NInaaal

) & o < =y
2.1 n83ie Taqainsamazamamil

2.1.1 n3esilonaz Yaqgilnyal

(1) lﬂ?ﬂx‘iﬁ“l“ﬂﬂimiﬂﬂﬂﬂ (gas chromatograph : GC) f.ju 5890 series II plus
WOR 1ABUTEN Hewlett Packard Usgmeansigamsm
@ wiesinalnsunInas e ena Tnsiined (gas chromatograph/mass
spectrometer ; GC/MS)
nfoeaTasut Inasl $u 3400 Han TneuSm Varian
Uszmeenigamsm
snSounarela Instine s Ju ITS 40 #aa 1A0USEM Finnigan MAT
szmaanigomsn
(3) Capillary column DB-1 YW QIEUAUAHING 0.25 mm 12 30 m
YU1AYBA film thickness 0.25 Lim Ha# 1Al J&W Scientific Co., Ltd.
Uszmeranigomsm
(4) Rotavapor 31 R-124 waa Tasu5ein Buchi Usemereiawasiausd
(5) Vacuum pump U B-169 win Tao1i35n Buchi Uszmaadniresuaus
(6) Water bath Ju B-485 Hiia TAgUTHW Buchi Usemeniniweduaus
(7) Magnetic stirrer and magnetic bar
(8) 538N 704 (glass funnel)
(9) A3BYBIUDS (buchner funnel)

(10) N3 81EN (separatory funnel)



(11) Syringe Y410 10.0 UL W& 1RUTHN Hr;lmilton Usempevigomsm

(12) N52AIYNTOY whatman (U85 1, 5 UAS phase separator

(13) wiesiluazdua

(14) Autopipette Y119 20-100 UL W6 IAoUTEYW BRAND Uszimseuesaiu
(15)1A70499 3 @MUY (analytical balance) iU VI-img wWanlagusin

Acculab lszmaavsgowsn
2.1.2 a15indl

(1) Dichloromethane AR grade 99.8% Wan lasuSEN J.T.Baker
szmaanigomsn

(2) Diethyl ether AR grade 99.8% WA 1AgU31M J.T.Baker
szneranigowsm

(3) 2,4,6-Trimethylpyridine AR grade 99% Haa las155n E.MERCK
szimewosiu ,

(4) Ethyl acetate AR grade 99.8% Wan lagu58% EIMERCK Uszimmpossiy

(5) Toluene AR grade 99.5% Wam 1agLTEM BDH Uszmnsangy

(6) Hydrochloric acid AR grade U 35.4% Wam larusHv BDH
szmaangy

(7) Calcium chloride Lab grade 90% Haa Iagu5EM BDH szmadangy

(8) n-Hexane AR grade 99% Waint Iavw3sn BDH 1lszimndangy

(9) Methanol HPLC grade 99.8% Haa Iau35n BDH vszimedangy

(10) Chloroform AR grade 99-99.5% Wiie 1agLUSYW Carlo Erba Uszimnadats

(11) Sodium hydroxide Com. grade Ha# 1a81I55% Carlo Erba Uszmesas

(12) NTINATTIUFUNTIZN 2-Acetyl-1-pyrroline

(13) 2-Acetylpyrrole purum 98% Han IABUSEY Fluka UssmeraSnmosuaus

(14} 5% Rhodium on activated Alumina puriss 5%Rh Wa® 1AgLUSEY Fluka
szineaiomosiaus

(15) Silver carbonate purum 99% WaAR IAUTEN Fluka YszmeteInsouaus

(16) Benzene AR grade 99.8% wan lasuTam Lab-Scan 15 a‘f&ﬂﬁ]lﬂﬂ
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¥ H 9
2.2 Tngaunl¥
é’ Y o = o v 2
luwena  Fovinemaduneen  (MSaMTIMeduToalng) R (370 NN
=} 1
RGN
9o d < s gt ar =) 1
ADNBUUIR "Imummwmﬁ‘lwmﬂﬂﬁu‘nms AsTIads a.ufuasy  widualui

= A e =y a [ { of '
LDENIAIB 1Y IINEN Nﬂ1?“ﬂ1ﬁf]l‘i§ﬂ\11ﬂ” FINIAF Tﬁ!ﬂﬂﬁﬂﬁzﬂ'ﬂ\‘l 17.00-18.00 1.

