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CE 7> DEGEA T (TGA) AFGE oo 15
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<E 9> LT TEA (ARC)EY] AFGE e 17
<E 10> 2T A LA (ARC) Al 3] Z 7] e 17
<IE 11> = A TEMAZS DSC AF AT QOF v 19
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T.x = Extrapolated onset temperature

T, = Onset Temperature

Tp = Peak temperature Tp
Q = heat of reaction e

Exothermic
()

Area Q

Heat flow

Endothermic
%)

Temerature / Time

[28 15] DSCol A&l 2st A|R2| RS oAl

(1) 24
7h v 2 AL
- &A% : DSC1
- A ZAF  METTLER TOLEDO(Z=%]2~)

[O28 16] AAIFEAILZFAI(DSC, Differential Scanning Calorimeter)

) e g 2 AN
- DSC+= A&7F 97 pan® i+ E4d=2 Ag€%+= H pane] E97F=
measuring cell, sample pans A5 S % celld FU3HF+= sample

robot, (=90 ~ 30) T ¢ Z& WE Zt+ cooler= /= At
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E 5> DSC measuring cell AFF

g8 Spec.
=& el (-50 ~ 700) °C
=2 8 + 02 K
g &= (0.02 ~ 300) K/min
Calorimetric resolution 0.04 uW

A ZAFFAFL ZFADSC) 9] Al5-87]+= L2 Stainless steel A2 2] High pressure pan
o LR dFrE(AD AE ] pans ARESEATE RS LFrlE A2 pang Al
&% 5ol panll AEE B ¥ plercing kitE ©]&3 1 mm 7} pinholes %2
lid= sealing tool< ©|-&3to] pang H&3s3ith

Panell (1 ~ 2) mg AlE%s FHst
Wl st dds AAsle
=2 HA(purge)ste &7] 91710 A3 AAEST

TEMAZS} et 255 (ZrO2) 9] 2t B 44 AdAds A7l f1% AlAt
FAEFADSO) Y ddx=s <E 6 el

30 ~ 500) Cef &

s
o= F71E 50 m/ming &

_& O
(@)}
Q
=
]
To,
>
ox o
s
v
il

<E 6> ARFAIEEA(DSC) A=A

NEY: 29/7| se4c TgHel Pan
—_ o /s o High pressure pan
0| I 5 °C/min (30 ~ 300) °C it D)
(2 H)
TEMAZ
. . . . Vented pan?
air 5 °C/min (30 ~ 300) °C (FHers)
MK 2R E . . High pressure pan
air 5 °C/min 30 ~ 500) °C i
(Zr0y) / ( ) (Y &)”

1) sealing tool2 O|&3}0{ cover2 LUE3t stainless steelXfE | panC 2 L2 10 barg.

2) sealing tool& O|&3}0{ covergE H2 =, piercing kitZ (50~100) um ZZA 9| F™H(pinhole)E LH{O{ LY
£ YD 9N YHS WHIAY,
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ATHEM7N(TGA) = 44T HE2 225 WAL o] AJge dHFHstE A7t
oy 29| A A Alge] Auwsl= S (vaporization) oY 7FAE A4S}
+ 3}8Hik-S-(Chemical reaction) 5o 93] 2ASHAl =™ microbalanceo] 2J3] 1440
= Z49h TGAd 93 Ag-2% F4E o] &3 SEwstd mE di s 37 5
of 971t A Eal Awes HES = don, AR A B g Sdoly A
THIEe] g B 248E 58 ¢ 5 AUtk EF Mass spectrometer(MS)9F 172 % o]
TGAoIA 7hk27F dbshd MS® Fd5 o] o]23td 3 Mass spectrums 5 2A#S

!

