UNN 2

NINAD93

=
MINAABINSUN 1

mMsnsaiadSuaesvien 2-acetyl-1-pyrroline liudatilagefiamsinn

ﬂﬁﬁ%mmﬁﬁ’ﬁxmwﬁ 2-aminobenzaldehyde

21 1n3ediie Yagaunsel msnfl uazTngRudly

21.1

] ) s d
nyesNounz Taqalnsal

1)

2)

3)

4)

5)

6)

winedndalasunInnswl-uvaadaTnsiimes

(Liquid Chromatograph-Mass Spectrometer : LC-MS)

U 1100 series Wan [ABUTEN Hewlett Packard
wsewdalnsunInasm-unaadlaTnsfines (Gas Chromatograph-Mass
Spectrometer : GC-MS) 71 6890 Han 1agUTEN Hewlett Packard
Lﬂ?ﬂﬁllﬁﬁiﬂiﬂﬂ“ﬂﬂﬂﬂ (Gas Chromatograph : GC) ';:u 5890 series II plus
nan lasuT UM Hewlett Packard

Lﬂémgﬁlﬁ‘-ﬁﬁﬁ aflnlas W lndwes (UV-VIS spectrophotometer)

U U-2000 0@ IAguTEM HITACHI

mbaasneduy DB-1 vinadushugudnais 0.25 fadims 017 30 was
U11AYD4 film thickness 0.25 13 Insinas #an IngUSEN J & W Scientific
milaminedusl HP-sMs vutadurugudnats 0.25 adwas 811 30 was

YUINUDA film thickness 0.25 TuTnTIuaT Wan TaouSEN Hewlett Packard
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7) IATOIMYUIIVEATINSUAT (vacuum rotary evaporator) 1% B-169 Han lay
U557 Buchi

8) Wuiia (syringe) ¥11@ 10.0 'l Tas 8as wEaTauLSEN Hewlett Packard

9) Lﬂéamqum"’im (centrifuge) model D-78532 Tuttlingen WaA lALLSHN
Hettich

10) 1n3penuiman (magnetic stirrer) UAZUNLLIMAN (magnetic bar)

11) NS2ALATOL whatman (U85 1 H3M IABLSEN Whatman

12) 5980394 (glass funnel)

15) (ALY U4IA 0.45 1uATOU Won 1AUSEM Sartorius

16) inFoua Tl nan Tnevstin Maulinex

17) gnTdeene silaussyiadie

18) 1AT99%4 4 AuimMiie §1 AC 210 S wia TavuSW Sartorius

19) Autopipet Y119 20-100 lu Insdns wanTaouSiv BRAND

2.12 @Al
1) 2-Acetylpyrrole purum > 98 % Ha® 1AYUTEN Fluka
2) 5% Rhodium on activated alumina (5% Rh on Al } AR grade Wan lasu3em
Fluka
3) Sodium carbonate AR grade 99.5 % Wan lALTHN Merck
4) Silver nitrate AR grade 99.8 % Wan lavuSHy BDH
5) Celite Wan IABUTEN Fluka
6) Ferrous sulfate heptahydrate AR grade 99 % W& InoUSHN Riedel-deHaen
7) 2-Nitrobenzaldehyde HPLC grade = 99 % Wit 1a8UTE N Fluka
8) Methanol AR grade 99 % WaA 1AOLSEN J.T. Baker
9) Methanol HPLC grade 99.9 % #&in IagU5EW BDH
10) Benzene AR grade 99.7 % W&if 1agU5H% LAB-SCAN
11) Hydrochloric acid assay 37.0 % Wi Iagusy BDH

12) Ammonia solution WA IAeSEN BDH
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13) Hydrogen gas HP grade U550 a 1411 o lny

14) Nitrogen gas HP grade 58 21011 1369143

213 Jagaunly
o g s/ w & = = A T o
WaATINABINUTUVIIRBNNZA 105 (N.W.9.) il'mﬂ']ﬂ'}l‘iﬂw%‘h AUSINHATAIANT

- @ o = ° 4 o & o
UHTIMPAUNHAITEOT INTHUANUIWIUTY INVINYIROUTUINRY 2542

22 PIRUATITHEITNIATEIM 2-acetyl-1-pyrroline

221 YRinmsdunsiefiasnnasgiu 2-acetyl-1-pyrroline

ar 4 . o o 9t 9 ar
MSFUATIHET 2-acetyl-1-pyrroline ot 1ifluasinasgiu 1ddaulasn

8) as wereie T8 lalyﬂ A o 9
LR I5994 Buttery HAZAUY W BALHU 2 AUNDUANLEAS LU

1INTHUDY Buchi tiag Wuest ©
d‘ g -1 é g -] e B = -7
g 2.1 Tasduusain 2-acetylpymrole Feldefluasdsduaningase lelastiudy 18
L 14 [ ] s
2-(1-hydroxyethyl) pyrrolidine (Hunanda sntiuluduseun 2 SulwandanIdilUnu§asm

¥
ponFAYUl] 2-acetyl-1-pyrroline iunandandn TasdiswavBoadail

Fuusn fie msinlfasnlelasfiud Taodaensdadu 2-acetylpyrrole 111 0.7000
iy laluvaainlfiss B8) uwmeisgyl 2.2 Audaviiazais methanol 25.0 Taddns wewums
fduazaronue (ANANIIUYNTH 5% rhodium on activated alumina 1.0 nF¥ asliluensazany
ﬂ1mfmi1"l1]ﬁ1ﬂ:jﬁ?m'laiﬂﬁ‘ma?’u funfalalasnuiiussylugnTilens (A) wiousuaums
agmemasanatnsldiniesnauinin © nﬁaﬁﬁgﬂé\’uﬁm;’jﬁ?ﬂmm (rsaeuRwmaiin
ufarTasnnTnns i) Smymlfater vimudaiiel¥szna 23 FrTnafle1df s alisemn
aznou ueawmsasmslamnsssrnummusuIa 045 luaseu thldsemedinazaisesn

Tagldinsoanyuszmonnududt 18e1s 2-(1-hydroxyethyl) pyrrolidine 0.4456 N3
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& CH
N ~¢7 3
| II
H o

2-acetylpyrrole (0.7000 #3%) + methanol 25.0 iaaans

ﬂﬁﬁ?ﬂ'l‘lﬂﬂﬁm%’u - 5% Rhodium on alumina (1.0 N5u)

ufierloTasiou

L
nsesruatsazate ld

v ssieAnhazateesn laslfinTeamyuszmonnudud

VAN
H o CHs

2-(1-hydroxyethyl) pyrrolidine + silver carbonate on celite
(0.4456 N3) (5.0 n3% Ty 25,0 addas)

Ugnseneentiady - reflux Aold N, Hunan 45 s,

N
N

r

- 1999 silver carbonate on celite 900N

_CH
(_I: 3
2-acetyl-1-pyrroline —p- Tnserdumaila GC, GC-MS
(udnhazaerudu)

l— afiaRrsasazalonia lalasnansn

0.10 Tuadefag

I aemaila LC-Ms

71 2.1 unuAsEATURBUNITFUATIZY 2-acetyl-1-pyrroline



O
.

©)

!

