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Abstract

The key aroma compound of scented rice identified as 2-acetyl-1-pyrroline (2AP)
has been reported by many researchers that it was present in rice grain and some processed food
products at a very low concentration level, 0.01-3.0 ppm. As a key index for evaluation of
aroma quality of rice, a fast and accurate quantitative method for determination of 2AP in a
large numbers of rice samples is essential. In this research, methods for quantification of 2AP in
rice samples including grain, leaf and spikelet were investigated and developed. These
developed methods which have not been reported for their uses in 2AP quantitative approach
divided into four analytical procedures. Three of them employed currently available techniques
for extraction and subsequent chromatographic analysis utilizing analytical instruments.
Whereas in the last simplified method, colorimetric technique was employed in order to
minimize instrument cost.

The first quantitative method for 2AP in rice samples developed in this study
comprised solvent extraction using acidic solution followed by re-extraction into organic
solvent, dichloromethane, before subjected to analysis by gas chromatography (GC) with
flamed ionization detection (FID). It has advantages over the conventional method which
emphasized on the use of steam distillation for extraction of the rice volatiles prior to GC
analysis that heat associated in extraction step was eliminated, less complexity of the extract
obtained, less amount of rice sample required as well as less analysis time. In the second and
third methods, two techniques of gas extraction, so called headspace sampling, for extraction of
the rice volatiles were employed; static headspace sampling automated with GC-FID and solid
phase microextraction (SPME) prior to GC-FID. The automated static headspace GC-FID was
proved as rapid and suitable for routine analysis. These methods reduced sample extraction and
preparation steps and the chemicals as used in the wet extraction were excluded thus considered
environmental friendly. The fourth method for quantitative analysis of 2AP utilized a specific
chemical reaction between 2AP and a reagent producing a color product. Amount of 2AP in the
sample was determined by measurement of the color intensity using a UV-Visible
spectrophotometry.

Each developed method was validated and their applications to quantification of
2AP in some aromatic and non-aromatic rice samples were performed. Analytical efficiency
and applicability of these developed methods were comparatively evaluated.
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musssnmaluems  dasmnamsauiililarmunszrumslianudaudnlnaasiall
wussii luasidarmumslianudouy wu Werhsuilsluaundath asiindunanuass
WUNH  2-acetyl-1-pyrroline eululsinafisinseasaieneila Wndmmseuems
T¢enudn 2-acetyl-1-pyrroline tAazuluamsannszuIumsiiaens1 Maillard Reaction
G 227" Fudluufasenssuiensnasiiluashmalusswisiiawnslasuanusou
HAAAQTTLRAIN Maillard Reaction avangUszinnuaciigrdalaun shssiiena (brown
pigments) w’%amsmju Melanoidins LLasmﬂﬁnﬁu (flavour substances) UMM 9

ﬁfﬁqLLé"smswamﬁmsﬁﬂszmwmﬂﬁ'ﬂéuﬁLﬁﬂmﬂﬂ,ﬁﬁ%mﬂszmw Maillard  $i%
wneriiauansanulumusiiovasnsessiluuazihmanfluansasay  dudu 2-acetyl-1-
pyrroline  Laianumaaiimmsiduaiienndjisenues glucose war proline (W38
ornithine) ﬁagj’lumms deamsiuldsuanasaulunmiimnzan duhliienmssae
289 glucose 1@ HuaMIFHINGN (intermediate) NdAnAD 2-oxopropanal luzauziienfiunsass
fludemsameduiulosUfiseniGeny  Stecker Degradation lowandodu  1-
pyrroline eialugy 2.3 () NnL 2-oxopropanal LNNUHATENNU 1-pyrroline Feneazifan
sunauvianalnraslfiseiudiliuiFaussldinenuesuslfinnnhmilnaln nalowils

mlmwsmuhuam‘lusﬂ 23 ()

AMINO ACID
5
|  SUGAR
retroaldolisation
ARP / HRP | > Fragmentation Products |
or —
B-cleavage
I Deoxyglycosones
\
| Cyclisation Products | | Condensation Products |
Flavour Substances Flavour Substances

U 2.2 uruMWUENUZATIEN Maillard Hlviaadaeiluasiingu

(flavour substances)



n)
NH»
| Strecker degradation
HaN-(CH2)3-CH-COOH CHO L»
NH,
ornithine
l-pyrrolme
U 2- 1
) oxopropana CH,
0
/
-pvrrollne
CH,
HO
H
+ H,0
-H,0 \
| HCOOH
+ H,0
- Hzo &(

O\(CH’ — O\‘(CH’
N N
H H 0

31] 2.3 (n) Strecker degradation 284 ornithine ¢ 1-pyrroline

(2) M3Na 2AP NNUHAINYBI 1-pyrroline WAL 2-oxopropanal

athqlsﬁmuﬂmxﬁ’nﬁﬁ’ﬂmqnéuﬁLﬁuﬁﬂmﬁmﬁ’uLméqﬁmwmmﬂﬁmmmu
Tughy Tldiumenudaiduauuziin 2-acetyl-1-pyrroline tin2uluiIa1n Maillard Reaction
o . [23] v a a PR o v o dd W
Tull a.6. 1996 Lorieux wazamiz  lanenuddinsaih imsduwviuidudiauaw
anuvanlunugiven  wazladimsnwinenuiivenuvenluimvaniuganag  aen
UWIHANE UBNNINTUEITNBNUNUD 2-acetyl-1-pyrroline (AaTuLazazaNDg LA lunnaIUYDY
A [23] o . g o o . .
guIMENUNTIN . NNNBNUGINENWEHUsEnaUfUMSN  Maillard Reaction  11lu
Unsenndaiinnusauaniiendaaans  aenudaagUinennumsiiezuees  2-acetyl-1-
pyrroline lududnilaitiendasloaasanu Maillard Reaction Jaiianaudululagennn
anumsanmduwdldlednsinenniuunasnanues  2-acetyl-1-pyrroline  1u
Vv \ d' £ L% v < a a' [ a d?, al Vv Vv dy
Mmlasesy  wawad lasduayudamassuisnumsiiedulaessssumaluduinyasasil



Wy MIeNziUSIna 2-acetyl-1-pyrroline lUEag1IRU (raw rice) lEIEMIFR AT
MIarmEnInsauLdziTharmedunidigamaiivad ! wuhemududunes 2-acetyl-1-
pyrroline  lUtNAATNIWUGINIABNNZE 105 Toawasiidsnnnhiieeinenun  wil
aasiiseliimananieh Smsssauuudalasldonusou Wumsnaudelath wiams
mﬁ'nué’uﬁuLaﬂasxmﬂuﬁmmzﬁﬁu 21ana liliaMsaaee (degradation) U84 2-acetyl-
1-pyrroline 16 enudialimnuniiannonuniie™ WUNAUNNZNINUGNINBNNER 105
§IN50879 2-acetyl-1-pyrroline tinFuldMnmsiinnsnozilutwiinadluunasanms
T&ud proline, ornithine Wa glutamate (MNNsApzily 7 Bianlanaasd) wazwumslasu
proline ¥l¥AuUNa121I§579 2-acetyl-1-pyrroline Lﬁuﬁulei”mﬂﬁqm Aadszanar 3 wnwed
anudutuifiagdnludumuanillildidunsoosiluaduwmasoms  ausideildald
ﬂ?ﬂ’]"] proline RN precursor ﬁéwﬁmwmmzmumafﬁmezﬁ 2-acetyl-1-pyrroline Tuauzn
waznmMsanmanasluteansaunauazUfisenmssansied 2-acetyl-1-pyrroline Tuduzng
wammz@%’amjui’: galewudnit N Tuae pyrroline 289 2-acetyl-1-pyrroline Yusnan N
209NN LU proline (Pro) u¢l C Tuduzaes acetyl group ‘lfuvl,uslﬁ c lu carbonyl group 28y
proline eauaaalugy 2.4 UBANHMINY 2-acetyl-1-pyrroline Tuiwau 9 wu Tuluvaues

]

o 3,26
wuﬁfwau (Pandanus amaryllifolius Roxb)[ wazluluuazeanzuing (Vallaris glabra

[26] & o [ = v Y a CY a & al =]
Ktze) numﬂuammamagawmmmauu’cnéum‘sLﬂmummﬁ‘ssumm"luwmaq 2-acetyl-
1-pyrroline lolunded

Pro—— s

’

/:"—> Other metabolites
/ _CH3

o OH

|

(0] / 0

3U 2.4 wIMaeUisenmsiia 2AP 210 proline Nuaadlvitiud

N a0 2AP uuanan N lulutenazad proline

= v & [27-30] v = v A aa

msAnwasvenludnlussezusnin™ T wiumsd@nwnludnnmegn 3Fman
oA vo W a Y s v ® o W 1 ol a v v
winlssgndlddmsumatinmsanaassamennudedn  Whieegnnalianmsnaueie
loth  wuhdmwuge g dlahmndnwnuivsing 2-acetyl-1-pyrroline Muanananuly
udugamRugenundnmlastnieauazngy wWunAUSInMeNNENTUEEY 2-acetyl-1-
pyrroline  lui@admlbivhiy - Fswmguilnhaziiennenueaandsussaunauuas
Bmslumsienzdlundasiasdjidinms uaathelshonndsiannafidaadnvarauszms
' Y = aa = o Vv 4 o A ' v o1
WY anEnemdn 18 waIsmaiuussanuanaiy Fduiadennudainmenasid
unumaagihdenudsduresanswannisasszmedu g luwdagnwugideiuan



10

2] g )
uﬂﬂ‘iﬂﬂﬁﬂﬂﬁ')ﬂlaﬂﬂ'ﬁLW’lﬁiﬂQﬂ LU

v o v & v o313
uaanUgnideniunuienuuanannuaanllla
anwusiun damway 1 )il anadu uazenurnua fhazdluthseninansenuee
USunaasvanludeuny

wmafiamsanNalsinaanuvanludn WBUTEL AN NANINDNYDY
8 v 1A e = o & v a ¢ a .
waaimwhiilainenuanaudedagtiuiy alumsiwnzduSinawss 2-acetyl-1-pyrroline
I [ & a 'S dwcs' I o [ a & U =~ ] []
Wunan aussumiiensvarsindunsansulunmaimnmsuuldismaed Teadiulva)
BUNNMTINATTHANNINNEAZNT  NUUIANERINTENamLATasiamaeiideneyd
A4 A Ay un ¢ a A v a o y vy
wIssilaflRienevmuSinamsuennlasuanuiisadudulvaife gas chromatograph
(GC) ilasn GC Wwmaiianuiumsiwngviassanelagmme aghalstmuanudaey
2a0IsMslumsienzimuaiiinazagniuaaulumsaiaasnniied wasmsie3anas
ananaumsieNzimaesasialludiulvaj
MINHUITMIMUPTIANLFHNSUMUSINO  2-acetyl-1-pyrroline  MULNED
L4 ] d'q P d' ] gj =® o d' Vv 1 a [
i lugnadulnuanty Jdimsudsuudadleaniuludiuaaunafinmsana 2-acetyl-1-
. o v ¥ ' VoA ~ .. [33] & [%
pyrroline MaMagenududivlve GunnenuMNIBYBY Yajima wazane  39le
= v v ¢ oy . . as Y v ?,’ < 2’ PP
NenumsAnnassumeludWug  Koshihikari  agdmsmsdunuiuazinulaihndans
sewadusaninanananald msnaassiildmaussinalua 50 das5 wazldaedeinnnseey
6 Alansu MMINeasst 8 A3 NuUEILEIMNIMNG 48 Hlansy laasananaanse
hnenedmamedia gas chromatography-mass spectrometry (GC-MS) WazWuNas
szvanieeriiefilussdusznaulumsaiavesdmnugainan  ausinidodniidemnle
° 9 . .[34] ° ' v @
mmsAnwmasszmeludnvannug Kaorimai Tagihmanaaseudeniuiug
Koshihikari l#ead1etna 60 Alansy mamsienzimemailn GC-MS wunissssive
v v A A I3 [ ] = [ o = =1 3
anseeziianidussdlsznaulumsanadudeIny  wasliaSauisuasdusenauluas
aNeANNTIIBNWUS Kaorimai iiaeddsznaumnnninnug Koshihikari wdlumsdnmnans
szvglugmmsaaiugll flilinsnumsaunuasiiuvnunnddgasenuvanyesdn
FRNMTIATLHANNINTUVBIENT  2-acetyl-1-pyrroline  LUETINANALNEA
117 lawanniniemsldmefinmsuenasuuumsanaals lathuazimmazaredundguuu
aoLiing (steam distillation and continuous extraction) T@ﬂaw‘lﬁq@aﬁmaﬁtmu Likens—
. [35] a [2] ° = acnd o o ' o
Nickerson <39 Buttery Wazamie  laynmsananual I5iUSinagnimeawannii
TFlumsanauaaznsaanasnda 500 N5y
MIMNUSIIUFIS 2-acetyl-1-pyrroline Tumagnainanme 9 ledimsnaassdy
= @ ' = 1% = [ a a a [365] ¥
anlagaaeidengudenny  lEismeanamsuasinaliamaieneiuuuay welums
NABDIATINAIU LA UMSINYSEENSMNMIIATIEYaIe GC-MS 0l capillary column
Tinamsieevians GC-MS HuszanSamwuazlvanwly (sensitivity) NHzu Jeeansoan
USnadnmedhawdaiies 200 a8 wazlasenumsiwneidedSinarasarsanlu
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Wugihvanuasiuginliven legldifarsinasprumelundl collidine (2,4,6-trimethyl
pyridine) WWusmsiasgpriumealu wuhinveungsliladed azivSana 2-acetyl-1-pyrroline
aglud 0.1-0.2 ppm wazdnNTadua? aglud 0.04-0.09 ppm ez livanaziivsnm
Waeann Aalurie 0.006-0.008 ppm adalsAmuUSinamIaegnadmduIn 200 nuy
£ < a .:4' < o v o w v} a v a'
wutdudsunanann LLanuqﬂaiiﬂmwsuuﬂﬂiuﬂ'nguﬁﬂumiwammaL‘Wa*nmaaumm
viay
. . [37] L P s [ .
Tanchotikul waz Hsieh ~ loUSulgegunsalinmsafinarsvnan 2-acetyl-1-pyrroline
s v v P v v S v o a - oA '

nnluwdanin legldmeiladudanmsanaaslathuazmazmedunduuuaatiloy e
laaaulageanaasuuy Likens-Nickerson T HNaLENaINANINZAUMTINAFITAIDENN
t4 a % 1] 3 .:4' v " v [ [ 4 1 ] < 7 .:4' Yy
e 1 nfuohiy wisldazmnuntdnuSulyeiug udathslsiouasanailed
USunawasansven 2-acetyl-1-pyrroline NONNANIUMINN NAvAamnATAI@TILAEN
ﬂszﬁw%mwuazmmhqﬁu lown wmefia selected ion monitoring/high resolution gas
chromatography/mass spectrometry (SIM/GC/MS)

