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Tuszduge Ae walla selected ion monitoring/high-resolution gas chromatography/mass
1 o= n’l’d s B = dgv 2 o e

specirometry ltﬂtﬂﬂuﬂuuﬂ']']i-_l“:ﬂu”ﬂ'ﬂuu.ﬂﬁﬂ?’lﬂ'\uﬂﬂ WanaIneN 'ﬂx‘l‘mﬁ’ﬂuﬂmni‘ﬂu

ANHEIUNYIRRIZV G

ﬁﬁ’ulumswﬂﬂmﬂ%qﬁqvﬁqnﬁiﬁa LAgzviansuen 2-acetyl-1-pyrroline 3
mfamml‘nLﬂumﬁ‘mmﬁmlumi'u*an'numuﬂ.,ﬁuﬂmmqmm’l,ummﬂw'm ?:%'nqa*
KupgrefdRuuLnses Buttery WA AL’ mLﬂmﬁmsﬁqmm"w?‘maL:.ﬂ“"l,umﬂfm Bu
Taeld 2-acetyl-1-pyrrole Frumsadaiwninip e lalsAuduiufilalanay uaedl
59 rhodium on alumina usaalfiRen Tinand mflu 2-(1-hydroxyethyl)pyrrolidine 1
san@nuinUFRereandiadu Taudl siver carbonate on celite dusieandlad Tusin

+atl benzene avlaang 2-acetyl-1-pyrroline Wunanan msd’qmmumwmmﬁa ARG
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fazane benzene  HAruEluRmwssdugnrienzds M lKldazaanlunnnihans
9 ] 1’3
Fupmoiildeunazensdenisindadlasanfiqainengs  lwntmmeaestidiinlgedang
as A [l A, i
Funrzilauavdingmeniduanailfunagluaisazaenia  TnsenAuanimnaisuen
Famufluuadntes drazazaneldinluasazatunsa Mrliasazatathuus uwdaain
A [} :Iz o’ 0O = da—:di - A = =4 3 L Y
ansvanillegldusoinerasduizdau vy lnaaelsling Tllqabeadiuazindnde
1 or @ =3 drn:aI' =l ¢ e o -~ A:l' 2&1
wazAadgnsduamsilusamasateduvisdiasinlefiguinandanng i
k3 1 1
wananillasanenansilindauvay 2-acetyl-1-pyrroline  hau@nadnglu
4 2 .
IMided arimudinisadnliflUssAvinngs@u  willmonugzaan  wazsomda Tee
amnsnldiBunndasetaliesas AedEniradmsitasisazanansa (hydrochioric acid)
a9 2-," a © = =l e . € di ¢=llt=l 1 o :’/ .3
uwnunsadadagletuazivinazarsdunduuusiaiias nlauteinluniidnsegingnl
wasliiunaudinunn Sdlumsadadasansazatenseil azerdapnaniRnsazant wad
anasvenianTRThiuadndes davaraelfmluarsscatansa uwdarirarsananlema
Wanrazansiuududeasasasnsainaranedunid dichloromethane fauinldasizd
Fatwmaiiafnalasuainna i wissulalnsisFlud@nunm uaznsdiamsii@aiunamn
tneldinatiafngiasuninniit Inefnemndaaaivunzanlunisainansuan 2-acetyl-
1-pyrroline annudnadaa usznmBurndhatasigaiiasasialasninsnafauisonsos
ar ¥ o ° at ot o ] 4 9 & o
sagrsvenldwasaniniswauidtniusslfuanazreaasalands  wananiilain
naszgnEnisfenanaianBunnasvanudateiaiugeite laud Wuganosen
NER 105, AufuenAaenads, Rufuennsin uaziuganinenuzd 105 (n.w.q.) dae s
Internal stardardization 948 2,4 6-trimethylpyridine uasunsgunialu answn
1Bumuansuan  2-acetyl-1-pyrroline Tdnsannandne avdaudnnisAuuaInnsans
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14 matiamdlasaninnsd 2%