(DA 78H|
7h) w2 A A
- ZH"  TGA/DSC1
- AZAF ¢ METTLER TOLEDO(Z=9] 2~)

(a) TGA (b) Mass spectrometer(Pfeiffer vacuum)

(28 17] ASZFEMT|(TGA, Thermo gravimetric analysis)

) el A ALY
- Furnace(7}49 &), A%, A8 2x2 = 2 9
T8 A moduled} (-28 ~ 150) T 9] 25 W4
3 7k~ E A EASE Mass spectrometer®

Aol A AR e Al sl shel o,

3

ot

TGA sensor=
zr= circulator,

wol flom &

(s

o
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0x
0!
M

% = AreE
e He (M2 ~ 1,100) °C
e M + 025 K
Xe 5H #e <lg
Balance resolution 0.1 ug
Calorimetric resolution 0.5 mwW
Sample volume 100 pe@

2) Aadd ¥ =4

THFEA7I(TGA) Y] AME]7]I= /89 alumina(Aluminum oxide) &< &7]

&
L3tk AlEE7] 7 mg AEE FYst 10 T/min®] $2%&%9 50 ml/ming
o2 715 HAA(purge)dt= F7] 7104 (30 ~ 900) T == 9] oA A

RUB R |

o2

=
=
o

TEMAZS} 4h844 2 55 (Z10y) el debdd 2 44 9

=~ =

ki)

CEIENL S

ot

=k

R (TGA)Y AFAZAS <3E 8> Ve

NEL: £9|7] s24E el Pan

. o . o Open pan
TEMAZ air 10 °C/min (30 ~ 900) °C (Alumina X =)

. o . o Open pan
Z10)) air 10 °C/min (30 ~ 900) °C (Alumina X&)
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A9l TEMAZSH WH-321el AshA 2oy 59 Qe Agel A48 71

A(ARC) = %A= =2 THT(Thermal Hazard Technology)AFell A A2

249 RS S P TN
gL of W& M3} self heating rate, TMR(Time
to Maximum Rate) 5& S8 5+ ok Al87F F945 = bomb® &% 10 mloj™ A
A2 Hastelloy, Titanium & sttt dn]e] XX == Heat-Wait-Seekolw, W& 9]
detection sensitivity:= 0.01 C/min =+ 0.02 C/minZ AF&3t) 7M&EE=d 2 A(ARC) 9
Abde <& 9>ol YERAIT

gGddFA N A Lo = BE FHFEL bomb] Oajf_"“a] thermal inertia)& %k &}7]
?lsto] phi factorgs ARESte] BAH Aok et A (D)3 A () ¢fste] phi factorst
HEZZEE 7% F Atk

I

_M.C,H'—I_M(H”-C’HCE[]:l_LM(B” C
M-c', VA C

(1)

T,=T,+0- 2T, (2)

[28 18] 7155 HZFAH(ARC, Accelerating Rate Calorimeter)
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I Spec.
=2z e (0 ~ 600) °C
&y Hel (0 ~ 200) bar
Sensitivity

0.002 °C/min exotherm onset detection

Adiabatic tracking 20 °C/min

Bomb &2 10 ml

Control mode

heat-wait-seek, ramping, isothermal

2) Ayard ol XA

NE7 FUE bombE THEEEAFAAROC] FAT F (30 ~ 450) Te L=,

%)

Heat-Wait-Seek 2] % AE= 002 CT/mine ¥4 Detection Sensitivity, 5 2] Heat step

temperature= 7F&5E =G HA(ARC)S AE x2S AAsIe] G AEES AAsISTh
TEMAZS} A}:g}x]\:—'ﬁ (ZrOg)o] dtgd 2 €4 A&

& ZAbst7] 1% 7
L= YA(ARC)Y Adx2AS <& 10> e ST

jm s

Bomb material Hastelloy (10 ml)

Temperature range (30 ~ 450) °C

Operation mode heat - wait - seek, ramping

Heat step temperature

5°C
Thermal detection sensitivity 0.02 °C/min
Wait time 15 min
Experimental atmosphere Ny, air
sample volume (0.5 ~ 5) ml
O 23l 3 2wy 17
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TEMAZl W3 4 AL = 79 A4 @E20)s 7Hstel AAska
o}, Shube HjRk el AlFskaL Sl v HhEEQl TEMAZ tiste] &7] 5o =l <
& Abspubgol gl AHlel o] widk Ul-e) SRl €3 Oéﬂ Aol Al AL
ola, B shvb= HiRt Uil 371 5o e v wke=<l TEMAZS] Abspiks-ol
dofuf= delellMe] 94 A4S AdAoz ZARsksT,

b5

D &7] Sl o3 Aspekgo] gle e TEMAZS €4 934

Hj g Ul gtoll Exstar 9l TEMAZZE 371 ol 9k Alsiutgo] g
A o gk vk |- 2=TF ded AF ol 94 Al EAEAE dotr
7] ffste] AAFFAFE ZFADSC)9F G d A e A<
of Aes Fds}A