FEMIAIUANEA 2-acetyl-1-pyrroline Tutndaimnlfinaiiamsanauuuldldana
v % Y £ g & [24] 4 a ¢ a
saulagniannduiuasiusnlag Mahatheeranont wazamiz  WaALATWUIINM 2-acetyl-
1-pyrroline Tugmwugzmaanuzd 105 Miludratgnasiu (raw rice) Mnurasa g Ty
Usendlng mMsane 2-acetyl-1-pyrroline l4%anaadIMsanameaIazaty lagisuaInms
TdasazanensaoauanainIfae NAUUFNAR DN UMV a8 DUNSE L2
dichloromethane NAUMIATIEVMIY GC NHGINTINIAY flame ionization detector (FID)
d! 1 < aa d‘ v a a a o’cl'd [ v [ a
FAWU NI MINAUSEENSMWMIIANLING  @sowann lwansoasnN el
2-acetyl-1-pyrroline  ludaghsimmsnidulszinninvaulalasliUsinuaaianiasnge
wWien 0.1 n3n minldeeanziiandanuimsiumsiwnzdaslunguaiiv (CP-WAX
51 for amine) walaamldudiuSnadegninnunzasagludn 1-10 nsn Mmsdnwil
WUIBENININGBITNINEDINUGINABNNEE 105 NlFnesasdivSinaenudnduyesans
Way 2-acetyl-1-pyrroline Useanas 0.3 ppm  uanMniiMamMsIaadelad Litiiudn 2-acetyl-1-
pyrroline  Tuwdaimuulilaiieain Maillard Reaction w3aUjnsenaanfiaguluszwing
Fupaumsanamuinguinidensuasasdunali mnzmsafamemsazmerhigumg
W9 uaAsmsanamsasacmenIsntaihasnlewainauive lvmsesaneiat iy
dzann MNaEInNIsMInaumelaihzautuisnealasuanyiananay nandivaideluud
MIaaacIuaIa s lasuaNNIauLazNn lFnM luauaaumMsnauaelathuunn 3 %
Tasd

1 < ad = [ = .

aegalsianuiSmsmaeiilumsesiaiaouwasmyusina  2-acetyl-1-pyrroline 1w
MasmaazNnY  Wazlaimsnannludnaul@IsmsnNussanSmMwannay  Lazauso
ihandszandlaladnuanudaimslumsienzdmegndmdunumnn  wuy  Tuwugim
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an v o v ew Av S v Ay A o
QﬂNﬂ&l“ﬂlﬂﬁnﬂﬂ’izU’Juﬂ’l’iﬂ‘SU‘diﬁwuqm’J IﬂiQﬂjs')Qﬂu;\N‘lﬂ')jQLLu’JV]’NﬂP]T];\]EILWBWW“’]

FsmsanIauazndsiaasvanluim smsmateinlednmswannauwualy 3 3509l

1.

mawannIdmsiifeddnliivssansmwlumsasaiouasmiina  2-acetyl-1-
pyrroline lugheghenladay  Tasuhidamsanasisdazansuazinnziaas
GC Afgamaiadlu FID (eazdaaluuni 4)
mawannEmslnitlssgndmaiiamaafamugiumsiensiiddnenu  uas
galilainsnumahindszgndlinumsasaiauazmudana 2-acetyl-1-pyrroline
Tusegegm laud msesevdassemegluanizMawiionaene  (headspace)
Toaaseaanaiia headspace sampling ‘ﬁ'siamuﬁ'u GC (Headsapce Gas Chromato-
graphy : HS-GC) uvaily 2 35msdas

2.1 Automated static headspace GC-FID

2.2 Solid-phase microextraction (dynamic headspace) Ltae GC-FID

(eazdaaluund 5)
msnamMsmsmuaiiaenshalumsasiniauazmusaina 2-acetyl-1-pyrroline Tu
fagwim lagldvanmsues colorimetry fdamsnaufnsenzasansiaula -
acetyl-1-pyrroline) nUStaudndn Y allundanasinid nnuuiaanudy

ad a & = < a . % v v
yaeannaduwaztiaunndulsunaueg 2-acetyl-1-pyrroline Tudiaele

(Meazdaaluund 6)
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unin 3

nannsvaanaiaunalasanlnnsil (gas chromatography)

ufiglasintnan@l (GO)  duiunadianfienumanzaniigalumslduanuas
Iwnziasdlsznauasniauanidduszmelumsane  wazillasnnanslinaudilvg
Jollumsszve waile GC Fagnidanldiiadnwinmnuasvenludnmnaudstagiu 2n
Alenamuuainasanadlennmsana  2AP  :nalegetnuy biled 24P dlu
avdUsznaudenlumsanaty  asdlsznaudunidau lwwdadniainsagnaneasnin
lotuny MUUFITINANINENNALH BN UIUAD UM SULENBNAUSENBUNBUNILE NSO
a ¢ o a o v
AezimlassasauarUsinaesasnaulala
I3 P2 af Py o
GC Wugduuuniwasnszuumsuenasmalasininanil Tasnlasinlnnni
NNFURUUNEITBINUMIUNINIZNY (distribution) WIBNIUUNEIY (partition) 284laLaNa
aavdsusznaule g luingmea (phase) Nuanamnnudasigme pmeniaduigmensi
. a W oS g [ o ] . v =)
(stationary phase) LLazamgmﬂwmtﬂmgmﬂLﬂaau‘n (mobile phase) NITUWINTLANYNID
msutsduraluanazasarsdsznaula g sevivigmensaesasuandnnull  Jusgnu
UNNILINIDMITMLFNNNS  (relative  solubility) 2avansuuluuaazigme  (laas
Usznaulurasusunassmsuanasdlsznauedasunmiwigmensn  leaiiigmeamdaud
hwld  sUsznauudazdiasgninilensicmsudasigmennipauananiull - was
asnnasUsznauudazimuuiusnssiaaigmensaasigmeunna iy i lians
avAUsznauudazdnuadaun lumuigmeawasuiludandineniu wunngd 3.1 @3
A SnsoiausnsEinuingmeasnleanmas B @5 A Juedsunlumuigmeandaui
TugasEndnhas B msiias A waz B imsiedauniuanaranuil 3alias A was
B ugnaananiule

o P o PR a
/qgmﬂmn ALAFBUN
QORI Ay 2, 24 : 3

OBO QI A5

ool xe)ie~< NG P' =

na) (u)

5U 3.1 Msugnueaansuay A waz B lussuulasuninni
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wiaaufalasininanw Jasdusznauiugiuntadu 3 dw druusadluas

o . A o v A [ o ~ 1 o Id v a
UTIUATWT  (carrier gas) Mmhthnigmeawrdeun dungeauraimuanammndl
(oven) NH%B9TATT (injection port) ABANY WALHINTIVIA (detector) Aanvagmeluniand
muquqm‘wgﬁ u,azehuqﬂﬁ'mL‘ﬂusz‘umﬁ‘uLLazﬂszmawaﬁaga (data processing and storage)

aauanslugy 3.2

31 3.2 ddszneunanzeuaiasuialasaninnsm

wruwlugy 3.3 uaaeneazidenuadssuy GC Ndaluau msuanasdlsznau
MELA3DY GC BUNNUAEW (carrier gas) Fehmihndluigmewdaunluasanangiussy
wid (compressed gas cylinder) ANNAUUBIUNTNBBNIINAIYNAIVANMEAIUTUANNAY
A a s o ' o A o w &
(pressure regulator) BN (valve) uidaslnaruaInses (filter) tiloMInANNTULAE
RaUudY ) NaUNITNFVBNMUANGMUNH (oven) NNYBIRAENT (injection port)
PR o ' o v ' a .. . v = .
amsaadegnianluludasdeans (injection port) laeldnszuaniia (syringe)

a n}qd = % ] a ad o o v [l
yiandanioUaauray  ssdpdnnansoszmelalugamnindvuaazgninlvagly
anmzuialudasdassinsgamnilliganiyatdaauesasnnimndesmsienzd  nnty
fsmadnlugnzmMaINeaazmavsaddalunsewviela azgﬂwﬂﬁlwmﬂ'ﬂﬂﬂlu
ANy (column) é’amtﬁ”awwﬁlwal,ﬁﬁmagimaaﬂnm Tuanavasaslugnmzigasiud
TUlupasniuazstiomsueny  Waanna lumMseaauNuLAds NYasasUaasatu L
WNNUAINNEIINN Lﬁaaanmﬂﬂaé’fuﬁmsLwiazzﬁnzgﬂwwL‘ﬂ'ﬁg‘iﬁamaﬁﬂ (detector: FID) ¥1n
o A v v 1Y a o a o @ ° v <
1388 GC NlEiifn330 2 #ilia ufawiwazasnaannneaantazgninliuendy 2 na
Meuen (splity IUEIMINNTIaUAazINSEN ) M FyaNufiHaanNmnTIINAzgNE
aalufun3aslszananauaziiudays (CPU)  uazudasnasaninluiunsvanudunus
SEWTNND vuual X nudSinaduans (signal) Nleanaianaiafiuaazauuuny Y

annasnaBen “lasunlnunsy” (chromatogram)
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O Syringe

pressure regulator Injection Port
N valve  filter N FID

[, cwru

Detector Response

e

compressed gas aylinder Chromatogram

oven

5U 33 NuazdanaadUsznavadtaIasuialasannnsn

¢ a - a ¢ o a oA

msdszandmaiin GC ameNsviammnuazUinawaasle | agnll

UszAnBamin  anzaesdiulssnaueee)  289ie3esasaaegnaalineaminsey
o B ¥ o v = v o ! oo o 2 o &
dudasienuhladamhnvasdrnlsznaunidnnueeniass GC aaa Uil

o uNEW (carrier gas)

o ° v o g o o a Y oA o v g = I
ufigwvhmhiduigmawedauimarsiegnigniliiulevisagluamus
ufigtadaunandndna1s (injection port) hgaaany Tussuu GC HuRzAIiimIAIUAN
sanmslnazaudamliniitene 10309 GC Tagiuaindszuumuausasmslvayauds
unarsiauuudalud® (flow controller) wufawmdldnulaaml laun lulaswau Sdes
4 Ny [ Vv A wa o = < [ 44' " a aaa [
asnau wie lalasu lesudswaiifisuianmanzands (Juudsies ldnedjisennu

4

asmagnvsamhazaensamand Wuudanimsunwsdsauazianaluanad el

i
% Y = = Q“J d' ) o d‘ =~ Vv oV d'

uwg  eansedemlaheuaziennudgndgs  waziideuigeds  deuduudaimncas

Fusuldnumnsade (detector) NBaIMSLe

1

. ﬂaguﬁ(column[
v ¢& y Ao @ o v a o v ¢
aasxntludrundreamnaalumsuanasaramailalasinlnnnil Malurasuil

v q
]

figmemiiussgey lesigmeesiiaanuzidulanwawiazrauns  Mussyigna
asil3lumaaniiivansansazaisny aglsimuiialavesansuanasasaiadingnwi
i lupedninUmemuningaeagiugaednans (injection port) M3susnaztiaulunaaii
asnnaanmsiedauiimumsivarasufamiuananuzasansuaassile  dularedn
v 4! % Ea [ (4 4 % o’g{' Y ] <& 3 = &
Muniiasepantasadiumasaie aeandnldiuagmivly G wuil 2Uszande
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- ARANYULUULNA (packed column)
wtadlu 2 #ile munalnmsuanasusssauzranigmansifanaandLuums
#%u (partition column) ez ABANULUUAAFY (adsorption column) HIMTUABANUUUUNWIFH
Fuluneanifiussymisaymazaeuy Fiiand@iRee (nert solid particle) UWasaIURIAE
a o ¢ A dal V@ L. ' v ¢ v o a P
ansdundungtianGennigmevaaran (liquid phase) dnuaaaniuugaudntianii
\Huneanilfiussydisayumeaasgadu W axgiu wazdanmiaa Wudu
[ L4 a = .
- ARaNULUUMUaaIa (capillary column)
v ¢ oA & & < = o W = ¥ S MY a
paantrliailaamiUdlurienan  2wnaldn  iarewannamsawan el
Wi ¥38 MIBINY (fused silica) Hidushgudnanmelusznin 0.2 - 0.6 Nadwas meluy
a v [ . . Id v a o o ¢ a dy o
MUEIMEINMAYaad (liquid phase) tuansasHdnun 9 asanizlintiaradianue?
15-100 w5  wnziansaenanmlinsaaaurasanuaumelurasny Fazinene
UseanSamwmsuenmstiuieiuieudniiss  msldaaanienideh lidssansanwlums
ol v P v o v v e a s & v ody v a a
wandzume e ldagnmeiwansauuanasnduvumidaadduilunasninlvuszansmn