A fio gnlllwnhvssyudalalasiou
=) © a s
B fis wwmignien

=] £ 1 g
¢ fio wieanunimdn
g2z misdadeguasallumsiiliadenlelassm

fuitaes Ao m3yfingnseeandiadu Tasin silver carbonate on celite 5.0 AT
@IEmawionlumanuan) ldluviadunauviin 250 Tadfas Rudhazasuudu 25.0
fadfns wazsiwandaii IdvndfasorlelasSiusuduasly reflux n1oldussomemewia
Tuinsouiiunm 45 $alus WBarsazars 2-acetyl-1-pyrroline (SuManAAnEn n3ee silver

carbonate on celite 890 IatldnszaunIod TalSumsaisazarouusuld 18.80 iadans
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- 3 ana (Y] ¢
23 msamnzvrandaitldnnl§iSensfunnsdasnnsgiv 2-acetyl-

pyrroline laglfinpiiaudalnsininasiluuamilninaua’

¥ ]
WIAI5AIAY 2-acetylpyrrole uazHandatld Ao 2-(1-hydroxyethyl) pyrrolidine Uz 2-
acetyl-1-pyrroline 1nt§ji3enmsdunsizdiansunnsg Iy 2-acetyl-1-pymroline lumsnanasii 2.2

nansznesnilszaeulasldmadiaufalasu Inas Wveminlaswet Sanefilduns

v
L]

NatDIRIU

mIasufalasinany

AT
gamgivesdnhemsdn 230 esruwATY
Mode Split
Split ratio 100:1
Ao
nedul Capillary Column HP-5MS
(5%)-Diphenyl (95%)-
Dimethylpolysiloxane
yraduugudnal 250 lulnswas
AMWYN 30 wes
dpuReaasiinin 025  lulaswas
8ass lvavsufadidoy 1 fiaddnsdewd
Tsunsugamgiivesnsding
gungisudu 50  esrwraiud
Sanimstivgamngd 10 esruvaradoui
gamgiiganie 230 eswusaiive

1Tinasea1snag 1 Tulasdas
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A g, a <
inseaailalnsiimes
HUYBIMIAUNUIIAAB1 Y aupuymranolszgifmualuy

¥29420691)529 29-500 amu

gaungivesdFouse 280  eaAuvAITed
Fn1seanlonou electron impact ionisation (EI)
o < ad ad o
WIUIRAsveIBianasou 70 sanaseulan
gunQlivesdaiuiialesou 230 esruwnFon
ganivednIoay Ina 150 esruwadod

24  M3FUANLH 2-aminobenzaldehyde

a 4 . [ et . &
NSAUATIEH 2-aminobenzaldehyde |ARANLA 1191035909 Brian ™ wavhme Tunson
Tagmsin 2-nitrobenzaldehyde wilfsesansulumsaramumesadamauazuoyTudly 1
2-aminobenzaldehyde (Hunondin fogilii 2.3 uaiflosnnnandad 1aTimiflsdsuhsadlod uas
= l& i - S as ot T ar Q’: =), 1
aeiily daenusonezfalfisen Indwe lsadu i duiudewsnranaasanstiesings
9 = & :’ ol L] P o -:f
aramaiiamsnau loth TasiiitnminaaessedeazBuadail
v .
@ANIINAY 60 HARAAS Uaz ferrous sulfate heptahydrate 17.50 ASY asluvadunayvLIa
) |
250 {iadans (19U ferrous sulfate heptahydrate NLAWAUA VINTUTUAN 2-nitrobenzaldehyde
1.00 nFugazmsazmenen Tudiadudu 10.0 Taddns asluiud Wunalffaasneud) aums
o’;’ & o o :‘ o ot ¥ s/ r < = = 1]
azmonan vimiusah lndulerhiuf TaTdamnufousdwsiassuisgangl 80 °c uazag
T oAd az:l.y o A o ar -] 0’: = 3/ 3/ v o
Ngungiia 10 win wmemdauenludiveenly mfudsltnnudoudesunseriaisazate

[} 4 =y J ‘ﬂ' ﬂ'l = P r i
neruiea Nusdndindosdeuiifintuluasazaeninduls 40 Haddas deluwun g 2.4

O o

I} I

C—H _
FeSO4 N C—H
NH 3

N02 NHZ

gﬂﬁ 2.3 ﬂﬁﬁ%mmsﬁmmwﬁ 2-aminobenzaldehyde
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13 .
@uthngy 60 Haddns + FeSO,. 7H,0 17.50 n3uasluvindunay 250 findans

-
- 1au 2-nitrobenzaldehyde 1.00 A5u

- wesazasuan Tudiodudy 10.0 Tadans

Y

nangnaum lumsazamay

- aumsazatenanitiddu

1 ¥y
- naulesdviui

A

- T T a 4oy
LﬂﬂNf‘lﬂﬁn’lﬁﬂﬂﬂﬂu1uﬁ15a$ﬁ13ﬂﬂﬁuulﬂ

& Ay Y
- nyeanand 14

2-amineobenzaldehyde

=n.

]

Eaht

ar < .
24 UAUIIAMSTAATISH 2-aminobenzaldehyde
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2.5 Myimnzvinananonl§Asmmsdun 512 2-aminobenzaldehyde

) 4 1
esAau 2-nitrobenzaldehyde waznantnf 14 Ao 2-aminobenzaldehyde ‘1‘J‘Iﬂﬂ.§,}ﬁ?ﬂ‘l
[ . P = o o =
A1SAUATIZY 2-aminobenzaldehyde Tumsnaansfi 2.4 1iasieviosndszaovlaoldmaiiauia

Tasu Innsi-ivaadanswss Taneilfmiionisnanoed 2.3

2.6 ﬂﬁﬁ%mizﬁ‘inmi 2-acetyl-1-pyrroline 18 2-aminebenzaldehyde Jnsen

amemaiingdamilalasiilamni

261  193UNEIRUATIZH 2-acetyl-1-pyrroline 250 ppm luasazatensalalasaaesn

0.10 luanedns

Hulamsdunsizy 2-acetyl-1-pyrroline Tudhazaoudy viemsdunsiey
2-acetyl-1-pyrroline Tunsnanosdi 2.2 11 328 faaaas ldlurindatsinas so Tadses udwh
m3lSulFinesdrefviazamudusursuiaisnes nminhuada 2-acetyl-1-pyrroline
sonvINTudhnemuududismsazawnsalalnsaasin 0.10 Tuadedns $1mauABRds
adaag 125.00 faAdas IAesinasg Iy 2-acetyl-1-pyrroline 250 ppm (g35MsdInluma

HWUIN)

2.62 (38N 2-aminobenzaldehyde 2500 ppm lumsazmwninlslasnassn 0.10

Tuaneans

%9 2-aminobenzaldehyde Aldninnsduasizy 2-aminobenzaldehyde Tums
neasdf 2.4 W1 0.6250 N5 ldluvaatalsines 250 Hiaddes USulSumsdvensazatensa
TsTasnnesn 0.10 Tuadodas swunsudmiSuns ' 1daisumsgie 2-aminobenzaldehyde 2500

ppm (HIBMSATUIU IUAIANUIN)
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2.6.3 ﬂﬁﬁ?ﬂﬁzwinmsﬁamiwﬁ 2-acetyl-1-pyrroline 22 2-aminobenzaldehyde

s duns1ew 2-acetyl-1-pyrroline 250 ppm AwFon'|&lumsnansad 2.6.1 1
100 f05803 UBy 2-aminobenzaldehyde 2509 ppm MWSonldlunmsmaased 2.62 11 1.00
faddes waudu IAumsazatwnialelasanesadiudy 0.10 TuadedassuilSuinssiu 3.00
flaadas auasazaelfidiiu il amudouigaingi 100 esmmader Funadmisaves

oo .'3 ) o eam - = aa o
msazawnaniidaiy il iamsqanduuasgiuaz3gida IneldmadingiiFdaminlas W s

