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Thermal Stability Evaluation of Chemical Sumitomo Chemical Co., Ltd.
Processes: Application of the Friedman Method Production & Safety Fundamental Technology Center
for Estimating TMR Ryotaro ITon

To design and develop appropriate operating conditions and the safety system of a chemical production process,
it is important to obtain accurate reaction kinetics of the thermal decomposition of the materials dealt with in the
process. Thermal analyses using an ARC (Accelerating Rate Calorimeter) have been used to acquire the
decomposition kinetics of chemical substances. However, thermal analysis using an ARC is inappropriate in some
cases, such as when the latent heat of melting affects the exothermic heat flow or when the heat generation
behavior exceeds the adiabatic control limit of the device. In this paper, several examples of applying the Friedman
method (model-free kinetic analysis) using sealed cell DSC and C80 data in chemical process which solves several
difficulties of reaction kinetics measurement and analysis are introduced.

Ui AR, L7 1 212 TR RIS &

B VN DRI L KESRET S ) A2 &
L7 B 2B O TRERRET 5 L. AN RS 5 70012 BB AR T b 5. B PR 1]
L UM K AR D 5 B WTRERE A B B0 56 BB BTN 13 % < ORI B D FFIH R
WERRMIET 5. B 5O RBEEEIET 5 70 WO RIS, A E 091215 U Cot b 2
i (L% 8 2 T Hb R T SO fEk: ERINL . BAMIZLETE MRS 5 BES B 5,
2 S L AP L ) 2 A A P OB T, % Table 111= % 409 7 SRR & % OFFBERT D, 4t
AR AR S Z L A TEE KB, TR, REBRIOMFMAMNE A, mgt — & —

AWM Characteristics of calorimeter

Temperature Temperature control Measurement item
Method raonge Sensitivity Dynamic Isothermal Adiabatic Heat of Sample Pressure
O decomposition temperature
DSC -100 to 700 O O PaN O O
DTA RT to 1500 @) O PaN O
C80 RT to 300 O O O O O O
MS80 RT to 200 (@) O O O O
TAM 1 4 to 150 (@) O O O O O
ARC RT to 400 O O O VaN O O
Dewar RT to 250 O O O

RT: Room temperature, O: Excellent, O: Good, A: Average
Created using data from cited reference?

FrALE 2022 Copyright © 2022 Sumitomo Chemical Co., Ltd. 35



1tZ 701 2ZDHBRFEMTTE —TMREE A DFriedmaniEDEH—

CE 3 A DR AL E OIS EAE B % 8 I
G C = B E v LR EEAGETIE (Sealed-Cell
Differential Scanning Calorimetry, LA F. SC-DSC)
&L g =& —THEUEWSBETORESE 25 5
Z LN TEBHARC (Accelerating Rate Calorimeter)
AFEICHEHLTW3Y, ARCh 6/ HlET —4
WX U T IRIDEREE % @t U, WStk T CosER
JOFEER R (Time to Maximum Rate, LL F.TMR) <.
TMRA 2415 & 75 )% (Adiabatic Decomposition
Temperature within 24 hrs, LI, ADT2) %270
T Z OIS A PE LT\ 52,

A TiE, RIDE T E2IREETIRISEE % fif
T % 2 FriedmaniEP 2 H U, B0 RIBIZD W
TYBEOMIRRE % ZE L 72 ]IS AT 2 FZpl & &
LIS T %, £72. Friedmanikic & 2 o i
Wi % L AGA A 72 B e MEREA 7 0 — F v — P IZDW0
TEMHENTT %,

BT — 25 5 ORITEEFERT

1. RIEETNVERE L ERICRERTFE

BN RIS O [ 1 —% 12 ArrheniusT Oy
AR L. 2 ORISHEE ERRIE, M3
OHEEREEY, 22T, ABKERF. Edx@2 00
LT AL F — RIIKARER. TIIHHRETH 5.

