UNh 3

HAN1INEIa9d

3.1 prsiigoillendnualasen 2-acetyl-1-pyrroline

PSARATITHON 2-acetyl-1-pyrroline 31nGIEHY Werhmsadan ldu1inszidqe
mailafralasun Inng ¥l 14 capillary column #ifliwenilu DB-1 Taofi nitrogen gas (N, e
W1 (carrier gas) 8RNI IMDYBS N, 2.0 mL AeuIR qauMgiued injector 230 °C Thamly
STV split mode anmizfildReTusunsugungd TasgungiiSudud so °c wnthudy
gamgiidii 230 °c Fawsasuta 10 °c dewtd Taviigamniiveuntesnseda FID (Aame

C] at

.. el
ionization detector) 3% 250°C

Idhmsasvaeunidunisfinuesmsven  2-acetyl-1-pyrroline  laoifousuans

. - o u’d? [ 4w 9 a i - 1 S A 1

NIATFIU 2-acetyl-1-pyrroline NHUATIZHAIU Aua13iana ldnndle1sfie wonfRafidumus
RATAUTY  (retention  time)  F¥HIN  3.7-3.8 Wil diudwvusvesfiaaisvew
2-acetyl-1-pyrroline AauaAdiug 3.1 dauinveimsutnsgIuaely 2,4,6-trimethylpyridine

t o A A ' = Y] ' Ao = =

wundiufinfidumisaaimudusening 4748 N dweedugii 3.2 Faaunsoasoa
geuAugNAed lannmamilaniuuesdmsuey  2-acetyl-I-pyroline  uar  2.46-
trimethylpyridine nldvnamsinsed lnumatiafa Tasin Inas i ean Tnswe’
(GC/MS) danaalugii 3.3-3.4 uasvinnsifsudeyaunaanlansuvesesnen 2-acetyl-1-
pyroline iswamuluwenmsdrds  manasgumoly 24,6-trimethylpyridine Woudoya

uwaalanduiy The NIST Mass Spectral Library wuh I doyauuamianiuiinefu
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o os d - dy )
311 3.1 TannTnunsuvesanTINASIUTUASIZH 2-acetyl-1-pyrroline UATIEHAEINAT

Malasaninasnv
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2.0e51
1.835%
1.6€57 T™P
1.4e5-; I
1.2e5°
1.0e57
8.0e4
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4.0e4
2.0e4; .

121
1561

| AT
r¥J21
357
2013
3034
5440

Time (min.)

1 3.2 Tasinlnunsuvesamisanasgrumelu 2,4,6-trimethylpyridine 51 idemaiia

Mmalasninnsin



% Relative Abundance

¢

58

F 90+

80

70+

60

50

40

30+

20

10—

43

41

55

83

68

69 111

]

40

LIS N N e B T |

L
ey i Trrrrr T T T

80 16()lllllllllr“/z

gﬂﬁ 33 amamﬂﬂm%'wmmimmg 'mﬁ"\‘l!ﬂi‘lzﬁ 2-acetyl-1-pyrroline



o/, Relative Abundance

59

10

, CH; 131
90—
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31 3.4 mEmlaafuvesnsinasgrumely 2,4,6-trimethylpyridine
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3.2 msAmnamnleidudanuudgnivesmisren 2-acetyl-1-pyrroline NFuns127ld

90317 3.1 mmmmmmwuﬂmmummmmqﬂﬁ‘ummsmn 2AP 1aii
Lﬂasmummmwuwiﬂwwwmw"Mmﬂmiaumﬂsmmmmsm GC 531 0.4678
Aanilu - 100 g9
wweefiFudvesituiiidfinasmon 24p o.1868 Aoty (100 0.1868) /0.4678

. wesidudnnunSanivesmson 24p Ao 39.93 %

3.3 msﬁmammﬂ?wmmﬁﬁau 2-acetyl-1-pyrroline 1‘1!6]"31511;13&112! benzene

4 = aas, o ¢
33 mL tdhumandannl§isanmsdunsizy

i}'lﬂﬂ'l‘i?f\‘llﬂi'luﬂﬁ'liﬂﬂn 2-acetyl-1-pyrroline  WUMUSuuas 2- ~(1-hydroxyethyl)

pyrrolidine f9 0.531 Ny wwmaimaﬂa (MW) fiB 115

nndmaulue = g/ MW

I

0.531/115
= 4.62x 10° Tua
(um g 9 wadimbndundy uae MW fip maimaﬂa)

9
muummuTnmm 2-(1-hydroxyethyl) pyrolidine i 141luersdsduie 4.62 x 10° Tug

< ﬂu’. .
nniesidudnuuiqniieaatsvon 24p do 39,939 1oz wa Tuanade 111

. Handueiasven 24P Adunsigfie = (4.62x10°x 111 x 39.93) / 100

204.69 mg
lua1sagats benzene 33 mL willTumainey 2ap = 20469 mg
(204.69 x 1.0) /33

Uilamsvion 24P 11 1.0 pL sefmaasoy 2AP
= 0.00620 mg
= 6.20 Mg
fussiuvu@ersu Tnenfousn 1.0 L iy 25.0, 50.0 uag 100.0 UL 92 ladSum
m-mau 2AP 14 155,07, 310.14 uay 620.28 g MIUFIAL
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3.4 MIANAAITHAN 2-acetyl-I-pyrroline DINVINGAAMERIazLBUNITURY

msanmannzamnzaylumsaia
3.4.1 samsanylSsufaulsyansanvesiiazaedunse

dlovmsnanesinevmsafaasou 2-acetyl-1-pyrroline 10 1URBAAA Y
favazaesunds Tnedaviazaesunien 1daead methanol, toluene, diethyl ether, ethyl
acetate, n-hexane, chloroform U@% dichloromethane WU Lﬁﬂﬁmﬁﬁﬁ’ﬂ‘lm(v‘lﬂa’ﬂﬁ?ﬂ
methanol maaiaft idveimmduuaeniings llemnsaszmedaiazaty methanol voniite
TWildSiasanasni 05 mL 18 59l IS s dumadiamalnsin nns i dou
?I’]i’c’l’ﬁ’ﬂ‘lmﬂﬂﬁﬂﬁﬁﬁ’ﬂﬁ’w toluene, diethyl ether, ethyl acetate (8% n-hexane 1ﬁﬂﬁ'}m
Fnswiaomaiianie Insu Innsdlwuh msadalumoandag toluene uay diethyl ether 92
wumWEinveImsnAsgIunely 2,4,6-trimethylpyridine U IWuRAYBITITHOY 2-acetyl-
1-pyrroline Aaumsafalumsanday ethyl acetate (A n-hexane WiWuRifinvosd1sHon
2-acetyl-1-pyrroline uazfinvesasasuniel 2,4,6-trimethylpyridine daunsdivDsia
azau chloroform 1AL  dichloromethane dovunafasulmeoan swwwuifinvesmsnen
2-acetyl-1-pyrroline  UazAAVOIMISNIATTIUNIOIU  2,4,6-trimethylpyridine ﬁ’mﬁﬂflugﬂﬁ

3.5-3.6 HazA15197 3.1 aedHaYeIR IR IazauRlisinsafaa I NeN 2-acetyl-1-pyrroline

Wedersan Tasur Inunsuvesarsadaninlumogaded i 1azsa e
chloroform Ua¢ dichloromethane - WU TdnyHey 09 Tasy Inunsutazoaslsenovvesesii
afalalidnpuzaedudndosio lumsadnlumeaadiedaiiazaly  dichloromethane
Snuazvewrasfinazdudaniuilafoutunsadaluweaadlofvazas chloroform (o
21nA13199 3.1 iien1saniidariiazats chloroform ag dichloromethane Wi dioafialume
andof oz chioroform  annsnafaWsanduinilgRamisszn e
2-acetyl-1-pyrroline ADAITIIATF UMY IU 2,4,6-trimethylpyridine “imzﬁuﬁqaﬂhmsﬂﬁ'ﬂﬁaﬂ
frhaza1t dichloromethane WufoadaluwoandIudIiazae chloroform 12188as 101

y

wunlddin 0.8472 + 0.04 (% RSD AU 4.72) UneRANARIEAINIALa dichloromethane

-4 1
Iionsdwiuilafingio 0.4664 + 0.06 (% RSD 11181 12.86)
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2.0ed =
0
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4.0e4‘: m
3.8e4';
3.6e4]
3. 4ed] i
3.2e4]

4 75%

3.0e4]

2.8ed] “

[ =]
374 B

2.6ed

2.4e4 | L\ M
2.2e4-; \J

2.0ed

Time (min.)