L)
(YNl p

264  UgASNITNINEITHON 2-acetyl-1-pyrroline lumsadaoinudadn 2 uaz 2-

aminobenzaldehyde

Tunisnaasslddmedndnfesiuunaenuzd 105 (e ualiazbua
Hunsdromiosuntiih ussyraiadinimiin 1000 asluviagssfuie 125 Sadaas
@uasozawnsalelasnaoiadudu 010 Twodedns Al 2-aminobenzaldehyde 2500 ppm
Wias 30 feddas auoteasiuauedsmrdesmunimdnlnih dunm 45 uii sinfunses
wezihmsazaneii dinmyuimisedromTomyumios efdiiaeyninvesnznousy ldas
avawle udnihhildanufeudigungii 100 °c 1l iansganduuaaginaziGida Taeld

matngiididadalns W Tawas
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! a oy K d
27 mswaanzinzailumsfad§icosznhansdunsied 2-acetyk1-

pyrroline U482 2-aminobenzaldehyde

o o =y, 1 a4 4
lumsmannziminzgaylumsmalfisorseninaisdunsted  2-acetyl-1-pyrroline

v
11 2-aminobenzaldehyde lasmsnaasedei
271 MsAnYINaveIa NNt Lresm sazaensalslnsnaesnniniheiavhazae

wisumsdunsigy 2-acetyl-1-pyrroline 250 ppm U@1¥ 2-aminobenzaldehyde 2500
pom lumisazmiensaleTasnaosniinududua fuds a0 001, 0.10, 1.0 1@z 5.0 Tuade
ans naumsazmoTaaesluusazamdudy lusastdau 11 Tadsas nnthiRumsazaense
aTasnnoSnludazanududusniiyfinassa 3.00 foddas aumsazaeldididy simiuh
asazawnay i fansganiunas TarlfmaiingdiGdandalas Winwsiiamuenadu 432

3 8

UTULAT HINTSNARDIET 3 AT

272 msanwsveznaveamsduiiulive wl§aten

WTONTITTUATIZH 2-acetyl-1-pyrroline 250 ppm (l@$ 2-aminobenzaldehyde 2500
ppm Tuasazaensalelasaaosndudu 010 Tuadedas mawmsazatedeadidoduly
Samdan 11 fadans  vmpiRumsazaisnsalalasaaesndudy 0.10 luadedas ol
WSinassaw 3.00 fladdns auasazarwlfidifu vnismanesi 3 a3s nnvharsazaoHay
TWiansganfunasdumaiingiddaemiia Tas TnTammdiarmenady 432 nTuwas yoq

6 93119 s2mdlunar 66 Faluq
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28 a o o aas T (7] d
2.7.3 ﬂ'liﬁﬂ%l‘lf-lﬁ‘llﬂ@@ﬂﬂﬁ‘]ﬂﬂi’)ﬂ'li!ﬂﬂll{]ﬂ‘iﬂ'l‘i%ﬂ’.!"lﬁﬁ'lﬁﬁﬁ!ﬂﬁ'lzﬁ 2-acetyl-1~

pyrroline U@g 2-aminobenzaldehyde

b [
wisuasazmowaumieuluiade 272 b lidenwdeudionvgl
» Ed b
A9 flo 40, 60, 80 waz 100 R urRded  Taounazguupiiminmsneased 3 afe vindy
hmsazagnay lifamsganfunrsdromaiingdiFdiandia Tas I lamas innuendy 432

w Tuwas ynq 30 wii sdluna 6 $alus

2.8 msfiganlnssadevewaninnind§isenssuniumsdaunnsd 2-acetyl-1-

pyrroline {{8¢ 2-aminobenzaldehyde

Tunisnanesd 1815 Fansied 2-acetyl-1-pyrroline Mi1jAss1iy 2-
aminobenzaldehyde Tnefiansazmunsalalasnnein 0.10 Tuadedas Sudavhazae mmfuh
Widanudoufigangd 100 osusadvs 1iwanaaniamies madna lnnsfiadfisen
FENTNATFUATIEH 2-acetyl-1-pyrroline 118¢ 2-aminobenzaldehyde 'lﬁ’mawﬁmﬁﬁﬁmﬁmsﬂuﬁq

5191 2.5

a
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N ) N
o I o /) I
| 0 C .3 o
H—C NH 5
NH , /
N 1
0 o

HO‘-_)— IH o— |H
+
H
O
[
Lo E™Ms
| NH + H,0

25 malamsfadgisenseniemsfuanss 2-acetyl-1-pyrroline oy

2-aminobenzaldehyde
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Al a o a J ey & 1 o q‘; = 4
rissnnwandaiiayulfivies uazegluaniwlessuluaisazaw dnfumsdige

=

- ~y J ) - -9 r-1 5 Ll [] =
Tnssadrsvewmandaiinavy  Taldmainandalasun Innsw-uraada Tnswasidiuvdetuila
lovounyudinlasensdloos Turmdu (clectrospray ionisation : ESI) uazl¥anamzlunmsvanes

Hd
g

=
U

in3asandalasaninnst

§asms Inaveurlanfoud 0.50 Haddassoum

wlenadoui wreauazh sastda 1:1 Tasy5ias
YSinmsiina 20 Tulnsdns

Ao

yiiavosnodur] Cys

AMNEIVOINDFUY ' 25.0 EFUMUAS
‘umﬂmaqagmﬂﬁussg 5.0 lunsou

4 o <
nseunaailalnsiimes
BUBYIIMSEUnUIIRAD1lIYY aunuynadelszylurimiaso

U529 100-300 amu

siinvesloooufidmazd loeounIn
guvgivasaeayng 100 esRuLade
manathileseu

FEmsndnloeou electrospray ionisation

anuandnd Wi vudsnaunes 100 Taan

anusednd Idhfnitiaads 3000 Taan

9517 Ivavuss ufeouut 10 AnsAouIn
or $ d' =

auauuiinlamses 40 fioale

guvgivewiaauni 300 owwsadiva
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s 4 &
29  ansfnswavesnnednd IWdhiinvsnnune e snuumsiailvlossy
a S o/ é
veanandanaIndfasersendnamsfunsizy  2-acetyl-1-pyrroline uay 2-

aminobenzaldehyde

tinandanndgiseseninaisdunsizd  2-acetyl-1-pyrroline 250 ppm wag 2-
aminobenzaldehyde 2500 ppm Tunisnaaedii 2.63 TSy lasldmatinTasuensusida
Tasanlsdloss luarduunamnlnsmas (flow injection ionisation-electrospray ionisation-mass
spectrometry : FI-ESI-MS) Tagiiundetuiialeosudiuuuudidalasaulsdlooe lumdy mom
anuamedndlWihiuisnnnumefRmusanlunsunadadhylosouvewandn  Taewlous

¥ ¥ ¥
anuaeind Wi Aurdsnuumaiaad 60-150 Taav Tswazduavesnsnaasssf

nseaanInlasnlnns v

9313 Inaveurandaun 0.50 yaanAsaouIn

1 ] 1
wandoun Wi eatazyil lusasiaiy 1:1 laelSuas
1S1asnia 20 Tulasdas

& Y d
mswnaaialnsiines

suuvesmsaumanadelssy aunuynuadedszyluriwiadelssy

100-300 amu
= e‘lq 'l

¥ilavod lsooundniev TepoU10
9UNNNUDINILAT INa 100  srralEyd
msinathileseu |
fﬁﬂ'li Naﬁ"lﬂﬂﬂu electrospray ionisation

] a $ '3
anuandng Wi naitaals 3000  Toa¥f
[N [J ¥ = t =
80317 lnaved ufaouuds 10 ansaoui
anusuiialawes 40 fea'lo

gagilveunauui 350  esruwndod
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dieldlasinTnunsy msaSoudeudeyaunamdnniy uasfnsanmuanda
o YT T wr o
il wlesoussmanineinlfAsurseninsarsdanier 2-acetyl-1-pyrroline iag 2-

q ] t ot 1 o et
aminobenzaldehyde iBfanfn A 1sing Ifhfun sniume s Amunzaude'ly)

210 msmamstimnzaunedSunamsiaililsesulnedianlasalsdvaana
WaAINf05enTeHIemsFUATIEN 2-acetyl-1-pyrroline KAz 2-aminobenzaldchyde
Tagldmafinldadwendudidalnsanlsdlo oo lusFuamialasuas (flow

injection-electrospray ionisation-mass spectrometry : FI-ESI-MS)
2101 msanmmavesammeing Idhfuvsnananes

iwandanndfisesenaneasdunsigd 2-acetyl-1-pymroline 250 ppm tag 2-
aminobenzaldehyde 2500 ppm lumisvaassht 2.63 MSmserlasldinatin FLESIMS o
wanzang fneselinamsdadylessumazamsuandadiuloseylassida lasaalse
TanAoumnnumednd Ifhiuvsnanimedihy 60, 70, 80, 90, 100, 110, 120, 130, 140 uay