2.3 MIFunTIEHmIvIoN 2-acetyl-1-pyrroline

MIFURTILHATHOY  2-acetyl-1-pyrroline e Iffiumsnasguunsven
= = or 1 =Y o o ar e
yilauazlTnvoamsdnan Ineitmsdunsievanulasininiives Bochi and Woest™

w' E
“ 5 2 dunoufie 19 2-acetylpymole dlumsdsdurinifizen

UATYOd Buttery LAZAME
hydrogenation 1a¢il 5% rhodium on activated alumina Lﬂuﬁﬁlﬁﬂﬂﬁfﬁ méwzlﬁwﬁmﬁmﬂu
2-(1-hydroxyethyl)-pyrrolidine ﬁmawﬁﬂﬁ"lﬁ’"lﬂﬁmﬁﬁ?m -oxidatioﬁ U silver carbonate
(Ag,C0,) Tua15aya10 benzene 92 Ide 13101 2-acetyl-1-pyrroline Aaza1ely benzene 115
Fidunsed gl S idomaiiamelasin nnsilawaala nsaes (GC/MS) sy
pavmuFusazuamaai i ldfuasney  2-acetyl-1-pyrroline 75l lua13adRsInILEY
wassuUNAmARTNIINE 15919849 aﬁy’uﬂaumsé’asﬂiwﬁsmmﬁagﬂﬁ 2.1 i 46 TasanIn
LinsuasuuaanlnnSunanadigildi 3.1 oz 3.3 1t s6 oz 58 daumsdaamlesSud

4 g
AMNUTENTUDIMITHON 2-acetyl-1-pyrroline idamsest lduanslude 3.2 nih 60
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C
o CH
2-acetylpyrrole (0.650 N54) + . methanol 20 mL
Hydrogenation - 5% rhodium on activated alumina (1.0 g)
- 10 psi H,

)1
- NIBu U Tazate e

- STMUAIVIIREA10A Y vacuum rotary evaporator
@\ &

2-(1-hydroxyethyl)-pyrrolidine  + Ag,CO, on celite
(0.531 n3w) (3.2 2% 1 benzene 25 m1)
- reflux A1 1A N, 36 F2Tuq

3
- 1904 Ag,CO, A9

2-acetyl-1-pyrroline

(ludavirazars benzene)

Iesieddremaiin GoMs

310 21 wnuiaaaansfanstsyinsvien 2-acetyl-1-pyrroline
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2.4 mamsBNnsINAT Iy 2,4,6-trimethylpyridine (TMP) 1939y 0.5 ppm

hudahazmeaeg

loRIMMUNIINB TMP 9 0.914 g/mL wazilosidudnunSania 99%

I

S TMP agfinnundudy (0.914 x 99) / 100

il

0.9049 g/mL

I!

0.9049 x 10° ppm

® 13304 stock TMP 1000 ppm 100 mL MNMTAEaW TMP tindy 0.9049 x 10° ppm

cVv, = C,V,
1000 ppm x 100 mf. = 0.9049 x 10° ppm x V,
V> = (1000 ppm x 100 mL)/ 0.9049 x 10° ppm
v, = 111 uL

(tiin € fo aAnududuuas v &g Usunasvesmsazae)

® 138U stock TMP 0.5 ppm 500 mL 91n8M5a2810 TMP 4y 1000 ppm

Cv, = GV,
0.5 ppm x 500 mL = 1000 ppm x V,
vV, = (0.5 ppm x 500 mL) / 1000 ppm
vV, = 025 mL