¢ [ . v o a 4
514 3.6 TasanTnunsuvesmsaianinlmmeadedaviazae dichloromethane 3N513H

Aenatamaslasninnni
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A19190 3.1 wavesdihazaeinemaafaasyow 2-acetyl-1-pyrroline

Wulda * Fandauindgiin
favhazaw  WSneduine (W3) 2AP TMP 2AP/TMP % RSD
chloroform 10.037 7114 8835 0.8052

10.048 9142 10894 0.8392
10.065 9487 10573 0.8973
Y + Audosnm 0.8472 0,04 472
dichloromethane 10.005 6999 13463 0.5199
10.017 8416 17870 04710
10.032 8503 20819 0.4084
m?;u + ‘t’"i'llﬂtlﬂmu 0.4664 +£0.06 12.86
toluene 10.021 - 25864 -
10.057 - 27942 -
10.011 = 27477 -
diethyl ether 10.067 - 209 -
10.078 - 1276 -
10.033 - 985 -
ethyl acetate 10.081 - - -
10.017 - - -
10.028 - - -
n-hexane 10.021 - - -
10.049 - - -
10.066 - - -

a oa o = ol 4
+ Tdnnnsduiimsauazduin lasaouiumesiniuguszuudeyaveniss GC
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a3 uiiedmsatamsoy 2-acetyl-1-pyrroline 910 lURsFAR 1862917
asmﬂﬁuw?ﬁﬁhm Taun methanol, toluene, diethyl ether, ethyl acetate, n-hexane, chloroform
ung  dichloromethane hasafaii I lUS sz dramaiindalasinInns il o
a0 chloroform UBy dichloromethane INsAAAITHON 2-acetyl-1-pyrroline IuuSunasdi
awsoasndademaiaiaTnsnnasWid  Tuwnsiidrhazmeduldlssaninmmeg
MIARAAITHOU 2-acetyl-1-pyrroline lifine uAmsaiadiod1Wiazas chioroform 9218851
dauﬁuﬁﬁlﬁ’ﬁﬂsw’hqmwau 2-acetyl-l-pyrroline  domswasgiuntly 246
trimethylpyridine qaﬂ’hmmﬁ'ﬂﬁ'wﬁaﬁmzmu dichloromethane fi® ana luwrRf 18R
a0 chloroform 93 IHSMTAIAUAILRA 0.8472 +0.04 (% RSD 1 4.72) vaizhasadae
dahazaty dichloromethane 3£ 18ns 1T I&T Ao 04664 £ 0.06 (% RSD wiify
12.86) 4Az91AA % RSD pad2¥1102010 chloroform 71 14T WAy 10 % lunieniSinszy

dodniode’ld

3.4.2 wamsAnanililumsafinarsnen 2-acetyl-1-pyrroline 91lumean

s’fwﬁaﬁm:aw chloroform

ldhmsnaaeslaehmsadaaimon  2-acetyl-1-pymoline 910 luiean
dszina 10 nfu dredarhazate chioroform TaeimsnfSoudousranmiilelunsasads
15,30,45 unz 60 wfi thasadnfi1d 1T ed & remaiind e TannTnns W idnauaasss
31 3.7-3.10 awddy vazainedt 32 usRsHavRIIMTiRoNI AR IS HONY 2-acetyl-1-

pyrroline M0 luweaalszun 10 AN
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4.0e4 1 -
3.8e41
3.6e4]
3.4e4]
3.2e41

4756

3. 0ed-
2. 8ed
2.6ed

2.4ed

2 2ed-

2.0e4
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311 3.9 Tnsaninunsuvesmsaianinlumeaadaedavhazaie chloroform fitaa 45 11
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4.0ed1 - N -
3.8ed]
3.6e4]

3.4ed]

3 2ed
3.0ed

2.8ed]
] ZAP

2.6ed]

3718

2.4e4"

=L

2.0ed

310 3.10 TasmlnunsawesmsainonluneaadIadiiiazas chloroform fitaa 60 117l

d
TImzvigmemaiamaiasninns i



4=;. d'.d ¥ s - @
A15197 3.2 HAVRINNHABMIANAA1HBN 2-acetyl-1-pyrroline 91nlUtnaandszanes 10 ¥

70

a0 Bwnailune Muild e = SnsreumuRldin
i) ("5%) 2AP TMP 2AP/TMP % RSD
5 10.076 14152 29837 0.3552
10.033 14510 48987 0.2962
10.044 14981 52881 0.2833
e + Audowny 03116 £0.04 12.84
30 10.037 7114 8835 0.8052
10.048 9142 10894 0.8392
10.065 9487 10573 0.8973
mae + Aufosn 0.8472 4:0.04 472
45 10.017 7690 10940 0.7029
10.006 11042 19740 0.5594
10.021 8437 15554 0.5424
mae + Audsan 0.6016 £0.09 14.96
60 10.081 8307 13672 0.6076
10.041 6365 11841 0.5379
10.056 5525 8900 0.6208
e £ dudoawn 0.5886 +0.04 6.80

+ ldnnmssuninsatazdnmu lnsnsufitas i

oo

AuguIzLUYOYAYDUATEY GC
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dieninsan s Inunsuvesmsadan ldanar 15, 30, 45 waz 60 Wi

[ o = ar et Qs EY =2 w A a o

wuesnlsereuvesashana ldldnuazadionaddy Iasfidaear 15 wifveansase

@ISHON  2-acetyl-1-pyrroline ﬁm’mmﬁﬂssﬂammmsﬁﬁﬁ'ﬂ'lﬁ’uazmmqwmmiaz
~ a Ve N P P P

AARDOUARWINATINFIIET 30 uag 45 W Tasmwzingt 60 WifTRUA LA

AoUTaY vasiine 30, 45 uaz 60 uwinanumzvedlasutInunsuozndwagany

¥ ) a ) y 1 W 1

gagonaseh 3.2 WeAnsanfiufldnanld wuhnne 15 wifl TWdandunuildfa

FEUINATHOU 2-acetyl-1-pyrroline ABATTHATF UMY 2,4,6-trimethylpyridine Foufigafo
] 8 ] ]

0.3116 £0.04 (% RSD WiV 12.84) vauz@l 30 wifi Idasidaufiuildfinuniigane 0.8472 +

9 1
0.04 (% RSD Whfl 4.72) 1'3momﬁ'uﬁ’uﬁ’ssmmé’mwzhuﬁuﬁ‘lﬁm 2AP/TMP 5330987

() WlFlunmsadamedensiadgdi 3.0

0.9

0.8

2AP/TMP
=]
~l
|

0.6 *

dfinvoq
(]
[¥]
]
1

04

Aal

SasE TN

03 d

14

@

0.t

0 1 1 I ;

0 : 15 30 45 60

nat )

gl 3.1 anvluaasnnadiniussynsdandndiuildfiaves 24P/ TMP uay

¥t (0f) Alflumsada
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ayuldhnansAnutanmi ¥ unsasaaisney 2-acetyl-1-pyrroline 910
TunsaadofIMaza1w chloroform f 15, 30, 45 uay 60 WIR Yimsasaenualy
Ansrzddumaiinfe Tasn Innsinuh nariil9lumsasa 30 wiwWasasaiisns
dnuilafaseneesrey 2-acetyl-1-pyrroline  MREITMMITIUNWIN 2,46
trimethylpyridine “luﬂ?mmmnﬁqﬂﬁ‘a 0.8472 £ 0.04 (% RSD Wiy 4.72) uazfinat 15 wil
aunsoasalumeaaldsasdaniuilafia 2apmMmp flovfigafie 0.3116 + 0.04 (% RSD i
i 12.84) vaefinm 45 ey 60 17t szasalisandnAuildRa 24P/ TMP 0.6016 +
0.09 (% RSD 11Ul 14.96) Uaz 0.5886 +£0.04 (% RSD 1¥1f11 6.80) ANAIND ﬁ’a‘nfu%'aa;ﬂ"lﬁ'i"n
i 30 Wit ﬂunmﬁmmzauﬁqﬁm%’uﬁmwﬁﬁ'ﬂmman 2-acetyl-1-pyrroline A8A 3911

288 chloroform

3.4.3 wamsannfSnavesdaechdluneililunisainaisven 2-acetyl-1-pyrroline

Ae@i1azae chioroform M3a1 30 119

18hmsnaneslavimsadaaisvey 2-acetyl-1-pyroline 91nlnavaAdIE
dhazay chloroform TasldlSinmiedialume 3, 5, 7, 10 waz 13 ndw e lumsasa
30 Wit TaougasSinalumeisdsiinanes ldviimsmaaosd 3 afs vnuthasadad
Il eneddomadafialasninns i TwamsinsziuraslaolasnTnunsulugli