E1)
150 Tvavi uagldanzmsnaanedail fe

wm3esamdalasninand

das1mys Inaveudmadoun 0.50 fadaasdauin

r ] v
Maniou wieauazil lweasau 1:1 TasdSuas
I51ashan 20 Tulasangy

d'l o a d
nsoanaanlnsiimes
] [~ i 1 .
wuuvesnsaumunadedssy  ihufuiadesyamiiu 215 amu
yitnvedloosufitingieyt looou1an

guvgiivesnieng Ina 100 GRERTE R T
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manaihleoou

Fnsuanlooau electrospray icnisation
anumadnd Wi mantaas 3000 Taa¥l

ot 4 8} = 1 =t
03113 Iraues ufaouuie 10  ansAeuf
anuauniinlames 40  ten'le
gavglveuiaeuuny 350  esRuwaiTod

2,102 misAnyINaveInIheing Ivhiiailaais

Mmminaaounioudumsnanaeen  2.10.1  Teenldousintudrednd Wi
atlaas Wy 1000, 1500, 2000, 2500, 3000, 3500, 4000, 4500 LAz 5000 1284 LazlEa 1AL

#nd i naneaofidh g0 Thayt
= Y] o Y
2,103 MIANINAVISATINS Mave gLt

Y -~ ar 4:; :: o (14
mmInaaounioununisnaandnt  2.10.1  lasaldsusasins \vaveuda

9 - 1 a 1 s A Ay = ' 1w o
suuttadlu 5, 6,7, 8,9, 10 uaz 11 Aasdouti dwisimeTeuliiagd de st

Tedhaursnmuaes it 8o Toav tazmaruaisdng Wi Aaaaddiu 1500 Thas
= r c: o o
2104 msanvnavesnNRnGYlaes

Mmsnaasanlouiunisnaaosy 2.10.1 Tasfouanusufinilams sy

[l sy P 1 3 ] o
15, 20, 25, 30, 35, 40, 45, 50 uaz 55 Wea lo AWIITwosoulidneh Ao A ud g W
ulsnanunesithy 80 Toav manudednd i fintaat®dly 1500 Taay wazsasinislva

(Y 9 = 1 =
voaufgouutuily 8 Ansaourfi
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2105 msAnmavewamgivewiaouIie

imsnansundeudunisnaased 2.10.1 Taenlfeugampiivesiaevudtaiiy
200, 225, 250, 275, 300, 325 HAL 350 DI UTAITYA AauWIMETOUTAIN fiB MANNAN
fnd fhiursnmiuaesiii 8o Taast snnueasdnd liihfataarsdh 1500 Taas §asims

= 1 Y = o
navewnasuudailu 8 Ansaeud uazaruduii g lawe sty 40 fioalo

211 miianevlSneeninen 2-acetyl-1-pyrroline luasannoinmdadilag
9FuMsINAIZASeTY  2-aminobenzaldehyde lumsazmensalalasaassnniu

1Y 0.10 Tuanadns

mMsans AT oy 2-acetyl-1-pyrroline luasafnoinmindialnvofoninda
9
UATU AN 2-aminobenzaldehyde lussazatunsa lalasnasin 0.10 Tuadedaivazihlay
a { ., = o 1 . &
19mntia intemnal standardization method FUMIFUATIEHATINAT 37U 2-acetyl-1-pyrroline YU

waz 19 2-acetylpymrole uamnasgrumeluy

wisumsazmonmasguiinnudududien udaniundinneidemaiiaiasuen
Sudidnlasasdleson lusfumaadnlasaed  mntuadiensaduiuisanhmy
1 uUPIAITIATIIU  2-acetyl-1-pyrroline f°1’ué’ﬂi1ﬁau1ﬁuﬁ1ﬁﬁﬂﬂamawﬁmmﬂﬁﬁ?m
$HINA1ITUATIEH 2-acetyl-1-pyrroline WA 2-aminobenzaldehyde aoasInasgIumelu any
Wudhuvesmsnon 2-acetyl-1-pyrroline Tuansadadna fraldnnmiwavessasduigg
TAfnveIeINOY 2-acetyl-1-pyrroline ﬁﬁiumsﬂf"fﬂ;ﬂ'ﬂmiumsgmmu“lumul‘%’amﬁuuﬁ’u

nIinasgIuila
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2111 msasnvbnnsgi

1) MIATINEITAZMONATIY  2-acetyl-1-pymroline  lumisazatensa'lelasaassn

Wty 0.10 Tuadedns

Tnlamsdunswd 2-acetyl-1-pyrrotine  1udhazasudusinnisduns izl
99 2.2 11 1311 TuTnsdns ldlunadatfinas 25 faddas udrihmsifudSinas s winat
wuFusuasdataliinas vntutiunada 2-acetyl-1-pyrroline ponnnTus ALY
Fwesazmensalelasnasindudu 0.10 Tuadedns $S1uaumeents adens 50.00 asaas o

18esuasg U 2-acetyl-1-pyrroline i 25 ppm (@3EMsfanilumaruan)

2) Mmawsenamsnsgumely 2-acetylpyrrole luaisazatensalalasnansndudy

0.10 Tuadoansg

Faasnsguniely 2-acetylpyrrole 0.0500 ¥ dasluvaniadSumsuuia 500

Haaans ud1sudTumrwudd@aialSunasdrsmsazmensalelasaassndudy o.10 Tuade

s vz ldmsnasguaelududy 100 ppm (@35msAnnalumanuan)

3) MIN38Y 2-aminobenzaldehyde 10 ppm T asazatunsa'lalasnanTndud 0.10

Tuanoans

Yilaarsnzais 2-aminobenzaldehyde 2500 ppm 31 2.00 Hadansvnfiwsvalalunis
nanesi 2.6.2 laasluwaiatSnasvuia 500 faddas udrsudlSuesauddaiailsuasdae
m3sazaonsalolasaasimdudu 010 Tuededins 9214 2-aminobenzaldehyde s 10 ppm

@Inmsmutalunianuan)
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4) MIAGINT BT INAIIIATIIY

waf 1 Plnmsazaronnasgin 2-acetyl-1-pyrroline 110400 1) 11 20.0 'l Insaas
¥1aft 2 Tnlnesazareniasg i 2-acetyl-1-pyrroline 91048 1) 31 40.0 W insdns
¥afi 3 Tilaesararenasgiu 2-acetyl-1-pyrroline 91040 1) 11 80.0 Iy Tasaas
Y107 4 nlnmsazaionIns§iu 2-acetyl-1-pyrroline 91040 1) 11 120.0 la Tnsans

¥207 5 Plaesazaroniasgid 2-acetyl-1-pyrroline 371048 1) 111 160.0 TuInsdns

NYIRANEITaZ AT Iunely 2-acetylpyrrole 91098 2) USwns 25.0
Tulnsans wmaliulSinsdasasazmensallnsnassadud 0.10 Tuadedns Afl 2-
aminobenzaldehyde 10 ppm 1914 10.00 fiadAas weasazamnasyiumay wdnillidan
Soufigangil 100 °C nsvsmsaymNaIIATINAITNILTY 0.45 Tuaseu SailiSnsed
armailn Iladunadudida lnsanlsdloss luwdunvaaiinlaswes Taoldaniznmsvnaass

] 4 1
Amivrzaud ldanmsnaasslude 2.10 f9fl

n3esdaialasininanvd

pa313 Iavourandoud 0.50 faaansaouIf

3 [] v
wandoui wiueauazi lusa g 1: 1 lasdSums
1Sinashfia 20 TuTnsaas

nsounaminlasines
uuywesmssuAuIIadelszsy  fufiutodedszqwiAy 215 amu dmiunanaa
uag 110 amu dmvesmasgiunely
yiinvodloouiins ey losauuan