Tumsuaninanga

9

+  %99R0&15 (injection port)

msihasaegn iU lugasdeansueanas GC wu Hisnuanaenuludunuy
dousuasansdieg N Wy asmedniduudsszgmind lldniasdemsdienszuania
WA UIULAS (gas-tight syringe) a'auwmu:‘fmu,azﬂuaqmm%ﬂ@Taw‘iﬂﬁ'agﬂugﬂmsazmﬂ
U 4 ) a = o’cl'c{ = (: 1 o % d 1 .
Aow  ereanhazaedunsdniyadaaduazlivnaisnsany Wy dichloromethane,
2 v d 9o - a ° .
chloroform, propanol Was ethyl acetate LUuau nuuldnszuaniaunalsanasei (micro
. Ao o o v Ao a ] v v =
syringe) Ni@nUasunanthasasmamaeandivsnasuiveaunluudesiams
meludasdaasansmeegnazgninldssmenanaiduladsanusay anuu
UAFWIN VBTN N US NAEIUUUY NS DA ENS azw i lassivsrasarsaaen il
v ¢ v A o & v o P o o Y Ao w a a v
aeand uannnmhiivaniiudrasdemstasnansarhmhiimiuldinamsniazgnwdnly
AaaNle luraztfenny  aauuNlaiMsaanuuUdasRaas IviaauuuLiNe LlWtansaNn
Usunaansneaaxtiudazuuuaansasule davmnUsinadagannvsataanuly sl
Uszansmwlumsuanansyasrasniianatle Usinaasmaadauaneaenulumusiovas
AeaNY WU ARANVUWUUWAA (packed column) NG lWaineeaNtLUUMTsa3
. 1 o a [ [ ¢ a =] A a U
(capillary column) #ANAATIINIVNZTNNUADINUTUAUNAITULUUNFIENI “On-column
injection” (5U 3.4) Tasnuaamunilwasnsandaaauillulsdadanszniidrlvanuou
QI gL =Y d! Qdy 1 =~ d'
(heated metal block) UmzapantINUVHNG WAUNHNHAITPNIIALHBAYBIETN
v a P @ o JR A ppY & s < ' o
FNMINANINNG  Igmaasnndanvasudadn g vssyaglueaan (GC column
packing) azgnUanulishaidulaud (glass wool) tivaliliiamswansznaresigman

maufarnilvaninmedisaduuy  (carrier gas inlet)  Hamsaatgnihuninlas
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ASTUBNANUINAEN (micro syringe) (INVBINTLUBNAMTH UM UUUENULHYEN
(rubber septum) wazuhandemeluduurateasa  wiuensazimhoulilwiiems
Pluavpaianuazlorassnsiegn sannndasdems lvusanuazlovasarsaadng
Tnasasn i/ lupaduiinavae

Micro syringe ———

Rubber septum =7 Septum purge

-=—— Carrier gas inlet —=

—¥ Gas exit

Heated metal block (split outlet)

Gas insert
Glass wool

GC column packing Capillary column

5U 3.4 szuvdadszaanisiuialasininnsw

fl. On-column injection . Split-splitless injection

) L4 a o 2 & Aa L o & = o
lunsdizamaaniuvumiass Futuniesldiumnnlutagiui Ysnamsn
v v ¢ a dy v & a v J v a P

ansahlugnuanlueaaminiiedils  uvnesiliviinanisanhszaulalesias  dan
apanzilalifionadn  enugies  wessdushaudnanzaseaamiidannNUasdngag
NSZUBNAN Fliainsathd@ndemnssehluddudulaseesuiaiariulunsduag
apanduuuuiale  desdiessiuminsduesaniuuuentamidegnaanuwuuliluniion

P~ ' . . o . s = . . =
L1380 “Split-splitless injection” TesUmedureenszuaniaas (micro syringe) ENLHYU
whluaudeduuueasiaumng (glass insert) naduEngudnanmMeauantszana 0.7
wuAwes annenUsana 8.0 wudwas Nelimaludaadlanssau (heated metal block)
Uangeuanasiaumnaniivaerasnsaniuuumtamidesd  lesUmezasnaaniigs
WulanerasaumnandumnUszanm 0.5 wudiwes eassaagngnii liludadioans
menszuandaunadnlesmsdsudndauuduganll esazarevesansiiag itz
gnuldswdluleluvauminanil  nnuulevasarsazgnusanmliluaadludalaadiuas

' v 2 v o ' ' v ] et oy '
YNNDLLND (UDNINYUIOYNADANULINNNYUIONUBNNBDLLNINAINNIN ﬂ%@u%ﬁuﬁaqqq\ilﬂﬂa
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ssmetediulua lvasanluumedasmeeen (gas exit) lagazdiialazasansaindis
Usinanfeavinuungninenlluesaid  adnlsimusandulsinanssdisdgiiisanly
A v v ¢ o W & YR a . . 2]
uanszuuwasin W luaesul sansamnulaleansasm dadrumsauan (split ratio) #
w3y GC IuaneludagtuinazimsasaillalosanlusiGumalusunsuaiuaueia
mandIumMsFlanmsasiianannvi ot s uNUNNAUNUANNINTUY DI THLNEUDITS
e
dy |l = . . .. . \ d' 3 YV

uananil ludesdaasuuy “Split-splitless injection” Aauniudawazluanluly
1 4 d' o 1 c{' £4 Vv 1 QJ (3 [ Y 1 a:! 1 v )
raumnaniimhssdunideanmsngeaaminy  udamnadiumiisazlvalumeviaanausiv
84 (septum purge) laguAgwIFIUiazNAe laresesE@aUuNfnsNAULHLENLAZTELUE

dl' ] Yo k4 vV

panaiiausuenglasuanusauaanlume

. é’amuquqquﬁ (temperature controller)

Tussuumshoueauaias GC llufiasdasfimsmuauanmgiunsdils:
nauiidhdny 3 duseiuie

1. 9NN DIYDIRATT

Tosdaudenviadvuagamgiifiganiaaioasesmnsidasmsasiensiuas
219A BIMINENN TN MVBIEI TN

2. gounivasnpaN

g izatraanazgneauAulay oven guuHizaIARANUNTIN AL DN
WNABNIUENTNIAIDLENYID WazA) partition coefficient Huie ﬁ'uﬁ'uqmwgﬁmmﬂaﬁuﬁ
fu ashlvasdilsznavzasmsiimaedauiidiu helinazaimsiensidiiuds lu
ansdenfumainlvanmgizasresuiaaasastalimsusnzasesdsznous 9§y
Fuhdsmsidenldaamgiinaseaduiliivnsandelimaueniiduasnan3nudu (retention
time) laiunuduly

3. QUNHNVBIANINTIAI0

Imaﬁalﬂqmwgﬁmm detector ﬁyuagiﬁ’wﬁmm detector fidanld aeslsfony
aouniizad detector Mnlufiasdasgeningaumniines injection port uazadNiiiiaaafiy
matadymmsmuniuzasmaemaly detector 1B GI05II0YHAA flame ionization
detector (FID) ilaiimsunlusiaziilothiiedy iailastumsiiamsnauduadletiams
dasnagunnions detector THgend 100 °C tawe lasmwzesiuiamsdaauiiu
winansUsznaveaseassu  Kannmsnludaznaliienmsynsaulane  amwlaes
detector axdaludhe 1eassmsUssnauwniiiluanalug 9 mawnlvllidesauysel
TiAashgadumelumanian (flame jet) 16 Sedadldanmniines detector Tigaauiiialyl
M3t ldiiaanysal
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+  §INI930 (detector)

Wudhunlddmsuanatamsuaazaiiangnuanaanainaean  detector Hog
wanerdie  awmudsansolszandldldmanzannunguansiaulale  Tuadedileld
detector wuutanlaaaluwzu (flame ionization detector, FID) gty detector NlEnu
aheslumsesiammnansusenaudunsgmll aenadiauuu FID fiuddlalasauily
Womd dudsznavees FID waaslugy 3.5 Minglufalalasmuuazufiamainaedniias
Tramnmunuuezlvadhlvludeanaialesrvudiulumanauan (flame jet) wazazgnyadia
Tldhemamalvih (flame ignition coil) Faglnd 9 Auwanan dwaimeainiu U
wihfigesedn Aa amswnlviveslalasauuaziiamn iudanen nduar luasanlunu
o P2 o oA v ¢ v o v T & a o
ufigw)  laasaagnfisannnnasaniiingua lwazvldsswantuialasau ey
.. . v ad a g N @ '
(ionization) latlludidanasauuaslaasutnn danasauazlludunauan sulassuvina:
tdpuilugedianinge (collector electrode) tintludanadiu uazgnasaaludsdianing
fwasnimihnduiindyana NauuszuvazhmsUszananamgnauiaesaa b

!

- Collector electrode
Flame ignition

coil Flame jet

Air j <+—Hydrogen

Column

5U 3.5 ganadadyanauuy FID

o szUUdIMS udays wazlszanans
Taqiuszuuranmimasgmhanldiiamsauanmarioe  udufindyano
wazUszananalunmdeniy laeilusunsummziiamuanmsnunmae aanulums
Ieneviansaraalaglfinaiia GC J9§INT0AFAMLEN 9 289N TIANLHENUTUSUN TN
% 1 d‘ dl' YV 1 o Y = o £y ] = Vv .:4' . . .
Aanam WadgNzEpIAIay GC wiandamsinnuuaInhasaadnludawd injection
port  WIBUNANMIlFIzUUMSRASLULEAlUNG  eeuqumMsTIOuEulY Uy
AaNTwaslaiuiy  Jnsdassuuuaaludfdazheaadadewaaionaiennanuli
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uwiuglumsiaddnasmaniamaduiunauasmsinnzidathaasgldacld vannnil
idlamsusnuazitanziansimathaniie 1 w@aduas sruueanimasannsaUsuanzaes
wdas GC lawdandmiumsiansimadalilalusiui luwasiduananndenaie
Tagntiufinly wiondmiumsdslitssananaldiud

TasanInwnsy (Chromatogram)

naimsudasriialFlulumsiedeuiinnaEuduinagais  uuigmenadi
fu uaneheiulumudnunslasafamaaiizesnsudaaiio  wazdudmmsuasasud
A BEANMENNIINUTY (retention time: ) Buindvibedund @ o dadudi
THlumsssylassahamuaiossnsioulald  TesmsuFsudisuiugudeyaviadunm3
INUAUABNENTNINTFIU ﬁﬂﬁmmmsauaﬂlﬁhaqﬁﬂszﬂauﬁgmmﬂaaﬂmﬂguﬁﬂwmﬂu
asozls

afilaanmsuenasdlsznaumemailn GC wSafli3en) “GC chromatogram”
fanvasdunnvusasemudiiusssninnm () resmsinfouiivesasuuuny X waz
USmnawasduanaiilanndinsate o namie ) vuwny Y andeghs GC chromatogram
fuaasluzl 3.6 nadmFuEeINs A () do nmios A 1l lumsedauiinn
aGndudgagasuuigmaasivianadnitiues du 1, i naFmuiuzeuiam
danminusamldlumsindauiinanan demnsswiniissedeuiishuigmaniiu s
Wamsuwdnssnsuasluaneassane i ldnnauesiuiivasnguluanszasmsums
aanmuuuzesnadnl lTesdenumnuiuzesluanafigudnananniigadauaadluzl 3.1
daluanaasmsilaannnaulmenasnaduiithgiesaia  wwililnngdyarmaan

1
J=1

I3 ' A v PR ' P ' a a v
uzgnnm LlazﬂijwmlﬂuaﬂﬂmﬁiﬂLSﬂﬂUW “We” (peak) ﬂ’]LaaﬂﬂaQLjajﬂjﬂQ‘@Lsumu
o

S (4 v P < 1 Py ) <
Windanaeasans nunmgameniiudyanaazilumusznuinaeesie wazuaan
udanauuuny Y nnfige Juilvgenldsuanaramutuzasans

Detector signal
Er—r

Time

31] 3.6 GC Chromatogram
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"