3.12-3.16 fIa1RY
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4.0e4
3,541 ™
3.0e41
2.5e4 2AP

| u :
2.0e4 M
1.%41 . J

31 3.14 Tasinlnunsavesmsadannlumeaaiszing 7 n¥u dedaviazam chloroform

1 ¢
finnm 30 N azHdmmalinmalnsininn s



4.0e41
3.5e4-
' 3.0e4]
25041

2.0e41

1.5e4

76

2AP

3782

511 3.15 Tnsinlnunsuvesmsaiaonlumaaadszzane 10 n¥u dredaviazee chloroform

a o a d o o o =
naa 30 ¥ 'Jl.ﬂi]gﬂﬂ‘lﬂl‘nﬂuﬂﬂ1°ﬂiﬂ‘§ﬂﬁ‘ﬂﬂ‘§1ﬂ
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i]1ﬂﬂ‘|‘iﬁi]'limﬂﬂinﬂ1fl!,!.ﬂiﬂJ‘ﬁgdTiilﬂ"l]ﬂx‘]ﬁ'liﬂﬁﬂﬂﬂiﬂlﬂﬂﬁﬂ‘ﬁﬂ?mm@h&“]
wunmsatalumedatszing 3 asu anugevesinfinadmudy 43-4.4 nf dunnde
deutumsatalumosaiivfinesnniy Tagmsanialueeaatszin 7 waz 10 a3y sas
dnfuildRnsenhensney 2-acetyl-1-pyrroline  @emisinasgiunely 246
trimethylpyridine eej‘luszﬁuﬁqq pae lumeaallszinm 7 ndu §3hazaie chloroform
'c‘mmnﬁﬁmiﬁé’mndmﬁuﬁ”lé’fﬁﬂszwmmwan 2-acetyl-1-pyrroline D@15 AT IUME TN
2,4,6-trimethylpyridine InGUMASY 0.4615 + 0.03 (% RSD iy 6.50) vauz i lumosailszana
10 nfu dhagate chloroform mmmﬁf“fﬂ'lﬁé’mmfmﬁuﬁiﬁ’ﬁﬂmﬁamnﬁqwﬁa 0.7597 +
0.07 (% RSD i1 9.21) uaznsasalumeaaszana 3 ndy selgandiuiuildniamas
fleviiqafio 0.1844 + 0.02 (% RSD 1WAy 10.85) vairilumoanlssana 13 nduazlidns
daufuildfnmaoindiontu 10 ndy A6 0.7265 = 0.06 (% RSD 1AL 8.26) fanaasly
asei 33 wazglil 307 asmlireseawsduiussnesasdauiuidRinmamon
2-acetyl-1-pyrroline ADMTMATTIUAIWTY 2,4,6-trimethylpyridine FulSualume () 7

afadI8A1 183078 chloroform MA@ 30 U1A
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o o & sy ya . 1
A15197 3.3 HavesdaNauHuNlAnHina15vioN 2-acetyl-1-pyrroline @A9@EININTFIHUNY
T4 2,4,6-trimethylpyridine fuasafialuaaaanif3naniag drefrhazas

chloroform ﬁnm 30 mﬁ

ildin * Sasdnmuiidin
USnaduwe (nSu) 2AP TMP 2AP/TMP % RSD

3.003 4025 20597 0.1967
3.021 4797 25481 0.1883
3.049 4101 24381 0.1682

funay + sudlean 0.1844 +0.02 10.85
5.038 8160 23246 0.3510
5.062 6920 24018 0.2881
5.017 9566 27547 0.3473

Aundo £ Audloanm 0.3288 £0.04 12,17
7.036 15047 31690 0.4748
7.008 12378 28758 0.4304
7.086 15648 32642 0.4794

Aundo + audouns 0.4615 £0.03 6.50
10.038 15915 18986 0.8382
10.083 13701 18935 0.7236
10.057 14403 20081 0.7172

funde + Audoaun 0.7597 £0.07 9.21
13.053 26115 35204 0.7418
13.036 31539 40694 0.7750
13.017 25129 37913 0.6628

fumde + sudisau 0.7265 % 0.06 8.26

o e o =Y o T A
* Ydenmsguinsauazdnu lasaeuiunoifiaiuguszuudeyareuniss GC
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DATTEIUHNHNLIOWAU0I ZAP/TMP

\

ar

ABMNIINATFIUMETH 2,4,6-trimethylpyridine FuiSnadmag (nFag) Aadadae

21

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
6.1

80

U3mnadlune (n3)

aza18 chloroform 1321 30 1%

10

11

12

13

14

c.': s or d 1 7 1 Ag v el .
1t 3.17 anvluansnnuFiusssnheadandudiuildfinmsvo 2-acetyl-1-pyrroline
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nansmaneduRufsenhedasd i ldfiams ey 2-acetyl-1-
pyrroline AoTTUATTIHME 1Y 2,4,6-trimethylpyridine SuSwialmay (i) Radadledasi
aga1y chloroform #9130 Wi wuhdlSunalumeludae 10-12 A%y Fnazaw
chloroform  uNIRARAlRSAT AR IS RAsE N edsHoN 2-acetyl-1-pyrroline  @BANT

WA UM U 2,4,6-trimethylpyridine vonu lAIndiga

3.5 MSANATITHON 2-acetyl-1-pyrroline M1nlunaaalnadimsaiademsazaiy

nsalalasnas3niundy 0.1 M

devminaasdlasiinmsanalumoandlsnsalalaseaesadudy 01 M At
s el 2,4,6-trimethylpyridine azaivogaasanududu 0.5 ppm 1danzmsnanss
Aeafumsaiadioaiiazaty chioroform fin luwesaailszana 10 nfy wazldiarlums
afa 30 Wit Famsnaneedn 3 afa Masadad I8l demaia e lasn Inns

lénadananalugalii 3.18 uazmsnadi 3.4
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T [
5 .0ed
: 24P
E
4. 0ed |
d THP
3.0ed B
ALY
0 2 4 6 2
Time (min)

711 3.18 Tnsninnsamesensadaninlunsaaiszana 10 n¥u dremsazmensalslasnasin

Wi 0.1 M firaa 30 wif Imsizvidaemaiinmalasininns i
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131499 3.4 wamsanalmesaalszing 10 nSudwmsaznenialalasnasIndudu 0.1 M

finm 30 widt
il * Sasrdiiuiléie
Wueduwa (pda) 24P TMP 2AP/TMP % RSD
10.050 43615 14331 3.0434
10.006 55878 17214 3.2461
10.019 59289 18687 3.1727
Ay + Audisuuu 3.1541 £ 0.10 3.17

a oA o = el Y
+ Idnnmsdufiinsauazd i Tasneuiiumesiniuquizuudoyaveunies GC

fofnsannalasninuasunuh  Aedt ldidnvasfvudaniunztiosmlsznoy
vaaiiadng wnahmsadalumeaadisdviiazats chloroform laumysfinvesmsvow
2-acetyl-1-pyrroline  Sdnyazfimudamn  tazzlivnessdsznevfifnaimudumiiudiy
mrasalumeaagiofaviazat chloroform URNAEMUTY 2.3, 2.5, 3.3 uag 3.5 U
dhudu wazdmufinfinaimuduludin 4344wt Snvegszndeasvey 2-acetyl-1-
pyrroline AUH173AIFIUMETU 2,4,6-trimethylpyridine viloufumseadalumsaadiodn
azant chloroform ABituiy dsmsadalumeandwasazainsalelnasnassnidudu 0.1 M
o lfSnnduinildRnssndeansvey 2-acetyl-1-pyrroline  f9E1SUIATTIUAIU 2,4,6-
trimethylpyridine 114szﬁuﬁqulmnﬁﬁ’ﬂ“lumuaﬂﬁ’wﬁaﬁmzmﬂ chloroform lasmsanaly
muandasansazaensalsTnsnnoindudu 01 M aiiSasidnduildfanigy 3.1541 +

0.10 (% RSD 11U 3.17) vaughinmsanalumeaadiedviiazate chloroform 9 1donI1aU

s ] r .
#uildvin lageigaiios 0.8472 + 0.04 (% RSD M1y 4.72) dislFlumeaailszunm 10 adu
AU

agdldhmsadalumeaadasmsazaionsalalasanesniduiu 0.1 M Idduruesd

[l
=1

0 M
sznaviiven dananiimsanalumsaaaleditazais chloroform tazdelddnsiaiunun
Afinsendeaisvon  2-acetyl-1-pymroline  #9@ITURITIUMYIU  2,4,6-trimethylpyridine

at 1 ar A t L -l
TussAugef 3.1541 +0,10 (%RSD 11111 3.17) Fagennmseiadofviazaty chloroform

dszuty 4 (1
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3.6 MSANAANSHEN  2-acetyl-l-pyrroline  91NABATNMINAAA WA I AZAY

chloroform

lumsafaesvey  2-acetyl-1-pyrroline  91InABATNUIAGA lns3EMyadadedarii
a0 chloroform M 30 wift Weihasadanld lnszdaumaidntslasininns i

lanadnaaaslugilf 3.19 wazasiah 3.5

4.0e4 N
3.5e41

3.0ed1

2.5e4j

2.0ed

1.51‘:\4‘-—-——-/J

0 2 a 6 8

317 3.19 lasinlnunsuvesnsafaanaenymnaaatszanm 10 a¥u dredavhazas

% Y d =
chloroform 11381 30 ¥ Sasizwaamatiamalasinlnnsil
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@151 3.5 wamsafanenyuinaaaszinm 10 n3udairazay chioroform a1 30 H

