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Abstract

Spent coffee ground (SCG) from industrial section is a waste approximately 8-
10 metric tons daily discharged from production of canned coffee. To make high value
added to SCG, study on chemical components is essentially required. In this research,
fatty acid contents were determined while chemical components in non-saponifiable
material were isolated and characterized. SCG mainly comprised cis-9,12-linoleic acid
(62.41%), palmitic acid (17.29%) and cis-9-oleic acid (8%). Isolation of non-saponifiable
material by chromatographic techniques yielded 3 major diterpenoids named cafestol,
dehydrocafestol and 16-O-methylcafestol, whose structures were characterized by

NMR data compared to previous reports in the literature.

Key word: Spent coffee ground (SCG), Diterpenoids, non-saponifiable material.
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meagosdusznouiuaniaiulagAnwiansngy diterpenoid 1y Cafestol wag Kahweol
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1.5 Uszlgwunaindnaslasu

1.

nvesAUsynovvensaluiudass ensaluiuduiuaznsaluiuliduds e
Wisuifisuesduszneumaeiiveaninniunainuniuwiiluuas gramnssy
nswasaingy diterpene annnnulugaamnssailelfisganivesninniun
LTIWEE)

werdndagiainnisadianinniunlungy diterpene

I¢fasUsznouditerpene fignueanuaziliuianslneislasninnniliielunagey
quismeTnm

iiolddeyafiifudselonilunsimuidudy quwu dunsummdldiamngie

Sudiraduzlsy vSauinszilansinYAuIAI o174



uni 2

A1INNADILLASHANTINAADY

2.1 A29819

nnNwnaIngeamnssufltlunimaaeslauanuigm endlugluglis(Ussmalne) 91in
waznInNIwnaInun i IlUleaInIu terracotta finuauilasds aueineimans quiasnsal

IR wyaeiabnsd lwaUnu iy NILNNNIUAS

2.2 \n3asdianazgunsalildlunisneaes
1. paauy (column)
VIngUUN (Erlenmeyer flask)

Innunau (round bottom flask)

el

JnLnas (beaker)

o

NaRANAAaDY (test tube)
MaRANYAN#ANT (dropper)

wyLAIAUET (glass rod)

© N o

N3zUanNAA (cylinder)

9. ATIUM (glass funnel)

10. iaenAzUaans (capillary tube)

11. nsgawnIaq (filter paper)

12. vdauazuaaud (stand & clamp)

13. Tulastia (micropipette)

14. ududiulaweslasunlnns il (thin-layer chromatography)

15. wp3oetaluiii ¢ suvus (analytical balance 4 digit)

16. wisedlvirudou (hotplate)

17. 919MIUANRUNNH (water bath)

18. m’%iaqizmaqagzgnmmmumu (rotary vacuum evaporation)

19. wsesdnadesuunuinslowuudauninsiives (nuclear magnetic resonance
spectrometer: NMR)

20. w3osuravaeduillasulnns @ (flash chromatography) U Isolera

21. w3esufalasuilnns1#l (cas chromatography) U 6890N S Agilent
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1. dvhazaie laun wenau (hexane) lapaslsiinu (dichloromethane) Lofiawed@ing (ethyl

acetate) LUN1U8a (methanol) Lan1usa (ethanol) wadLnu (acetone) AaalsWasuA

(CDCls) wazain milli Q

aaa

=

ook LD

2.4 n159AsIERUSUunsalusiu

N ANG (Sephadex LH-20)

FiUfisen anisaldehyde

Fanaa wes 7734 dusuaeduillasuilnngi®l (open column chromatography)

Tnunaoulansonlan (Potassium hydroxide)

(%
a

NN (SCG) 210 2 unasiantuAeaInlswIuLUesh (SCG berdy) wazsruntunnaly

(SCG coffee shop) NHIUATEUIUAITAINTALITIRE9AE 250 NI AAUUANAIIazae LeTiaued

m (ethyl acetate) TutSunas 300 mL wufield 24 92lue Weasuainuualilusdiuiana laun

SEMEFIYINAaTA1Y INNUUTIANTANANNNINNTLA 919 2 LIaINNNBE198E 20 NSU TAYNNSIAS8UNDY

ATINAIE GC-FID Agdowmssunsnluiudaseludiogndlvioglugy Fatty acid methyl ester vive

