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APPENDICES
Appendix A Operating Procedure for the Glove Box

A.l General

There are several things that a user should have to avoid when using the
glove-box:

(1) Bringing water or air into the box. All flasks brought in must be
nitrogen-filled or evacuated. Make sure all empty containers are open when the
airlock is being pumped down. Remember to open packets containing syringes etc.
before bringing them in.

(2) Sucking the gloves into the box. If you leave the airlock’s inner
door open and evacuate the airlock, you evacuate the inside of the box. The gloves
will suck in, balloon up and then burst.

(3) Having both the inner and outer door to the airlock open at the same
time.

(4) Putting holes in the gloves.

(5) Putting some inhibitor agents such as thiols, amines, phosphines,
halides etc. into the glove-box. They can damage the catalysts. If you need to use
these materials, you must first shut down the fan of catalyst box. Afterwards, you
will need to purge the box atmosphere before re-opening the fan.

A.2 Airlock Operation

A.2.1 Bringing something into the glove-box (beginning from vacuum

condition).

(1) Close the airlock valve leading to the vacuum pump.

(2) Slowly open the airlock nitrogen valve until the airlock Is at
atmosphere pressure then close the valve.

(3) Double check that the inner door is not open.

(4) Open the outer door, place your stuffs inside and close the
outer door.
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(5) Double check that the nitrogen valve is closed, then slowly
open the airlock vacuum valve.

(6) After 10 minutes of pumping (- 25 in H2), close the airlock
pump valve and partially backfill the airlock with nitrogen. Then evacuate the airlock
again.

(7) Repeat the above process after an additional 5 minute interval
with 3 times for nitrogen and 2 times for nitrogen/hydrogen mix-gas

(8) After another last 5 minutes, close the airlock pump valve,
then backfill the airlock to atmospheric pressure with the mix-gas.

(9)  Open the inner door and bring in your stuffs,

A.2.2 Bringing something out of the glove-box:

(1) Follow the ahove instructions to get the airlock under nitrogen.

(2) Put your stuffs in the airlock and close the inner door.

(3) Double check that the inner door is closed and that both
airlock valves are closed.

(4) Open the outer door, remove your stuffs and close the outer
door.

(5) Double check that the nitrogen valve is closed, then slo
open the airlock vacuum valve.
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(D)

Figure A.l The glove box; (A) The glove hox system, (B) The air lock, (C) The
catalyst box and silica gel, and (D) Supplied gases for the glove box (N2 and 10 %
Hz/N:).
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Figure A.2 Catalyst rejuvenation by drying at 150 °c
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