QUNiluBINI0Ag Ina 100 DA AT
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mstnaiiulessy
wmsnanloaou electrospray ionisation
] al H o
ANUAFnd Wi Rudsnaua ey 80 Taan
[ o H r'd
anueeing fhnataas 1500 Ta
s o Y - t =
fas1n7 Inaves ufgovus 8 ansaeui
a H = o
anusuuiin lacyes 40 Heales
pangilveafnauuis 350 eI

nnlasin Ingnsuvesasasawnaunasgie vuwalasun Inensuveslesoufi
) ‘o g d  w s dan R . o
wasedszawihniy 215 Fudhuiminlunnoves leseuvenaniaiild uazhulanelsyqviny
é I? L 1 = Qs
110 FadhwhminluageveslessunniifineinnisSuTisaen (protonated molecular jon) 184
M3INAsFIUNLlN 2-acetylpyrrole vzl TasunTnunsuveslessufivadolszyriiy 215
.:s' 1 Qs u,: d’I’ P Vet L] [y Ul dy = Yy =
wazfinladodszgiiy 110 vimfuwwunlane tazduamdanduiunldfavowanan
1ngRsersenieesduns1ed 2-acetyl-1-pymroline 1A 2-aminobenzaldehyde ADAITUINTFIU
melu 2-acetylpyrrole AT
df - 9t et - = ee, ] or 'd
Wui liaveswantn Nl §isesenieas duns et 2-acetyl-

1-pyrroline 402 2-aminobenzaldehyde

r
=4

at ) A’l’ 9 =t
danduiunlane =

¥

wunldfnvosesuasgiunolu 2-acetylpyrrole

wan Idudounsnasgruseninanududuvessasuinsgy 2-acetyl-1-

» 1
pyrroline fiudandmuiufilafinvesrandiannlfisorsznhearsdunse 2-acetyl-1-pyrroline
U0 2-aminobenzaldehyde ABASIATTIUAIWIU 2-acetylpymole 1111 lumsvdSinaans

o3 2-acetyl-1-pyrroline Tumsafannudadnadely



MINAaDINO NN 2

MInsIndaSinamsven 2-acetyl-1-pyrroline lundad1alaaldimatialnad wandu

didnlnsalsdloss luatumnamilnlnsim3 (Bow injection-electrospray ionisation-

mass spectrometry)

212 in3paile Yageunsel muadl uaz ngAvily

2.12.1 n3esiienas Yaggunysi

9

2)

3)

4)

5)

6)
7

8)

9)

insesdndn Insnnnswuvamdalasiined

(Liquid Chromatograph-Mass Spectrometer : LC-MS)

i:u 1100 series W% 1A815H% Hewlett Packard

wisasalasur Inns-unaailn Tnsilines (Gas Chromatograph-Mass
Spectrometer : GC-MS) ';;‘: 1 6890 WA IABUTHN Hewlett Packard
m?aauﬁ'ﬂiﬂs 11130351 (Gas Chromatograph : GC) ?:1.1_ 5890 series 11 plus
Han IA8UTEN Hewlett Packard

allaaiiaedni DB-1 yuindurugudn 025 Tadiuas 012 30 mwas
YUY film thickness 0.25 11 TATNAT WER TAOUSIN T & W Scientific
mtlaaiiaedud HP-sMS vuadurugudnms 0.25 Tafwas 12 30 was
YUIAYO film thickness 0.25 ' Ins1ms wAn TABL3EN Hewlott Packard
{1 (syringe) vina 10.0 TuTnsdns

m?aaﬂqmzmﬂmmﬁw’i‘l (vacuum rotary evaporator) 31 B~169 wée Ing
V5HN Buchi

m?awyumﬁim (centrifuge) model D-78532 Tuttlingen Wa® IAEUTHY
Hettich

" v N . ] v oo .
IATDINIULLIMAN (magnetic stirrer) UDSUNIUNINAD (magnetic bar)
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o = o ar
10) NTLATENTON whatman 10T 1 L1A phase seperator Han lagusam

Whatman

11) N8N TDN (glass funnel)

12) n3uan (separatory funnel)

13) WHILSY YA 045 TunIoY WEA 1AUSEM Sartorius

14) w5oaua W1 nan TneuSym Sartorius

15) galileene wiiaussgia@ite

16) 1599%4 4 AwnUa HarTAaeUTEN Sartorius

17) Autopipet 4118 20-100 1 1n58n3 Wan IasLSHyn BRAND

2.12.2 M19Ad

1
2)

3)

4)
5)
6)
7)
8)
9

2-Acetylpyrrole purum > 98 % Ham Ino USHN Fluka

5% Rhodium on activated alumina {5% Rh on Al ) AR grade #an lasusen
Fluka

2,4,6-Trimethylpyridine AR grade 99 % Ha# 1AbUSHN Merck

Sodium carbonate AR grade 99.5 % Wan 1AgUTEN Merck

Silver nitrate AR grade 99.8 % Wa® lAYVSEYM BDH

Sodium sulfate anhydrous AR grade 99.5 % Wan [agyTEN Fluka

Celite #A 1ABUTHN Fluka

Methanol AR grade 99 % Wa® 1AYUIHN J.T. Baker

Methanol HPLC grade 99.9 % wéin I1ngLTHy BDH

10) Dichloromethane comercial grade Wan 1asusem ICI

11) Dichloromethane AR grade > 99.5 % wan 1AsUSEN CARLO ERBA

12) Dichloromethane HPLC grade 99.9 % Wi 1AgU5HN LAB-SCAN

13) Benzene AR grade 99.7 % Wa# IA0UTHN LAB-SCAN

14) Hydrochloric acid assay 37.0 % Wan lagUTEn BDH

15) Sodium hydroxide assay comercial grade 98.0 % Wan lAgLTHN EKA

16) Hydrogen gas HP grade 458 anuu1 Fealva
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17) Nitrogen gas HP grade U31m a1uH1 (59 ln

13l

1)

2)

3)

4)

5)
6)
7

ARl

=1 w o =
L:Jam?nna”mwuqmmaﬂma 105 Mnudaswnzlgnaszineaseans
wwiImednFealv Aufeufoungeiney 2542
wandndeviufynaenud 105 (Awa) nmednisls aug
= o d o o {
PHATAANT W IMOSHNYATEAA Inonwasumalay SuReudoy
FUI0Y 2542
- @ o a o -l 1
WARYIMIRUVMONUZE 105 (N.A.7) npmadnies]s
AUTINHATFIAAT YHIINIBUNYATAIEAT INTUVASWNIUTY (HEE7
PPUTUNAY 2543
o o o a .
widadndesiufinaenuza 105 viautlasmelgn a. T s
[ = ¥ o
9. 53913 9. FoU1dR
- [ @ o o = o A T
WAAYIINDDINUTY NV 7 DINAUSAYATAIINT UnIInnduFoslny
- 1 = ] I = o ]
wandrumiiowns vinasznuasTaad unIneses s ing
doa 9 =Y

o ¥ & a o Qs w o
wandfeniufunwaes 4 vnguidtediiivglan SmfanugTan

d A A )
IUINYAADUNFTINY 2541
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213 minnziBnamnusesilsneyvesmatannudadnalaslfimadin

unalasnInnnw-amdnlnswas

2.13.1 MSANAAITHON  2-acetyl-l-pyrroline  nmdadIdeaIsazawnianlslas
a ] =y d =
nae3n 0.10 Yuanedns uazhnsizvesntizneudramatinutalnsaninonil-uaadlnlasmas

ndunastwiialessunuy electron impact ionisation

=, a . =] ar
FTAAAINON 2-acetyl-I-pymoline ARt lnemsanadieaisazaly
=9 o . y o as a =) ar o =
nsa lalasaneindudu 0.10 Tuadefins uansdsgy 2.6 Tanhudadhaiugunenued 10s 1
x a

unlazBonmiunidiomiosn lih udaussguedorimin 25 nfu asluaagianjania 250
{infidas @umsazaronsalelasaneindudu 0.10 Tuadedns Ysuns 80 Tadans auoth