ihlUAinsgivsmnansaluiusioimaia GC-FID #1304 Gas chromatography 1Jusu 6820N i

Usznause Flame lonization Detector 8%8 Agilent @n1231A309989 GC-FID A9il

Column

Detector

Carrier gas

Hydrogen gas

Air

Make up gas(N2)
Injection mode
Injection temperature
Injection volume

Oven temperature

FIUNANITNARDIAIUANTIN 2.1

1Y

2N

il

: Capillary column,SP™ 2560 Fused silica
Capillary Column 100 m x 0.25 mm x 0.20 pm,
film thickness, Max Temp.250 °C
: Flame lonization Detector, Temperature:250 °C
: Helium (He), Flow rate: 1.1 mL/min
: 35 mL/min
: 280 mL/min
: 40 mL/min
: Split, Split ratio 100:1
: 260 °C
1l
: 140 °C; hold 5 min.
Increase 20 °C/min to 240 °C; hold 20 min.
Increase 40 °C/min to 250 °C; hold 0.5 min.



A15197 2.1 wanssiavaansaluduinuaInn A wnlssuuasAwar s un Wiy

vilavansaludiu gnsimilvainsa  SCG coffee SCG berdy
logiu shop
saturated fat content content
(g/1009) (g/100¢)
butyric acid (C;HgO,) Ca4:.0 not detected not detected
caproic acid (C¢H;,0,) C6:0 not detected not detected
caprylic acid (CgH;60,) C8:0 not detected not detected
capric acid (CyoH,00,) C10:0 not detected not detected
undenoic acid (C;,H,,0,) C11:0 not detected not detected
lauric acid (C;,H,40,) C12:0 not detected not detected
tridecanoic acid (C;3H,0,) C13:0 not detected not detected
myristic acid (Cy4H,505) C14:0 0.06 0.08
pentadecanoic acid (C;5H3,0,) C15:0 0.05 0.06
palmitic acid (Ci¢H3,0,) C16:0 17.2 17.29
heptadecanoic acid (C;7H3,0,) C17:0 0.17 0.12
stearic acid (C;505c0,) C18:0 5.63 5.85
arachidic acid (CyH;00,) C20:0 25 2.67
heneicosanoic acid (C,;H4,0,) C21:0 0.17 0.19
behenic acid (C,,H440,) C22:0 0.74 0.51
tricosanoic acid (Cy3Hg05) C23:0 not detected not detected
lignoceric acid (CyHs50,) C24:0 0.27 0.27
total of saturated fat saturated fat 26.79 27.04

monounsaturated fatty acid

myristoleic acid (Cy4H,60,) C14:1 not detected not detected
cis-10-pentadecenoic acid (C;5H,50,) C15:1n10 not detected not detected
palmitoleic acid (C;4H3,0,) C16:1n7 0.04 0.04
cis-10-heptadecenoic acid (C;7H3,0,) C17:1n10 not detected not detected
trans-9-elaidic acid (C;gH5,0,) C18:1n9t 0.03 0.07
cis-9-oleic (CigH340,) C18:1n9c 5.08 8
cis-11-eicosenoic acid (C,oH350,) C20:1n11 0.5 0.62
erucic acid (C,,H4,0,) C22:1n9 not detected not detected
nervonic acid (Cy4Hg60,) C24:1n9 not detected 0.24




total of monounsaturated fatty acid monounsat FA 5.64 8.97
polyunsaturated fatty acid

trans-L-inolelaidic acid (C;305,0,) C18:2n6t 0.03 0.03
cis-9,12-linoleic acid (C;505,0,) C18:2n6¢c 65.25 62.41
gamma-linolenic acid (Cy305,0,) C18:3n6 0.03 0.01
alpha-linolenic acid (C;505,0,) C18:3n3 1.98 1.12
cis-11,14-eicosadienoic acid (CyoH3¢0,) C20:2 0.09 0.1
cis-8,11,14-eicosatrienoic acid (CyoH340,) C20:3n6 0.03 0.04
cis-11,14,17-eicosatrienoic acid (C,,H340,) C20:3n3 not detected not detected
arachidonic acid (C,oH3,0,) C20:4n6 0.16 0.15
cis-13,16-docosadienoic acid (C,,H400,) C22:2 not detected not detected
cis-5,8,11,14,17-eicosapentaenoic acid C20:5n3 not detected 0.11
(C20H3002)

4,7,10,13,16,19-docosahexaenoic acid C22:6n3 not detected 0.03
(Cy5H550,)

total of polyunsaturated fatty acid polyunsat FA 67.57 63.98
total of unsaturated fat (monounsat and unsaturated 73.21 72.96
polyunsat) fat