YSnamensanng Auildin *
(n5) 2AP TMP 2AP/TMP % RSD
10.065 8563 11256 - 0.7607
10.018 8952 10159 0.8812
10.032 7962 9076 0.8773

mag+ Andeay  0.8397+ 0.07 8.34

_ooa a =Y & 3/ i
* ldnnnsduiiinsauazdnau lasnouiamesiniuguszuudeyavouniesce

diefnranninlnsu Tnuasuf ldwuhmsadasrensuinaandedniazas
chloroform &numizfindildngesumsatalumoaadofvhazats chloroform azmIaia
&rwemsaznensalalasaaeindudu 0.1 M Taewuniuefiniitnammusuiinsetugy
23,2.5,2.9,33 uay 3.5 ud dudu vneifafinamusulugas 43-44 i sadufiai
DYITMINAITNBY 2-acetyl-1-pyrroline FUAITUIATFIUNIOIY 2,4,6-trimethylpyridine ATy
msafalumeaadlodivasaie chloroform MazeazaensalalasaneSadudy o1 M
afulvinaanasaiueariyidsm wazlumsadanensuunaadiediiazaie
chloroform %wumﬁ'ﬂwﬂﬂuﬁagjsijwﬁﬂmmmswau 2-acetyl-1-pyrroline AUNAUDIAS
wasgumely 2,4,6-trimethylpyridine IS auananmsadalumsaadisdiiazate

chloroform UAYATALALNTA 18 IATAADSMILTY 0.1 M

gt ]
MsAfAABNTUMIAAAMIEAIT1azA10  chloroform oS aada i easId AR 1E
WNATENINAIINON  2-acetyl-1-pymroline  ABENTINATTIUNWIU  2,4,6-trimethylpyridine  Tu
= 1 1 é = o’ kg Qs -]
UTnaiigefn 0.8397 + 0.07 (% RSD iy 8.34) FlndRvsiumsadialumeandasdaia

2201 chloroform (0.8472 +0.04 % RSD 11y 4.72) a51lidAem1s19ft 3.6
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A9 3.6 lSsumsusamsanalumeaaydszanns 10 nFuasdvitazais chloroform HU
F15azmeansa lalasnoosneiudy 0.1 M uazafaaanyuuaaalszing 10 nsu

faEdiavinayae chloroform 221 30 1IN

WuisudnsaununldRnnasveansTia

Tuwmedy CHCL, THHIREIY CHCL, luimedae 0.1 M HCI

0.8472+0.04 0.8397 £ 0.07 3.1541£0.10

aqldimsadaaisven  2-acetyl-l1-pyrroline  9InABNTUUIATAA AW LAY
chloroform #i13@1 30 mﬁw“lﬁ’é’mm"auﬁuﬁiﬁﬁﬂiuizﬁuﬁqaﬁﬂ 0.8397 + 0.07 (% RSD (%11
fu 8.34) Indifssfumsaialumoaniio 0.8472 + 0.04 (% RSD dy 4.72) Taenisafiaais
WON 2-acetyl-1-pymroline 90 lumeandwasazatonsalalasaaondudy o1 M ozld

dszaninlumsadafianiinisadediodaviazaie chloroform B9fow 4 111

3.7 MOIATHWILSINMESHON 2-acetyl-1-pyrroline 2101IRBIAZABATUUIA

of al o

Pafnaiefiavinazaa chloroform

MileseHmYSuIMeIsHoN 2-acetyl-1-pyrroline 916t35 Intemnal Standard laed)
2-acetyl-1-pyrroline Li"Jumsmmjmuﬁ: 2,4,6-trimethylpyridine vﬂumimmgmmﬂ“lu

P ] = o = =t o '
Wimsazaonauiina Ui ninneidemadama lasu Innsuazidasidiu
d’{ Ao e [Y] 1 .? o A 1 L 3
WunldfintazdandmTanimipAudazanududuvesmsazarvinadiensvuinsgu
e ldlumemiuSinaiesnen 2-acetyl-1-pyrrotine ‘ldwadauanalunisisii 3.7 uazgali 3.20

o e o 1 ar 1 ¥ o o 1 :’ @
WunswinasgunaasnnuduiussenesandwRuisusandiu Tasdwinveais

1IMIFIU 2-acetyl-1-pyrroline TUAIWINI 1N U 2.4 6-trimethylpyridine
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3.7.1 mafnnamnisinamsnasg el u 2,4,6-trimethylpyridine

] L
lumsafasisven 24P 9In@A1Bd1NY enseuimadioonsfivie udni
arsnzaglon 40 mL szimediasay chloroform BoNAIBIATOIIYUTEIMY Higaungil 40°C
W ]
sumsafadySuasimie 1.0 mL ds BiigaugiiesumsadaiialSimamaediss 0.5 mL

1INMINanes 1dnT oy stock 91582810 TMP 0.5 ppm 11 500 mL

N ppm = [lg /mL
' Hg = ppm x mL
= 0.5 x 500
= 250

3 Y
wufle ludiseznie 500 mL Hiloans TMP 250 g
winas TMP i ldszivenis T luszvninanisnaans
&
WUNAITAZAW 40 mL 2 (i{0e1T TMP (250X 40) /500 = 20 Mg

1 a
S ileszmedaihazaweanvdelliinas 0.5 mL dwnelliflesis TMP 20 pg1audu

a1519h 3.7 anuduiusvesdanduitufildfiatudasndudamhminvesmanasgin

2-acetyl-1-pyrroline ﬁ’umﬁmmmumﬂ‘lu 2,4,6,-trimethylpyridine

MIRSMENEY 3ums W (ug Wudlddia * onsaulne

wmsgmil . 2AP(UL) TMP(mL) 2AP  TMP  2AP  TMP  2AP/TMP  3n¥d

1 1.0 40.0 6.20 20.0 6139 26995 0.2274 0.31
2 25.0 40.0 155.07 20,0 38585 38399 1.0048 7.76
3 50.0 40.0 310.14 20.0 18716 5500 3.4029 15.51
4 100.0 40.0 620.28 20.0 97351 14978 6.4996 31.02

o - e 0 = ol gt &
* ”lﬂ%'lﬂﬂ'li'01—!'Vll.ﬂiﬂlm3ﬂ1u3m1ﬂﬂﬂﬂuﬂ')maﬁﬂﬂ3ﬂﬂnigﬂﬂﬂﬂgﬁﬂﬂﬁlﬂﬁﬂﬁ GC
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ya
FIRA

c‘tl

SR IR
(V8]

y =0.2076x

R® = 09822

&f

pasaulasimin

4 ar  er s 4 A H s
71 3.20 anvlinasgnuamMu@siusssrhsdanawunuildianusananlasmihmin

VOJMTNINTHIY 2-acetyl-1-pyrroline ﬁ’umsmmgmmﬁlu 2,4,6-trimethylpyridine
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3.7.2 msAannamUIinae e 2-acetyl-1-pyrroline 910708190y

nnsIIasgIudnsof I anliuaanududusesarsveu

td

2-acetyl-1-pyrroline lasafl
AMsNAReIR 252 msAnmsawatildlumsadamsvion 2-acetyl-1-

] s
pyrroline A1781 30 W1#i AFeR 1 Mdedelumoan 10.037 nfy

]
=1

A 1 9
wunldia 24P / #un187in T™MP

1

ar ] g -.l L)
oasreunuilaa

7114/ 8835

0.8052
at
nnnsnasgumusadivaadarau lasimin ldnnaumaduasa

. | 4 [) ¥
Y =0.2076 X iilo Y fin sas1duiun1édfia uaz X Ae sasiawTasimiin

Y - 0.2076 X
X = 0.8052 / 0.2076
3 o ¥
TTuAe1ImIin 2AP / 1M TMP = 3.88

vinmsnaaodldasasguniely TMP 20 pg Tuensazate 40 mL (1nde 3.7.1 with 87)

