch

documentation are GC/MS instrument blanks, autotunes;@;i sequence files.

\
«° QOQ &
.\0® é\. Q/é
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