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Pyrolysis gas chromatography
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2. VWAUALITNITNARDY

2.1, spmnn liveasauazginsninismagas

2.1.1. neaazdluuaanin

Glycine (Ina@), L-cysteine (TaNaw), L-threonine (vi7tatl), L-histidine (Ba7iAw),
L-arginine (@Wﬁﬁu) WAy L-tyrosine (1‘1/11?%1&) (Nacalai Tesque, Inc.); L-glutamic acid (ng
Angma i), L-lysine (ladiu), L-aspartic acid (nsaua@wimn), L-cystine (Ta¥w), L-

tryptophan (31 ini), Lmethionine (H1nTaiin),L-serine (11831), L-hydroxyproline
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(laTaslalngan), L-proline (Ins@) (Pro), L-leucine (@2@1) (Leu), L-isoleucine (lalaandi)
(lleu), L-valine (mau) (Val), L-alanine ('ﬂzmﬁu) (Ala) lag L-phenylalanine (1WHaay
mﬁu) (Phe) (Wako Pure Chemical Industries Co.). 2-Methylbutyronitrile (2—L§\I17l@‘]_|m1‘1/l<llﬂu
1619), isobutyronitrile (lalaylnislulng waz isovaleronitrile (laltanalslulng) (Tokyo-
Kasei Organic Chemicals Co.), acetonitrile (az@lalulng) uas toluene (gau) (Wako

Pure Chemical Industries Co.).

2.1.2. lshin
Human hemoglobin, bovine hemoglobin, human serum albumin, ovalbumin LLRg

casein (Tokyo-Kasei Organic Chemicals Co.).

2.1.3. Wula@dane

o

udnd, fnlun uazidulaluaeu-6 (Fninsgudmivdennnd tna JIS)

2.2. Lﬁ%\‘iﬁ@aﬁm’fu PyGC Waz PyGC-MS LL@zféﬂuhﬂﬂ?ﬁﬂLﬂmm

A1519% 1 L@umﬂ?ﬁlﬂ\iﬁﬂzﬁwﬁ PyGC iar PyGC-MS Lmzdau%muau@um
Curie-point pyrolysis

a297in JHP-2 uay JHP-3 (Japan Analytical Industry Co.) gnuinxnldsiariunis
FID Chromatograph 1A2f99 (Shimadzu GC-7AG) Wge Nt chromatograph-mass
spectrometer unit (Shimadzu QP-1000)

DB-5 fused-silica gniunldlunismaassil

Table 1
PyGC and PyGC-MS conditions
Pyrolyzer
Instrument Japan analytical industry
Curie point Mode1 JHP-2 (GC), JHP-3 (GC-MS)
Pyrolysis 590°C; 3 s
Oven temperature 120°C
Pipe temperature 250°C
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GC

GC-MS

Instrument

Detector

Column

Column temperature
Injection temperature
Detector temperature
Carrier gas

Make up gas

Instrument

Column

Column temperature
Injection temperature
Carrier gas

Make up gas

lon source energy

Reaction gas

Shimadzu GC-7AG

FID

J&W DB-5 (0.25 mm i.d.X30 m), film thickness 0.25 pm
60°C (8 min)-230°C (I0”C/min)

230°C

230°C

Nitrogen, flow rate 1.0 ml/min, split 30

Nitrogen, flow rate 50 ml/min

Shimadzu QP-1000

J&W DB-5 (0.25 mm i.d.X30 m), film thickness 0.25 pm
60°C (8 min)-230°C. 10”C/min

230°C

Helium, flow rate 1.0 ml/min

Helium, flow rate 40 mUmin

70 eV(El), 20 eV(C1)

Isobutane

Raulan1sirauaas PyGeC dnail
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o guuuniwnauargnaelin 60°C uszar 8w antiwiianilu 230°C Taudnsnmen
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o hasuazlATaIRTaluANFaun 230°C nnmaudelalululngiauniva §mg1 1 ua.sa
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N

o dnsndauntiadlu 30:1 ieuazienauLed pypolyzer SNERUNRAT 250°C uay 150°C

¥

o Tilsunsu pyrofoil 415 590°C Wnn 14 waz pyrolysis aunnineuléilugnungiil

nsanuunAgegaansniuldlaald GC-Ms meldiRaulasinaredunesialll

wasulaluludgnldlusedu 70ev (Bl method) uaz 20eV (CI method) way N3

i duazeediszfiu 60uA (EI method) Az 200UA (CI method) nalfjrsenduiLig

Cl An lalaywmu
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2.3. N7rUIUNNe PyGC 1falfjnaenlngsng
Fiaeinatszannd 20ug Usznausog dulaaudndinaqusazaiailszanns 10 mm Tu
ADNNENY QNINLUNIZANH pyrofoil AN arsazanalaaanlansenlas 25% 0.5ul

faatinazgnitalunszane pyropoil livaldlu PyGC
3. NAN1TNANRAILaEN1sanlss

3.1. Ag wazAsdnduluns it nsuilusaise PyGC aauidulaaudmng
pndunaudafudmiuniein PyGC Tnaldaradusaadnien ansiazansly
waggninndudagelnien 1Bun arsazarelnnenlansenlasd ponududu 2.5-25%
a -y ¥ v a
war arsazanglmipausuemnadnd 2.5-25% uaz arsavanelnpenlalagiau

ANTLAIA AINNINDY 2.5-10%

20 B . +
conventional pyrolysis
1
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2.3 L
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100~
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25%Na0H —catalyzed pyrolysis
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Retention time {(min.)