E
- _Ze 1
k Aexp( RT) @

BNS A Edin Al Ko &I D ADBIRTRE S &
PE U7z I LT O @) Ik 5. HIFERL fa)
BRIBETLTH %,

d Eq
ﬁ:AeXp (— ﬁ«j fla) @

BOBE T % ARGE U 7= BRI fihr 715 Tld. ARC
BEDBGNT =205, BUERIBAF—24 (Jior
e, WHIKIG, FERB% E) R KIBE T ILf(o) (n
WIS, AfERISZR E) #6E L. RKIB#EE ST
A=A BPET B,

Wkt Tid RIBE T EE L 72 KIS HE T
HhE LT, “O0HEEFIRHALTWS2, —DH
iE. ARCHIE 7 — 212K D13 6 N 208 & FEGHE
DOFRH 5 MY 5 RIBETF I ARE L =%, \RHE
P& D RISHEE /S5 4 — & Y5 L, Huffikd 912
K BpMiIE 2 FER T 5, 156 N Hi AR S Wk
ZM T COREGHEERLTMRA KD 3 T TH 5,
DHIZ. ARCHIE T — 212X DE 6N BiRE & M
O7ay MIRUT, &0 #EHEL ST TV ERGE
L. [BIENewton-GaussiEiRe 7 v VL ik & O IERE
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oMb Tk 2 LTl & 8 ndEE ST X — 4
ERETEHETH S, ZOMTE%XETZY -1
& LT, CISP Ltd.#t#d v 7 b & £ 7 TSS-ARKSD
W D —> T % ARKS FK»3 % %, TSS-ARKSIZD
WTEDFFLL BRI N0 HIE, Xl 24 & %
S h7zv, ZTh6DORIBE TV EIRE L 72 Kb
IO REIZ, BIRL 72T F L O Y PEIC K %
HAFT 5,

2. REBETIVERELEWV (EFILT7Y—) RIDE
ERRFE

G T A E U 2D OB S i Bk LT
&, Ffinfb2yk (isoconversional method) P43 d %,
FALRFIIM AT E WA NS D, T2 TiEM
SR LR D —D T H B Friedmanikic &k 3 MG
WA OWTHRST 5.

HEKTFAL BT O b= 2L ¥ — Eo% s
LRl AF T 2 BB A (o), E(0) & L 72356 O RUISHE
ERFLToXE)IZE S,

da_y (a) -exp (— %) f(a) (&)

ZZT, mpdoxdEELs L, ITMToX@icks,

Ja—

n (Z—f) = Iif;‘) +In (A(a) : f(a)) @

RS TOSRNE & 5 VISR X )
fFU BT — 4 2 HIRET & Bii b HaD BtR %
L. R@ISEHT % Z & THEEIRLEa TOE ()
Eln(Aa) - @) 7ME56h 5, il LT, Ditert-butyl
peroxide 20 wt%/Toluene 80 wt% (L1 F. 20 wt%
DTBP/Toluene) (22T, #EOFEMIE ST
M L 7=SC-DSCT — 4 % H215721/T & In(da/dt) D
Btk % Fig. 11287,

-6 |

In(da/dt) (In(1/s))

12 F

1.0

0.5 °C/min

14 : : )
2 2.2 24 2.6
1000/T (1/K)

.m Friedman plot (20 wt%DTBP/Toluene)
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[W—DalZ¥F 51/TEIn(da/dt) 70 b % EHHT
W b&, HEXDP-E(a)/REBHEBENMEFENSE, Z
D7y MEFriedman7'a v b EFEEN 5, BRI
1%, Fig. 1HhHOEMR L g = 0.912514 % £ FEdE 12
B 31/TEIn(da/dt) DT T b h 5 IR % Y
L. ZTOEBDEEZ»S5E0.9). Y2 5In(40.9) -
O HBHESN D, FFRICEEER L TDFriedman
Tay b ERERESS ZEICX 5T Bkl
Lol E(a) B L UVIn(Aa) - fo)) DBERABEEN S,
BEFRILETOE (o) £In(A(a) - f(a)) DBEFR%Fig. 2
[

