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Pyrolysis-MS
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Pyrolysis-MS
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Pyrolysis-MS
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Chemical desorption-MS
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Chemical reaction-MS
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RCOOH + (CH3){NOH RCOOCHj; + (CH3)3N

A

RCOOM+(CH3)4NOH RCOOCH3 + (CH3)3N

ArOH + (CH,);NOH Ar-0-CH; + (CHj)sN

ArOH = Phenolic and alcoholic alcohol

J.M. Challinor, J. Anal. Appl. Pyrolysis 16, 323-333, (1989)
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Condition of JDI-800
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Pyrolysistemp. : 590°C, 3 sec; Oven Temp. : 200°C; Needle Temp. : 200°C
Column:DB-1,0.25mmx 30 m, 0.25

Column Temp. : 50°C(hold 5 min)-300°C(hold 5 min), 10°C/min
Pyrolyzer: JHP-3, GC/MS : Shimadzu 14A/QP-2000

Styrenetrymer Bisphenol A



GC MS

CPP

20 P Curie

CPP

FF. ourrent casd.

1f the polarity of the eoil is changed
rapidly, histerssis heat ls generate in
the Ferrous material due to the friction
of the charging polarity.

— : — — [ST1
—
i b ~
P praa.

materlal to very rapddly reach a Cutie
Tore ot which it will loss its megretism.
B-1 Principle of the
Curie point heating.

1000
Cobb |50 |
o Felin]
P Tobi22.47 %

LT R Y]

?‘-_’ (= THIRR LR
£ o __ mewesn
* s i
3 20
20
“a £ W W

time {x10 ~"sec)
-2 Curle tempecature va, ferromagnetic alloys
on the Curie point pyralyrer



GC

Conventional head space sampler

10

A —— ]
BN o
g ac g
b ip
STO-mY PRESS
{ tn 2))
L[ b
GE. 8.5,
L1 ~qp
VENT IHIEEY
- ) L )

GC




3 JAI JHS 100
JHS 100

Sampling gas -
Purge & trap
Ms.
t
« in
Knob for adsorption ample tube :
tube -_—
———_——_‘\w ; Sampling gas
Defrost. le ¢t
Pt-wire for ube le heater 'd
ad: ion t s.
o] o
. tlet -
Lig. - od ¢ g Carr. in
| Vent
RF r cable Lh
RE_Coil —2- Sampling  Sampling G
Lig.-N2 inlet gas inlet Analysis
Flow controller }- Carr. gas inlet Mu:;
for the temp. t
controller |-—C~> vent
< in
Ceramic tube !

- 1
To G&C Action of 8-port valve

Lég.‘ N2

-4 schematic diagram of Curie Point head space sampler
model JHS-100

20ml min



10ml it
{ .
10 ml of Sanple tube
sample tube for paste types

M- 5 Various sample tubes for JiP-100

JHS 100
350

- MBEIF-9VIS P—BTSAL-4108 .o -

\h

e

BEHERATRETINZ, BB TRETDH REMAETHAERELZERLTHVE
2BEHRTDBERTT 2 AN OB AR TREECARPONR & HRT 52
MEIZY LT )T LI IHS- 1008 £ EHTEET, R
v b LTAHLET, o R I70-700m/4), 0.4~4.02/5 -

12 D=2 : 100nt |  OER A4Sk (HE—TLn Y BisS EEL)



3 3A AQ-100
JHS-100/JHS 100A
10ml

JHS-100/JHS 100A

mﬂﬁﬁﬁﬁmt’ . hAQ-100§!

-.._o._.-——-—-.-»—_:..'..n e gty :

m*mmlmﬁuwruAuxa ne
».wua&QMTaanmL:r.-.

