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Suggested Parameters for Fmoc Solid Phase Synthesis

NOTE: All values for Power are suggested, and should be adjusted depending on sample size. The goal is to reach the
maximum temperature in 75 seconds for Deprotection and Coupling, and in 120 seconds for Cleavage. The Cleavage
temperature should NEVER exceed 43 °C.

Fmoc Deprotection: Coupling: TFA Cleavage:

Power =20 W Power = 20 W Power =20 W

Maximum Temperature = 75 °C Maximum Temperature = 75 °C Maximum Temperature = 38 °C
Time = 3:00 Time = 5:00 Time = 30:00

Delta Temperature =5 °C Delta Temperature =5 °C Delta Temperature = 5 °C

Method Programming

1. Press the Open Folder key. 8. Set Stirring to “OFF”, then press ENTER. (NOTE: Magnetic
2. Select “New Method”. stirring is not recommended with solid phase synthesis resins.)
3. Press the right arrow key until “Mode = SPS”. Press ENTER. 9. Set Cooling to “OFF”, then press ENTER.
4. Set Power, then press ENTER. 10. Set “Next Stage = (N)”, then press ENTER.
5. Set Maximum Temperature, then press ENTER. 11. Set “Save Method = (Y)”, then press ENTER.
6. Set Method Run Time, then press ENTER. 12. Create a method name using the arrow keys, highlight “Exit”,
7. Set Delta Temperature to 5 °C, then press ENTER. and press ENTER. The method is now saved in the software.
Reagents for Fmoc Solid Phase Synthesis
Activator Base Solution zlgttl.‘:’/;zor gztszdsdo/ution Amino Acid and Activator
Number of 0.1 mmol Scale to Amino Acid/Activator _ i 0.1 mmol Scale
Couplings DrR/ILF DTELF Q/%?} until immediately before Amino Acid Mw gAA | g HBTU
coupling. Fmoc-Ala-OH 3113 | 0156 | 0.190
5 19 1 20
10 38 ? 40 Fmoc-Arg(Pbf)-OH 648.8 0.324 0.190
Per Coupling: 4 mL Fmoc-Asn(Trt)-OH 354.4 0.298 0.190
Fmoc-Asp(OtBu) 411.5 0.206 0.190
Fmoc-Cys(Trt)-OH 585.7 0.293 0.190
Deprotection Solution Fmoc-GIn(Trt)-OH 610.7 0.305 0.190
01 mmol Scale Fmoc-Glu(OtBu)-OH 425.5 0.213 0.190
Number of = ——- oy g final Fmoc-Gly-OH 297.3 | 0.149 0.190
Couplings DMF | Piperidine | HOBt | Vol. Fmoc-His(Trt)-OH 619.7 0.310 0.190
5 28 7 049 | 35 Fmoc-lle-OH 353.4 0.177 0.190
10 56 14 098 | 70 Fmoc-Leu-OH 3534 | 0177 0.190
Per Decoupling: mL Fmoc-Lys(Boc)-OH 4685 | 0234 0.190
Note: HOBt is optional, but is strongly recommended for Fmoc-Met-OH 3715 0.186 0.190
sequences susceptible to aspartimide formation. Fmoc-Phe-OH 387.4 0.194 0.190
Fmoc-Pro-OH 337.4 0.169 0.190
Cleavage Solution Fmoc-Ser(tBu)-OH 383.4 0.192 0.190
General cleavage: Fmoc-Thr(tBu)-OH 397.5 0.199 0.190
95% TFA/2.5% TIS / 2.5% H50 Fmoc-Trp(Boc)-OH 526.6 0.263 0.190
For peptides containing Cys, Met, Trp, and/or Arg: Fmoc-Tyr(tBu)-OH 459.6 0.230 0.190
82.5% TFA / 5% thioanisole / 5% H20 / 5% phenol / 2.5% EDT Fmoc-Val-OH 339.4 0.170 0.190




Protocol for Fmoc Solid Phase Synthesis
(0.1 mmol scale)

Setup the system and swell the resin.

. Ensure the system is in Open Vessel mode.

. Lock the attenuator in place.

. Ensure that a 50 mL centrifuge tube has been inserted in the 250 mL

bottle and that the lid is secure.

4. Insert the thermowell into the clip and attach the clip to the reaction
vessel, ensuring that the tip of the thermowell is completely
immersed in the solvent.

5. Place the appropriate mass of resin in the reaction vessel, and add
7 mL DMF to the resin. Allow the resin to swell for 15 minutes.

6. Drain the DMF. Rinse down any resin stuck to the side of the reaction

vessel with additional DMF.

w N =

Deprotect the amino acid.

1. Add 7 mL Deprotection Solution to the resin.

2. Insert the fiber-optic probe into the thermowell.
Place the reaction vessel into the holder and
insert into the microwave cavity.

3. Load the Deprotection method, and press the
Play button to start the run.

4. When the method has finished, remove the
reaction vessel from the holder and drain the
reagents to waste.

5. Rinse the resin five times with 7 mL DMF.

Is there another
amino acid in
the sequence?

Couple the next amino acid. Cleave the completed peptide from the resin.

1. Dissolve the appropriate amino acid and activator in
4 mL Activator Base Solution. Transfer the solution
to the reaction vessel.

2. Insert the fiberoptic probe into the thermowell. Place
the reaction vessel into the holder and insert into
the microwave cavity.

3. Load the Coupling method, then press the Play
button to start the run.

4. When the method has finished running, remove the |
reaction vessel from the holder and drain the
reagents to waste.

1. Rinse the resin five times with 7 mL DCM .

2. Add the appropriate Cleavage Cocktail to the resin.

3. Insert fiber-optic probe into the thermowell. Place
the reaction vessel into the holder and insert into
the microwave cavity.

4. Load the Cleavage method, and press the Play
button to start the run.

5. When the method has finished running, drain the
solution into the centrifuge tube. Wash the resin
once with DCM.

5. Rinse the resin five times with 7 mL DMF.





<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /None
  /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 /Error
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /CMYK
  /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 true
  /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 <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000410064006f006200650020005000440046002065876863900275284e8e9ad88d2891cf76845370524d53705237300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef69069752865bc9ad854c18cea76845370524d5370523786557406300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /DAN <>
    /DEU <>
    /ESP <>
    /FRA <>
    /ITA <>
    /JPN <FEFF9ad854c18cea306a30d730ea30d730ec30b951fa529b7528002000410064006f0062006500200050004400460020658766f8306e4f5c6210306b4f7f75283057307e305930023053306e8a2d5b9a30674f5c62103055308c305f0020005000440046002030d530a130a430eb306f3001004100630072006f0062006100740020304a30883073002000410064006f00620065002000520065006100640065007200200035002e003000204ee5964d3067958b304f30533068304c3067304d307e305930023053306e8a2d5b9a306b306f30d530a930f330c8306e57cb30818fbc307f304c5fc59808306730593002>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020ace0d488c9c80020c2dcd5d80020c778c1c4c5d00020ac00c7a50020c801d569d55c002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /NLD (Gebruik deze instellingen om Adobe PDF-documenten te maken die zijn geoptimaliseerd voor prepress-afdrukken van hoge kwaliteit. 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 best suited for high-quality prepress printing.  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 /ConvertToCMYK
      /DestinationProfileName ()
      /DestinationProfileSelector /DocumentCMYK
      /Downsample16BitImages true
      /FlattenerPreset <<
        /PresetSelector /MediumResolution
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /DocumentCMYK
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /UseDocumentProfile
      /UseDocumentBleed false
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [612.000 792.000]
>> setpagedevice