R B O FEEGE Q L AR O EE § Cp. Fig. 27T
ENFIRIGHE ST 2 — 225 XRAG) KD, (175
DOYVIARRE TO R F o & HREGHE OBRAE O
%, ZOBHR» S, WiESM FiZki) 5 REZFEH %
FUT 2 EhnAREE kD,

AKTS AGHH 3O S BE fighfry 7 o =7 (AKTS-
THERMOKINETICS Software & THERMAL SAFETY
Software, LA, AKTS) &, Friedmani:ic & % K&
SR & S8 %Y — L TdH 59, AKTS AGHEAME
PTEL TV BATFHEDORIGHEE ST 2 — 2 O BT
I T O =D Th 39,

(1) Friedman7'a v I & Z O¥ALIEHE & OMHBIR %
DI LR AATFIZ B 5 F8E (LUF. SE¥EH
BIfRER) #3-0.990LL FCdh 5

(2) A TORPESLMFTHE & M7z DD FEUERZE 23,
SO 10% E#E £ 780

FriedmaniEZlZ G A 51 = X L08R 6T k0
B, RIBE T EGE L 72 OB HE T Tk T
FEATT A3 R 75 20 BRBE I IS D RRFE /8 5 A — & ORI

160 35

In(A(@) /(@) (In(1/9))

120 | 15

Activation energy E(a) (kJ/mol)

110 10
0 0.2 0.4 0.6 0.8 1

Thermal conversion a(-)

BEEEM Reaction rate parameters

(20 wt%DTBP/Toluene)
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LWMHATHZIENTEAD10, KIBETILAEPEL
RIS HEE R FRIC BT 2N (RELAEZET
NDOZUMIZK > T, RISEEBITORELRRE B
L) AEZEELALS TRWI EBXATHEONEEE
Abhb,

FriedmaniEDEAE &

ARCIZ W #5F T C D IR B & JTE 126 8)) % [R] I
ICHIET X 5720, L7 a v 2 O EN % STl
5 LT, AHEKETHDHEEZELZLENS, LAL,
— OB IZIZARCO W ZL I & — & — D INEGE )
EHEADWMUCREENS ARRKISSETIIE N5 &
DR, Ml EIRIRE A 2 5 R T & BB
WMT2800H5, ZOLS &GA. ARCHlE T —
2 OEEIMEL 20 FEEOEORISHEE ST X —
REPETER D, WBRERZWS 32 & CHlETH
BEUEERZGARL D50, RABERDPELS LSBT
EIZk-oT, MiEBKRELS ADRELREI BB T
LY H DI, 72, ARCIKIEGEREIC CREZED) 2 1l
ET D720, WE LAOEPICRISR T 5 L El
fEsh (gL DRENREEHPICEN s Z L
N, ZOREELEEZREL TRICHEE R4 52
LEWNHETH B,

— /T, ARCTITHIENEEAETH > TE. Hl
WA T RT S Z 212K 5 TSC-DSCR H L XA E
HalC80& W T EHMOEm W REARH + 45N 5
BhRdH D, T T, ARCTIEHIENEE 2T, K
B E TIL OIS K #E 2P I2 D WT, SC-DSCR
C80Mm 51 6 N 72U 7 — & % FkIZFriedmanikic
KD RIGEE E @2 2 LI12k - T, Y ik
PRI AT X 5 & H 2 7=,

FriedmaniaDiER 1™

Friedman 2 @ UNZFEH T % 201218, IBE
FOEARGE U 7= @A T2 & Friedmani: & ¢, MllE s
K OMENTOTBE 2 B D 3 IR I IS IZ D WD T D RSP
HBHIEEMERTHIMBEND S, ZOET, WER
RIDZFEEIE U THY) 2B REEEET S &
. O UHED) P LA E O TRET L 72,