WA TEMAZSF &71¢ HZo] $Ixs WAl high pressure pan® TEMAZE 2 mg
FYstar AAFAL ZFADSCO)E A 3}04 (30 ~ 300) T =x=H99A TEMAZS &
A gl skl A ZAE [29 19]19F <& 11>0] Yehd A

mw] TEMAZ DSC curve, closed pan

Integral 543.95 m]

] normalized 134.64 Jg”~-1
P Onset 245.60 °C
Peak 267.49 °C

Left Limit 214.69 °C
Right Limit

40 60 80 100 120 140 160 180 200 220 240 260 280 °C

[23 19] 2H 4EfolAM TEMAZSl DSC AgZ 1t
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<E 11> YHA&ejollA TEMAZS| DSC A&dnt Q9oF

LA 2 2UHE HEHIWA2E ZCfEE2E T
(Onset) (Extrapolated Onset) (Peak) (Enthalpy)
215 °C 246 °C 267 °C 135 J/g

[27 1918} <& 11>l & 5 Shkel €71 59 FaFel 23k Abshukgo] gl= A
o 4¢] TEMAZS] WAANLEE 215 C2 vehgeh BefAz} A2 ol F Hojud
3E 267 CollA Yepgon #dwe 135 J/goz2 SA45Joy TEMAZE Al 9
(pan) 0.2 A& a}a— AN ke 4SS AT S A4S TEMAZS g
w2 sk T Y= =) B
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e
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e

Ash= Zi_*i /\}E%E}.

TEMAZQ} 3719 HFo|l 9I%=% Hastelloy A< bombgs HAAZE A (purge)dt

w3k o] TEMAZ 499 g(oF 5 mDE 42 HA(purge)dt bombel Fskar, (30 ~

400) CTo >=HeloA dAdFA ] 7HEE=AFA(ARC) o]&3to] TEMAZS 44 ¢
HAdol diste] Agst AnE [19 20] ~ [ 26]9F <G 12> YERATH

Temperature and Pressure as a Function of Time
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Temperature and Pressure as a Function of Time
380 T T | ‘ 180
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Temperature Rate and Pressure Rate as a Function of Temperature

2E+14T —& 200
Tempgrature Rate. o e = =100
Pressure =5 - i - I -
1E+124- : :
: ; : 20
1E+114 | = { =|[|-20
i igigiata S isia a0
== o =E = |
EEE
1E-04 = =
_ Ee = o] 5|13
E 1E+8= Er=i=i=ll; ?
E : EeEg o
o e Erzizigin a
1 L T P Eimimis| 8
& =T pe=ey e
. S f i s e | ]
s == E -1 o2 R
& 10000== L : 3
g : E:Z:Si5 | 3
o 1000- L ————1=F E}
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2 100— =y 003
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10- | “o |02
i= i 131
15 = = 1= L - = 1 = R
= — = R = = 0003
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| b i ]
0.001 - : : : . 4 =—il 0,001
160 190 220 250 280 310 340 330
Temperature (°C)
= o A A
[O8 25] TEMAZS| &HF7I0M 250 mE 2 ¥ ¢4 4S5
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St 37Ol it AAFHEH(TEMAZ 5)2| =28 - dEt
<E 12> H2FE97[0AM TEMAZS| ARC AdZn 9
T E A0
HEHWA2E (C) 175
XJI=2E (0 372
TEHdSRE (0 197
F 2SS E (°C/min) 285 at 352 °C
% ES¢4E (bar) 174
F| A MSEE (bar/min) 152 at 300 °C
37 setting 2= 180 °C, 200 °CO|AM2] &= (bar) 6, 30
TMR(min) at 180, 200, 220, 240, 260 °C 300, 50, 12, 4, 2
[29 20], [29 23], <3 12>94 & = %ol 7] 9 Aol o Arsiukgol
= Aol Aol TEMAZS Wa/fA2EE 175 TR et wdfA o|F HELL:
= 372 T2 Yoy bombe €<&4S 183k phi factor(14)E 488 4 HT2%E