PANANITNAGBINITIATIERUS LN IAluTunuITlunINAUHYDINS 2 UNaINLINUTN

serUsEnounangnillunnnunAslutiudsUsuanesnsalusiunnutudulngdunsaludulidud
Fafife cis-9,12-linoleic acid (C18:2n6¢) (62.41%) waznsabuud udiAe Palmitic acid (C16:0)

(17.29% Yérwuaavneianansanulsluninnumitiufe cis-9-oleic acid (C18:1n9¢) (8%) aidunsn

(%

Tostuludus USunuvesnsalasuinuiuainitd 2 wiasnuntumeusuianlluans1aiudfunann
AN5PINNEIUNTZUIUNIT AL SIFUUID ANIUEININTLNLAT B UN Y L BYINnNSISsuisuUILMNSA

Tuffureaia 2 widsfinniufonnlsenuuesh (SCG berdy) uwazdrununiiall (SCG coffee shop)

=

Hudwilnuiuuwesnsaluiudeailitanaieiu a1nenuidedugildfnvineuntiuasnanis
naaevilinsuiisesdusenaunanifegluninnwidupeludy uagluuidedienisdnw
asrUsznavdugseludndudessinismdaludusenlaenisinufisetaveuiiliad udsaznany

a L (% ca !
vazRealumdensanauenansuseneulamesiusely



2.5 N1SANANINNILNW

2.5.1 N1SLAINAITINALANYEINSUANAINNINNTWWIUSZAUNITIATIZN

Fannnuil (SCG) TiiunszuIunIsmnLis agaz 10 nfuasluvantunausIuiy
5 999 nuRNFvazatedl viausniseny (hexane) Mndiaeiulanaslsiiny
(dichloromethane, DCM) wanfianuifiiefiaweding (ethyl acetate, EtOAC ) YIATIALLUN
199 (methanol, MeOH) wazIngavineuadlny (acetone) luuGanaminay 100 mL wifis
1% 24 $1Tug anduansezuendu 2 drufedruidudiuvesiviasarsuazandidunin
Thihduidusivhavanelssmesvhazaiseensiein3as Rotary evaporator 9k SCG
extract crude afngn 3 a%s Tnemsidudiiuninadndionisidudiiazaioudazyde
iiold SCG extract crude 118 3 A% PNt ludafeUssfiulsunnwesansainain SCG

NlEFvinatgdInsun1san AR INUNUIINANISIAaR LARIUA195199 2.2 fadl

AN5197 2.2 USunauansana SCG wlaluiivinazanesnaviinnu

o . U3uauva9 SCG U3U1989 SCG crude
AIN1ATAY [, . %Yield
(n3y) extract (n5Y)
Hexane 10.0036 2.26 22.6
DCM 10.0042 2.55 255
EtOAc 10.0054 2.62 26.2
Acetone 10.0093 2.69 26.9
MeOH 10.0023 2.37 23.7

IINMFIRANITIARBIF T arae TNz aNdusunsaia SCG WislrliuTuna
SCG extract crude lut3unaannie axdlnu(Acetone) wasiofiaesding (Ethylacetate) &4
Tuauideidenlddviasasieiefiasdne 1iosanansusznoulamesiuiuanuiid
Yoy Feihvosefiaerdmetiutiooninevdlnudsannsoainlamediudidamennann SCG
extract crude léAnies@lnu Sniaienvesefinosiimaganirosdinurlinisarilag
Tofaezdmaiiustansnmlduinnitevdlny Fueedouiseneunthildiefiaosdmealy
nsafaaisusznevlamesfunazarsiadluiesu fUAnsivsun avesofiaesdinnd
1NN TLNUN8[13]

ntuihansatnan SCG ludvhavaneildatnaisiulunaaeudie TLC Tusyuy

v
v v A

aﬁwazmaﬁmmumu 10% DCM-Hexane, 50%DCM-Hexane, DCM, Hexane, 10%EtOAC-
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Hexane, 50%EtOAc-Hexane L 83 LA 1ENRITEUUAIVINALa g7 LUUILAUFINS U ke N

asrUsznavlu SCG FeRrpasusenaulamasiu nuinlsnanisnnanesail

10%D-H 50%D-H  DCM Hexane 10%Et-H  50%Et-H

JUN 2.1 naveansnaaeu TLC Nszuuimviazatgiaiu neld UV

PNWaNIINAFUAIY TLC melsias UV mausingitesdusenaunieglu SCG 1y
diulnglidinisganduuas UV iesinarsadaibaain SCG uldfivylaslues
(chromophore) nuudaldinu)izenme anisaldehyde Liveiindvasansiinuizeiuu