WuAeUSuumTnen 2AP = 3.88 x 20

77.60 Mg
(1999 INMIANATITHON 24P A89191a3a18 chloroform ¥ azanesuusn 70 mL 6o
nseemsazaten lannmisadmihmiimsiasievifies 40 mL

v . ¥
aaiuSutaesviey 24P luaisanananua

I3

(77.60 x 70} / 40
= 13580 g

. dSwaasvion 24P lulume

i

135.80 / 10.037
= 13.53 ppm
. .
Awasuudsaiueg ldSuaasven 24P Tuniefi 2 uag 3 fle 14.07 uae 15.02 ppm

AadudTumsven 24P Wiy (13.53 + 14.07 + 15.02) / 3 = 1421 ppm

NNAIENTEMIIMIAMIISINaaNuEuTuAIIeN  2-acetyl-1-pyrroline  91ARA

adefmusaagil 1adenien 3.8-3.10
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. - T s 1 5 ar vy i v o
113191 3.8 Nﬂ‘m’)\‘ll?ﬁ'Iﬂaﬂﬂ‘i'lﬁ:!'ﬂiﬂﬂu'l‘ﬂuﬂllﬁ%ﬂ?“-ll‘llil‘ll‘u (ppm) ﬁ"lﬂmﬂm‘smmm

yaamsanalneaalszs 10 n5y A 280171 azae chloroform

1301 (W) Fasdnilaimiin adudu (ppm) % RSD
15 1.71 5.94
1.43 4.99
136 4.74
A £ Aufloauy 1.50 5.22 £0.63 12.07
30 3.88 1353
4.04 14.07
432 15.02
na + Ao 4.08 1421 £0.75 5.28
45 339 11.84
2.69 9.41
2.61 9.12
(m3s £ Audoay 2.90 10.12 4+ 1.49 14.72
60 2.93 10.17
2.59 9.03
2.99 10.41
mie + Audvsn 2.84 9.87+0.74 7.50

vl 3.8 wuh lughm 15w msasalumeealiySuaesren
2-acetyl-1-pyrroline ﬂgj‘lu:wﬁ"uﬁ%uﬁmﬁﬂuﬁ’mmnmﬁsﬁm‘?’uﬁa 30,45 uaz 60 iR Taof
am 15 Wl musoeaUTnaEI ey 2-acetyl-1-pyrroline 910 lumeaa ldanudaudy
5.22 +0.63 ppm (% RSD 118V 12.07) fivnat 45 1t afa'ld 10,12 + 1.49 ppm (% RSD 111y
1472) wazfitnmr 60 i o'l 9.87 £ 0.74 ppm (% RSD WU 7.50) vaizfam 30 Wi
G1nagay chloroform @MNINAAAGITNON 2-acetyl-1-pyrroline 91nlumenaldUSinmannt

qafio 14.21 £0.75 ppm (% RSD M1y 5.28)



91

15199 3.9 Havesdanaulasmhminteradsidy (ppm) Nldonmsiaesmsaia

aenvuaaatszana 10 n3u A6 riiazas chioroform M3a1 30 117

sandmlaeihmin AUt (ppm) % RSD

3.66 12.73
4.24 14.81
4.23 14.76
Aunde + Audsaun 14.10 £ 1.19 - 8.44

5190 3.10 afssufsuanududiumas (ppm) vaimsainlumsazasnruinatlszaneas

10 NS A3Ediazae chloroform 11281 30 W1

L ) o or M s Y
ANHANVIRAY (ppm) ‘lJENﬁ'I‘a"ﬁﬂGIﬂﬂﬂﬂﬂlﬂﬂﬁﬂﬂﬁ'ﬂﬂﬁ”)ﬂ C]—ICI3

lumsaa ABNTNIANG

14.21 £0.75 1410+1.19

1IAA1319% 3.9 uaz 3.10 denlFouieuanududussniumsatanonsuuiadain:
lumsaailszuna 10 ¥y 420829182210 chloroform WAt 30 WA nuTMsasaas ey
2-acetyl-1-pyrroline  nineenwaavz iU S manududuveiasieon  2-acetyl-1-
. [ Y A o 9 ¥ 3
pyrroline lussAvIndiResdudoanalumeanlinudnduaesmanen 2-acetyl-1-pyrroline
14.21 % 0.75 ppm (% RSD iy 5.28) uazasanensuieaass Idanududy 1410 + 1.19

ppm (% RSD (MN U 8.44)
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3.8 MIdmTzBnammvImsaiaTInAeNTNINA

msafannAenIIAduiazate  chloroform  deviundmTzvidemaiiadis
TasnInasWamamunTnswnd 1 capillary column DB-1 uazTilsunsugungfisudui
50 °C Sanmsifingangil 10°C dowi gumgiiqahe 230°C uazasgungil1ifi 230 °c
dhuna 12 d Weavesmsusnssddssneu lumsasavesnensuiin ldnagaansly
Tasun Tnunsugafl 3.21 693 mass spectral data unzaiianie Tnssadromaniivesmssunis
fiffussfilsznovluasatnnnasnsuwaldsus w3 lumsed 3.1 msuanawiiande
Tnssadramaniionn mass spectral data voudazosflszneudild daulngerdomsulsou
Fopawmsmuduiumsdedimanasguaznislinnsdnfoudousugudoya  mass
spectral data U89 NIST (The National Institute for Science and Technology) lagReuiiy %Fit
1 library 1egluse 85100 Sehesitadaldifuasdadoaiuduasiogly lbrary §
%Fit 910 library 8y1u519 6084 Sehmsfiadalddessymidald1duiiuansddodusy
14 library 9z 19inS0enune 7 udredredomsfinininingldasdantu wazd %Fi s

v
50 IdoIaisaiudly Unknown
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M1 3.11 deyamannaailanfuvesesriznevlumsadaninaenyinnag

Peak No. Structure m/z (% relative abundance)

1 Unknown 281(28), 207(32), 191(5), 121(11), 84(22), 57
(11), 41(26), 49(100), 43(43)

2 ? Isopentyl-3-hydroxy-2- 164(1), 142(2), 116(8), 99(50), 59(15), 43

methylenebutanoate €100)

3 Unknown 102(38), 86(20), 69(15), 59(100), 58(37), 43
(33),41(95) |

4 Benzene, ethyl- 106(30), 91(100), 78(8), 77(7), 65(12), 51
(13), 50(8),41(17)

5 Unknown 121(13), 106(20), 102(20), 91(38), 96(17), 68
(10}, 59(71), 49(48), 43(93), 41(100)

6 ? 1,1-Heptanediol, diacetate 209(16), 207(8), 161(4), 121(10), 97(17), 81
(28), 70(43), 55(61), 44(66), 48(89), 42(48),
41(100) .

7 2-Acetyl-1-pyrroline E11(8), 83(52), 68(15), 69(9), 43(100), 42
(21),41(62)

8 Unknown 281(25), 265(5), 207(24), 133(10), 121(37),
91(15), 84(24), 79(20), 55(37), 49(100)

9 Unknown 281(14), 207(9), 121(51), 108(16), 93(11), 86
(15), 79(29), 69(16), 58(8), 51(42), 43(100),
41(48)

10 Pyridine, 2,4,6-trim&hyl~ 121(100), 120(39), 106(20), 91(5), 79(43), 77
(17), 51(14), 42(16)

11 Unknown 281(12), 207(5), 121(11), 84(26), 73(19), 60

(22}, 59(22), 49(100), 45(95), 43(56), 41(35)
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M13197 3.11 (@)

Peak No. Structure m/z (% relative abundance)
12 ? 1-Iodo-2-methylnonane 250(3), 127(17), 105(8), 84(16), 68(7), 58
(36), 57(37), 43(100), 41(36)

13 Cyclotetrasiloxane, octamethyl-  283(11), 282(12), 281(100), 193(2), 74(4)

14 Cyclohexane, 1-methylene-3-(1-  136(29), 121(34), 107(43), 95(40), 94(68), 93
methylethenyl)-, (R)- €87), 81(92), 79(41), 67(100), 53(32), 41(26)

15 Unknown 282(17), 207(20), 93(28), 67(28), 59(58), 55

(40), 49(87), 43(100)
16 Unknown 157(3), 131(6), 89(7), 88(13), 84(6), 71(10),
51(80, 49(8), 43(100), 41(8)
17 2-Furanmethanol, 5-etheny! 168(2), 153(31), 135(11), 111(15), 94(50), 93
tetraltydro-.alpha.,.alpha., 5- (55), 81(28), 79(21), 59(98), 43(100), 40(50)
trimethyl-, cis-
18 Bicyclo[2.2.1]heptan-2-0l, 1,3,3-  121(10), 93(18), 81(100), 80(25), 69(17), 55
trimethyl-, acetate, (1S exo)- (15), 43(39)
19 Unknown 267(35), 251(11), 207(13), 86(20), 84(32), 71
(16), 70(10), 57(133), 51(35), 49(100), 43
(80), 41(50)