= 9450 T2 BHAF R,

(23 2209} [2%] 23]elA & 4= 9i%o] TEMAZS TA/NAL%E 175 ColA9 bomb
W9t oF 28 bar®= YERS oM, 34 AH (setting)>% 180 T} 200 CTollA ¢ ¢4
°F 6 bar®} 30 barZ YEFSLIL, o] % FHFEAHL 300 T FEollA] 174 barz S5
At bombe] EEAS 1 E phi factor(14)E A& 45 5‘41?}?—:‘1‘: oF 250 bar® K
Aozt [ 24]9M = 5 ko] 7P Fa% e

elo] F73] goaehs Apdoln, o) TEMAZS 3

rlo

O:

o TE 352 T FolA 285 T/mine2 =4
HRon, gedsEEs TEMAZS] ERA 24 ¢F 10 bar/min® A #}ste] 300 C
AE At ol TEMAZ7F #3l7F Al#tE o] o]

3 e SRR 259 do] AsEs & A
[Z1% 2612 TEMAZ®] 2% TMR(Time to Maximum Rate)] #A1S el 13 o]
th TMRe| & A 859] siFFollA HH2EdsEerF st A5 2E7k4] A5t
o dge ARE ugtt [17 26]e14] & ¢ Sl%o] TEMAZ Alse &%7F 180
T, 200 C, 220 C, 240 C, 260 C¥ W HuleLds&mrt dojubs 352 T7HA g3t
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o Aels AZES Zh7E oF 3008, 50, 198, 43 2¥olehs AL ojugt) of: i
U5ol v wke-E9l TEMAZZF A% S48t wjw Wi &57) 318 2l 9fshe]
200 CHI7HA Ao Agolle wid 34 T AFT o] HAE 5 v A4S
o m| gt

AAZADGADSCIS 7HEEEBAE o gatel 371 5ol % Ashngol gl
=R S

‘Jefell Aol TEMAZe| tigh

—_AEEL 75]‘?‘ TE MAZ'/] ""'°Hoﬂ 9’]@ R H = =8 & %l\
88 2 4 Tt

i Wiel EAstal 9l TEMAZO| +7] ol fso] Absiubgo] dojuh= e
oA 8 Aol og wj# WH-o LEvt ded AF owd 944

Ve Yolrr] flske J\]i}ﬂz‘/\}"dgkﬁ](DSC) AFFEA7I(TGA), dEdd=ZAe] L&l
7HEEEGFA(ARC)E o] 83to] Ads

HA, TEMAZSE 8719 HFo] olFofd & JEs: &FvH A 7/IHE panel
TEMAZZ 2 mg Y38t 715 50 m¢/min® £5& 3 A (purge)stHA] A x}FAME A
(DSC)& AH&3ate] (30 ~ 300) Co 2=Welolx TEMAZS &4 «1g/del thate] A3
3 A¥9E [ 2719F <3 13> YERYATH

mW-+

104

TEMAZ DSC curve, air flow

TEMAZ DSC curve, N2 flow

40 60 80 100 120 140 160 180 200 220 240 260 °C

(a8 27] 37]/227|0lM TEMAZS DSC A&z}




e 3789 Hjong JAIFTEESE(TEMAZ 5)2 S2|1& e -HE7t
<E 13> 37| 2%7[olA TEMAZS| DSC A&z 9f
wEMASE | QINE wEMARE | zuges oL
(Onset) (Extrapolated Onset) (Peak) (Enthalpy)
48 °C - - 1000 J/g 0|4t

A TEMAZ-‘ﬂ EHo] 23ty = i
A2(20 C)olstze F4E 4 %E}. (29 27] A & 4 %o
T

A% FAW Ashngel WAL I & Utk

TEMAZS9} 3719 HZFo] o]Fo]d £ %= alumina(Aluminum oxide) |22 7Huk
& panoll TEMAZE 7 mg 43t 3715 50 ml/min®] $=2 3| (purge)sHaA
FEA7NTGAE AHE3E (30 ~ 900) Co] 2=WH oA TEMAZS €4 {15l o
ato] A3 A9= (1Y 2819 <FE 14> YERASITH