JHS 100
JHS 100A
3 Purge Trap

40



GC
3 5
lene oxlde
100

Defrost

Analysis
2mm GC
TA Poly 2.6dlphenyl P Pheny
40 100
358
L 2
_\‘1 e Pyrofoll F358
\
T Tenax TA‘
5 or glass wool
8( ‘ Pyrofoil
r’\% rofolls;\w
. ” * ¢ 2,6-diphenyl-p-
phenylene oxide
A Polymer
I

A desorption tube for A pyrolysis. tube for
Curie point head space Curie point head space
sampler sampler



b
|

150 40

I+

JHP 3 JHP 3S

JHS 100

Curie point haad space-OC

o 15 Y ¢ min

-
z-
€-

]
4% aln

Saeple : Polychlorntcifiuorocthyiene, 59 each,
Colieny : 10V SE-)0, ) x 2000w

luses tawp. 1 60-260°C, 20 min/min

Purglin time : 130°C, 10 min, (Static tise : 130°C, 10 min}
Swple sount 1 59 { \al In 20m} Of viel wae
Tempting tenp.: -40°C fa)ected to O dicuct ly)

__ 6 Qiwerison data hetwaen Curie point head spsce-OC
o clavent lonal huxd wpuce -OC



JHS 100
5 1
JHS 100

8 59 PCTFE

PE

PE A C6

PE B

.

° 5 » 48 min

Ouceatogran of the head space analysts for the plyd\la\xu:
lene -

Colum Tesp. : 60°C-200°C, intisl hold 20min, $°C/min
Purging tesp. : 130°C
1 258°C

Osrptn. tesp.
Trapping tesp. 1 -4°C

-8 PCTFE®OMMT

s

2

ain

Trapping temp, 1 -40°C

M-9 RESEMPE



10
PE

TR 3 3 C6
TR 8 5
TR 8 5
MS

TR 8 5

11

JHS 100
PE

0.15mg 740

o€ reas o avell PE ana
—illeea P
Column 3 ©-23C (OV-373. 1.4. 1.2 = 40,000m=
cor .z 30-230°C. imicial nold’s min. 33°Clatn

° s o s
P—t epece

Comparieon chrcms
= Prroiyeis-Oc.

Column 2 G-230 (OV-17). 1.d. 3.2 x 40.000mm

Codiemn - & S0°C_Jmin.. 30-330°C 13°C/ain
n . s 100°C] 3 Tasn

nevine t—e- 2

fr i SRR

Pyrolyeis temp. : 740TC. 10mec

X-11 SFEWmu— ZoostasksraT



TR 8 5

12

TR 11 2

PBT

Sample : PBT, 0.6g (A) : Regular PBT
Thaermal extraction : 200°C, 10min
Column : DB-1, 30m x 0.26

PBT

Sample : PBT, O.4g (B) 3 Irregular PBT
Thermal extracti¢gn : 200°C, 1Gmin
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Sumple name ; Hydrocarbon i the sGOSEhere
Sample smcunt ; 80ml/min x X0 min
-3 AxXgLNg tasp. 3 amment (10°C) N
H Duacrption tewp. ; 358 °C
. . Gondition of G
- GC mofal ; MP 5890, Detector FID
- Colisn ; Silicon DB-1, Tu, 0.25 14 x 0 m
i . = olumn tamp. ; 50(3 min hold}-200 °C
LE Pima
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Curie point head space-GC
anslysis
Sample name ; Polycarbonate resins
Sample smount ; 1.45g Date ; Oct. 26, 1989
Purging temp. .; 250°C
Purging time. ; 10 min
Cooling temp. of samplc ;-40°C
Cooling time ;10 min
Conditions of GC
GC mode! ; HP 5890
MS model;
Column ; Silicone DB-1, 0.25 x 30 m lu
Column temp. ; 50°C (3 min hold)-300°C
Detector ; FID
Sensitivity of detector ;
Split atio ; 1/100
Integ! model ;Hitachi, D-2525
Operator ; S. Uchino

Chromatogram of reiected arade
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Ghramatogram of normal grade