=y

iufiellida TMP 1000 ppm 31 025 mmr udulensdrodntazans 1S yes

500 mi eg'ld 2,4,6-trimethylpyridine (4341 0.5 ppm
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2.5 MIANAMITHON 2-acetyl-1-pyrroline DINIWABFAGITITIazaIedUNTENas

msanmanzimnzanlumsasa
2.5.1 misanvulSeumamnlszdnEmunvesinazawdunss

ihfedelumeaayszna 10 nsudaihifazen flduds sudeouasiin
THazBoaudaldlumaglny (edenmeyer flask) wina 100 mL fussydavhezae
chioroform 70.0 mLﬁfl 2,4,6-trimethylpyridine 0.5 ppm Lﬂumimmigmmaiu (internal
standard) AUBEISELUALBAY magnetic stirrer 15U 30 WA nssamnluweRaddy
caleium chloride aalumsnzawinsesldforia vntunsesinndudatharsazasle
11 40.0 mL 52I%8A7M1092018 chloroform 898 vacuum rotary evaporator ﬁqquﬁ 40°C
wasanefsuesvie 1.0 mL é@‘ﬁﬂ%’ﬁqmwgﬁﬁmﬁia"lﬂﬁnwfmﬁﬁ'ﬂﬁﬂ?mmmﬁa
Wes 05 mL udRahmsadadiudy (concentrated extract) H1AWMIAITIIATIZHABEY
matinfmalnsunInns W (Go) Fnsnenedn 3 ﬂ?@uﬁgﬁm‘nsmam%ﬁ’nﬁ’a%a:mﬂ
?Jum%’é' dichloromethane, toluene, n-hexane, dicthyl ether, ethyl acetate 1182 methanol llﬁgl’wﬁﬁ’ﬂ
wanslumsedi 3.1 wh 64 Tﬂsu1iﬂ11niuslaﬂQﬁegﬂﬁ 3.5-3.6 nih 62-63 LaztUADUMS

anauaafagiii 2.2 wit 49

2.5.2 Msanu Ml iumsadinaisven 2-acetyk-1-pyrroline 2Inlunsaad e

fiamayane chloroform

MMIaNeaIsnoy 2-acetyl-1-pyrroline 9nluwsantszinm 10 afuiaelddvin
] = o ] a ¥ 3| ] 1
a¥aY chloroform FWiReafiude 2.5.1 udnlfeusaaraniiu 15, 30, 45 uaz 60 WIT udazE
o ar :’ ' 3 o a o g = ¥ a = g 9 a o
navihmsanad 3 af thasadadudunlduimsiengiaedsmatingis TnsunIn
b .
naHl ldwavesdnnduiuildfinszniemsmen 2-acetyl-1-pyrroline doasuasgrunty
Tu 2,4,6-trimethylpyridine uaraslumsief 3.2 wid 70 TasinTnupsuuaasdegdf 3.7-3.10

M1 66-69 uazHamIfma U uLaaslums1afi 3.8 %t 90
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& ar & o = 4
luneaatiuazidaausensnvinaaailszanas 10 n¥u ludnimzmadunid 70.0 mL

® NMAIWY magnetic stirrer 30 UM (15, 45, 60)

® n309
anlumg filtrate
(MNABAYUUIA) ® (§i1 CaCl,
® N304
filtrate 40.0 mlL,
® suodng
vacuum rotary evaporator

A1580A 1.0 mL

¥
o N ANgamgiifes

asadadudu 0.5 mL

Jns1zHidemaiia GC (UazM30 GC/MS)

d’ u s s T &0 Y LY o o d
gﬂ'ﬂ 2.2 HHUAHILAAINM TANAN IDENINTAA A DO UNTE
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2.5.3 msfnmfSinadmmunzanvedumermalumsadiaasion 2-acetyl-1-pyrroline

b o
aEINazale chloroform

MNSAANAISHON  2-acetyl-1-pyrroline  9inluwoaalngl¥dviazay
chloroform tThiraan 30 Wil uderdude 2.5.1 udnouiFinaluseaad 3, 5, 7, 10 uag
13 nfu urasSiaveslumeaaindg 3 afe dasasaduduildnimsinseidedas
madaflasinTnns® ldnavessasdiufuiiléfinseniaaismon 2-acetyl-1-pyrroline
somsuiasgumely 2,4,6-trimethylpyridine uarasluaisisii 33 wih 79 TasinTnunsy