1. RISETIVERE L 7-fBFi& & Friedmania D
B
ARCOFEHEZR BT & % 20 wt% DTBP/Toluene!? %
FIWT. ARCHIE 7 — % % ARKS FKIZ TH#Hr L 7248
B (BLF. ARC/ARKS FK) &SC-DSCHlles— 4 %
AKTSIZ Tt L 72 45%  (BLF. SC-DSC/AKTS) #
WU, Wi FED NS RO AT L 72,
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(1) ARC/ARKS FK O fi# A fil 5

20 wt % DTBP/Toluene®ARCHIE 7 — Z IZ%F L
ARKS FK# i F U C. Witk o b5 55
IZDWTHEAT — 2 LT — 2 & ik L 72/ 7 %
Fig. 3i2. M7 — 4 K DR 6 N7 KIBEE /ST A —
% %#Table 2127”7§1D, Fig. 3& W ARKS FKIZ kD
BonzmgT — 2 BARCOHIE 7 — & & B
BELTWEZ &, KT FEICK > TRLONN
Pk = % )L ¥ — (163.5 kJ/mol) A3 BE{E: o B 5 fl S
(154.5-161.8 k] /mol) B EELVMETH B Z &4 5,
BEEOESOVINE - FTcE T3 EEI6NS,
(2) SC-DSC/AKTS O fift A ik 5

20 wt%DTBP/Toluene®SC-DSCHIE % 5. 34 &5
0.5, 1.0, 2.0, 4.0, 8.0 °C/miniZ Tk L 7=, I 5 F
% Table 3. Fig. 4{5/8 31D, SC-DSCHIET — 425

220 -

O Experimental data measured by ARC
— ARKS FK simulation

Temperature (°C)

100

100 150
Time (min)

200 250 300

BEEEM  Comparison of temperature curves between
the experimental data measured by ARC
and ARKS FK simulation!)

16 -

T Exo .
14+ 8.0 °C/min

Heat flow (W/g)

150 200 250

Temperature (°C)

B SC-DSC data of 20 wt%DTBP/Toluene!?

AKTSIZ & O JOCHERE % @i U 7z, 145 7= REGED
PEUEfR 2212 T/ g DS R ECR O ¥ME298 J/gD10% % it
Az e, FEHBRERA-0.999T & 1 -0.990L)
FThaZeho, RROESN T — 4 O IE U
Zii729, fE- T, 20 wt%DTBP/Toluene ! H-i5H
J£0.5-8.0 ‘C/min®DHif T HSC-DSCHIEIZ X - T,
WY T — 2 MF 6N TWB Z LR S 7z,
(3) ARC/ARKS FK & SC-DSC/AKTSOTMR i
ARC/ARKS FK & SC-DSC/AKTSZhZh» 6455
N7=TMRO L% % Fig. 51273410,
W FEEOTMRAE LT &2 5, Budei YRS
FIZREVED H B Z LRI NIz,

2. ARCHIE I HE L MENDFriedmanEZDiEH
ARC¥ X USC-DSC % FHWT 4B b P etk (b &
PIA%ZHE U, FriedmanihiZ &k 5 e EE b & b

I GWN  Parameters calculated by ARKS FK (20 wt%DTBP/Toluene) V)

Parameter Unit Value
Reaction rate constant In(1/s) 38.7
Activation energy kJ/mol 163.5
Reaction order - 1.06
Heat of decomposition J/g 248.3

1N Measurement conditions and results of SC-DSC (20 wt%DTBP/Toluene)1V

Sample Heating rate Heat of decomposition
Sample Cell .

amount (mg) (°C/min) J/g)

5.26 0.5 312

5.06 1.0 304

20 wt%DTBP/Toluene Stainless steel 4.99 2.0 301
2.13 4.0 284

1.03 8.0 286

38  Copyright © 2022 Sumitomo Chemical Co., Ltd.
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102 F
SC-DSC/AKTS

10!
ARC/ARKS FK

TMR (h)

100 -

10-2 1 1 1 J
100 110 120 130

Temperature (°C): -1,000/T
B Comparison of TMR versus temperature

between ARC/ARKS FK and
SC-DSC/AKTS simulations!?