USinaasduanailenndmenaiauuuny Y Henannnsavssauatnu

U
=

Usinamsaanudndurasansignasivialuasuu g iliisamnsadisumisinamse
ANANTULBIFIT LA ) NNANVGUBNFYYINUULAY Y ﬁﬁ!ﬂﬁﬂﬂaﬂﬁﬁaﬁﬁﬂﬁaﬁﬂﬂﬁﬁulﬁ
agnalsiamailasnndyanawasmunihasiuuaaeaninidusnsaciia  Nueaseenail
anugaanannululeluudazmsnessmsnidunssio@ennuuasivinuoniy - Nl
LﬁmmﬂiuLaqawaqm'ﬁﬁmil,l,wéﬂ's:mﬂluﬂaé’uﬁmﬂﬁaﬂlmmﬁ’u AUUNFNNENMTNABDY
Wil IsnuRuudeeaniiugne (Msunsnszeresluanaasiann) aNNgwea
= < v d'd x:! v o U o o c%’
Neavdsnazanadluas  Tuaaendnaniemsnaaaavinlvna)smuduasan st ennuil
Wudnueu enugwasiagasasnaziinduiissnndinuluenazesasiisridy ms
a d a a =3 U a Vo x:ql’ cl' YV G
IeNidalsnaresansieiniisuldmnunlane (area under peak %38 peak area) VBIFS
UUUNUANINFIUBINA
U U s d' £ a < gj

lumsszyudazasdisznauiuanlannmeiia chromatography uaislanuy
dulngaasinsinaspuriiodanuiuinitenziilbaudiesu  leaadavaniharsziie
WENNUALIRA tx N ULENBLND LHFNLUDISEUY GC LHENNY AAUUMINNFIUA tz VDY

' a < o v P & v oA

aslsznauusazsiie  Aeansmhinszylasasmueiivesesdlsznaule  udtilasan
UNASINAYBNETUY chromatogram UURUNANIN (board) F9azyhlAanuusiud e t
anadle waile GC NiwIasunaalalasimas (Mass Spectrometer: MS) (Humn512303
< a da v P v P v o v
Wumeailaniiewls asnnmsszylasaingasasdtsznauldiiisuanndays mass
spectrum NHANWUNUGINNINTEAN & peufienr MIssylassasmaeiizasasdisznay
107 Toadidayanim t; was mass spectrum sy limsudulaseadrasasdlssnautiu g
LUUD U

aglsAIITMIIeNedNUSINaatans 24P lualasheamnaznanlu
Neazdaans Uiy lilald MS Menaiavewnaila GC Winsnnaias GC-MS dulvwajdl
NIUNINTIATEY GC NHMATINAUUUDY wazhidan MS Wudmesaianuassliann
TiinMeas1erae GC UNe? BanmsuasNeaztdaanenunIauxdalalasiwas
Wazlunandalunil 33mAeazi 24P luaradiniludalsnaesniiel Judenly
flame ionization detector (FID) Wumasiadadmsumeaila GC Winsnndludasinesiia
MU (general detector) (MaNZANFUMIIATILHANTBUNTENNUTLLAN (non-selective detector)

wananil FID galviadnazesmsasiniaanslamae 100 pg
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uni 4
M 2AP Tasdsnisana
MIANAZAIIUAZILAZH SN ANA GC-FID

NaNNIIYBINITANG
&5 2-acetyl-1-pyrroline (2AP) ﬁﬂmauﬁ&ﬂumsﬂszmmﬁ% (polar compound)
wasiilasnniivyilerdu N= agluluons Swaegrdifhuvadan duly 24P Fsaansn
avmaldaludihazmeriiofinuasiiandaiiiunsaseu flumsasmensasauil 24P ag
lussazangluglueslasauuin asaunms

@\C/CHQ, + H30* —_— + C/CH3 + HO0 ...1
N N

ll Il
0 H o

Acidic solution

Tusswiemaadawdadn 24P ivuszadiuasdlsznauaiduy Tuadadnas
gnaveaninlazmeaglumsazmensagauluanwlessunn  uasasgninlvdasaniwag
Tussazansla@unannuweanasleslisangludiuasau damsatasiiivlvaumai
24P chulvnjgniseannndstanaglumsaszasud thansasanansaildanadadads
fharanedun3d naumsienimeeias GC issnnihidudihaneiliminzauiu
AadNBY GC uenndenuEnsures 2AP lumsazansfianalalusuiiazsmunnuas s
LENARDMINTIVIAMEAIBY GC  aassumeivhazazasnliauldanudusuuas
2AP  lussafafwmnzandamsasaieneyd  lunsdiiisadaadandvhazmedundi
WansaNwaraINI0azE 24P 16d  snmdasiisaidandihedamsiiadieissae
aealsimunauhenasedunIdnana 2AP nansazaansa darnarsazas i
ansllunavvdaliuuadnies adslusneu (1) senmnlasauzas 24P nlvluana
09 24P ndumnagluamwluanaunditlifion (@ums 2) Fuanuaansalumsasas
29 2AP luasazansdl (aqueous solution) 396has vl 2AP azaehinludvhazans

dunIdlan ey
@\C/CH3 + OH- —— Qc/CHg’ + H30+ .2
Il I
H 0

Basic solution
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nnudnmslasmlvaasmsanazeaudia (extraction of solid) aradvhasay wiy
MIFNAFISNANIINAIVENNANTN  GIganTaraIenInsan  Msaneazinlaaeeiiusedns
mwvidalal Fuagiumsasarsuasdagnasmsaludninasars wosilidedu wu nmildly
msate  nnildsduviamnuivegiudnunsaasignasmediaglumsdaisuauis &
fgnazmeLiNengaFy Aiwewauds msanafazldna iy usegnasanaagmelu
a3fmathe fazdasldnaeninuiy wazmunngmsnsznevesahazae whlumeluy
fhathwawduialasing  fhdludeswhlivewdisnsasduiudnes fawhmsana
Fahtunaumsedsufathundainiaumsate  slinvasdvhazans  USinasuasdavh
sz waznmildlumsane  eapeniamslumsssmeazmadunideaniiarhas
analddntudoumaiens  Jumniwesiasdadldimsdnsiamannsfimanzas
dmdumnsanamsiisulanndietafisaiioniie g Tumsiseillavmsnassuiiemannsi
IMINEENIIINIRPasM ] SMSUMSARe 24P neratwmEeTug)  wazamsi
wangaumaniuldszyllunsandealuduadisns

3n5anm 2AP nmatanan aan wazluzn
M3ane 2AP MwdaTNmsasazarauaasuaauluaumwgy 4.1 3uanih
8 v w ' v a & v 2 v A4 4w v o <

wangmmatanualvazideallumaaiedasualwih LB EUIUNINITNITAIALEN
FLEND MTIN AL BITBUNIUNLUATITBUYING 35 mesh lOWNA MNUUTINITEINIIN
5 ¢ avluneaglruzing 250 mL @nasaznensalalaseassndudy 0.10 M Niians
wasgumely trimethypyrridine (TMP) asangaginnududy 025 ppm (3wn3anly
MAKWIN 1) US1Nas 50 mL wazwehmensaaeninnudisaudssana 90 sauaand
& a v 2 v & L oo '
Wunm 30 wii nsesimfisludienssaunses Mntwhasazanezeliansazeniguy
wnziiaymauthimndamdalulivaannmsnsasluzuusn  nuyumlsndIen3Iaavay
WABNNAEN fienudisaulszaina 2000 sauaani auldasazarels Tasaymeuil
IMANAZNBUBHINEN

nnthasazanelanlovsinns 40 mL i bidluuamessazaneladenls
A58n B ENTU 5.0 M wazanafanufiniaainasmedunsdlanaslsitsy Usuas 50 mL
#9959 waniiutuzaImharaelaaaalsiieuanNsINAY AN sodium sulfate anhydrous
UAIZEUNDANU  MNUUNTANETTNEHIUNTZAHNIBDUNDMAA  sodium  sulfate
anhydrous M sazanarszaazae laraslsiitsusanlagldinIaanyuszveanuay
MNguundl 45 avmrades AwasUSinesUseang 2.0 mL NNRUIH@TaraEUIIY Y

< % ] 1a & 2 vl a v ¥ [ & a

nafuasmetnloslitah wazasinlingamgiivies  (luggaaiu) awwdad3nes
Uszana 0.2 mL FuhlAwngvissddsenavluasanasiemaiin GC-FID aald arsanad
widaaNdIag NI NEYMmemaiia GC-MS tiatiuguiinuae 2AP luasdna
udliidudasieneiong GC-MS nnaae N
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SAamsate 24P nndethenanuarluinmemsazans TrunsuATIEAa
nuuaasluusumngl 4.2 Felurunaumsanagisansazanansalaswehny 30 W
sSmdueenuazluin dansesmnsan msazmeiilddnasladenneiawdain dariu
Feeatursumsnyuisuiamiansnay  wddmiuluinaswuhmsadaludihazas
Sun3e dichloromethane a1afiadedula ilasanil chlorophyll ANaNeaanINaEMIETINDY
dhe  dlamesaalwduiududuasensaaasiudiciann  adalsimumsataainse
Timieeies 6o lalagligashusunaums clean up tiafda chlorophyll Liiasan
anafinavinl¥sina 24P fiadaldgandsaludae
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< 2
($XRIoYIRl)

uamaLaIaue I lvazdaa

K977 5.00 NSN
+
TMP 0.25 ppm 11 0.1 M HCI U311@5 50 mL

- WU 30 WA
- nsaumelagyanme
- 1A TaEMENNYUMINMINAN DY

! '

fsazanld

L4
AN
- YaUsinasasazaannsasle

- asazanelviduiugaauals 5.0 m NaOH
- @Nee8 dichloromethane 50 mL 2 @34

l l

%4 dichloromethane

- MANINAE sodium sulfate anhydrous
- hasazaaN laansIun LTS

dichloromethane aanlagly rotary

y  cvaporator

asazanala 2.00 mL

fsazaneld 0.20 mL

l

JeNeviaamaila GC

;3:1] 4.1 UWNUMNWUFNTUADUMTING Lﬂgﬂ{l"ﬂ] MEEITaZANE



ABNINIYID LU

_ Farhanuszaauazi i
~ studluriowwnenths 2-3 mm
= {ludhaasasiluluihavaziise
Fahwiin 5.00 n3u
+
TMP 0.25 ppm 11 0.1 M HCI U311@5 50 mL

- e 30 WIN

- nsaamelagyanme
fsazanele 0

- Jausinasasazarennsadla
- Wasazaelviuuasauais 5.0 m NaOH
- @nee8 dichloromethane 50 mL 2 @34

. l

%1 dichloromethane

- MANNAIE sodium sulfate anhydrous
- hEsaza e e INNULEITELHE

dichloromethane aanlaaly rotary
v  €vaporator

asazanala 2.00 mL

asazanala 0.20 mL

|

APNzMENAla GC

31 4.2 unumwaaaazunaumsanananuasluinmeasasaeNgmngiivie

26
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MAIANIEFIRMNINY 24P Tuasanaanwdn aan wazludn
fsananlannmssnaatninesimazmathiniensiasdlsznauas
mailn GC-MS fifinadniuuy capillary ¥ia HP-5MS VNAFUENAUGNAN 0.25 mm &1
60 m Lﬂﬁauﬁaﬂﬁ'gmﬂmﬁ A8 5% Biphenyl 95% dimethyl polysiloxane ¥i41 0.25 pm &AM
289 GC-MS Tumsuenuazinnziansanannwdasniieadl

LA38Y GC : §U 6890 series NANABUTEN Agilent

- YUNNNYBITINETIN 250 °C

- Tsunsugauuniivasnaanil ;
aoumgiiGudy 50 °C
paumgiifians 70 °C
sonmatiingamail 1 °C/min
gaumnaiigang 200 °C
dammatiiagunni 2 °C/min

- sanmslvavasizdiden I mL/min

- Usinasensiie 1.0 puL

- Split ratio 20:1

1A389 GC-MS : 1@3a3Malasanlnns W ju 6890 series HANLABUIHN Agilent, LA3BN
unaanlnsdieas u 5973 waalesu3Hn Hewlett Packard waztA3aeiaansanlusia ju
7683 series NAN LAHUIHN Agilent

- pampiinasduianda 230 °C
- winunasuasdilnasau 70 eV
- goungizasuraInda loaay 230 °C
- FNIanaUsey 29-550 amu

Total ion chromatogram (TIC) ﬁlﬁmﬂmmﬂﬂ%mezﬁaqﬁﬂszﬂauiumiaﬁ’mmﬂ
wiatnmsmeiiugimesnuzd 105 uwaaslugy 43 Fewu 24P Wussdilsznaulums
dN® LBz mass spectrum 28N 2AP ’lumsaﬁ’mﬁlﬁ” (g‘l_] 4.4) aula@nu mass spectrum Y&y
2AP Tu gwu‘ﬂ'aa;lja Wiley 275 Mass Spectral Library T@el mass spectrum a3 2AP aananali
molecular ion 1 m/z 111 whﬁufmﬁﬂ‘[maqawaq 2AP uazlsf fragment ions U7 7 m/z 96,
83, 69, 68, 55 WAz 43(100) MNTIGU



Abundance

300000

250000

200000

150000

100000

50000

§<— 2-acetyl-1-pyrroline

28

10

s 4.3

100000
30000
20000
70000
B0
50000
40000
a00a0
20000
10000

0

i 4.4

20 25 30 35 40 45

-
(&

Total ion chromatogram (TIC) Alaanmsuaniesziasdusznau

lussanannwaainasimstniugzeanuzd 105 Muwmaia
GC-MS

43
LA e

[
0

o
(K]

[} 111

.3|E1}| l 501.'.5:5 .|_‘| 75 1 36

T T T T T T T

20 25 30 35 40 45 50 55 B0 65 70 75 80 95 90 95 100 105 110 115 120

Mass spectrum 2849 2AP luasanennwaninnasaiaee
WU2NINBNNER 105 NIANzimEmeamaila GC-MS