TunsimssiuniBunnansvan 2-acetyl-1-pyrroline Winetwdia dow
Tunjasiinssideamaiiaingiasuntnans iWavanidluneialunisuanansuan Tned
gnsfiasuenazansnsaamiliagluaomsfrlaAgomgants (lifiu 450 esrgaden)
et weiafatasuntnnil famunsihuBiessianmen 2-acety-1-pyrroline 1ia4
anasuasiavariuaonsialdie uwinsdlfiansAeuiuien enadinatiadudani
Weglugomrieidinedy Wy arfelffemaaiilunssfoeyiufaesans i
desnrlugmnfarinulfiredniussadotansdi (stationary phase) Taterdtnisnn
laraalgnaandi {(mobile phase) ansusiasinlugnsasazlfinanluninaaauilumand
Talwiniu Avinlfanafiantsuanaenanniuls |

fnalasninnearfliaedauiiiiufing dounansis duflusauds a
(3tindn gas-solid chromatography, GSC LwiﬁﬁL‘Nﬁﬂx‘rﬁ'l.flummmmﬁ'mu'agjuﬁwmmm

wds azFandn gas-liquid chromatography, GLC

, .
1.4.1 aeAlsznavrasAsanglasilnwng

wirasinalasaninned azfiasdilsznaudagy 1.4

Thermostats

Injection
Port

p—————
2 Chromatogram
Recorder

Flow a Detector 7
Controller Column <

Carrier 4

! Gas Enlarged Cross Section
Bottie

ar

ds -
U 1.4 wansasAlsznavndrAtyrewasesinalasunlnngd®
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fafnaildussqfiann (carrier gas)

=b.
-
3
©

Ton
An daiildaruaunisivaaes inasine (flow controller)

An Aumisasaissetnadnly (njection port)

o ! L] [ d‘ H o o
pedui (column) Faufugr udrAnynganlddminuanans

[l
=l

a ‘J o s as 1 -~
An  Awmawmaf  (detector)  tiludaunldduFumsiadiaaisusiassling

G kW N
3
(5]

gnuenaantNaINABANI
o -
6 fAa  gunldAcuanemunl (temperature controller or thermostats)

WWiuaadnl Amawas Lazfumilidngnsiaating

t=] . !
7 RFa douildiszioansuasdey e

o/ o] Ly 2 = « 1 L] or &V Pu|

wAnnFrmziatsfaaisasiingtasuninnavunugen Ae Gefinafiuses

fradann  aziidoufimuaunisivatesingilsesfingeanun  Wedaansdnetinadilylu
Aumisiagisrandses ansgninliillufrg uwdalfngsaniinlegesanstitulifmadinl
g c3) o o ‘0 = | o a c! -
gafludaudrduinaiitansuenaasans Waaiseanannaeduil azdrgmmanad ald
o 1 =, =] [ < ° i o dy ar
nsaadmdnsuRazTiafignuansananaeding Geasinlifindoynanay wazavgndaluds

! k1
wranlszananauasdayasine Rasunneaviduaresdaulsznausiia Ausdudall

1.4.1.1  MEEIN
fnafannazussaatudlanvnneliaanudugs  uasidfindlazesans

o o or Ad =l

o v 9 ' s ar -=’l}
saatnspnudlilueedul ATRanINARIFIZHA NEUL AN

ATy,

A A o - £ S0, o o’ 1 ot 9
- AostlamiTRiRes LW'B‘ﬂ‘ﬂ\‘lﬂuﬂ'ﬁ‘Lﬂﬂﬂ{]ﬂi‘ﬂ’lﬂ‘].lﬂ’l?ﬁl’)@ﬂ"l\'l vFasnazane

¥
=l

ERILGERI]
- dhufaiifimaunsteauaclinaatianasm
- gnnsodamdieuasiianunFgnage
B AP _
- flufafvnedasuldtuamamas Ly
ﬁ”’]ﬁnﬁqmﬁﬂﬂh@ﬁnﬁ@ﬁﬂmﬂqsﬁqiﬁu?qﬂ%rﬁu Tneliknuviaiitssqdan

] 3 v
molecular sieves \Wadaa14a latvisalaaaainig



15°

1.4.1.2 gauildruaunisluavasingsinieg
mslunaaasiagsian azdasfinisasugudnsimsiuarsenauduaesing

Waedh asanndrmnnsivaasstrafmiazidaudrdn lunisdmezt

1.4.1.3 sTULABINITENEITABENSLT
nsanansdaathadnihuriesilefalasannemid Taevialufumia
Snanavhechadluazilitadiarseuet e l¥ansiaetrnanediule sruuasnis
shansdratinad avutiveenifu 2 1iln malinrecrediniild Ae
/

da o N30
n. Hasssdmiiuianedind (packed column)