H 4 [ g o i
alfueedunsesmuniman twth dhuom 45 il udnses vmiuhmsazaeit By

o ¥ & = & o w b4 o
(MIgenIBnToINInILY e daeynminvesnznousu lamazatela udnhasazane
U513 80 finddas v lddluwadsasazarsTm@oy laasen ladidudu 5.0 Tuadedas unz
F L4
afindeviufidredihasaiedunidlanas Tsilisu Y3uas 200 Tadtas weewnds uonfudues
] v
aniazate lanas slisumsawdy 1By sodium sulfate anhydrous IWEASANT LaznyBHIY
d.l - . o :’ Q‘: o ar

NIZAILNTBUNBATIA sodium sulfate anhydrous 1IM3INAADIE 8 A1 11ensasarsusfiuLae
ihwszmedniagawesn lnslfinSesnyuszmennudusigungi 45 eswnsaided sumde
= o an ¥ o a o U [l q’: a
thnasdszine 2.0 faddns udnhasazawussylunafivansieds Tae lutladuazdeis
i - = 8 o o L4 Qs
TingamgiidessumieorSnastsvinu 02 faddns Suhltfinszdesddssaorlumsasa

¥ EY
Mematiauda s InasW-unaadlalaswe? fignemsnaasasluged

wIaafainsinInnsiy

L) 3
hansidh
gangivesdariasdn 230 earnwalFua
Mode Split

Split ratio 50 :1
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er o
ADTNH

w o
AvauY

4
vnadusuguinme
ALY

A ¥ P
indeumsiansiw

dns1Ms Inaveufaa@ew

o
Tlsunsugamgiivesnodani
aA g
UG UAY
A aa g
AINNguMlGuAY

8R5IMIINL U]

gamgiigaiie
el o 9f
AInNgungiigame
YSnmsanInfe

d;. o £y d
msaasmamﬂﬂimmﬂai

HUUYBIMTAUAUNIaAB1lsT Y

gauvnivedIuyouse
=y =y
FEmsnaaloosu
WHIUMATUaBIENATOUY
gaunpiivesdnia loson

RUNNHVOIAIBAT 1WA

Capillary Column HP-5MS
(5%)-Diphenyl (95%)-Dimethyl
polysiloxane

250 lulnswas

30 (¥l b

025  luTaswns

1.3 Haaansseui

40 DI UTAH A
5 TRL7

=l 1 F=|
3 DRI AT ARE U
250  eqruaraFue
15 I

1 TuTns@as

aununnuadodszgiimua
Tugauiasieszy 29-550 amu
320 parraLEY
electron impact ionisation (EI)

a o o
70 fanasau Tan
250  oFAriuY

150  eseunifea
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v w
UINADY

® iR

drmeazen 25 nsu + nialelasnaosn 0.10 luadeans 80 Jaaans
o auiunat 45 wiii
& 0599

®  MYUNIO

y v

=

msazaela 80 Tadany Fnnaznou

o filiiduuadqe
sodium hydroxide 5.0 Tuanoans
kTS
e anadwlanaslstsu 200 Taaans 2 ase

. v

c g =4
i Tulanne Tsitiy

L ﬁ'lﬁ'm{‘]ﬁ?ﬂ sodium sulfate anhydrous
® N394 sodium sulfate anhydrous 881
nAaoedh 8 159 WImTasaun1TuNu
uaszmednazaivesn
y
arsazawlalssuia 2.0 Hadans
lo ﬁa"l"iﬁqmﬁgﬁﬁm
asavmwlaszini 02 fladdas

’

Fianzidasmaiin GC-MS

qlfize  wwusmmsaiamswensnmdadnlasdEmsaiadismsazawninlelasnaoin

0.1 Tuadodns Inszilnglfinalin GC-Ms
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2.13.2 MIANAAITHON  Z-acetyl-I-pyrroline  InNEATIIMwAITazaensalalas
Aae3n 0.10 luadedns nariinnwriesdlsznendisnaiaudalasuinaniweadlnlnsmes

A Y o A . . .
filuvaanuiinlapouit chemical ionisation
ad [ 5 g ¥ 3
IBMIAAAMITNOY 2-acetyl-1-pyrroline NMAAT IR IsETAznIAlelag
a FT ) [ 3 o 2 ar P 1l o ok
AaeIndNdY 0.10 Tuadedas TaMmsnaasamiiousumsnaassil 2.13.1 uadlaniizfildly

kS
MINARBIA I

wsounalnsuinasid

d@nhasen
QUHYHYDIA N34 230 AUTATY
Mode Splitless
noau
Aodut Capillary Column HP-5MS
(5%)-Diphenyl (95%)-Dimethyl
polysiloxane
8 o

ATRETEATTAMIT TN 250 lulnsms
AL 30 ey
nfioudemansi 025 lulnsans
o O = & oan N =
B93IN3 MavownaBiden 13 iinddasaouti
Thsunsigamgiivesneding
QuUNgNGUAY 40  osruwaitod
Aannguvgilicudy 5 il
BT IMINUUNYT 3 GG RIEIn E M
gungiiganiy 250 el

o ) 3/ ‘ =
Aanngungiigatie 15w

Suasarshfe 1 TuTnsaasg
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msoamamilalnstimesd

]
= o

guvvoIMTANNUNIase zy aunuynulanedssynimua

Tug19u1aA01/529 60-550 amu

gaglivesdnFoune 320  eeAusalbod
Bn1swan loooy chemical ionisation (CI)
) (1= L =4
yHavawNAGIDIIUA s
ar = ad o d 4
NaWUmAseBanaToU 70 Banasouliayi
gauvnlivesdnanlesoy 250 eRuTaIHY
gun)iiveIneag Ing 106 e

2.14  msanvwavesanudednd i indsannunesaesluuumsiady

o d .
TeoouvesmsdauniizH 2-acetyl-1-pyrroline

4y ] o { o, 1 ar
iisaninanuasdnd I insnsnnee finamndegiuuumsuanduiiulesey

=2 o 1 o el L) =
yoems Jeldhnmsnasssinumavemniumedndfusnamesdesiuvumsiadylosey

b
YBIESTUATIZH 2-acetyl-1-pyrroline 41l A

WSouasAUNTIEY 2-acetyl-1-pymroline  Tumsazaisnsalalasnassadudu 0.10
Tuanedns 20 ppm lavdalaemsdunsied 2-acetyl-1-pymoline ludadazatomudy a3
Funredlummanesdi 22 1 1051 lulasdns ldluamialSuns 25 Taagas udawhms
UsuBnasdauimaesnndusunsuiasaliinas vinthaiunada 2-acetyl-1-pyrroline @80
nnduFrhasmotdudsmsazasnsalelasanesndudy 0.10 Tuadedns YSinas 50.00

1
ABINSY 92 TATITNINTFIU 2-acetyl-1-pyrroline 20 ppm (FIFMIAWIU UAIANUIN)
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° al o . -
H1eIdunIISH 2-acetyl-1-pymmoline 20 ppm Iuansazaiensalelnsnassadudy
= = = o a o or
0.10 Twadedas lfAnsiev lneldmailaiWadun adudida Insanlsdlooe luwsuaasa
4 I3 Ed r
Tnswes Tasldsusnnuaednd Idfhiudsnueoiawa 60-150 Taav wasfianziidly