uaAedagi 3.12-3.16 nih 73-77

2.6 MIANAA 91O 2-acetyl-1-pyrroline 1IN WwaganlaeITMsanagIsaazals

nsnlalnsnasdnidutdi 0.1 M

o i 1

heeretmnoandiaiiazon eIt audaninntudesunzihvldaziden
dszanar 10 n3u teluvargtaunanna 100 mL Aussgosazaensalelasnassnidudu
0.1 M 70.0 mL ‘ﬁ‘fl 2.4,6-trimethylpyridine 0.5 ppm LfJumimmgmmaﬂlu ﬂuﬂti'lﬂﬁflmﬁllﬂ
#8 magnetic stirrer U138 30 WA nseamnluaei hasagmolan 40.0 mL il
waidnesdnn sodium hydroxide 5.0 M uagafaneiufidrof1vhaza1wdunsd chloroform
31m3 40.0 mL 2 A¥alunsdeuen uenfuFIOe chloroform 7180 nMIERARY 2 Ate
sAUud AN calcium chloride AsluY chioroform Rafaldiftevimi imiunsednnde
ud3gmedsi1azany chloroform BN vacuum rotary evaporator 'ﬁqmﬂqﬁ 40°C A3
afaliFinesvae 1.0 mL ﬁa’aﬁﬂ%’ﬁqmﬂqﬁﬁmﬁia"lﬂ%'ﬂ%umﬁﬁﬁ’ﬂﬁﬁmmmﬁmﬁm 0.5
mL m’fﬁammiﬁﬁm‘i’fwi’fui‘f"l'131’1111&1mﬁmiwﬁﬁiaﬁmmﬁﬂﬁwiﬂsilﬂmiﬁ‘i Iénans
uaaelusnaiedi 3.4 wih 83 TasnTnunsuuansdagui 3.18 wih 82 uastumeumsaiagae

msazawnsauaaInsgii 2.3 ufh 51
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lumesaatuaz®oadszina 10 ssulumsazaansalelnsnaesndudu 0.1 M 70.0 mL

® AU magnetic stirrer 30 #7191

® 137804

filtrate 40.0 mL mnlme

® (73 NaOH 5.0 M

L
® afaRI9 CHCIL, 40.0 mL (2 ATY)

3

" _
Fumsazay %4 CHCI,

® |53 CaCl,, N304

3/
® LIMUAIY vacuum rotary evaporator

A5EAA 1.0 mL

Y o

® isAgungiies

At 0.5 mL

AnTITHABMATA GC (IAZ/MSD GC/MS)

i 23 wudssaemsainlumeeadivmsazmensalslninaontudu 0.1 M



52

27  MIANAMIITHEN  2-acetyl-1-pyrroline NABAFNIMATAGIBTIaZAY

chloroform

MMsaAAaITHON 2-acetyl-1-pyrroline nanyNUIATAUsZIM 10 nsy 1961

» 3 ¥
228 chloroform A17a1 30 WM IagdEmsadaEruRefuds 2.5.1 Himsneasad 3 ade o
msasadudun lduimsinnesidumatntialasninnsd dnadueadluaisied

3.5 v 85 uazTasu Inunsunansdaqli 3.19 wit s

2.8 mydnnzimUSinamisvion 2-acetyl-1-pyrroline 210 UIASLAZABNTNIA

P | (" @ o
TagAsmsadaaleeiaiaza1e chloroform

Malwmsinsgudansied 2-acetyl-1-pymoline 1 benzene 11 1.0 uL Tdasluvn
jUsinne 100 mL fussyiaiiasaiwdunid chloroform 700 mL 75 246-
trimethylpyridine 0.5 ppm Ghumswmsgunioly aulddduenhudsmsasated 1
40.0 mL 52IMUA27 182a18 chloroform 0918 vacuum rotary evaporator‘ﬁ 40°C aumsazay
waRsguiiliuiesmie 1.0 mL %&ﬁ013ﬁqmﬁgﬁﬁaaﬁaﬂﬂ%ﬂﬂumsa:mvmmgmwﬂu
Nsmasivaeiios 0.5 mL ﬁmﬁmamcﬁrm,ﬁiaﬂﬁlﬂuﬂ?mmmsmmsgmﬁqmﬂzﬁ' 2-acetyl-
1-pyrroline 990 1.0 uL (ffu 25.0, 50.0 waz 100.0 UL v ldansasmenamnasgIBTI
anrinasgmdsmaiiafialasininnstil 19 capillary column DB-1 vwiaidurugud