20 Unknown 267(15), 251(6), 207(7), 84(23), 71(44), 57
(52), 49(49), 43(100)

21 ? 3,6-Bis(N,N-dimethyl 267(100), 251(15), 223(2), 193(12), 126(2),
amino}-9-methylcarbazole 95(2), 71(2), 43(3)

2 Unknown 267(8), 153(8), 135(5), 109(7), 94(57), 79
(34), 68(63), 67(95), 55(30), 43(100), 41(51)
23 2H-Pyran-3-ol, 6-ethenyl 153(27), 125(3), 94(97), 93(18), 81(25), 79

tetrahydro-2,2,6-trimethyl-

(33), 68(59), 67(98), 43(100)




15197 3.11 (719)
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Peak No. Structure m/z (% relative abundance)
24 2-Pentadecanone, 6,10,14, 153(5), 135(5), 121(3), 109(5), 93(12), 79
trimethyl- (16), 71(40), 59(38), 43(100)
25 ? Oxiran, 2,2’-(1,4 butanediyl) 281(6), 207(4), 138(4), 109(8), 95(17), 81
bis- 27), 67(35), 55(44), 43(71), 41(100)
26 ? 1,6-Anhydro-2 4-dideoxy 121(2), 97(4), 85(3), 71(54), 57(98), 56(26),
(-D-arabo-hexopyranose) 55(24), 43(86), 42(20), 41(100)
27 Unknown 341(10), 281(10), 207(9), 95(12), 84(25}, 69
£33), 67(30}, 57(30), 55(30), 49(60), 43(63),
41(100)
28 Unknown 341(6), 281(6), 207(4), 111(5), 95(5), 84(18),
71(37), 57(90), 43(71), 41(100)
29 ? Benzene, (2-bromocyclo 163(2), 136(5), 118(25), 117(83), 91(100), 89
propyl)- (45), 88(27), 77(8), 65(33), 51(20)
30 Unknown 123(7}), 111(5), 93(11), 81(20), 69(52), 67
(24), 53(13), 43(19), 41(100)
31 Unknown 341(13), 281(7), 251(5), 207(6), 137(8), 111
(15), 93(32), 81(23), 67(36), 55(51), 49(42),
43(100), 41(69)
32 Benzene,(isocyanomethyl)- 117(91), 91{(100), 89(66), 88(132), 77(16), 65
(35), 51(21), 50(28)
33 ? Cyclohexasiloxane, 341(100), 325(14), 294(1), 250(5), 223(1),
dodecamethyl- 193(1), 164(1), 104(9), 73(15), 45(3)
34 ? Cyclohexasiloxane, 341(100), 325(22), 283(2), 250(6), 237(2),

dodecamethyl-

193(1), 155(2), 117(5), 90(3), 73(15), 57(10),
41(9)
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M191441 3.11 (A0)

Peak No. Structure m/z (% relative abundance)

35 Unknown 341(26), 325(13), 281(15), 207(13), 135(9),
111(18), 93(31), 81(33), 67(33), 57(44), 55
(45), 43(100)

36 Unknown 341(8), 327(6), 281(10), 207(10), 111(6), 97
(80, 85(29), 71(39), 57(74), 43(96), 41(100)

37 Unknown 341(8), 281(10), 207(8), 111(6), 85(22), 71
(34), 57(78), 43(74), 41(100)

38 Heptadecane, 2,6,10,14, 281(2), 250(2), 212(1), 159(2), 142(15, 115

tetramethyl- (180, 85(12), 70(15), 71(78), 57(100), 44(79),

41(99)

39 Unknown 341(6), 281(10), 207(7), 97(7), 85(25), 57
(71), 43(95), 41(100)

40 Octane, 5-ethyl-2-methyl- 135(2), 121(2), 111(4), 97(3), 85(38), 71(63),
57(80), 43(100)

41 Unknown 341(5), 281(6), 207(5), 111(7), 97(8), 85(30),
71(50), 57(69), 43(100), 41(98)

42 Hexatriacontane 121(1), 109(2), 97(15), 85(35), 71(60), 57
(100), 43(86), 41(92)

43 Unknown 207(52), 193(12), 177(8), 151(35), 119(70),
92(43), 71(100), 43(84)

44 Unknown 281(100), 265(11), 251(7), 209(3), 177(2),
137(4), 119(9}, 93(15), 67(48), 55(23), 43
(93)

45 Unknown 208(5), 193(19), 179(8), 165(20), 151(8), 138

(31), 124(24), 109(47), 95(65), 83(47), 67
(35), 57(48), 55(41), 43(63), 41(100)
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a1313% 3.11 (A0)

Peak No. Structure m/z (% relative abundance)
46 Unknown 281(5), 207(3), 111(17), 97(12), 85(26), 83
27}, 69(57‘), 57(45), 55(50), 43(100), 41(98)

47 Phenol, 2-methoxy-4- 200(1), 164(90), 131(28), 103(41), 91(34), 71
(2-propenyl)-,acetate (68), 57(71), 43(100)

48 Cyclohexasiloxane, 429(8), 401(3), 341(43), 325(11), 251(3), 153
dodecamethyl- (4), 124(4), 85(25), 71(50), 57(58), 43(100),

41(83)

49 ? Colchifoeine 153(13), 135(5), 109(6), 93(14), 79(15), 71
(40), 59(50), 43(100)

50 Unknown 327(5), 281(7), 207(4), 111(6), 97(9), 85(29),
71(43), 57(74), 43(100), 41(99)

51 Benzene, 1,2-dimethoxy-4-(2- 178(100), 163(34), 147(40), 135(19), 107
propenyl)- (62), 91(52), 77(23), 57(37), 41(61)

52 Heptadecane, 2,3-dimethyl 281(5), 207(4), 161(6), 115(7), 105(10), 93

(13), 85(28),71(65), 57(78), 43(100), 41(98)

53 2-Pentadecyn-1-ol 156(13), 141(13), 107(15), 95(17), 81(31), 67

(35), 55(47), 43(78), 41(100)
54 ? Pentadecane, 3-methyl 156(3), 111(5), 97(7), 85(37), 71(61), 57
(100), 43(85), 41(95)

55 7 3,5-Dibutoxy-1,1,1,7,7,7- 415(30), 383(5), 327(100), 253(5), 163(10),
hexamethyl-3,5-bis 121(7), 85(5), 73(41), 57(18), 43(20)
(trimethylsiloxy)tetrasiloxane

56 ? Caryophy]lene 189(10), 161(15), 147(14), 133(41), 119(24),

105(44), 91(64), 79(52), 67(38), 55(26); 43
(21), 41(100)




151991 3.11 (AB)

99

Peak No. Structure m/z (% relative abundance)
57 Unknown 327(9), 281(16), 207(7), 133(8), 109(12), 95
(14), 81(20), 69(28), 57(38), 49(40), 43(100),
41(83)

58 7 3-Butoxy-1,1,1,5,5,5- 349(5), 281(71), 267(18), 251(7), 220(10),
hexamethy!-3(trimethylsiloxy) 177(32), 163(10), 149(14), 135(17), 121(10),
trisiloxane 95(15), 71(22), 58(80), 41(100)

59 Cyclotridecane 161(2), 147(3), 135(2), 121(4), 111(21), 97

(42), 83(55), 69(75), 55(67), 43(51), 41(100)

60 Unknown 281(5), 163(5), 135(4), 123(4), 111(7), 97

(11), 85(34), 71(63), 57(84), 43(100), 41(93)
61 Cubebene 204(14), 161(96), 133(37), 119(60), 105
(100), 91(93), 79(58), 53(22), 41(88)
62 Unknown 281(5), 191(4), 168(9), 137(33), 122(8), 111
(16), 95(20), 81(34), 67(41), 57(50), 43(71),
41(100)
63 7 3-Eicosene(E)-octadecane, 5- 117(6), 99(20), 85(36), 71(59), 57(100}, 43
methyl- (79), 41(93)
64 ? Octadecane, 5-methyl- 155(2), 123(2), 111(6), 85(52), 71(81), 69
(21), 57(97), 43(100), 41(86)

65 Unknown 281(8), 267(3), 251(3), 170(17), 155(19), 128
(6), 111(11), 97(18), 83(29), 69(41), 55(55),
43(77), 41(100)

66 Unknown 415(8), 341(12), 327(21), 281(42), 161(130,

119(18), 105(17), 85(32), 71(53), 57(74), 41
(69), 43(100)
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M513% 3.11 (M)

Peak No, Structure m/z (% relative abundance)
67 ? 2-Propena1ﬁide, 2-methyl-N- 161(8), 147(11), 127(15), 105(30), 91(100),
phenyl- ' 69(32), 57(28), 43(40), 41(57)