50 min
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ssananlannmsstasateanuazluin  hanienzdesdlsznaudie
nafln GC-MS Miinaaniuuy capillary #ia HP-5MS PNALFUENAUTNIN 0.25 mm &7
60 m Lﬂﬁauﬁaai'gﬂwﬂﬂqﬁ A8 5% Biphenyl 95% dimethyl polysiloxane ¥1) 0.25 pm &M%
284 GC-MS lumsuenuasiensvansasannaanuasluiiisail

LA3849 GC : ';;u 6890 series KAMABUIHN Agilent

- NI 250 °C

- Tsunsugmumgiiesnaan
o iiGudy 50 °C
anuvgfiiians 70 °C
sonmaiugamai 1 °C/min
gauvigamsy 200 °C
Sonmsingumgi 2 °C/min

- danmslvazasmzdiden 1 mL/min

- Yinasensiian 1.0 puL

- Split ratio 20:1

1A389 GC-MS :  1e3aamalasnInnav §u 6890 series WANlABUSEN Agilent, LA3D4
unaanlnsdieas U 5973 WAalaaUIEN Hewlett Packard WazlA3aeRaansanlusia ju

7683 series NAN LABUITEHN Agilent

- pampiinasdiuEanda 230 °C
- winuRdsresdiEnnsou 70 eV
- gaumnivaunasndnloaay 230 °C
- FNMeRaYEY 29-550  amu

Total ion chromatogram (TIC) ﬁlﬁmﬂmmﬂﬂ%mezﬁmﬂ'ﬂizﬂauiumiaﬁ'ﬂmﬂ
aanuazluluszasunsgananyasdnmaiawugzneenuzd 105 uaaslugl 4.5 waz 4.6
mudeu Fanu 24P Jluasdlstnaunslussanannaendiiuazlugn warly mass
spectrum aula®nu mass spectrum 22N 2AP Tu gmﬁaga Wiley 275 Mass Spectral
Library 13unu
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ADNAENALA GC-MS
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luansaneannludn (leaves) Wugzmeanuzd 105 luszezunezs
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31 4.5 Total ion chromatogram (TIC) Nlannmsuaniessasdlsznay
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#ananmemnailn GC-MS
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50 min

35U 4.6  Total ion chromatogram (TIC) Aildnnmsuenitanzviesatssnau

Tuarsanaannaani (spikelet) Wugamaanuzd 105 Tussazun
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MAeNsHUSIN 24P Tuasananndn aan wazluinmemaiia GC
msdauaned 24P wasmah liusgniiieldiilumanasgu

msdaenzd 24P ieldfumsinaspulumsiensiidasnalivinms
Fuaneiidudeduituns Buttery uazani’ ualdiimsuiulsineasdeauastunaums
FUATBRsuAneeInIBYes  Buttery UazAauNEIY  dumpumsdaanzduaadly
MANUIN U

ﬂ’l’iﬁ’ﬂmi’wﬁfém}ﬁﬂ catalytic hydrogenation waqms&%ﬁu 2-acetylpyrrole Toeld
5% rhodium on activated alumina (Juazazdad lanandolussueanagad 2-(1-
hydroxyethyl) pyrrolidine 1% mass spectrum ‘ﬁfl?h m/z 115, 100, 96, 82, 71, 70, 55, 43 uae
41 dwnanladFudnananlaluzie 95-99% ssuansausiuaanagadilalutuusniithani
UA3e10anTLe%u (oxidation) NU silver carbonate on celite (Aata3axlumenuin a) Tua?
Wazae  toluene  Sanzvesudasasinieiudis GC-MS  lawandasnnniwi
pedUsznau uaziians 24P (Wundadanivile srsarmeveslfiseildiisandiulay
Usmnawae 2AP agludn 40-55 % UBNMINaNsAIAY  2-acetylpyrrole AlEnU{Azen
Nnihssazansueans s lUmmsnauLendmazae oluene PanAUENTULAZININ
MMsuan 2AP aaﬂmﬂmiasmﬂiﬁﬁqwéﬁw preparative gas chromatography Ml#Aaaa
WUUY packed column %ﬁﬁ stationary phase ED) packing materials A8 OV-1 ﬂ?ﬂNU%Ele'ﬁ{“ZIEN
ﬂ’lifcoﬁLﬂiﬂzﬁﬁlﬁﬂﬂﬂﬂﬂﬁ”)&ﬂﬂﬁﬂ GC-MS wag spectrum NNNAUANIN spectroscopy LFNY
Tumenuin 1 Taaas 2AP §a51zwl mass spectrum N Eazdeaeal m/z 111, 96, 83,
69, 68, 55, 43 uaz 41 Fueulaany mass spectrum 2B9EITNINTFIU 2AP lu Wiley 275
Mass Spectral Library LATENTHIATILVAINEN LN retention time WAL mass spectrum (g
H'ﬁﬁ'uaqﬁﬂszﬂauﬁwﬂumiaﬁ'ﬂmnLuﬁﬂﬁnﬁuiﬂnﬂaﬂmﬁ 105 WUy

vnnﬁﬁ'af{hﬁ’ﬂiummﬂnmﬂﬁ'u’%qw%"m preparative GC M3NEITHUATIZA

o

2AP  ndserasiNans uin lfiedsnnWasarmanasgIutiy - e leleald

<

nandaeingalalailvuigns  Tesdnnamwasigudnendazessns 24P a0 GC

chromatogram 1oy

MIFTNANUINATFIU 2AP
a v a £ ao v v o = PN =
3asZIU 2AP uanliusgndnnismedndu ihaesennlsnamsanny
¥ v a ¢ v a a sa a M v v
WU wadlenzimemeila  GC  wamsieNsiideuSinanlahingsenau
NAIFIUUDN 2AP (i ldtiaumUSna 2AP Tussanaannemaeesng 2unaumsas NN
NNIFIU WAl
- @3NEIAZAENINIZIU 2AP U toluene NONNANIUITZHIN 0.61 — 8.00
ppm U31165 10 mL
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- wssnEazaENeIgIUMaly 2,4,6-trimethylpyridine (TMP) 0.25 ppm lu
#saznensalalaseassn 0.1 M

- @NAESATAIENATIIU 2AP  uRazAMNNTuGE@saraanIalalasaan
30 0.1 M #flesmnasgumeluy TMP @y 0.25 ppm edenly Tagld
YSinasansaraense 50.0 mL wazanadunanunuy 30 wi

- usndumsaTnEnsaNanaaass dichloromethane US31#5 50.0 mL 2 A3
Nntiutharsazas dichloromethane HianalaansInd

- @usazas dichloromethane 80.0 mL nRaRalasINA i Thanvlw
Basulaemsszimadaiazats dichloromethane @BNEIBLASBITZIWEAIN
Gueh fieunuaamgilaiiu 35 °C auwmdaU3nasasane 2.0 mL

- aamsasaneilidihazmessvelufigamgivanumaatinngs 02 mL

- ihltAenedshe Ge Aflannzmsmaasuiiugail

LA3849 GC : éu 6890 series KAM LABUIEN Agilent

- ARaNLuY capillary : Quadrex 007-5MS: 30 m x 0.25 mm, 0.25um film
(5% biphenyl 95% dimethyl polysiloxane)

- vy haIsn 250 °C

- Tusunsugamgiivasaaany :
aouvQiiFudy 45 °C
ﬁmwm‘sl,ﬁ'uqmwgﬁ 5 °C/min
o giifians 120 °C

- aaIMsluazasmadiden 1 mL/min

- Yinesensiian 1.0 puL

- Split ratio 20:1

- BeunNiYeN FID 250 °C

11 GC Chromatograms 71l6289UaaANNTNIUYDIENTAZANEYBITTHNATTIV
2AP msandiuiuilainusissnasu 24P deiuiildiiazasansinassiumely TMP
loenuaaaluase 4.1 feazidaaddmsMmunaemuduiueasasdaezd 2AP wazms
L3ENANTAETNENNTTIY 2AP e nnHInaspuuaaslumanin a



MM 4.1 aaNdipasNunlalinaesasnnsgIu 2AP/TMP fiuaazUSanawad 2AP
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3 samnduiuilldiia 2AP/ TMP
AONEIUUININ
/ g Area 2AP/TMP
2APIMP 1 54t | Area 2AP | Area TMP | Area 2AP/TMP il

1 1.98057 98.01943 0.0200

0.08 0.0201
2 1.98900 98.01100 0.0203
1

0.80 10.43105 89.56895 0.1165 0.1180
2 10.67313 89.32687 0.1195
1

500 24.68901 75.31099 0.3278 0.3052
2 22.03735 77.96265 0.2827
1

4.00 35.85022 64.14978 0.5589 0.6059
2 39.50050 60.49950 0.6529
1

2.00 56.18810 43.81190 1.2825 12579
2 55.22438 44.77562 1.2334

@eUNNWANNFNNUS IV INDANFIUNUN IGNAZEY 2AP/TMP  NUAATIEIU

1 win 2AP/TMP aglansansazarasnasgiu aagu 4.7

1.40
& 120 A~
Z y = 0.1568x - 0.0049 /
g R? = 0.9995 /
T 080
%
2 » /
£
ag /
£ 040 /
0.20
0.00 /

0.00 1.00

2.00 3.00

4.00

5.00 6.00

AN IMH NN 2AP/ TMP

U 4.7 @ saBINNTTIU 2AP

9.00
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oAy = < a P ‘3 o o v v
mM3dszanaI s sIUTIIM 2AP Iannaunumag1edn
M3UsegndIBMTIANALNaMUTINN 2AP Tumasuuanzn *
ac = ¢ a X ] Vv ac % k4 X o
FBMAeNFUSIIE 24P luaiaganlesdsnmsanamiaamiinasasuas

g

Aeneidiemaiia  GC diwannaull  Tdgminanmlssgndrumsiensidhadeiniug
Giendu Aatvesiugimeanuzd 105 TasdndesiilfuisnnouvsumsUgnidediu
wiuanshetuluuduadiimssaemauussssasnmmaiiuinm Rineandaadail
dugameenuzd 105 Ugninthulwuem a.vhgy a.ahgu a.65un$ Hudn
TussasgnuAndundefinnadiu 27 % MC (et basis) Fanninuasnsiisnunagy Simia
FHund dadeungedmen 2544 hanutiuiy 6 da udasdusaanududEIEiuane
fuauanutivaamdalitiu 14% @e JsinileermnududEidmamnuen 3-5 uae
anuiy aawdelsanm 12-13.5% Jndasaarnudulasldieiasanrnudusiinaniau
aounndl 40, 50, Wax 70 °C IuANNTY aawdaUszaNa 12-13.5 % warddfiauananadu

lagldinTasananuuglinanuiie gaumnil 30 waz 40 °C AUANNIY anwmdaszanm 12-
13.5%
0] a A 4 v & @ o 7]
MIFNNIIUNTZUIUMIIAANNTULAIN 6 IBEN 1hnussylunszaaudn

wozAuliitludasiilimuguammwnedeuiiunm 10 Weu Tasluudesdoududngiedn
NnurenaNnsEdaueenin  neimaiuiinassnawihumieneiuSinaasvias 2AP
mauasumsanaluiise 3amsane 2AP Mndatania aan wazluim lumh 2526
F96889 GC chromatogram 2a9ENSERATINNEATINADINENUMTAAANNIUAIBANUIIT
QNN 40 °C waztiusnwu 4 o uaaslugd 4.8 Wud 2AP wazasnInsgIv TMP
sauﬁqaqﬁﬂszﬂauﬁuﬂ wenaannfusthefalu yhlvmsieneiidusnusomainil
M50 leaeaiiuseansan  wHazasUSnadsuan 2AP lualagauaninaianne g il

szesnm 10 Wy waanlSauiiaulunsvsy 4.9

* gheghedmuasmamusinm 2AP § Wudumineaslasamsifeites navsamsananuumsguniuasszezm
MatiusnnaenumwaNNreN aadUsenaueil wazandfnamemn yasinnugaeenzad 105 Nlasunu
advayunlassmsweantadodnw wazinalulaguaimsiiuier (ADB-PHT)
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35 -
30
2,4 ,6-Trimethyipyridine
g
o5 | .
2-Acetyl-1-pyrroline

g

£=2]
N U L

u u L \A_ _LA_ e S PP 'y proe A
¥ T Y T ¥ T . T r T v T ¥ T X
0 2 4 6 8 10 12 14 Time (min)

35U 4.8 GC-FID chromatogram #avahsafianniudainnaesasinilaandadniisiy
MIaaANNFUMBaNwiIigamai 40 °C wasiiusninluamwinwadanluvag
laiauauamuwesauiiune 4 wau

B onuee [ auwie 30 [ anuns 40
[ awsou 40 [ andou 50 ] awsau 70

5.00

4.50 1

4.00 1
3.50 1

2AP (ppm)

3.00 1
2.50 1 -

v

2.00 -

Al dene

SEETnMMSHUSIE (Haw)