% TEMAZ TGA curve, air
] Step -21.4348 %
E \ -6.3433 mg
80- i ......o. LeftLimit  158.01 °C
! nght Limit 245.97 °C Step -19,0291 %
-5.6314 mg
60-| Step -21. 745.7.... imi
-6.4353 ing 5 Left Limit 248.14 °C

| Left Limit  63.55 °C ; Right Limit 631.45 °C
407 Right Limit 155.84 °C Sheeenneenne e

Kl

450 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 °C
1007
50

o

-50;'l""l""l""I""I""I""I""I""I""\""I'l"ll"'Il"lll"ll'"ll"'ll"ll
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 °C
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=M 2E49 (0 2EULE Wt %)
1 30 ~ 156 22
2 158 ~ 246 21
3 248 ~ 631 19

Aot TEMAZZL 87190 4502 dojshs Aahurso
oJete] WAleh: Fhae] £AR Qshe] Aol Pas: Ao olAXH, T wA A

L olE
7bel le] Hof wa %A T 9

Hastelloy A2l bombEs &7]= A (purge)d F bomb uHelA &7]e] o]
TEMAZS] Abshibgo] A dojd &+ AESF 4% TEMAZ 08 g(¢F 08 m)< 37]=
H A (purge) g+ bombel £ (bombe] EWel TEMAZE WA EIAIA &7)9F HE=E 4
AE EHAS Hushstar, (30 ~ 400) T 2EH{elA dALAFAR] 7HEEEd
(ARC) ol-&3te] TEMAZ® €4 9184l diste] A¥s Axs [19 29] ~ [29 31]
7 <& 15> eI
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Temperature and Pressure as a Function of Time
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Pressure as a Function of Temperature
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SHAER] ASIA E 7 (ZrOg)ell thste] BlE Al 9

e EE0 45T A BN AElA olwd 94 APl EAsE
obi7] skl ARFALAADSO), BEAFLHITCA), ddduAe A5
t}

S&EASAAROE o] g3t 2B A3
¥

WS- HAE91 A A 2 35 (Zr00) S &5 1w A2 7/IWE pand 2 mg 75t

= 50 ml/min®] Si=2 HA|(purge)stdA AAFALLFADSC)IE AHg-ste] (30

Co] 2=RSolN A=A T(Zr0ye] 94 Al dhato] A dds

500
1%l 3319 <3 16> YERAIT

Integral 242.57 m)
normalized 134.76 Jg~-1
Onset 486.41 °C
Peak 488.25 °C
Left Limit 461.60 °C
Integral 713.11mJ Right Limit 497.49 °C
normalized 396.17 Jg~-1
Peak 333.24 °C

Left Limit 211.73 °C
Right Limit 381.64 °C

|||||||||||||||||||||||||||||||||||||||||||||||

[28 33] S7I=¢17I0M MEX| =23 E(Zr0,)2] DSC AEZE 1t

<E 16> S7|Z7|0AM MEX|=235(Zr0.)2 DSC AEE Y Q9

YATARE | AME WAWARE | ACjuYeE e
(Onset) (Extrapolated Onset) (Peak) (Enthalpy)

1st 211 213 333 396 J/g
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R3 DHKLO1 PM3 Pump Logging Data(2) -

’ R3 DHKL01 PM3 iH1800HTX (150318) I

S DP Internal Temp ——DP Inverter Speed ——Pump N2 Flow. —— MB Inverter Speed

—s— DiyPump Current *  Alarm —o— DP End Cover Temp ©  Waming
—— Booster Current o

Speed(Hz) / Temp(C) / Flow(sim)

3
Pressure(psi) / Power(Kw) / Current(A)

s
5

n
S

o 1B e T L e i kb e T P O iy
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10 Integral 242.57 m)
normalized 134.76 Jg~-1
. - Onset 486.41 :C
TEMAZ DSC curve, air flow :::tklimit ::gé: ,g
6 Integral 713.11mJ) Right Limit  497.49 °C
4 normalized 396.17 Jg~-1
4 Peak 333.24°C
Left Limit 211.73°C
N 2 Right Limit 381.64 °C
TEMAZ DSC curve, N2 flow
i .
o Onset 213.18 °C
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