2
o gl =

1 ° 24 o 1 -3 o ] n’d
pafuTtiazflaunalug) vinlaqunsoussqanssaatielige Aumiehian

r=Y

14 ]

ansinazgnvinWillgruugRgalszinn 200-300 evmaaidta daiuraavarignasasiy
o 2 | ] -3 [ ° o o £/ o 1 a":al ar

nevusumsinliinanaiiiulastmade  Madwiadeuidhginuniilaarsuaciann

ar { o |-V or g a ] & g o £ L. af

wansfnatafinanaiiuleudarinuaediniia (seal) Nedrzvdnnediniivlames (iner) 7
L] .

[

] ] o v o= kg m': d; a} as ] 1 o g
slaagiusiumiidnans azsiaslififenansdetwarannsaluaedunila
9. Ndnansdmiumtlaatzandyl (capillary column)
o as & A c-:ll’ [~ = -3 o &raf o 1 4 A
Wiasanpadmiriatiiduriiauseadn Mlillacugasdoatemnuiie
w2 L% - ol & o e ol = all 2r g [ - ) g
WeuAuwiaredn lundjiadmafienldfuraduisiag 3 wuy

nranuLLg1laR (split injection)

L'T"immhL{Ium?mnﬁqzﬁmmﬁ‘ﬁ'}muﬁﬂﬂq (0.001-0.5 lulnsang)
Wlnatlaainedind Fefesnisdauualan Tneasfiamzgnildouidiule uéileds
adiimananiunaufiazfogautivansioatng tnelatasansiatredoudeauariiBunau
veudngaadind LLﬁiﬁQuu’lﬂﬂsgﬂ?SU’lH%ﬂﬂ doufldhredinifenldanndnsnisalan
(split ratio) AYANNNS

dnsnasaddan =  doudszunseanly

g .
douiivingradud
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nrangskLLIgLAneg (spitless injection)

dhunafiafifdstaninnlumiansiaisunen ) lnafansdaetin
1Y kg
azgminiideaadoadainazany  udaldimsshetinviomadngeedinl nnsldmailatll
¥ = 12 & =l ]
AugnAed wisiaaldioauaziinaugnnaasiang

nrsaaaisdhdraduiilaansa (on-column injection}

szuniindneuradratusuudngansuunaldmes  ualdlumsdnesd
ansLiunutien) ansirathalussuniiasingredanandaliihile medeifuiEalting
gnifadiige msananssathadNunefinfianssuniimsiniledenelds
- mﬁimm?E’Tﬂqﬁqﬁfqmuqﬁﬁﬁndqqmlﬁmmmﬁaﬁqﬂzmmﬁ@ﬂmﬁum?
naneflulegesdaitaraenrinans
- msaaansiasitedwginde
- Bunaestsiaacelidalinesifiu 2 lnleasing wszddanntlasin

WilaTasannunsuiiqaEusundag

1414 aaaxy
peduifludaudndnyigalunslduenans nmsfianssetnasuentdfte
17 E 73 ]
3t azauegiunisfenmednife@enaasinazaisuiesnsdy (solid support) radyl
o k7 :ﬂ' ] ar = = ] 2 ar el & ar rn: 2 o aﬁ‘ s
asthlanadruniieratudasanans dovandaesatiriufmames radudnldiuasanog
Tasuntnng® il 2 1iin An
n. wimAraduil (packed column)

o fé b - A =i ] o o
WumedniussysonaasiNiureunsanfavatuuarsiigedy

Hal d

pednfidaifnfivdaawtouarions faonueafud 24 was urugudnana
Usznnu 1-8 Hadlnes ﬂaﬁuﬁﬁLﬂutﬁum«@zﬂﬂsxﬁw’ﬁquaLtﬁilquiﬂﬁaﬁﬂﬂﬁ’uﬂ'@zgn
amflussnsn |
a. Ataandredu (capillary column)
pedanBlaclifiansuderesiy axldsasvaindeuTindnilurainadin]
Wuilaiune fnnaduiuguinernmely 0.25-06 Tadwms TAnuwe 1-30 was
rofuiilszinniasiilsAvanmlumauaninduiareduifie 100 vih uazamrsaldiu

