Agilent J&W Ultra Inert GC Columns:

A New Tool to Battle Challenging

o Active Analytes

Introduction

QC test probes serve a vital function in ensuring
the reproducibility of modern GC columns. These
probes ensure that the columns have been properly
deactivated, contain the correct amount of station-
ary phase, and have the same relative retention as
the last column purchased. The choice of individual
compounds in these test mixes varies widely and
can be confusing to the end user, yet these choices
can have profound consequences on the perfor-
mance of a column in the users’ applications.

The Test

The ideal column test would run the end-users’
demanding compounds under conditions similar to
their methods. Unfortunately, it is impractical to
test all chromatographically active compounds on
every column. It is reasonable to assign, as proxy
probes, analytes with active functional groups that
are the same as many of the chromatographically
active compounds (that is, acids and bases) found
in real-world samples. These probes should ade-
quately indicate absolute retention of the column,
the relative retention of the column, and the
column’s behavior toward active analytes.

Absolute retention is measured by the partition
ratio, k'. These measurements are commonly made
from a normal hydrocarbon or a fatty acid methyl
ester in the QC test mix. Holding this measure to a
narrow range helps ensure retention time stability
from column to column.

Relative retention is generally measured by Kovat’s
retention indices. These are log functions that
describe the placement of a compound between two
members of a homologous series. The series most
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commonly used is that of the normal hydrocar-
bons. Holding this number for a given compound
to a narrow range in conjunction with the k' also
ensures retention time stability.

The activity of a column is the measurement of any
deleterious effects the column has towards chal-
lenging compounds. These interactions may be
acidic, basic, or strongly hydrogen bonding in
nature. Poor behavior is exhibited by tailing peaks
or reduced peak response. Both of these behaviors
lead to inaccurate calculation of the peak areas
and thus inaccurate quantification of your active
compounds of interest.

Probe Selection Is Critical

Most column manufacturers include an organic
acid (for example, substituted phenol), a base (for
example, organoamine), and an alcohol, along with
nonactive probes (for example, alkanes), in their
test mixes. Assuming the nonactive probes exhibit
good peak shape, any tailing or lost response of the
acid indicates that the column is basic in nature.
Poor peak behavior of the base indicates that the
column is acidic. The alcohol will give an indica-
tion if there has been any oxygen damage or if
there are any exposed silanols. If the peak shapes
for all of these compounds are symmetrical, then
the column is considered to be inert towards them.

The choice of test probes can either highlight or
mask the deficiencies of a column with respect to
activity. By selecting undemanding probes, column
activity can go undetected. Figure 1 shows an
example, by today’s standards, of a series of unde-
manding probes. The compound list and experi-
mental conditions are provided in Table 1 and
Table 2, respectively.
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Figure 1.

Table 1. Less Demanding Test Mix Components

1. 1-Octanol

2. n-Undecane

3. 2,6-Dimethylphenol
4. 2,6-Dimethylaniline
5. n-Dodecane

6. Naphthalene

7. 1-Decanol

8. n-Tridecane

9. Methyldecanoate

Table 2. Chromatographic Conditions for Figure 1

GC: Agilent 6890N

Sampler: Agilent 7683B, 5-pL syringe (Agilent p/n 5181-1273),
1.5-pL split injection, 4 ng each component on
column

Carrier: Hydrogen constant pressure 38 cm/s

Inlet: Split/splitless; 250 °C, 1.4 mL/min column flow,
split flow 75 mL/min

Inlet liner: Deactivated single taper w/glass wool
(Agilent p/n 5183-4647)

Column: 30 m x 0.25 mm x 0.25 pm 5%-Phenyl column

Oven: 120 °C isothermal

Detection: FID at 325 °C, 450 mL/min air, 40 mL/min

hydrogen, 45 mL/min nitrogen makeup

Ideally, probes should be molecules with low mole-
cular weights, low boiling points, and no steric

Example chromatogram of today’s less demanding test mix. Conditions are shown in Table 2.

shielding of the active group. When summed
together, these characteristics allow the probative
portion of the test molecule to penetrate and fully
interact with the column’s stationary phase and
surface. In the above example, both the acidic and
basic portion of the molecules are shielded by the
methyl groups of a 2,6-dimethyl substituted phenyl
ring, making these molecules far less probative.
Likewise, the alcohols are long-chained alcohols.
As the chain length increases, the molecules
become more hydrocarbon like and thus less
probative.

In addition, this test must be run at an elevated
temperature, 120 °C, in order to elute the analytes
from the column in a reasonable time. At elevated
temperatures the interactive forces of the analytes
are diminished, thus weakening their usefulness as
test probes. Higher temperatures give probes in the
mobile phase more kinetic energy, allowing the
molecules to sweep past active sites on the column
and effectively mask solute/column interactions.

A QC Test for Today's Demanding Applications

Taking all of the above under consideration and
working through nearly 60 test probe candidates,
the following QC test mixture (Table 3) was
selected to evaluate our new Agilent J&W GC
column family of DB-6ms and HP-5ms Ultra Inert
columns:



Table 3. Uber One Mix

Column
Probe (ngon functional test
column)
1. 1-Propionic acid 1.0 Basicity
2 1-Octene 05 Polarity
3. n-Octane 0.5 Hydrocarbon marker
4. 4-Picoline 1.0 Acidity
5. n-Nonane 1.0 Hydrocarbon marker
6. Trimethyl phosphate 1.0 Acidity
7. 1,2-Pentanediol 1.0 Silanol
8. n-Propylbenzene 1.0 Hydrocarbon marker
9. 1-Heptanol 1.0 Silanol
10. 3-Octanone 1.0 Polarity
11. n-Decane 1.0 Hydrocarbon marker

HC\)k
3 OH

2,6-Dimethylphenol 1-Propionic acid

The probes in the Uber One mix were chosen to be
highly probative of the stationary phase and sur-
face. The active end of each compound is available
to interact with any active sites on the column. In
the examples in Figure 2, active portions of the
weak test probes are shielded by the two methyl
groups on the phenyl rings.