ANNINTUYDY

3U 4.9 nnenuFuRusIErINANULNTUYBIETYIBN 2AP Tutndainnaasneinu
d? v a0 I~ [ Vv = v ]
MIFAANNTUMEITAN 1 wasusnmluamwdnwdanluvasliniuay
v < =
amwneaaNuna 10 Hau
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M3Uszandismsianziiamusainm 2AP ludmesgnaanuasluin
uanMNEIBENNENTN M NziUTina 24P Taamsanamaaiazas
a S Y a a o g t-:? 4 Yt & a Jd v 1 v

wazdtazimzmnaila GC NWannzuil disansadssandlaanumsitensiaiagaludiu
aan wasludn msnnulsinamavenluluzesmudaziug arnhanlslumsmansiu

= v e S v av v a & o v
avenluwdald  wadinamsvenlumdaimilannmsdszdivi - Jenngndsauas
walugnen TegwziisdszandnumsmuSinamsvanluwdezeasngnuanilaann
wallanmsUulsaiug  williissnnaandssdinasswanluluinaauiinaluwba
pasimudasiuguananiuly  wannniimsazanzasansvenluwdaimdiaazuiutaley
meuanuanalszms wu dnwdu 1h 2Ime anaEy uazgangil uduy

1 < a 1 v 4 < v v od

agalsfeny mamu3inm 2AP Tuduee ) zasdu wazwmaadnwugnauls as

liladayaanudnnusszninnuSinaasaniiiadunasazanagludiuane g vasduuss
& v A v a a Y Y 4 o (% ' & [ 4 <

wasimnudazssazmasydulozasduin  wdeyaasnaniihastulsslenivaziy
& o ¥ 1 o Ao S a9 2 Yy Ao
Nugudragdanmsnanssnismalgn wazmstiuiendn weldladnniaumwany
vangauazIiandnninnannuluszi@edny

v 7y Ay v & v v g a o ¢

Wuggnnldmases iudmwugamesnusd 105 Ugniianzinsasmans um
Inendedealud sewhudaudnau-waeimeu 2546 laahumathalugninudasszey
2amssyiulazeasaugmauaatlumsn 4.2 wasihnaindenzidinaamsvan 24P mu
JUNBUMIENG LuEs I5nsane 2AP MIngratawan aan wazluii wih 2526
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M99 4.2 Msthudadheluimnudssssazaasmsasaiulavasnun

- luss (Flag leaf)
il 1 dennluse 2™ leaf)
-uit 2 dennluse (3% leaf)

seggmsasuivle anyazmIfuied
Tudm ABALALINEATN

1. Seedling vgnimmﬁ'u (Total leaves) -
2. Tillering Vgﬂiusanﬁ'u (Total leaves) -
3. Panicle Initiation (PI) | Mnlusuiu (Total leaves) -
4. Booting - N lusINAY (Total leaves) -

-luss (Flag leaf)

il 1 dennluss 2™ leaf)

-uit 2 damnluse 3% leaf)
5. Heading - nnlusINnu (Total leaves) NNABNTINAY

6. Milk Grain

- nlusINnY (Total leaves)
-luss (Flag leaf)

Sluit 1 damnluse 2™ leaf)
-ludi 2 dennluse 3% leaf)

waaniuuazinum

7. Dough Grain (soft)

- N lusINNY (Total leaves)
-luss (Flag leaf)

Sluit 1 damnluse 2™ leaf)
-uit 2 dennluse 3% leaf)

wwzuihaaulyusinwdan

8. Dough Grain (hard)

- nnlusINNY (Total leaves)
- luss (Flag leaf)

il 1 dennluse 2™ leaf)
~ludi 2 Sennluse 3% leaf)

wnzuthudalysiuldan

9. Mature Grain

- nﬂ1US)Nﬁu (Total leaves)
-luss (Flag leaf)

Sluit 1 damnluse 2™ leaf)
-ludi 2 dennluse 3™ leaf)

@WIzaaINNd i NLEan

USinaansvian 2AP luasanenndiadnly aan uasiwdaimmlesisiau

sanduNunlaneuas 2AP AUETNAIEIY TMP Dlennuaaz@ind AunIWaNessIu

284 2AP AnueNNdITuwiuauwa) wuhaethelugnaaitiusiuny (total leaves) 9

SLELAN ) HUNANNNIUVDY 2AP waneeny lasanNwndurad 2AP Tuluzmiiwuiliy

o & . < o A . = L A4 o
LNNYUNNTEEL seedling AUNNINNGOINICYS heading tacdmINDN MNUUNWNIUNNNNGO BN

15582 hard dough grain aanTIMeNNFNNUSTUFU 4.10
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10.0
9.0
% - 8.0 1
S5 7o T
] =
@z 604
53
;g 2 5.0 1 I
3 g 4.0 I £ I
= Q
c a 30
-~
e 2.0 1
1.0 1
O‘O L) L) L) L} L} L} L} L}
seedling tillering  panicle  Booting Heading  Milking Soft Hard Mature
initation dough dough grain

FEHENITLALAUTR

51U 410 anudnduzatasuan 24P luludifuniniudazszazmsaiyiiule

womsnaaasdenandiifunmevan 24P goaduaululudnaudsses
seedling vi3araumiil uazgnasvauludadiuiigiiuauiesses booting namAananazsil
Futniimswsaiulamesiay (vegetative phase) Hue anaTTura 24P Tulugnisu
anadlugae heading daliluszazfiguinGuimssunde anudusuuas 24P Tuluin
Qqﬁuﬁﬂﬁszm hard dough grain 6?%@m@;wawi’iqmmﬁmnnmsﬁivﬁﬁﬂuszﬂzmﬂﬂﬂL’%lml,ﬁ'q
wariladiFumihanas duenudiduas 24P Tuludnilaamadnlusses mature seed
Fuduszaziludrufeunnludsuiiudvies svadlaannnuine 24P fiazauagluly
Hugananiaszueluwdaniumsuisasaslutnlasliiimsseduiiuda

manaassathsazdealasusniiiudathsluiidusiio luss (Flag leaf), Tufi 1
famnluse (2 leaf) wazludl 2 damnluse (3¢ leaf) Gaudszaz booting uduly laua
anuEndures 2AP luludmuaasaansingd 4.11 wudluszes booting, heading waz milk
grain anunuas 24P Tuludi 2 dennlussiananilulufl 1 dannluse wazsnnnh
Tulussnudidu (3¢ leaf > 2™ leaf > flag leaf) Fonduiivguleh USina 24P 918
Rendastulsinansslsiladluluniaemudausanluldsuiontilul 2 dannlused
U5inou 24P anniigalu 3 sseeil

Vs 24P Wluil 2 dennluse Guflenudniuduindansaioudisuiv
Tuluit 1 damnluse wagluluse lusess soft dough grain (Wuduly auiidiigafiszes
mature grain lumeasatuguuzana 24P Tuluse wisudeudululudl 1 wes ludl 2 da
nnluse GuiivFnadninsinniu wasiisses mature grain Usanas 24P lulussgeniluly
AU MNEIAU (flag leaf > 2 leaf > 39 leaf) Fenaulumaassiughaiulusses booting B9

S A o ' o 9 v o w vy v v a S o
Lﬂu‘l’l‘mmLﬂGl’JﬂuizEIzwaﬁu1U711?1uaﬂﬂuuaﬂ?lENGIL!?ITJLSNLL‘VNLLazL‘lJaElutﬂuﬁmam
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12.0
10.0
@ Total-leaf
n- -—
ﬁ -E') 8.0 1 o] O Flag-leaf
2 O
@s O 2nd-laf
=0 -
;g 2 6.0 W 31d-leaf
3;‘ ~
- E {
2 a
Ca 4.0
(Y
2.0 4 H
OO L) L) L) L) L) L} L} L}
seedling tillering panicle Booting Heading Milking Soft Hard Mature
inifation dough dough grain

FLETAMSLRTULA LR

51U 4.11 anududurasansvan 2AP lulutnudasdduiudazssazmsiasaiule

wudsven 2AP lusangmuiunu luszas booting Waz heading laadianu
Waduwa 9 Auda 1.0 uaz 1.4 ppm mnaduaans gl 4.12 drwddinm 24P Tuwdan
= . . . a v a Y v v v v
Sv8LUsNAD milk grain WaY soft dough grain HenlnatAeenunuaNuENTIUlUABNTN LA
USIoe 2AP (WNGNIUINNEN 7.2 waz 6.3 ppm lu5t8y hard dough grain Uas mature grain
o v 2 P s v A .o
MNSIOU HEMADIUTDBNNNNENTNINTZHE hard dough grain AMIezaNVRI 2AP G
ngaluraeiuasidudanuduluwdainizuaes drlussar mature grain 8aINMITaY
wiaszwemneluzes 2AP Hsnnnhaasimsazan aevh liwdaimlussesiifiuSina 2AP
809N I8E hard dough grain WaWuUIINM 2AP ganga

10.0
9.0
8.0 1

7.0 —=—

2AP

ppm / wet weight

5.0
4.0
3.0 1
2.0 1

o

ANULANUUARDY

o

1.0 I—PI
0.0 T T T T

seedling  tillering  panicle Booting  Heading  Milking Softdough  Hard Mature
inifation dough grain

FLALANTLATYLAL TR

U 4.12 anadudurasansven 2AP luasnuasdadniudazssasmsasayavle
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MUz UUIEENE A NYB9I5NIS (Method validation)
msnessuialsziliudsednimwraunaiiamsmyusinm 2AP Taamsane
megimasneuaseNsimemaila  GC-FID  lanassluaswnniwasnineidesnulsy

FnSMwaansnseeil

amwhzaunaile
(n) U'%mmﬁﬁ'aaﬁqmm 2AP Raninsaanaialaeeiimsanasaiazans
wazdezdaamaiia GC-FID tinu 0.5 pg uaznwanasgruiuiduaselugiusanm
289 2AP 521N 0.96-96 pg
() 1J'%mmwaqﬁaaﬂwqﬁnﬁﬁaﬂﬁqﬂﬁ%Lﬂs’wﬁﬁmﬁﬁmsaﬁ’@ﬁaﬂﬁw‘hazmﬂLLa:
Senzdsaemaila GC-FID wialdthivesrumeanyzd 105 Wudadaneass uhiu 1.0 g
wasSinamashagimiiiasiigailinemsinnsidaznaiiuiisaniunhiu 5.0 g

ANNLNUEIZBUNATIA

(1) MSMANNUNUEIIBINTIANLYIIBEN LU LREINY

nlagdanzidaginndasiugamaanusd 105 Mathudeiuinnu 7 6
melu 1 Yy wuhmslensidegfionuududoglunasid Tesdendsuuunasgu
Fuinduasanuiiuguasm e nevithagainingas 7 srmelu 1 Ju Aedauas 4.32

(2) MIMANNLNUIIIBIN TR IBeNa U aeny

MlagIasziaaiNandINasIRugaInenNzd 105 Msgadenudam 5
el 154 Funm 5 5u wuhmswneideieluudassy wassewineuarliuadii
anuwiughiia Tasfiandesuunaspuduingzasanuuiuinasmsinnzicmaiagn

n8e4 59U 9 8 5 91 ApSaEaz 5.18
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undi 5
Amamdianm 2AP Taaldimaiia
Headspace Gas chromatography (HS-GC)

Weila HS-GC Lﬂumﬂﬁﬂ‘ﬁmm:auﬁ"um‘ﬁmezﬁmsszmﬂué’aashwhqﬂ s
Pehathaiasiiureunar wu sanaludhazans vievawdslugmwiinuasietha
Tosandawanmsin sssuveiiagludhasaasussylunetiasingninlissveaaninaeg
Tuihuwiladatevdaaams (HS) udaauaadudeiy nntulazasiiadnemzgn
ihlviensdathedatiiswarsaludfaawias GC aaly

il HS-GC SuimsnnnmsnuamaiefiGanhmaensiuuuaass
(headspace analysis) futmasiafitmnzanlumsdeneiasssme @ GC whaaadu ms
Uszgndlinafiadananiinenuasausnt 1958-1950 lumsienzimsdunidissmele
8 (volatile organic compounds ED) VOC) Tundanwsiarms wu LLazﬁuN%"wam Hlu
fu  mabmsssmewmiiedeisliiengiinlesmslfiiudmiugadaieiluuiams
Tuusrsariaswdadariomamaty wdnhlldadiedas 6o Tl 1961-1962 fims
Uszandldnatia Static HS-GC  logldisimansvions HS tipIeneiansdunidnely
fhathelszmralsd Thile 213 wazsreshefidudssianansazars wazdluisansumn
duilasmnenuazann naE lumsmhou 5ﬂ'ﬁgqwamﬁmeﬁﬁﬁmmgﬂﬁ'ﬂqLLamaJuE‘h
1A389 HS-GC wuusalui@in3aausnAauaqu3tv Perkin-Elmer 1 1aW-40 Fandneanin
Tudl 1967

Uaquumsiszgnd HS-GC wuldlunannuanaananiz iy MIIUEINg o
mumsunng  enuedanuionmns udu ‘?;qmamquﬁaaamﬁgﬂﬁlﬂwmmm YU
wozufa wu lumsimngidudunedan Tafinesnumalszgnd HS-GC Tumsimzig
nSawmeiAd (methylmercury) ludathansndulaay dathamaidneuazih medu
mMsuwndgimsUszand HS-GC ‘ﬁy'qLﬁ'ammaaummﬁmﬂsnﬁwaqﬁﬂaﬂuazmmaauqmmw
nafat Wy Fdmsuanaiauiinauuduldluszdu 42 ilunSudedns Tuilaanzuaedi
Qmmﬂﬁguwé Tumsauauammwaaansiae imslszendldimaiin STATIC HS-GC
ﬁqﬁ'ﬂuqmmwLLas‘lJ'%mm"ELﬂswzﬁﬁ’uﬁmﬂwﬁLﬂuwamﬁm“ﬁmms

msWanmeiia  HS-GC  tiathandwnsdasuwanlusrathen  Sadudn
madanuilesimsanndsmsanaiadsinamsuasluinilammsdnmlulasimsise
i wuhsansewannmedia Hs-GC Wianzvdiathawdainlalosnse Taalidasana
mavonlvagludihasms Sulvisiddaldiieuda antuaaulumsatoms 24P an
fhathaimuazlszudaninmuazansiedl uadasandaduiidaiindndiueias GC fs

