TA instruments DSC On/Of Prodedure

Note....All persons wanting to use Q2000 should contact DR MCcoy . Contact informations is listed
outside all laboratories in Jones 130. All persons wanting to use the Q2000 DSC must be trained
before using the instrument independtley. These instructions are not a subsritute for 1-on-1 training
with a lab technician.

Following are the steps to follow to operate the matchine.

1. Signinto log book
® Make sure you put the date, your intials, model , start time etc..

\

2. Turnon chiller located behind Q2000, green light indicates on position.
3. Turn on N; purge gas for Q2000. (anti clock wise
e Regulator should read 20-25 CFH.

4. Open TA analyzer program and Q2000 interface on desktop
5. Under file, select event On and wait 10 minutes for flange temperature to be -80 Oc to -90 Oc
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6 Using the TA interface program the desired experiment.

7

8

9

e Put all information as require under summery and click apply.

® Put the program under procedure and leave notes if necessary under notes and save
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Fun 2: - Sample Ifomation
Sample Name

Pan Type [Tzero Aluminum Hemetic =l
Sample Size 40200 mg Panto. [0 =] Ref. [0 =
W PenMass 53410 g (sample) 52100 mg (Reference)
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Load the sample on the DSC properly by hitting apply on the touch screen to open and close the
lid.

Press the green start button to start your experiment.
* Please don’t start an experiment if the flange temperature is not-80 Oc or the purge
gas flow rate is not 50mi/min
After completion of experiment, check the sample been properly unloaded and the DSC has

returned to set temperature (40 Oc) and put the sample in its appropriate bag
> p

10 Under file select event OFF ( opposite to what we did when turning on)
11 Turn off the N, purge gas.( clock wise)
12 Sign out of log book.



Exporting from TA software to Kgraph text file
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In TA software, file 2 export data file ->file signal only
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Check spread sheet text file

Check windows

Under option, check no data breaks or flag

Click finish and save to appropriately named file
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Convectional DSC Temperature Ramp

1. Click the experimental wizard on the top corner.
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2. Select the type of DSC experiment you want to perform. In this case select DSC Ramp and press
next.
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4. Fill all the sample information and click next to proceed.

Sample Information

Sample Name [

i Sample Size 31000 mg Pan Ne. [0 = Rref. [0 =

¥ Pan Mass 53 500 ma (Sampie) [52.100 g (Hofermyos)

Commerts |

Diata File I\\Dsc-pc\ta\Daia\DSC\McCUy\BZBDEA\Moduld

Auto Analysis
l I Autocanalyze I
i I =1

Cancel | Help |

5. Click finish and follow the ON/Off DSC procedure to start your experiment.

Purge Gas

Be sure that your purge gas is connected and propery regulated. Purge Gas is
recommended for all DSC experiments

The @ Series DSC cells generally require a cooling accessory to be connected
of the type of rt being run. The QCA is the only exception.
It is removed befors intisting heating ramp expserments

Loading the Sample

Load the sample into an empty standard or hermetic pan and propery crimp the pan. The
“ sample should be loaded in a fashion that ensures good uniform contact between the sample
and the bottom of the pan

Position the sample pan inte the cell front pesition). Pesition a reference pan. of the same type,
into the cell (back position). Cover the cell with the appropriate lids

Append Run Start Run Help




Convectional DSC Isothermal
1. Click the experimental wizard on the top corner.
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2. Select the type of DSC experiment you want to perform. In this case select DSC

Isothermal and press next.

Select the vpe of DSC expenment you want to perform.

T DSC Ramp
Materal is heated for cooled) at @ constant rate.  Initial sunvey scan for
detemmining temperatures and heats of transitions. Provides evaluation of
materal "as received”.

£~ DSC Heat/Cool/Heat
Materal is heated at a linear rate to an elevated temperature to erase

prewvious themal histony . then cooled at a linear rate before heating again.
Second heating curve allows similar matenals. with & common krnowr

T DSC Cyolic
Materal is heated and cooled for multiple cycles. Prowvides informmation about
longterm stability of muliphase materials (=.g. foods and biclogicals).

d rapidhy to an clevated temperature and held. Usceful for
assessing thermal or cxadative stability
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3. Enter the desired parameters and click next to proceed.
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4. Fill all the sample information and click next to proceed.

Sample Information

Sample Name [

] = =
Sample Size 31.000 mg Pan Mo.[0 = rRef. [0 =
| ¥ Pan Mass 53 500 ma (Sample) [52.100 g (Hoferoros)
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5. Click finish and follow the ON/Off DSC procedure to start your experiment.



Using the Perkin Elmer AD4 Balance
The hang-down wives are very fragile and cost $150 each to fix.

Make sure the pans are resting on the supports before loading or unloading.
Weigh only DSC pans ( either loaded with a sample or empty)
Never weigh bare samples
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DSC Pans and Lids combination
Full blue strip goes with blue-black strip.

Full black strip goes with black and blue-black strip
Blue —black strip goes with full black and blue strip
The picture below on the right is used to seal the pan to the lid by giving it pressure.