When the same column as exhibited in Figure 1
was evaluated with this new Uber One mix

(Figure 3), very poor performance was observed for
the aromatic amine of 4-picoline and for the
trimethylphosphate, Peaks 4 and 6, respectively.
There was also increased tailing of the 1,2-pentane-
diol, Peak 9, indicating a poor deactivation or pos-
sible oxygen damage to the stationary phase.
Chromatographic conditions are shown in Table 4.

(weak probe) (strong probe)
NH, CH,
H,C CH
3 3 X
=
N
2,6-Dimethylaniline 4-Picoline

(weak probe)

(stong probe)

Figure 2. Weak probes vs. strong probes

Contrary to what the first QC test indicated, this
column will not perform well with demanding ana-
Iytes and fails the new column inertness QC test-
ing.

A properly deactivated column will deliver the
peak shapes found in Figure 4. You can be more
confident that this column will meet your chro-
matographic needs when analyzing challenging
analytes. The symmetrical peak shapes, along with
the increased peak heights, allow for accurate inte-
gration and detection of trace analytes. Chromato-
graphic conditions are shown in Table 4.

Testing of each column with the new Uber One test
mix will ensure consistent column inertness. With
an established inertness baseline for each column,
more demanding analytes can be done routinely.
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Figure 3. Example chromatogram of Uber One Mix on same column as in Figure 1. Chromatographic conditions are shown

in Table 4.
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Figure 4. Example chromatogram of Uber One Mix on an Agilent J&W DB-5ms Ultra Inert column. Chromatographic conditions are
shown in Table 4.

Table 4. Chromatographic Conditions for Figures 3 and 4 differentiating which columns will meet these
GC: Agilent 6890N requirements. With the new Uber One Mix, care-
Sampler : Agilent 7683B, 0.5-pL syringe fully selected chemical species known to adsorb

’ (Agilent p/n 5'188-5246) 0.02-p1L split injection onto active surfaces provide the means for an in-
Carrier: Hydrogen constant pressure 38 cm/s depth evaluation of column inertness.
Inlet: jgllilttélz %U%%SUS;I]ZLB/Om i(r:{ L':sn;tcglzgv?/lgg];ﬂ?mn Each Agilent J&W Ultra Inert column is individu-

on at 2.0 min ' ally tested against very demanding test probes.

Inlet liner: Deactivated single taper w/glass wool This testing goes a long way to ensuring a success-

(Agilent p/n 5183-4647) ful analysis for challenging analytes, providing
analysts the most consistent column inertness per-
formance, and hence the utmost confidence in
their analytical results.

Column 1: 30 m x 0.25 mm x 0.25 pm 5%-Phenyl column
(for Figure 3)

Column 2: Agilent J&W DB-5ms Ultra Inert 30 m x 0.25 mm x
(for Figure 4)  0.25 pm (Agilent p/n 122-5532Ul)

Oven: 65 °C isothermal For More Information
Detection: FID at 325 °C, 450 mL/min air, 40 mL/min
hydrogen, 45 mL/min nitrogen makeup For more information on our products and services,

visit our Web site at www.agilent.com/chem.
Conclusions

Today’s demanding analysis of trace, active ana-
lytes demands the most inert columns available. Agilent shall not be liable for errors contained herein or for incidental or consequential
Unfortunately not all QC test mixes are capable of damages in connection with the furnishing, performance, or use of this material.

)

Information, descriptions, and specifications in this publication are subject to change
without notice.

© Agilent Technologies, Inc. 2008

Printed in the USA
June 2, 2008
5989-8665EN

- Agilent Technologies




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages true
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /CropGrayImages true
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /CropMonoImages true
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /Description <<
    /CHS <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000500044004600206587686353ef901a8fc7684c976262535370673a548c002000700072006f006f00660065007200208fdb884c9ad88d2891cf62535370300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef653ef5728684c9762537088686a5f548c002000700072006f006f00660065007200204e0a73725f979ad854c18cea7684521753706548679c300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /DAN <>
    /DEU <>
    /ESP <>
    /FRA <>
    /ITA <>
    /JPN <>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020b370c2a4d06cd0d10020d504b9b0d1300020bc0f0020ad50c815ae30c5d0c11c0020ace0d488c9c8b85c0020c778c1c4d560002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /NLD (Gebruik deze instellingen om Adobe PDF-documenten te maken voor kwaliteitsafdrukken op desktopprinters en proofers. De gemaakte PDF-documenten kunnen worden geopend met Acrobat en Adobe Reader 5.0 en hoger.)
    /NOR <>
    /PTB <>
    /SUO <>
    /SVE <>
    /ENU (Use these settings to create Adobe PDF documents for quality printing on desktop printers and proofers.  Created PDF documents can be opened with Acrobat and Adobe Reader 5.0 and later.)
  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /ConvertColors /NoConversion
      /DestinationProfileName ()
      /DestinationProfileSelector /NA
      /Downsample16BitImages true
      /FlattenerPreset <<
        /PresetSelector /MediumResolution
      >>
      /FormElements false
      /GenerateStructure true
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles true
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /NA
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /LeaveUntagged
      /UseDocumentBleed false
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [612.000 792.000]
>> setpagedevice