68 Unknown 281(3), 218(4), 175(6), 133(20), 119(9), 105
(17), 91(100), 71(12), 57(18), 43(31), 41(37)

69 Unknown 281(5), 170(3), 155(3), 124(3), 85(47), 71
(74), 57(94), 43(100), 41(84) 7

70 ? Dodecane, 1,2-dibromo 281(7), 251(3), 135(3), 125(5), 111(15}), 97
(12), 91(21), 85(37), 71(58), 57(80), 43(97),
41(100)

71 Unknown 281(6), 170(5), 123(4), 111(13), 97(9), 85
(38), 71(64), 57(79), 55(46), 43(100), 41(96)

72 7 Dodecane 170(89), 130(29), 102(75), 85(40), 70(88), 57
(58), 41(100)

73 Benzene, (1-methyinonyl)- 218(3), 105(100), 21(11), 71(10), 57(150, 41

| (26)

74 ? Nonadecane, 3-methyl- 170(3), 97(10), 85(41), 71(60), 57(100), 43
(84), 41(93)

75 Benzeneacetic acid, 4-hydroxy- 182{42), 137(100), 122(17), 107(12), 77(16),

3-methoxy- 65(12), 51(10)

76 Benzene, (1-pentylhexyl)- - 232(3), 161(19), 119(17), 105(38), 91(100),
41(18)

77 Benzene, (1-butylheptyl)- 213(2), 175(10), 147(19), 119(5), 105(28), 91
(100), 79(3), 41(28)

78 9 Oxirane, 2-methyl-3-propyl,  121(9), 105(10), 95(13), 85(40), 71(55), 57

trans-

(94), 43(95), 41(100)




M15199 3.11 (91D)
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Peak No. Structure m/z (% relative abundance)
79 ? Oxirane, 2-methyl-3-propyl, 105(14), 97(15), 85(28), 71(48), 57(94), 43
trans- {82), 41(100)
80 1-Hexadecane 124(6), 111(27), 97(55), 83(74), 69(76), 57
(72), 55(70), 43(57), 41(100)
81 7 2-Hexene, 1-chloro
' 111(14), 97(22), 91(25), 83(29), 65(40), 57
(49), 55(66), 43(66), 41(100) |
82 7 3-Methoxycinnamic acid 178(100), 161(30), 135(62), 107(76), 89(38),
77(79), 51(56),
83 Unknown 180(7), 137(8), 123(12), 111(20), 93(47), 81
(74), 67(70), 57(70), 43(60), 41(100)
84 Benzene, 1,4-didecyl- 232(5), 124(5), 105(100), 91(15), 81(21), 57
{(25), 41(47)
85 Unknown 119(4), 105(10), 97(9), 85(35), 71(74), 57
(100), 43(82), 41(86)
86 Pentacosane, 13-phenyl- 246(5), 217(5), 175(9), 161(12), 119(22), 105
(47), 91(100), 71(47), 57(56), 41(52)
87 7 Pentacosane, 13-phenyl- 147(17), 133(7), 119(12), 105(37), 91(100),
71(8), 57(11), 43(15), 41(28)
88 Benzene, (1-propylnonyl)- 246(4), 235(4), 219(7), 147(5), 133(25), 105
(16}, 91(100), 41(29)
89 ? Docosanoic acid, 1,2,3- 281(7), 124(12), 111(18), 97(19), 85(32), 69
propanetriyl ester (54), 57(74), 43(95), 41(100)
20 Benzene, (1-ethyldecyl)- 246(4), 217(4), 161(3), 133(10), 119(41), 105
(20}, 91(109), 71(11), 57(13), 41(31)
91 ? Decane, 1,1”-0xybis- 125(5), 111(11), 97(11), 85(49), 71(72), 69

(32), 57(96), 43(1060), 41(98)
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f15197 3.11 (M0)

Peak Ne. Structure m/z (% relative abundance)

92 ? Tetradecanoic acid, ethyl ester ~ 257(100), 213(20), 199(22), 171(21), 157
€31), 143(23), 101(60), 88(71), 69(58), 55
£64), 41(85)

93 7 2-Dodecenal 177(7), 155(5), 168(45), 120(77), 83(27), 71
(32), 57(58), 41(100)

94 Bezene, (1-methylundecyl)- 246(5), 188(2), 147(2), 105(100), 91(10), 57
(8),41(23)

a5 Tetradecanoic acid, 1-methyl 229(35), 185(10), 143(7), 129(17), 97(8), 61
ethyl ester (56), 41(100)

96 ? Pentacosane, 13-phenyl 260(25), 189(3), 161(7), 133(9), 119(21), 105

(38), 91(100), 78(5), 41(13)
97 Benzene, (1-butylnonyl)- 260(22), 203(5), 147(21), 119(8), 105(37), 91
(100), 78(5), 57(7), 41(26)

98 6H-Dibenzo{b,d]pyran-1-ol, 3- 282(10), 250(8), 193(10), 145(40), 123(10),
hexyl-6a,7,8,10a-tetrahydro 109(19), 95(23), 85(17), 71(26), 57(39), 43
-6,6-9-trimethyl-, (6aR-trans)- (100), 41{64)

99 ? Pentacosane, 13-phenyl- 429(2), 279(3), 260(18), 243(27), 213(12),

133(22), 105(12), 91(100), 65(5), 41(17)
100 ?71,3,5,7,9,11 ,13-Heptaethyl 475(2), 429(87), 415(8), 401(12), 355(48),
cycloheptasiloxane 341(53), 326(12), 251(12), 221(19), 209(5),
133(12), 105(20), 91(25), 73(100), 97(36), 43
(45)
101 ? Tetradecane, 1-chloro- 260(21), 231(4), 175(4), 133(10), 119(50), 91
(100), 69(28), 55(50), 41(71)
102 7 Pentadecanoic acid, 14- 271(100), 227(15), 199(9), 171(12), 157(25),

methyl-, methyl ester

129(9), 115(13), 100(64), 88(65), 73(38), 55
(46), 41(68)
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M131497 3.11 (¢10)

Peak No. Structure m/z (% relative abundance)

103 ? 5H-Furo[3,2-g][1]benzo 277(17), 261(100), 243(10), 205(87), 189
pyran-5-one, 7-(hydroxy (54), 175(60), 161(25), 115(20), 91(38), 77
methyl)-4,9-dimethoxy (24), 57(80), 41(75)

104 7 QOctadecane, 1-chloro- 260(11), 124(5), 105(42), 85(44), 71(65), 57

(100), 41(84)

105 Pentadecanoic acid, 14-methyl-,  271(95), 251(10), 227(19), 199(12), 1')’1(14),

methyl ester 143(23), 129(15), 101(16), 87(79), 74(86), 43
(100)

106 ? 1,2-Benzenedicarboxylic acid,  334(2), 279(17), 205(18), 149(100), 104(7),
butyl-2-ethylhexyl ester 93(2), 76(7), 41(20)

107 Docosane 267(9), 111(10), 97(9), 85(54), 71(83), 57

(100), 43(91), 41(75)
108 7 9-Hexadecenoic acid 283(43), 243(18), 207(4), 194(7), 152(6), 124
(8), 96(28), 81(28), 69(38), 55(57), 41(100)

109 Benzo[g][1]benzothiopyrano 285(100), 255(5), 213(3), 185(3), 157(6), 115
[4,3-b]lindole (5), 101(13), 88(8), 96(7), 55(11), 41(19)

110 ? 2-Ethyl-1-dodecanol 257(8), 111(9), 97(14), 85(42), 71(63), 57

(100), 43(85), 41(87)

111 ? Hexadecanoic acid, cyclo 257(100), 213(4), 185(5), 129(6), 97(7), 83
hexyl ester (11), 61(33), 43(58), 41{60)

112 ? 3-Isopropoxy-1,1,1,7,7,7- 494(4), 461(6), 429(23), 415(16), 387(6), 355
hexamethyl-3,5,5-tris (31), 341(46), 281(100), 251(10), 221(13),‘
(trimethylsiloxy)tetrasiloxane 147(13), 85(19), 73(62), 57(38), 43(30)

113 Unknown 261(5), 108(17), 93(40), 79(100), 67(45), 57

(32), 55(47), 43(52), 41(95)
114 ? Pentadecane, 8,8-diheptyl 3059(42), 283(8), 252(5), 209(5), 169(14), 155

(9), 95(25), 83(48), 69(50), 55(65), 41(100)
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15191 3.11 (Ae)