E
AT NARDIRL

insadanInlasuInnsi

dn31ms Inaveunandoufingin 0.50 UadansnauIn

=1

¥ 9
waaaou wsmeauaih lusasiaiu 1:1 TasdSuias

[

USumshae 20 Yulnsdas

d' - F=Y d
nsoauuamialnsiinos

HULYRIMTRUAUNIadD Ty aununaundelszylusiewlaneilszy 100-
200 amu

yiinvoslosoufitingizi levonuVIN

guugiunInlea] lwa 100 DI AUTE

msnaiiylesen

IBmsnan leveu electrospray ionisation

anushsdind fhiiailaa 3000 Tvan

9031015 IMaves ufaouui 10 ansmouf

anuduiiiialares 40 foa'le

gamglveswiaouur 350 BT

delduaTasm Tnunsy  shnsnBoufeudeyauvasinndy  uaziivisanns
or as o . 4 ¥ ¥ ar P
unndutiulessuvesasdunsisy 2-acetyl-1-pymroline aifonmaradnd Wi iunsnmy

wmasnmuzaudely
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215  mswaansiminzassetSnamanailvlessulagdbnlnsalsdvesats
Huns1ER 2-acetyl-1-pyrroline Inelfmadaladuaniudibnlasmilsdloos iy

unaaialasuns

' ° a &g o EN T et 3
lasnnmatiidamdailuleseulastida lnsanlsdeiivindimesang filwade
- = £ = 1 = o, w g

Puwmmsiadlu lessuvosmstaziinade ldsanmiy (ensitivity) voensasvia Wi

a ] ] e ' 1 o i o 1 as H )
fimosane mai Tdun anwdsind i fudsannumed anusmedndinfhiiataad gas
ar H o Iy [ ar g n:?
ms Inaveafaouuis anuduindialamed wazgamalveswfaounds fuiulunsmaassil

= YR : = o () d’,d
ve l@dfnumaresmniimesdiey Aell An
2151  misApywavesneeind ihRudsnmunes
° as L'd . N A g - P
UTAUATIH 2-acetyl-1-pyrroline 20 ppm msouldluminaaesi 251
Jingrent Ineldmaiia Iadunasusian Tnsanlsd leos Tumsumeaaia Inswa? lunsnaans
dy @ H ] 1 o H o
ildhmsnasouddeudnaudidind i iudsnsnuaesitlu so, 70, g0, 90, 100, 110, 120,

¢ - Hg W o o A
130, 140 t1az 150 T'«ifﬁﬂ ilagﬁﬁﬂ1?$ﬂ1ﬁfﬂ15ﬂﬂﬁﬂ\1ﬂ\1u fD

wIasandalasinInps

8313 aveaaindouRasin  0.50 inaansaouh

21 = Y s v -
wandoun wineauaitudasau 1:1 TaodSuas
Usnnsnan 20 luTnsang

d'l o Y J
mseunamilnlnsimos
[] o { v o
HUUYBIMTAUALIIARE 2 Nufaane)se iy 112 amu
yiinvos lessuiins e lea0uLn

guniveInIeay Ina 100 DA UL
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mamnaihlessu
Fimsnanloaou electrospray ionisation
] as ’ o
anuaang i faitlaas 3000 Ioaw
o [ 9} = 1 =]
8931015 Inaves ufasund 10 AnsfauIn
o =s' = o =t
anusuii Tawres 40 wea'le
gavgilvesufTouus 350 esruwALGoe

2.152 msanwavesaNumetnd IiThfinaas

Mnsveasuviouiumsnaansl  2.15.1  Teodoumanusiedng Weh
adaaisilu 1000, 1500, 2000, 2500, 3000, 3500, 4000 #az 4500 Trav uazldmanudrdng

- o
s nawesiily 90 Trat
= (Y] eF &/
2153  MSANIHAYIDNTINT IHAVD AT OUURS

o - o c‘ ’ d‘ ar (24
fmsnaaounioununmmeasiit 2.15.1 Tesnlasudasinis lvaveudasy

= 1 =] | Y o 1 Ph| 1 ] ar
uaili 4,5, 6,7, 8,9, 10 uaz 11 Basdourdi  drwtimesouilimed de andednd

T Aursnmnaaedidiy 9o Toad wazdaruatsdnd 1uihfiataa$idly 1000 Thas!
-] o A =, 3
2154  mMsangwavesnNuGuui laed

Mntnaasuniioudumnaassn 2.15.1 Taolasunnusuiimilamesiy
10, 15,20, 25, 30, 35, 40, 45 wag 50 Wen'le druwilmosoulainef Ao sanuaedng ndh
furlsnwumesie 90 Toant mnnumedad I fadaaidily 1000 Trat wassasinsiua

vouRaeuuiuilu 10 asdeudi



77

2155  msAnWavegumgiveaiaeut

o P (¥ d' d’. oy o o

mmsnaaeunileutunIsnanesh 2.15.1 Tasnldsugungiveswunaouniuily
150, 175, 200, 225, 250, 275, 300, 325 Uaz 350 SIFUVATIA BIUNITIUABTOUTIA AT Ao A
anuaednd Wihnudsnonueesiiu 9 Trayl Awnwerednd iihintlanididy 1000 Thas

o & 9 Py ] -l o = o =
8051075 Iavesudaeuuiaiiv 10 Aasdowidl uazaawduiut lawe iy 45 fea'le

MnMInaasIAnuINaveInNuANing I iiudsnmuwed anudiedindlndh
= o o o & T o Py o 1
amlaais 8n51013 InaveauRaeuuds swduimi>lawes uazgamgiveufoounds e
o v . ¥ ] :
TauualasmInunsy smsmiiuiildfia Tasfiiuiildfingegaluudasmsnnass sudiy
1 a - .4
annzfimanzauvesmaiaiiulessulnsdidnlnsanlsdvotasiiasgin 2-acetyl-1-pyrroline

L
a = o = . 1
wazsehan1azmsvaansil linsedvilSunae sy oy 2-acetyl-1-pyrroline Tuiraindane 11

216  mimnzHSinamsvien 2-acetyl-1-pyrroline luamsaianinudadafiatia

AmIazasnsa lalasaaasnaudiy 0.10 luanoans

A153AEHYS N ISMON 2-acetyl-1-pyrroline  JuEsESAvINWAAT I8 Ia s Az MY
¥
=y [ Y o o = . . . é
nsa lalasnasnidiudu 0.10 Tuadedaniuszyilasldinniin intemal standardization method 9
o g . o
fimsdunsziarsnasgu 2-acetyl-1-pyrroline Y1 ung1¥ 2,4,6-trimethylpyrridine Huasanas

gumely

wisumsazmenannasguiinnudududieg udnhutnneidomain TWasuen
Fudidin Iasalsdleoou lusduunaainlasmnd n1ﬂ1fua%’1eni1ﬂﬂa1uﬁuﬁ’u€szﬂ’51~1mm
uduveea1TINATEIM 2-acetyl-1-pyrroline ﬁué’mﬁauﬁuﬁﬁﬁﬂ%rmmsmmgm 2-acetyl-1-
pyrroline Aia@1sIasgIuMely anududuvesarsven 2-acetyl-1pyrroline  Iuesanadia
s idvinmaimavessandniuildfiavosas o 2-acetyl-1-pyrroline i luensafiane

asmasgunelunaSoufsodunswluasgud1d
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4
2161 msimneinnuyignivesaanas giunialy 2,4,6-trimethylpyrridine Tngfld

matiaudaiasninasit-unemilalnsng

wansuasgunoly  2,46-trimethylpymidine T nsied lngldinailnofa
Tasin InasW-uuaadialasues uastianzfi S lumsnaasuniousunisnaanedi 2.3 lums

NARDINDUN 1

2.16.2 msmnnvlinasgie
1) MISKITNAITATAWUINTFIU 2-acetyl-1-pyrroline

ITONTITUINGGIU  2-acetyl-1-pyrroline 25 ppm luaisazanensa’lelas

aaesnidudy 0.10 Tuadodas wmieuluiide 2.11.1 99 1) lumsnaasinouh 1
2) MIRIINEsUINTgIUn1e1U 2,4,6-trimethylpyridine