10% ¢

= °
g L
@) 10° ° ° ° o e ° °
o °
Q .o
= ° e o .
Soq0p oe® ©
o .
= .
32
£ .
100
=) .
(5}
=
10,1 1 1 1 1 1 1 J
70 80 90 100 110 120 130 140

Temperature (°C): -1,000/T

.m Temperature rate profile versus
temperature of compound AV

W REBRET L 720 {LAPIAZARCTHIE U 724558,
B gZ TS LTE. Htk2 i LTV 3ARC
DWEflH e — 2 —DEENITH 510 C/minZE A %
FEGHE Nl < 7z (Fig. 6) 1D, $8>T. ZOARC
WET — 2 2L TE. FEMEO SO RIDEE S
I A= E/ohENEHWTL 72,

— . SC-DSCTiF, REZFEHOLEENM[OENT
WA Z EN D, FriedmanikiZ & 2 OIS fE AT 136 1
HHETH b L& % 72, SC-DSCHlliE % FHEZ 0.5, 1.0,
2.0, 4.0, 8.0 C/min!Z THJE L 7= (Table 4, Fig. 7) 19,

1270t ZDHAKEMFHE —TMREE A DFriedmaniiDi#EH—

8.0 °C/min
20

4.0
15

10

Heat flow (W/g)

90 110 130 150 170
Temperature (°C)

SC-DSC data of compound A

300

200
150

100 |

Temperature (°C)

0 5 10 15 20 25 30
Time (h)

B Temperature curve of compound A under
adiabatic conditions (simulation)!V

SC-DSC/AKTSD#ER, SC-DSCTHF 5 M7= FEFht
DFEAHEN 2250 T/ gh Fe#him O V- ¥1#503 J/gD10% %
A LN &, FIEMBIRERA-0.991T & 1 -0.990
DTThsZeho, BT — & O IE LM % i
728, GO NRISHE ST * — & & FHvTYHNR
JE & ADT4TH 2675 CL L7BAIC B 2% L5
R % T8l L 7265 % Fig. 812/ 310, F72. AKTS
12 & D SRR (80,90, 100 C) DFE#FEH) %
THL 7245R %2 Fig. 9IS/R W, —EDFHEL 4 4% T

G CYS  Measurement conditions and results of SC-DSC (compound A)1D

Sample Heating rate Heat value
Sample Cell .

amount (mg) (°C/min) J/g)

1.36 0.5 554

0.61 1.0 497

Compound A Gold plate 0.58 2.0 422
1.25 4.0 522

1.07 8.0 527

fFRiLE 2022
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7TEXO
7+ 100 °C
6
90°C
B o5
é; 80°C
~ 4
g
= 3
=
g .
s 2
L
0
-1 . .
0 1 2 3 4 5 6

Time (h)

B Heat flow under isothermal conditions
(simulation)V

25 BWEIERE LR RBEGEE ORI h B
Zen o, ALAWAL EMBERNZ 3RS 2WETH B
T EAVRE I Tz, RN 3RS 2P0 E B R
MEVIEMEICH B E 5.2 57200, AMLaW a0
57 a k2T WL, RIBKHEOEHE HEEE k5,