1A3899 0 [a52118UDIAIBENULUUER UG headspace auto-sampler vthilumsanauazii
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MIssmeNnmatdnnitenzdag GC agnlsianumsdssandinaiin  HS-GC e
Aensiansnen 24P Tudmsdwwdadnlasas  msimsdnmianmsuazmnniines
o9 zawmada  waswennlduszanimwgegalumsiensd  aulilamadianiany

gnaias wazenmnInUssandnuUMAANTIRENINIIUINNLAG

#anN137a3 headspace GC
waiia HS-GC  fumsiienelassmennsansdindla  fiegluaugadu
daegnlunialaain 6?;061";ashqﬁﬁi”mmﬁmsw:ﬁ@uawaagiiuaawuzwam%w%amiaxmﬂﬁ
l¢  dewnussyedlumellaafinuasudasiialiludsnauezannsiivanzan azily
amssemeratanssavenniathasn lluihamiiagaathaiy (headspace gas) waziii

aunauaNaIsIsie lunmaan
msthlassmszasansdateluiensidis GC 1y udauduiuliizgala
sxmﬂﬁamﬁuﬁﬂﬁLﬂuﬁm%’u@mé’aaahqﬁlﬂuuﬁ”a‘[ﬂamww (gas-tight syringe) BaWUABNIT

(%4
ad o

BihlviiaanuesandaursinamAensige uasidrayasssmaignndn iy Ge
= a J 1 = Yy g le#'d = a d‘;’ o VY a d YV
HUsnaeh dendelaimswandsniidssansmwdzulumsihassewedn luimszviae
GC waziivaraguuumeny adnlsnmummnsoutsmuvanmsle 2 Uszanlvgiq e
e Static Headspace sampling : Aomsitaevilugnmeilaszinauaiansnaeansae
Aenzinsznadagsznihauniiuuiauazsuressdiatn melunedisdad
[ a P ] v v ) a o
Wuszuulle o anenin 9 asszsenegmaldangaaszgmh liienzviaely
e Dynamic Headspace sampling : #am3sianevnansiaaimsazinnziasseie
2ONNNNAIDENMUFIMENMUG  laaduidgmmhmmhnbhasseivaaingn
lushuansdnanniimbilumsgedu Tesdigazunienldigu Tenax w3a silica
ey Mnuudgaduazgmbliimmsememsgaduiiiaitenzdasingedulise
wellanwangauaely

35msmuSanm 24P Taaldinatia Automated Static Headspace GC

(Wanamii Static HS-GC I8msihlaszmezasarsimatluieszials GC 1u
unldinIesgalaszivevasaragauuusalual® (headspace auto-sampler) ZNHAGUNNUITZUY
GC laadlUsunsnauaAxNnsHINIUYBINY headspace auto-sampler waz GC deNABLIBINY
fa81NEINM AN gnUITY LN Tathalinaigunuegalay (septum)  wazgn
hluTienusauly oven avgu 5.1 Wavasslily oven lunafimnzanarsszmely
o ' & P~ v PRpa| &
MveNarsEivaauInly headspace AUNANNLYNIUMININTNA D NINUU headspace gas %
gnwaanllis GC Taamsdauda N, whlulTumadiaeehumadiun (vial-sampling needle)

=y [ cl' ::4' 4 [ cl' J .

AuATANNGUNINNNG Wange ITaNuaulaansAIuANNNE (six-port valve) headspace

gas luamagnaslvamnazanlugweiadn (sample loop) AauNazgauianIzas GC W
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B transfer line whlUA@ssviane GC dald nafia Static HS-GC Hilamhanuszandiie
MIIANeVNUSI 2AP Tudmasawaainduasausn lunuiasil

GC carrier gas

Transfer line
N

Six-port valve Sample loop

GC Injector
Vial-sampling
Needle —]
Headspace |
gas
Sample — GC Column

Oven

;51] 5.1 WHUMNLEANNAUSENauaensaay HS-GC

1A384 HS-GC

°1umsm1aa<1°l‘fﬁﬂ‘%'m HS-GC 223u3Hm Agilent Technologies ﬁﬁgﬂuuums
wnudluuuy static HS fdmusznauiidda #e headspace auto-sampler 34 HP 7694 uae
1A389 GC Ju HP 5890 Series II Fmsihnuaminsailasuveussansiagadngms
Annsidsszuy Ge ldlagase TaaEunnmahmeussamoasldlily sample tray o
dumisiins3luTusunsuneniamasiildmunumsihauseniassuy - Mntumadoes
azgnurnduvduuanidlily oven #ifimswhmadeislusasiiinslianudouans
fiaaly ndmniulessmeasgniniuduneudes 7 anauds GC injector 1A transfer

line §1UU52NBUBILATBN static HS-GC uaaslugy 5.2

Transfer Line

GC Injector

Sample Tray

Headspace Oven

Headspace Auto-sampler

31] 5.2 1A389 HS-GC 2aNUTHY Agilent Technologies
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Headspace auto-sampler Hdwisen E]Uﬁﬁ’] ”ﬁyﬁa
(D) (ZITE»J‘U (Oven)
yvihilianudeunasmuauaamnivasnama Taamelu oven azlioe
nyuivihiisasdumadmatauazuinadome uaasdasl 53 meuyudnansd
gadlanadomsu 6 de iiasasiuthasslunsdiinmillilumsadademaiia HS
wunhumlumslensimemaiia GC lag oven aansalianusautazmIugNgmngil
Teluze 40 - 200 °C

Sample tray

)

Oven

sUs3 daUYBIATBY HS %wzﬁmmm%’uﬁaasiw%qmmsamgulﬁ'agjmﬂh

(2) maldnalee (Sample tray)
aldnaad 2891A389 HP 7694 a1MN509N200081a0e 44 20 Tog
MIVYUNIBMIAFDUNYBIDAGINGTT  ALFDAAFNAUAIUNINYBIZINGIBENNLTIADINT
a I'd =l % L va o Vv ‘ﬁ' o b 1 1 ] 1 o ]
arened leadidiaduuuudaluii@mhwmhiiihnedeanluldlugecldmnadiatiass oven
aald Tagszuunauadldaninsaasmmsmhauliiiuliuuusaluidle usesdagy 5.3
(3) FEUUMSINFITMBEN

o A v o

dutsznauviagunsaiidrdgihmhitlumstinienlesuvenasdagamely
nasathaitasinliimnzisamaia GC dald Usznaudas @x (vial-sampling needle)
ﬁﬁté’umguifnmwum 0.5 HAANAT IAUEDNILUMIBNULEUEN (septum) YBZIAGIDENN
dasauss N, whlumlwenusumelumedaiadininniu aniulesswediiianuey
guazlvosuduing sample loop flaasmnaliidenld Juagfuanuminzanlums

FALAUNN 1.0 war 3.0 NadaNT FTUUMTIN ITVEAINaNTH N LUUVNTBINN
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(six-port valve) ludmeuan (5U 5.4) dulsznaumariiazagludinudenuzeainse
MUANMNN LA luAN 40 — 200 °C

Sample loop

> Needle

Six-port valve

5u 5.4 diuthlasuwezasansmadeBalsznaume needle, six-port valve

Lag sample loop

(4) it GC (transfer line)

I3 oa o v Al ° o '

Lﬂuqﬂﬂim%m‘l’iuﬂﬂiuﬂﬁuﬂaizL‘VIEI"ZIENEﬁSGDE]EIN‘{nﬂ headspace auto-sampler
ehlddwnsinemsas GC lagas (sU 5.5) nathmagalsenauaenalaviciithazng
wnagmealugemabenusou  wsrinwwinliluduvengs  awnluduiidaaninse
muanaamnillaruny Tagaglugdi 40 - 220°C

U 5.5 vishfmpgnuesszuy HS Fumeviaasludafiuneiu septum 289

dURAFITUANTEUY GC ivaihmaaNnlAezlagae lun



46

AUADUNITYNNUYDY Headspace auto-sampler ('s:u HP 7694)
4 Yo & pa| v a J o Ag v Y a [
Tumsldnuglditunsdaadlondudanlaidudimn  wasiisanuaumely
namagNnauMIMNY Nnnunaduda (power) wiNzENIINY lTosaslianusau
LLa:’,ﬂ’mQquﬂ{]ﬁﬂmﬁ’m oven & sample loop WAz transfer line muﬁ;ﬂ%’ﬁmuﬂ )
P A v 2 o 1 v = ) P v
AUUONAINMNNADINT LATBIRSUTIAMTINTDN (ready) Funviihaauaaine (il lany
nady Guihnu start) Haduuwuusaludfzinamegnndmunisnaassmamealuome
et dasludossunamiagumely  oven NUUATDRINOUMNTUADUAN 9]
U dydl
it
(1) d@nIL@38NNIaN (Stand-by condition)
2 15 7 P o o o ¢
szuulsznaumendnazgunsalmuanannmsivavesuda da ndr S,
WAEAIMUANANINGY (pressure regulator) §msuuianldlumainaNNau (N,) waza?
S, WAZAIMUANBNNNSIIWA (flow controller) wRIUAFFIWI Fadunmemsiviazasudan
9999:gNAIUANGIY six port valve loglupnziwiaansanldnuy Narmnuvauuiadniy
WNANNGY (S)) axlaaliudaluariu six port valve shuzasvanatey 5 1 4 tiawhg
sample loop dangdevwIngay 1 waz 6 thuluginasly waasanududidenmalugl 5.6
Turazhusaawazluasu six port valve Eugasvanaay 3 U 2 uazviathasamoeauas
=~ [ Y ] ] ] < Yo v o 4
lwafnnumadatniagmely  oven  azlasuanusaumunauazgu)ingly

ivue legluaasnmaninmsiesed madiednazgndiagaaaaia

Pressure
Transducer

Carrier =9 -

Mass Flow
Controller

Pressure
Transducer i
- m *
- N1 -\';'\.A‘, -
= |
Prassure Tiow SES'EI::SE
Regulator Restrictor —
&
Need |
v L =
to GC
|
Headspace Vial »Wq

31] 5.6 dnMmMeMIsinurawaIae HS ludnzndaunsau
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(2) msuinaNuaUMeluIAAIBENN (Vial pressurization)

wasnnnacmednagluanaameldaamgiivaznaninue NATDIY
dagnmely oven asmyuldaudumiavie linadagnndasmsagludumisngseiu
duldn  nnuuuislavzinadamedisgnazidaugiuiisaunenisgiuld  ihileie

v < & < a o v o Y 1 2 ' =
negnummedy  luguusnndr s, ssdamldufalvadhgmelumadiagnmunai

ivue s lianuaumealuniaiingau waasmsinuessy 5.7

Pressure \ent
Transducer

Carrier e ==
Gas Flow

Mass Flow
Controller

Pressure
Transducer
st
CR
Pressure C
Flow r -
Regulator Restrictor v
=
Needle [
4R L
to GC
Headspace Vial

5U 5.7 aaezmsinuzesnIad HS WBYNMSIANANNG UL LAIIAAaE

(3) Mst@xgw (Filling the sample loop)

dlashunssumsiiinenudumelunedain  dwaldenusumelune
BENFGINNIANNAUUITTEIMA Fanudiandr s, Valuwaeiingy S, e laszwewasds
é’mshﬂzmﬁlauﬁaanmnmaéﬁasiw’f;qﬁmmﬁuzjqmummﬁuuamﬁﬁé sample loop 793
ANNAUMINUANNAUUFIENMA 693U 5.8 Ta8nI5LAN sample loop 2BAIBENALFNWUSHY
nalumstauazilana s, wazenusunannameluadiath Felssnaudisanudy
melunatsumsifivenusumeuis  wazanueudildsuinnniuaaumsiiinanuey
é’qﬁ?uﬂ%mmwmé’aaaiwﬁamﬁng sample loop 3eiltdeiifiendastunemstiinanudunss

2L NN aiﬁmﬂwaohmiﬁg' sample loop (loop filling time)
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Pressure Vent
Transducer

Carrier L =
Gas Flow Miss Flow
Controller
Pressure
Transducer
Supply
Gas Flow
Pressure Fow
Regulator Restrictor
Needle [ =N
Headspace Vial

51U 5.8 anMzMINuaAIes HS ialdmsmadnimsadauniing sample loop

@ msti’fujauqawaqgw (Loop equilibration)

(I seaa@NN sample loop 38USAELEAY 2UUAUANINED S; wae S,
d} v = u £y L2 ] ] LY ] o v I3
walansiimsdsudungangalvaimely  sample loop @aag i lvasesddsenay
& & Aa 1 o @ ' v g & o ' A ° a 2
mnnenmsendagmeluufadagnudnduila@enny  Asuiasihmaiwenzvasly
mamatln GC

(5) MIRAMBEN (Sample injection)
nasnniiansmegnadmelaangamelu sample loop 55U six port valve 9z

msuyusumishldufaam vasugesmeningas 3 Tugeswineay 4 iuehg sample
loop tNaW LN IAIBENME LY sample loop danlUgdasmanaiay 1 uaz 2 GagU 5.9 Ny

aN350BENILENFITUUMTINANIILIYBNATEY GC ’IUYB transfer line 2BLATBY HS

Pressure Vent
Transducer

Carrier

3as Fi
s tw Mass Flow
Controller

Pressure
Transducer

Flow
Regulator Restrictor

.