ansdadneritdenndn 0.01 lulasdns



17

24

Sanmdussaluaaany

9 L
] ]

1. ansudsinawihidluanssasdu
azgimhidenleamaafidluranaininegfuneduild uasinlinanedis
Tasakranananniisanzan asuieesiudes Saudh fa
- ldvinlffdenduanssioating
- ldimlfRenfueasdfiduzesvas
AL ‘l:i\umné']ﬂ nuslaAnuFau
FuFRalszn0s 1-20 MenLRe seniu

uAgNIENANATIMLULARAT Y

¥ XEh Er b

S L TP T P T
2. @A _
da 5 o 2 o 3 o o w
duresnaiiqainangs  Mdaruuwnewdaedy  dnwihiidudauenanss

e g -

[ L GJ Ll ¥
BN ANHULTIDINAAINTA mmuamﬂuummﬁ

LR | Al o o & i
- fludainsvanenipnaniiRnunazay dwiuasddsznauidanas

= ‘ [ = 2’/ = ar arr ]

ATEId W A0 wlariuansRIating

2 o TS ] d' ] ar 1 g & 1 .
- st iAannsulsdauiuanAnsurasazaAlsznay Tugnsaaating

&
FRAt I RR LN
o o

- wdesNgnma g

= or a{ = [ .4
- Hanusulefiaamgineglunedul

- hiviuiemaeiifvansivetin

lunifrmsiidaiuneasdnsver luntmasasiiaziaan atlaasaa sl
| . i o -
Awamaiidle CP-WAX 51  wiunziagdinsziansdsenauwanluingay  wazaisvau
2-acetyl-1-pyrroline  {luansssnaumonlulasian  MduredunfiiRemuncias sy
¥ . - H a 4 wr
dgvan  wananiildantlaa‘teedutl DB-1 fthvamatifuans iy winnsfuns
o - A 145 ] nl:’a { - [ = [ Da" ar r
Aemsiansnliidndelidaden lunislimseiiBenmunmaaasainasldvieaesnadung

FANU



18

1416 AwAnad
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MAReSaufuatauniuane 31 3 9fia Ae TCD (thermal conductivity detector), FID’
(flame ionization detector) Wax ECD (electron capture detector) gﬁ'ﬁ TCD Lﬂuﬁmﬂmm“rﬁ
INTANEMILEN RN M AN e uuAnAnaa nAgfiant daw FID nenesi
snzandviuansinansaiiuleanuldfeanlas vl (lalasawennid) uaz ECD Fudine
e fT N zandviuanslsznauiialaauaznanaranAaacuaiuisaluniady
adnmran  Wwnimmasaadlidmameduuy  FID Hasnmunzdmiunisenefans
awiad Taevialy |

Anawefu FID aziialelasiaufignaslifninbion heater malwdin
LazarnATEdnnasimifteansen udaefiialalnsia unzdrenn 1T ien
Tududananilfufrason Weasmednaiaenunaneedniidagulanln azsinliasdin
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flame jet 161
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9. External standardization method
A. Internal standardization method
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n. pasAnngEnudaaBLanAsaY (Electron-Impact, EI)
= l=:n i o =) L4
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shatrfaduleenuian fhansruiuBildnasaiindsnugs
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1 undsrasnissnnssnusaedidnasey iuinladgdyseaiasunsanlainsiimas gl
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CH, + ¢ ——p» CH, + Z2e

+ +

CH,” —— CH," + H,

+ *

CH® ——» CH," + H
CH,”~ + CH, ——» CH," + CH,
CH,” + CH, —» GC,H," + H,
antiilasey CH," wazhite CH," aswlffRenfulianasesansea
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1.6 Anguszasalunsdnun

i i
1. Wadnmnsduanzd,  madfudlgadunen  uasdinisdamssiaiswan
2-acetyl-1-pyrroline ildfilluarsunsgu WlAefidudnandnnigea
2. HeAnuBaueRinsaina1snen  2-acetyl-1-pyrroline  luansainann
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4. WWawmuuazdfuaniazsasmananglasuainns R i munsaufunag

AATZAEIFuanadIan 2-acetyl-1-pyrroline
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5. WBaLATIEHNLTNNuaRIaTwaN 2-acetyl-1-pyrroline TugnsanaanuAandng
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