ARFHZ & 5 T, ARCTIEIE & 7 — & HUS H3
ENEELE TH > TE. SC-DSCHIET — & %31
U 7zFriedman?kiZ & D RIDEE TR W HET H % Z
b7z,

7’0t ABURYE DIEIREE %2 E B L /-Friedmanik
DiEHA

HZJG P ORHAR B E AR TE T o3 it UG % il fia L SIS
EREL RS ENTNEW, FERIRETO SR IX
JRDMRIEIST X — BB PET DI LIF, REsTatk
25 EPET B ECEETH S, Hilikod Friedmanik
D3 FABNIA T d D HHZEL L TonA, [EFIRGE
DOECEN %G9 2 BRIC, FEEET IR IC K 5
WEBECDEE08H 5. ZOLS BWEDOEA.
ARCHIE T — & 20 & R OB % B iR U T IRISEE %
it 42 Z L IEWNEETH D . FHMED RO RS S
TA—=FEPRETERND, 72, BOWETIE, H
. TD SC-DSC #Hll7E % Heat-Wait-Seek € — F T ARC
HE T, WIRIREETOREZET DAL 1G5 N0
ZEbdhb, ZOXI EEGA. FECHD b Tn
B [EAIRRETIE A <. WIRIKRE TR 5 7z 7 i 3
TA = 2L fEREARHELTLES Zeh b, fukk
PEASGE/NGE S LB TREVED B B . BRIEDMETHZ I
TE . ORI o i R 23 2 2 B O[S AR RE
TOFREEW A THIT 572012, WRIREETH 2
TIIREE ST X — 2 & TS 2 EIRIEL S AV
MBI LN ENTNB), SR o i 1 Fl
fi# D28 % 77§ Diaminomaleonitrile (DAMN) X241t
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D $MEAPBIZDWT, &S TS E Ay Al
E2C80% W TSR TOREZEH 2 AF L.,
AKTS#% FHW T RS 3 B @ i3 % T (B, C80/
AKTS) W5 Z L2k, FHMED GRS
INTG A — REB/DBI-OOMEEIT 5 77,

1. BBPICHBOZESBRNZH/0

DAMN % 10 C/min® 5-##34 % TSC-DSCHIE L 7=
RGO, B & 7 RIS SR s BB S h
72o % ZC. SC-DSCHllFE % H-ilhi# 0.5, 1.0, 2.0, 4.0
C/miniZ CHEEL 7z (Fig. 10) 10,

10 C/minTH &5 72 — 27 134.0 C/min TiX
MUNRER B ICBIl X 7z, 0.5, 1.0, 2.0 C/minT
1310 ‘C/miniZ 6 1) 2 EW RIS & 0 & (KEMT%8
B — s il s h, lREY -2 3Bl hk b o
7z 4.0, 10 °C/min TEUH X W72 1#E ¥ — 2 1IZDAMN
DRl A180 CNTH B Z Ln 6, RRIC & 5 Ik
-2 Thb %% 6N%5, DAMNO S RREEIL,
G AIRRE, BlfE % OWARIRREEO WU BT & R4
TAHZ b o7z, ZOFREMNET — & 5 Fried-
maniEliZ & O IR % ff it L 726558, 8t 7 — 4
O EHHEITER L BWRERE L 572, ZHid. 40,
10 C/min TEU X W 72BN — 2 ORSBET H 5 W]
PERENEE A, ERIRIEIC 5513 5 R FEEET) 4 3
IR 2 MDD B & B %72 22T, DAMNOG!
R (180 C) AT ToHC80IZ & 2 SyillE (135, 140,
145 C) Z#FhE L. EHIREEIZ I 5 o EEE)IC
B335 — 4284537 (Fig.11),

I Exo 0.5°C/min
_—\_

A 1 °C/min

2 °C/min
C)
O
=
<
z
=2

= 10W/g

g 4 °C/min

jast
v
10 °C/min
120 170 220

Temperature (°C)

IGEETE SC-DSC data of DAMNI®)
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C80ZVRIAIE 7 — £ 7 5 AKTSIZ & ) SIS Hi s % i
ML 7z, FEGE O FEUER 546 ]/ g2 FEGE O F il
1045 J/gD10% % # z 70 2 &, E YR BIR R A
~0.993TH D -0990LL FThH 3 &h 6, HEL 725

T Exo

145°C, 1075]/g
012 F

140 °C, 1068 J/g

I~

~

Heat flow (W/g)
3

135°C, 993]/g

0 10 20 30 40
Time (h)