Aa197101U 0.25 mm AW 30 m 19 nitrogen gas (N,) tHufawt (carrier gas) 8951013 1@

=Y

493 N, 2.0 mL #pu1# gauvigiivod injector 230 °C e luszuy splic mode Yaod split ratio

U
o

10:1 dhugamginsduidsliuyTusunsugaungl (temperature program) Tasfigumgiisy

du 50°C Sasmsiingamgll 10°C deoundi gaimgiigavhe 230°C 19 FID ifhunsesnsnda

q a1

]

)

¥ v
(detector) Avgaungii 1311 250°C agmamSenmsasmonauasgu Idd e 2.1
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ﬂ'li'l\'iﬁ 2.1 ﬂ'l‘im%iluﬁ'1iﬁ$ﬁ1ﬂﬂﬁﬂﬂ1ﬂ‘i§1‘u

MIATMBHEY d3anng
mmgmﬁ 2AP (UL) TMP (mL)
1 1.0 40.0
2 25.0 40.0
K] 50.0 40.0
4 100.0 40.0

[

] 3 .
nnlnsur Tnunsud lamiunlafinvesa15uinsg I 2-acetyl-1-pyrroline (2AP) 4l

1341035140 1U 2,4,6-trimethylpyridine (TMP) S98tun13

e
h

14%n 24P

=D
=31.

U

Qs ] d? d‘ 1] .
fasdunuNlaRe =
p:1

ANunldna TMP

o d' 9 = 1 o 1 dy P Y1 o g 1 °y
dmafi Idndounsinasgiusznidanduesiuiildfindusasidou Taei
MINYBIEITUINTFIU 2-acetyl-1-pyrroline fUAITLIATFIUNIY U 2,4,6-trimethylpyridine 140

YauaRIA s 19h 3.7 vl 87 waznsuesguanslugiuii 3.20 wih ss

] 13 ]
MINA1T19N 3.2 uaz 3.5 w11 70 uaz 85 hwavesdanadwiunidinvesaisnon
2-acetyl-1-pyrroline  #OAITNASTIUAOIU  2,4,6-trimethylpyridine AN InvlSuIaes
01 2-acetyl-1-pyrroline 910N5 WA TANALIAAIRIMTIIN 3.8-3.9 1111 90-91 audidu
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2.9 MIUATEHITINAUNNUVDITSEIANNABAFUINA

mynzimsadiannaennnadanaiinmalasin InnsfawamdaTnswes
GeMs) 1 dauveantesiaTnsmnTnas e capillery column DB-1 vwadurugud
na19n1wl 0.25 mm 612 30 m film thickness 0.25 m 14 nitrogen gas (N) (Hufiawn as7
M3 11aves N, 2.0 mL dourfi guriglives injector 230 °C e luszuy split mode Tnud]
split ratio 10:1 d'suqquﬁﬂaﬁ’uﬁéﬂimﬂﬂsun‘su‘qm‘nqﬁ (temperature program) 1a#il
< 9t

quungilisudu 50°C Sasimsdingungl 10°C Aewf gumgligahe 230°C unzasaamad

a L1

]

137 230 °c Slurnan 12 w1

! = s vy ow A & t . u’/’
aaveuwaada InsiwmesdedontumToema 1asu1 Inns 1WA transfer line $19

q

= { 4 = & o i = [
gaunnil 131 250 °C ion source vouneunamy a Inslimesiauiigauvgil 220 °c winy
o

]
-~ =3 t

= =1 ar !
MAUYDIDIANATOU 70 eV dUIRTEHIIam T UULY fon trap IdWadauanslumsied 3.11

1111 94-105 uazInsanTnunasunensdagfl 3.21 wih 93