Peak No. Structure m/z (%o relative abundance)
115 ? Pentadecene 125(9), 111(30), 97(57), 85(24), 83(61), 69
(60), 57(105), 55(69), 43(61), 41(100)
116 ? Heptadecanoic acid, ethyl ester ~ 299(82), 269(25), 255(97), 213(28), 199(16),
| 170(10), 157(39), 143(18), 101(78), 88(100),
55(28), 41(95)
117 9-Octadecenoic acid{Z)-, 401(5), 297(12), 265(28), 253(6), 152(7), 125
tetradecyl ester (8), 111(29), 97(55), 83(58), 69(98), 55(80),
41(100)
118 ? Decane, 2,3,8-trimethyl 123(7), 111(11), 97(16), 85(46), 71(80), 57
(100), 43(76), 41(81)
119 Octadecanoic acid, methyl ester
299(70), 269(21), 255(95), 213(10), 199(13),
185(5), 157(7), 143(25), 129(15), 101(15), 74
(87), 55(55), 43(100)
120 ? 2-Propenoic acid, 3-(4- 290(30), 178(100), 161(45), 133(120), 118
methoxyphenyl)-, 2-ethyl ester (10), 103(8), 77(10), 55(10), 41(30)
121 Linoleic acid ethyl ester 308(5), 263(57), 219(3), 164(7), 149(13), 135
(17), 109(24), 95(56), 81(93), 67(100), 55
(61),41(92)
122 9,12,15-Octadecatrienoic acid, 307(27), 277(14), 261(33), 250(15), 217(4),
ethyl ester, (Z,Z,Z)- 135(18), 121(28), 93(23), 79(100), 67(51), 55
(27), 41(63)
123 Unknown 135(7), 111(14), 95(21), 85(52), 71(71), 57
(99), 43(98), 41(100)
124 Heptadecanoic acid, 15-methyl-,  312(79), 283(18), 269(90), 255(35), 213(17),

éthyl ester

199(13), 171(11), 157(33), 115(14), 101(67),
88(70), 73(33), 55(70), 41(100)
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A13197 3.11 (A9)

Peak No. Structure m/z (% relative abundance)

125 Unknown 375(7), 284(12), 255(6), 207(5), 137(5), 123
(7), 111(20), 97(27), 85(39), 71(56), 57(88),
43(89), 41(100)

126 ? Nonadecane, 2,3-dimethyl- 111(15), 97(17), 85(47), 71(67), 57(92), 43
(100), 41(79)

127 Tetradecane, 2,6,10-trimethyl- 111(10), 97(14), 85(47), 71(67), 57(100), 43
(81), 41(77)

128 Unknown 250(7), 123(9), 111(14), 95(26), 81(42), 67
(39), 57(67), 43(81), 41(100)

129 ? 2-Propenoic acid, 3-(4- 290(28), 255(8), 178(100), 161(42), 133(18),

methoxyphenyl)-, 2-ethy! ester 103(7), 89(9), 55(15), 41(30)

130 ? 1-Dodecanethiol 255(40), 171(5), 125(10), 111(27), 97(39), 83
(55), 69(82), 57(74), 43(74), 41(100)

131 ? Nonadecane, 10-methyl- 111(8), 97(12), 85(53), 71(72), 57(100), 43
(63), 41(64)

132 ? Hexanedioic acid, dioctyl ester ~ 371(11), 313(4), 285(7), 259(20), 147(19),
129(100), 111(62), 83(25), 70(38), 55(64), 41
(79)

133 Unknown 441(14), 125(5), 111(10), 97(14), 85(45), 71

(67), 57(100), 43(75), 41(71)
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maafi 3.12 apdesdlsznevlumsainninaenyuing

Compounds Peak No.
Hydrocarbons

I-lodo-2-methylnonane 12
Cyclohexane, 1-methylene-3-(1-methylethenyl)-, (R)- 14
Heptadecane, 2,6,10,14, tetramethyl- 38

Octane, 5-ethyl-2-methyl- / 40
Hexatriacontane 42
Heptadecane, 2,3-dimethyl 52
Pentadecane, 3-methyl 54
Caryophyllene _ 56

Cyclotridecane 59
Cubcebene 61

3-Eicosene(E)-octadecane, 5-methyl- 63

Octadecane, 5-methyl- 64
Dodecane, 1,2-dibromo 70
Dodecane 72

Nonadecane, 3-methyl- 74

1-Hexadecane 80
2-Hexene, 1-chloro 81

Tetradecane, 1-chloro- 101
Octadecane, 1-chloro- 104
Docosane 107
Pentédecane, 8.,8-diheptyl 114
Pentadecene 115
Decane, 2,3,8-trimethyl 118
Nonadecane, 2,3-dimethyl- A 126
Tetradecane, 2,6,10-trimethyl- 127

Nonadecane, 10-methyl- 131
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15199 3.12 (A9)

Compounds Peak No.
Acids and Esters
Isopentyl-3-hydroxy-2-methylenebutanoate ' 2
1,1-Heptanediol, diacetate 6
Bicyclo[2.2.1]heptan-2-ol, 1,3,3-trimethyl-, acetate, (18 exo)- 18
Phenol, 2-methoxy-4-(2-propenyl)-,acetate 47
Benzeneacetic acid, 4-hydroxy-3-methoxy- 75
3-Methoxycinnamic acid 82
Docosanoic acid, 1;2,3-propanet1'iyl ester 89
Tetradecanoic acid, ethyl ester | 92
Tetradecanoic acid, 1-methyl ethyl ester 95
Pentadecanoic acid, 14-methyl-, methyl ester 102
~ 1,2-Benzenedicarboxylic acid, butyl-2-ethylhexyl ester 106
9-Hexadecenoic acid 108
Hexadecanoic acid, cyclohexyl ester 111
Heptadecanoic acid, ethyl ester | 116
9-Octadecenoic acid(Z)-, tetradecyl ester 117
Octadecanoic acid, methyl ester 119
2-Propenoic acid, 3-(4-methoxyphenyl)-, 2-ethy] ester 120
Linoleic acid ethyl ester l 121
9,12,15-Octadecatrienoic acid, ethyl ester, (Z,Z,7)- . 122
Heptadecanoic acid, 15—méthyl-, ethyl ester 124
2-Propenoic acid, 3-(4-methoxyphenyl)-, 2-ethyl ester 129
Hexanedicic acid, dioctyl ester 132
Aromalics
Benzene, ethyl- 4
Benzene, (2-bromocyclopropyl)- 29
Benzene, (isocyanomethyl)- 32

Benzene, 1,2-dimethoxy-4-(2-propenyl}- 51
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f15197 3.12 (D)

Compounds Peak No.
Benzene, (1-methylnonyl)- 73
Benzene, (1-pentythexyl)- | 76
Benzene, (1-butylheptyl)- 77
Benzene, 1,4-didecyl- 84
Pentacosane, 13-phenyl- 86
Benzene, (1-propyinonyi)- 88
Benzene, (1-ethyldecyl)- 90
Bezene, (1-methylundecyl)- : 94
Benzene, {1-butylnonyl)- ' 97

Alcohols and Ethers _
2-Furanmethanol, 5-ethenyltetrahydro-.alpha.,.alpha., S-trimethyl-, cis- 17
2H-Pyran-3-ol, 6-ethenyltetrahydro-2,2 6-trimethyl- 23
Oxiran, 2,2'-(1,4 butanediyl)bis- 25
1,6-Anhydro-2,4-dideoxy (-D-arabo-hexopyranose) 26
2?Pentadecyn- 1-o0l 53
Oxirane, 2~-methyl-3-propyl, trans- 78
Decane, 1,1'-oxybis 91
2-Ethyl-1-dodecanol 110

Nitrogen-containing

2-Acetyl-1-pyrroline 7

Pyridine, 2,4,6-trimethyl- 10

3,6-Bis(N,N-dimethylamino)-9-methylcarbazole 21

2-Propenamide, 2-methyl-N-phenyl- ' 67
Aldehydes and ketones

2-Pentadecanone, 6,10,14, trimethyl- . 24

2-Dodecenal 93
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A15131 3.12 (Al9)

Compounds Peak No.
Miscillaneous

‘Cyclotetrasiloxane, octamethyl- 13
Cyclohexasiloxane, dodecamethyl- 33
Colchifoeine 49
3,5-Dibutoxy-1,1,1,7,7,7-hexamethyl-3,5-bis(trimethylsiloxy)tetrasiloxane 55
3-Butoxy-1,1,1,5,5,5-hexamethyl-3(trimethylsiloxy)trisiloxane 58
6H-Dibenzo[b,d]pyran-1-ol, 3-hexyl-6a,7,8,1 0a-tetrahydro-6,6-9-trimethyl-, 98
(6aR-trans)-

1,3,5,7,9,11,13-Heptacthylcycloheptasiloxane 100
5H-Furo[3,2-g][1]benzopyran-5-one, 7-(hydroxymethyl)-4,9-dimethoxy 103
Benzo[g}{1]benzothiopyrano[4,3-blindole 109
3-Isopropoxy-1,1,1,7,7,7-hexamethyl-3,5,5-tris(trimethylsiloxy)tetrasiloxane 112

1-Dodecanethiol 130