IEPEEE  C80 data of DAMN

TEXO
A\ 0.5 °C/min
ﬂ_/k 1°C/min
WJL 2 °C/min
4 °C/min

Heat flow (W/g)

10W/g
8 °C/min
0 250 350

15

Temperature (°C)

IGFEEN SC-DSC data of compound B16)
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ST — 2 RS A 72 U 7z, FEERTP IS R O
SENBIN PRI U, @K T C80MIE 7 — &
Zfif$ % Z & CFriedmaniZic & 5 B @ 73
WHT X 72,

2. BRRICERREHHIENIHE0

LU D o MEA B O SC-DSCHITE % F-IE4%0.5,
1.0, 2.0, 4.0, 8.0 C/miniZ TIhi L =458, flisi (170
C) LDUF OB S BT B < h e » - 7=
(Table 5, Fig. 12) 19, — 7, BlRASG T D C0 M
2 (145, 150, 155 C) #FEhiL7z& 2 A, FKED B
N Tz, T DB R % O R B A YE L 72SC-
DSCOfiti (2501-2807 J/g) & (ETed L =1l (1529-1565
1/g) &% 572, (Fig. 13). #t > T. {L&WBIZE A
REE, A% DOWRIRIED WIS Fo 0T & FB) i
I U, HIRREIC & - CREGFEIN R 5 2 L AVR
WX N7z, 72, BEAIRRET O EST 2 8 % 72
DITIE, BN COSFRME N BETH 5 Z L AUR
Xz,

WIZ, WERIETHE SN RIBHE ST X — 205
R AT O VRS R C O REF B 2 SMHE TR 5 2 &
DFMMERGET 5 72012, [FHARIRE & R RIRED X
JBHRE ST A — 2 ZNTFhh 6, K LAY (170
C) IFD150-165 Tl 1) 5 Eiiflefs 2 vl L 7=

T Exo
L 155 °C, 1565 J/g

150 °C, 1548 /g

145°C, 1529 ] /g

Heat flow (W/g)
ES

0 10 20 30 40 50
Time (h)

IEEEEN €80 data of compound B

IECEN  Measurement conditions and results of SC-DSC (compound B)1©

Sample

Heating

Latent heat of melting Heat of decomposition

Sample Cell amount rate 0/ /9
(mg) (°C/min)

1.82 0.5 -153 2807

1.62 1.0 -143 2560

Compound B Gold plate 1.59 2.0 -144 2608

1.10 4.0 -149 2538

0.96 8.0 -156 2501

fFRiLE 2022
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(Fig. 14) 19, [E{RRRED KIS F X — 213, Bk
FMOC80% M E T — 2 (145, 150, 155 C) #*5AKTS
12 &0 BRI % fff LR 72, e O f ffsi >4
18 J/ g R EEE DI 1547 T/gD10% Z AR Z 25 2
&L FEHBIHRERIZ-0.992T % D -0.990LL FTH % Z
e, BOHT — & O IFEIUE A 72 Lz, — .
WelRIRIED RIS S /¥ 5 * — 21, SC-DSCODH-ul
TEARSIRAFUZAKTSIC & 0 SR % it LTk 72,
FEEGE D FEUENR 25121 ]/ g AV REVE O F-11iE2603 ] /gD
10% %A N2 &, SR TORFEO TR
KR2-0990TH D -0990LL FTH 5 Z &n b, BGHT
T — A3 R A 22 L 7z

150 ‘CEFMAAMF T ToRMEE) &2 PHIL 72858 % kb
B35 &, WRIRRED RIBHE T 4 — 4 Z W L 7=
B CIESIHEA R IS REFH O ¥ — 2 Bl c 5 D
12X U, [EARIRED SRS T A — 4 & L7285
B TIRFEEEER O ¥ — 7 S 10T B0 X . etk
REED R EHE /S5 X — & % 4G L 23554 12 X,
¥ — 27 £ TORMMEL &> 72, B Ll T oo
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