Ut 1 Whsufeunsl¥intauns ldannnnaia pyce Tasldadudaselfnien uasiindanansazans
Tdealansanlod 25% wWiauiouiuildldiisalfrien anglasdiulfdndansldasazanetnidonlansenlos
39N9NTELIIUNTS pyrolysis T IHaRARRNE et aiiuldTa 1Ty peak 1 (ax@Talulng) peak 2 (laTay ntslulmg) peak
3 (2-wiiaynlslulng) peak 4 (lalandlslulng peak 5 (Ingaw) ?rjl\iﬂﬂﬂgslmqmﬁmw (t) 3.0,3.5,4.5, 4.6 uaz 5.3 Wi
ANNRN AL wapaliugn nsfinansazanelaiasslansenlos TOYNTLFHUNTEUIUNIT pyrolysis LasiianAeniy

fadunane nsazarallsiuduansiszneunsnerilu azgnnsviulaeninsensanveclnpolansen s
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3.2 nsRainmAAeTiaziinla 14

nrzuaunNNIMmAaed PyGC Tngldansifanne Idenasnsaadeudaninan capillary a
4findiail . DB-1, DB-5 and DB-17 (30 mX0.25 mm i.d., film thickness 0.25 km) &1L
ngl by J&W Co., CA; az SP-WAX (30 mX0.25 mm i.d., film thickness 0.25 km) mﬁuwu
Imel by Sigma Aldrich Japan Co. Ltd. %wum@xgnmm@@umﬂﬁfﬁ@u% RIS
gruny s

dmsy DB-19iu ansnsnuannaaesldaeds Ae wiaylnlrlulas uaz lelmaiaels
lilps dauDB17  wudrenfiezuenidusesisneleloanaalslulas fu ngawiu
dwRaaiu SP-WAX Aennlunsueniduesdlnlulag uazleloyintslulas fiilewws DB-5
wintufianansouen Eii HARATT 5 atinsannsyLILANg pyrolysis avasilinazld DB-5
Tunnsiaue nisliausalg

% ]

3.3 NMrUszituANgegAYntaa

q

1
o

nsauaanusiazdontanataudadnesiulignisranlugilaisarane neauuLp
pyrofoil 1#Rumdn 20 ug s ldvin I uiauueuanFewr 40°C Wn Tnnaslansenlas

AN N 25% 15104 0.5 ul anniuvialey pyrofoil inawiran ld 19 lunszuaunns PyGC

Table X
Degradation products identified on the alkali-catalyzed pyrolyss of wool
Poak Ma. ¥ Degmdation peoducts Amino scid residues assigoed
1 CH5-CM (Acetonitrile) rl-«l'H-
CHy-CH-CO- (Alaning)
ar
1
dTou- {Profine)
1"‘].
2 CHy-{H-CN (Jsoburyroaitrile) CHy-CH-CH-00- (Valine)
CH; CHy
?‘H.
3 CH,-CH,—I]:E{-CN {2-Methy|batyroaitrile) m;-c:l{,-qu-mm- {Isabewcine)
CHy CHy
4 CHy-CH-CHy-CN (Isovaleronitrile) Cl-lg,-l]ﬂ-r-ﬁlg{ﬂm-{tuu'm}
CH, CH,

MH-
5 Q-CH; {Toluepe) D—mrtl‘:lu:u (Phemylakanine)

a) Peak numbers comespond o the pyrogram of wool (Fig.1).

FoudisdanInanga Nnemiay Page | 8



o~

INYANRAS ANUEANENANFAS W

a % o -QII ¥ téld a = 2
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9 o oal o o a [ % ff/ -dl [3 o oI/ 1
dlgaudndiansusnisdigindnen Asiu legnifivanludnsoisiallinelad
. dl U o P 1 b2 o e
NMSUAAY denaturation  N1AMINFaL AN LN A IAENNSdINALNUNADIqaTIFY uaY
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nszuaunig PyGC ldlmmanlansenlas dudesiasaljnsen wudnlfuanalu

Ansmsanusaasnadulaaudndnazinuini thermal denaturation sinasinaiazenlily

stuuusialiid : ipvedulaaudnduiniszuins 100ug ¥ianum 20 Tu usaz 10mm 1u
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puuanslugli 4 pyrogram laFulaanisngluuuresAngeqn Aeuinefias
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4. unggu

nsldansisznauressefisneiunainuanadlsslamilunssuaunisigenl jasen
TneldAnadusaninUiisenreanisld gas lunsimezdt naasuieuenuaziaedaduly
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