Headspace Vial

Needle

to GG

35U 5.9 @amzmsihnuzeaIas HS tiaynmsfeasungssuy GC
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(6) @3AMINANEH

iialaEadumsinansiiatng 1AfBiNRzAAaURBIININUEINNSUN BT
i mﬂfuLwiu'sm%'ummﬁaashquuLﬁaﬁm’mé’hasmmé’fw‘inmmwmaaﬂwaqmﬂ
f10619n  oven  Tosasiiuaususaluidmnsumnadiathaiiensiiedasuudy U3
duniaduly sample tray mMauan daussuumﬂiuﬁmixﬂaué’amw&ﬁmuquLLﬁa@iN6”]
waz six port valve azvhnulasdunlasudmunmisdatuaaui 1 iawdsundanlums

a d v |l 1
'JLﬂ‘i']EﬁWG]'JBEI'N?I'JﬂG]i’JIU

UaeNd P sILANEYee Static HS-GC

=Y d vV d‘ o v Gl U 1 d' £l o d‘ E4
lumsiwnzvcmanias HS Heulsnsallalen 9 neasihmsmuauiiely
v a (d’ 4 1 o Vv d'd o 1 n%’ q' 4
lauamsieneingndss wiud wazlianwhing daudsmanfinddesuldaunuanso
PBIAIBENUBLETNANMIIATER daundsidranlaun

o QJ 1

(1) gamgfizadgou (Oven temperature) Wuiladafidrdaydameiiansinads
Unawszaumn  Tasdiwadasugazasasidesmsasiensi losazagluaugassuis
Matnuaz HS melumneiitladiin

(2) guwniiues sample loop dosgenhammiivasgauiiaiosiumsnmuiiu

(3) UVYNYBNDMNEIT (Transfer line temperature) ABGINTIANUNNNYD
sample loop Lﬁaﬂmﬁ'umimmuiu

(4)  IMINGINAaYDIYINGIBBEN (Vial equilibration time) A VA0
fmagnlglumssuanusauanngau loa o L tE AaziaaNaaeN 9 gumelune
hathe dathaudazaiinazinninsasivagiuaiouazamuzuasdiom thisidwe
agINNAaMIAMMWLasUTINM ALY

(5) nalumsifinanuey (Pressurizing time) @9 nmnudasImn (lums
naaasliufa Ny) wushlumelumedegaiisimsidinenusumelunadiaths das
deeanadgmwlhizaunaila

(6) i lumstdn sample loop (Loop filling time) @@ nmﬁmsé‘hashqﬁagi
meluaadilsuasnamadn asrunNg sample loop fiflusinasead tialiusinasuas
Msnaufirgninzidas GC ftsinuiiasiinhiunneds

(7)) nFNAaYad sample loop (Loop equilibration time) Ao nefilians
dathairgaugamelu loop Aeuiinzgniteneidall Tadsilfinadaanuuwiudwans
NABDY

(8) nmAlAlumsdags (Injection time) LARIFluMsIEIHIEE9IN
sample loop Lhgaudaaszes GC lagdnluia dulngazaaen 3 ldwilahasnanu
mely sample loop gAIATNEHMETZUY GC
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as o= o ] [~

IEMIATBNEIDENUNAAT
Lﬁ%ﬂumﬂUﬁﬁ!éf’mEiN (headspace vial) W@y septum %@ PTFE/silicone 2U®
Wenfuanerasnamegansanchagidien  nauldasihluauanusauiialagauiavu
ABUUIIMIBENNENTT waat Mt ldinndasiugumnenuzd 105 Alasunnulas
4 a v oo v < a = a <
wnsdgnaneneasmans  uvinenaadesluy  udeludaungainmey 2546 (Uu
fadNILNaNAaaY  AunauMseseNmIBtNuaa luaumngl 510 ASAMTIATIEH
Usinamaldisersinasprumely 18 2,4-dimethylpyridine  (Hlussinasprumaluiiony

wnzy 1000 Tuavhazaie isopropanol

MIDENINEAZN

v a 5 2 I
- UﬂiﬂagLaﬂﬂﬂjﬂLﬂﬁaQ{]u

- SDUMLALULATIVUIN 45 mesh

FIINUNH921I 5.000 g

i

I —

Laumiazmﬂﬂaqmimmgm
ez /%30 msmmgmmﬂlu

l

Ua septum wazehagiiiiiey
Togls crimper anehlvtaaiin

W =

nnelu sample tray 2DILAIDI HS-GC

5U 5.10 WHUEIIS MO ENABENINILANY ALl HS-GC
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MeEiUTina 24P Tuadaznmeamaiia Static HS-GC:
o
MIMINNIAINZTNADITZUY GC
Tumsienzimeszuu HS-GC 1y GC dlududagiasimsusnuasinney
1907089 AIUURIMTNFNMZNANZFNYDINTUENTITILVENINEIBENAINY GC NoU
Wuduauusn Teammzmsmaiiauas capillary column Ninansdy tiasnnaiinvesnaanil
Mdanldazdummuuacmmulsdu g 2895:uU GC adg WY dAIMS YL FAIN
° v ' = Id v Ao dee Yo a a .
sUuvumsthansneasdudass Wudu TumAeidalavhmsUsziivaiiovss capillary
column WazdNILYN GC laaniinuay capillary column NFinaaaasil
e DB-1701
Liquid phase R 14%cyanopropyl-phenyl 86% dimethylpolysiloxane
2UIN 15.0 m x 320 pm i.d. @NNNAUIYDN liquid phase 0.15 pm
NAAlaaUSHN J& W Scientific
DB-35MS

Liquid phase A9 35% phenyl 65% methyl arylenesiloxane
219 30.0 m x 530 um i.d. @ANNNUIYBN liquid phase 1.0 um
NAOlaeUIEN J& W Scientific

HP-5MS

Liquid phase A9 5% phenyl 95% dimethylpolysiloxane
U190 30.0 m x 320 pm i.d. ANNKUIYBDN liquid phase 0.5 um

Nan a8 UIEN Hewlett Packard
e HP-5
Liquid phase A 5% phenyl 95% dimethylpolysiloxane

2119 30.0 m x 530 um i.d. @NUKUIYN liquid phase 1.5 pm

NanaeUSHN Hewlett Packard

Capillary column #fie DB 1701 ialdfumsieszddnageininiusnman
Hlunannuvdasham Fawu hexanoic acid aglulaszmerasdnlud3nasnn wazan sl
retention time WA retention time 284 2AP ¥hlWAamMsFauruiumIiauasansHIaed
wazdaralimsienzidsinaiienuionaials msldnaduinie DB-35MS 4 liquid
phase Ramwitisanheadusiia DB 1701 mias  udaueeduan 15 §lu 30 wes
iaSsuiauiunaamd DB-1701 uazanuwuad liquid phase WnguaIn 025 um oJu
1.0 pum Famnaazteliuszansmwlumsusnian  uadelaigansausn 24P sanan
hexanoic acid @ 2EN9HND

msldaesmifsiamuing wuasdal HP-5MS Suhazdenalwéreulumsuan
sswlaeuly wazthazanansousn 2AP 8anan hexanoic acid 16 duiudslafimsnaans
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ihepeany HP-5MS anldlunsugnlassimean headspace 2p9aBENNEAT WU
aaNsoueniia 2AP 88NN hexanoic acid g agnelsnou wuhamuwhaimsiwssy
frlidwa iaflumsuSulpmsusnuasiinamwhusunaialvgedu Smasasldaodnd
HP-5 fifiamaminued liquid phase wosidurhaudnanameludiaguiiy 1.5 Tulaswes was
0.53 #{edwes Muaeu wunawwaddalszanimwlunmsugnuazanwlizeimsnsaia
2AP Faleihmeawiaiin HP-5 (5% phenyl 95% methylpolysiloxane) @%EN3 30.0 m
ushaudnanamelu 530 um uasenumnzasdaioma 150 pm dludssendldlums
AenzUsinawes 24P ludiegheimmeamaiia HS-GC aald

MINADBINENILAN 9 289 GC lumsuanaedUsenauassenen headspace

v
=1

gaedathaunanimlagldaaantl HP-5 wunanMeimanzanuad GC 304

1A GC : U 5890 series WANABUTEN Agilent

- YUNNNYBITINETN 250 °C

- Wsunsugmumgiivaspadn :
QR GudL 45 °C
qmwgﬁﬁam 65 °C
sammatiiagunni 0.5  °C/min
auuNNgaMe 250 °C
sonmaingamai 45 °C/min

- sanmslvavasizdiden 1 mL/min

- YSanassfian 1.0 puL

- Split ratio 1:1

- aeuvnieN FID 250 °C

* BOTINS LVAYBILATHIN
wmsanulaeldannzaes GO gananieay wazliuasusasimslvesas
uidimmnees GC amaanmsluaimanzay Taglumsneassldaasimslvazasufa
wiilu 3, 4 waz 5 ml/min WUNMSIEDANNS5LHLBILAFAIWIZEY GC LAY 3 ml/min W
Uszansmumsusnyassnsiflussdusznauly headspace 2aundatnanhaasnslua
WA 4 uaz 5 ml/min Wiilasnnderiinamasiatiiigaadninaiuliiiadan
mslwasasufadimngetu asihlitssamsmwlumsusnaaas duludaudanlddnnmsla

YNUAFWIINAU 3 ml/min

. msmmgmmsﬂu
d‘ a d a a U .
Lui‘NQWﬂﬂﬂ‘nLﬂi’]S‘ViLﬁﬂﬂiuﬂmiﬂﬂl“lﬂﬁﬂﬁﬁﬁ’]iu']ﬂiﬁﬁugfnﬂiu (internal standard
| a o Vv ‘ﬂ' <~ 4 e 3 sﬂl v
method) ﬁl?dﬁ')ﬂaﬂﬂﬂju%'lﬂ')’]llN(ﬂWﬁ']G’ﬁﬂﬂGl'JQ‘YlﬂﬂENLLaZiLﬂ’iENNElVLG]N']ﬂ mumwaiwmi
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ANeFBalSinawa 2AP s‘z’%«ﬂumsizmﬂﬁﬁagﬂuLuﬁm’f’nﬂ%mmﬁaa (trace amount) 1¥i&
mmgﬂﬁamazm\iua’hﬁu Juhienisasuespumaluinly Tesanmsnassswuinmsld
™P  dussinaspumelutulszautigmlumsuen dasmnessdusznaumsssinedl
U wasdauiuiuiuiieuas TMP  aoiudldiansanmansirlnmifiashanlaiu
ssnaspumely Tagludasduazinsamhomsiisnvaslndidesiu TMP aswndl
oeuIaIANNEdEs uannnigidailumnlssnoululasauudendu 24P Sndas
WU 2,4-dimethylpyridine w38 DMP  (Juasfivansanunmsihinldifumsanasgu

melu
CH3

Q 2,4-dimethylpyridine (DMP)
N~ "CH3

msmUSinaiiminsaugasiadiniialdlumsmsieneiidaSnaues 24P
Lﬁaqmﬂﬂ%mmﬁnﬁagjﬂummé’mdwuuu headspace finadanunva headspace
melume Fudanalasassaaagmulimasmsienzyd 24P lushatinaamaia HS-GC
saialavmsanmdsnaueslsinasiathamalunadiete Taamsienzidiaga
IMNaBIRUGENINBNNES 105 TulSinadfiuaneeiu @a 0.5, 1.0, 2.0 ua 3.0-8.0 g NaNS
JineiiusadlasnniugasUsnanuilldieuasss 24P ssnaspumely DMP uay
Sanduiiuiildiauatans 2AP da DMP mnmsiesziimndaslulSinaee g fu dae
wAlA HS-GC uananagy 5.11
wuheile HS-GC sansatszandldluitensviusinawas 24P ludiadnedn
Usinmiehe 9 16 daudssdu 0.1 g lUda 8 g Tasszdugegaanstfnadn azliganhssdu 8
¢ wnin watlestumsdudassnhadaiuimethinlasnse aoinlunmsnaaassals
ﬂ%mmmnﬁqmmé’aaﬂwtﬁm 8 ¢ B MnaMINaassilanuiiiaUsunawas
fhathainanngy gmwhiiwnliviiazisanndduioe saiulsnawesdistaiiaz
@anldiitarhmsedendadelumsdnmszuupes static HS-GC aald Feazldtndodhei
Usanar 5 n§u Fefludlussduihunansuazdasivnassmnasyasiatauas3naseas
headspace melumadatheaziiuszana 1 da 3 wastitaliedudsea 9 2aeszuy HS-
GC fmammeziminsauud anunsolszsgndliasauaquiioisluiinmde 9 16 n
Tugaszauen Ao 0.1 ¢ Wauds 8 g asmnUsmnudathedniidanldae 5 ¢ agluszau
hunansilaieuiugiwsslsnudisds