Tulaersumsgiunislu 2,4,6-trimethylpyridine 11 27.4 1y1asdns 91nv7a
15 2,4,6-trimethylpyridine AWMU 0.914 nSuAsliadans ldasluviatadsuasving
100 faddes udSulSumswdd@adalsunsieasazasnsalalasaaeindudy 0.10

Tuadedns oz ldasmasguniely 2,4,6-trimethylpyridine 250 ppm

3
vindutalamsuesgiunielu 2,4,6-trimethylpyridine 250 ppm %1 1.00
iadans ldasluvadadSinasuina 1000 Tadaas udfulSinassudedainlsuasdeans
azawnia lalasnaeSadiudu 0.10 Tuadefny selRasuasgunelu 2,4,6-trimethylpyridine

0.25 ppm (g3Bmsfi i lunianuan)
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3) MERILUAITOSAGHAUIATIIU

¥29d 1 nlaasazaivanasgiu 2-acetyl- 1-pyrroline 91090 1) 11 20.0 TuTasans
w20 2 Talnersazmeanasgu 2-acetyl-1-pyrroline 91090 1) 11400 luInsans
1709 3 Taansaza1001ns g 2-acetyl-1-pyrroline 91048 1) 11 80.0 'l Insdas
w27 4 TilaensasmenInsgIu 2-acetyl-1-pyrroline 11090 1) 11 120.0 lusTnsaas

va9 5 TilaaisazaionnsgIu 2-acetyl-1-pymoline 11090 1) 111 160.0 luTnsans

nnvnlfulSinasdemsazawnsa lalasaasindudu 0.10 Tuadedas #illas
ATAWUINTIUMG 1 2,4,6-trimethylpyridine 0.25 ppm 19 191 10.00 Ta8AAs (IF1TAZA10110T
FIUNIY NIOIATAZAONANIATTIUR LT 0.45 Tuaseu Tai lSnsevialamaiinlva
Suentudidinlasmysdloos lumduvamdnlaswe’ waslionnef 9 lunsnaassiimng

& 9 a Qs dy
ay %9149nNINeanen 2.15 A9l

wIesamatasInInnT v

9n31M3 IMaveudmndoun 0.50 Janansnaun

] . »
waadoun wEoarazl luensiaiu 1:1 TaelSuns
5inashfa 20 Tulnsans

msasamilalnsiined
LUt TUALYIaRD Ty Pufiuranoyss iy 112 amu dnsvens
Y] 'd {
TURTIEH 2-acetyl-1-pyrroline Uz 122 amu
dmiumsuasguniely
= Aa a
Fiinved loasuidingizH leseuvn

= =
gungiivenieng lna 100 G IE R
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munahilessu
Fensnan looou electrospray ionisation

1 or 4 I'd
anumsng Ihusnumes 90 T

] ar : o
anuaadng Iifhimdaats 1000 Toavi
80317 lnavos ufaouus 10 anseeui

Y] ﬂi = o -1
anuauAuin lawes 45 foa'le
guuivewnanLds 350 DIRTALKY

nlasin Tnupsuvesmsazaoneuasgy nuwalasan Inunsuveslessuiiiade
szymiy 112 cmi‘_luumuﬂTnmﬂmm‘laaaw&ﬁqmﬂi]mms‘mTﬂimﬂmmmimmgm 2-
acetyl-1-pyrroline tagiinanneilsyriy 122 mmﬂumﬂuniumfgmaq‘lﬂaaummﬂmﬂmssn
Tulsaouvoea1siasguniolu 2,4,6-trimethylpyridine 92 lduna Insun Tnunsuveslossufinra
dotlsryvindy 112 wasfinnadedss iy 122 nnsmiR1ERa uasdnnammsasdiui
ARaveIr RSz 2-acetyl-1-pymroline AoA 13U IMTT ML 2,4,6-trimethylpyridine 16
AU

’

funldfia 2-acetyl-1-pyrroline

¥
=

o ] dy Y
onsdmiunlaie =

»

Hunldnin 2,4,6-trimethylpyridine

& dgga '
idandmfiunlidfnudsunsvinasguszvianududusesmsmnasgiy 2-
¥ .
acetyl-1-pyrroline itazdaT1AUAUN ANV 151185 § 1 2-acetyl-1-pyrroline ABAITINTFIM
. g4 é o =
Mol 2,4,6-trimethylpyridine 9% 1@nswanasgrudernnsodi s lunmswmdSinaasvey 2-

acetyl-1-pyrroline Tumidadhasely



81

2163 msvmffainamsvien 2-acetyl-1-pyrroline luamsainvnsdadnaiugma @

e Y Y v v 1 &
ananEIaznEna 19lnsaaesnmdudiu 0.10 luaneans

lunsmaaesd 4iedhamdad snulaumzlgndeafussl de
14 - Shofufumaenuzd 105 ninazinyesanaas iminadededlnl

- fdufuneenusd 105 snmadnAsls Inonvad ey uniined
INYATANARS

- dfufuninenued 105 1n a.hule .55 1.5008a

- dhofufinaaed 4 namadnils Inowvedumay snnede
npasmend Fadeuinsiiuniased Idduedlusuiniden

- dviug 0y 7 vinezinuasmand a1 inndudosln

- dnmsiufrnanenuzd 105 nnne3nils nenvadumaiey suiinedy
inuAsIARS

-4 = or []
- drawmiioums nnanzinasmTas unInedoFos vl

= a . =1 =
FEASANATITVBY  2-acetyl-1-pyrroline 1ndat3 lumsazaiensalelasnansn

] L
udu 0.10 Twadedins uamdluuwunmgilit 2.7 uazTimsneassTasswaziBoadaii

fuuda ' L

wdadranualdaz@oadumdionTosua i udrussgnandadinimin
1.00 i adluwaglnnjune 25 Haddes uazduaisazaionsa lalasaassndudu 0.10
Tundefing Allasuinsgun1vlu 2,4,6-timethylpyridine 0.25 ppm  US03 10.00 Tadans A

[ ° A ] =1 o’: o i
ptnminauedumsosnuiman i Wunat 45 Wit udnses mmiuihmisasaiedldn
d' by d‘l d' A‘ a_ o k1 o
MyUIMIgIRInIBInumILe iefmdneynnvssnzaousyldmsazowla uwdnharsazan
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Taf ldunnsesdrsmuusuruta 045 luasou dnase udnhlSwserdlomaiialdasuen
Tusidalasalsd loss luwsunuamdalaswad wazfianzfildlunisnaasuniounts

NARDIN 2.16.2
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d 3 ¥
AAUTING DY

P1manzden 1,00 ASu

- dunsalalasnassn 0.10 lwanedns
ﬁﬁmimmsgmma‘lu 2,4,6-
trimeﬁlylpyﬁdine 0.25 ppm U51185 10.00
Hanans

- aawdlunar 45 wid,

- nsey

o
SR PV TTA T R

l l

asazaela | dranaznoy

- NIBIRBWLISY 9.45 Tunsou
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a d @
azawnsalalnnaein 0.10 Tuadedns Iasizvicmmaiiniadwensisidnlas

andseloos husfunaadlnlnsans
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vininsin Inunsuvesmsanadn vuwalasi Inunsuveslossuiiuladeissavindy
& :‘ Y LY at . i

112 Fuffuhwinluegafifianinmsiulilsaeuveslosouyss 2-acetyl-1-pyrroline uagia
r T ar é Oy af C:ﬂ ar
aptszginiy 122 Fudhwiminluegafifianinns Sulseeuveslossusssansumsgrune
1u 2,4,6-trimethylpyridine 9% lAuua TasunInunsuue e loseunuladeilszgvinny 112 uazhiua
1 v oW A dqya ® o ' 4 Hdg ya
gotlszgmidy 122 viRunldfie wazdnnamdandiunuilaiavesssneon 2-acetyl-1-
pyrroline AOATUIATYIUNGIY 2,4,6-trimethylpyridine uagih lfisudunswinasgie we

¥
ansofINMIYTINaaou 2-acetyl-1-pyrroline Tufandieadane 7 adia'ld