WU TLC F99lananIsnnanInail

JUN 2.2 naveanisnaaeu TLC Nszuumvhagagaeiuiiun1sdousiy anisaldehyde

INKANNSIDUAWKY TLC 999815817 SCG TudrazaneNlganas1aiunuINssuusi
yMarae lwena1susenaulayesnuannansans SCG F9NUI1fvNasate it nus @y

ASun1swenasusenaulamasiuUULEY TLC A 10%EtOAC-Hexane kay 209%FtOAC-
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Hexane dadonanszesiians 2 esdusznouksnoanINfuLTian wazannusy TLC ¥
Tmsulffosduszneumanily SCG 2 awdtsznaufeduiifidaduasdgs

Tu SCG Ysznaumelasndiweslsavsunaunnuazidudisuniumanlunisiasisi
wesAUsEnaudunlu SCG upsdimaminlasndweslsdeanain SCG lngn1sviuFAzena
Uaudifliatu

1 SCG crude extract Uszuas 0.4 n3u ansudslnunadeslensenlaluum
upanITNTL 0.5 Twans $1uan 100 mL iitevhuFAseraveuiifiady Tnessujised

gamall 70 sarwadea Wuan 3 Falussagy

S >3 LLamiﬂﬂiﬁgaﬂﬁﬁ‘%aﬂaUauﬁWLﬂﬁi’i’u

densunailduiasevngauiaserlaonisiduiinduasiu Gmeassdn 3 sou
oM Saponification number (SN, Jadnsuveslnunauulonsonlanlu 1 nsu
194 SCG ) F9e1 SN Mdifudviivadvuialuana vierminluanaves nenlududiu
dwdsznevluluanalasnfiwelsn

Tngmsmuiinalnunadsuiiduasluvinujaseniomdalasndiweslsdeants
Ifunitgalagismslmmsndy HCL 0.5 Tuans 13udiamesiduiiuedwnaudslinanis
VARIATUANT N

AT 2.3 WAAINanIA1 SN

13 Usunad d3uims  Usunsvag NAR9UDY SN ALRAY

veaasfi 99 SCG W8I HClL HClsample USwms HCL  (Biadn¥u 289 SN

crude blank (Nadans) blankiu ~ ¥83 KOH /
extract (Uaddn3) HCl sample  n3uvaq
(n3w) SCG)
1 0.4122 4.87 2.3 2.57 174.57
2 0.4361 4.87 2.5 2.37 152.17 161.68

3 0.3838 4.87 2.7 2.17 158.31
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INAITIINAN1INAAD3I3g LA A1 Saponification number (SN,Tad N5 1Y
Tnunadoulansonlaniu 1 nSuwes SCG Ussanm 162 Taansuvedlnunadeulansonlen
T 1 N3 SCG (Mg of KOH/1 ¢ of SCG) Faneanuisiuwiudeddlnunadeylenson
lasuszana 162 fadnsunSeunniise SCG 1 ndu eusslunsalufuiifuduusznay
Tuluanalasndweslsn Tu SCG crude extract

Mnilunisnaaesinenisuts SCG crude extract 0.11 n$uldUsinalnwunaidosle
nsenles 20 Tadnfudenusnaidaua SN iy 162 WiewSeuifisuszrisiewihujazen

wagnawihuisenlaganunsanegounan1snaaas NMR fasaluil

L

3.0 25 2.0 15 1.0 05 0.0

7.5 7.0 65 6.0 5.5 5.0 45 o 3.5
1 (ppm)

SUT 2.4 arn@$il NMR 983 SCG crude extract Aewhuiisenaueaiiilady

91n3U7 2.4 @dnnsu NMR 483 SCG crude extract newinufisenausu
DAATUNUAT chemical shift Useunad 4.25 wuanwaziadududnvusiavaalag

nAwaslse
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2020-08-24-1id001-scg22

B I IR B 5 1[0

T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5

T T T T T T T T T
3.5 3.0 25 2.0 1.5 1.0 05 0.0 05 1.0
1 (ppm)

UM 2.5 aUnm3u NMR 289 SCG crude extract vidanyilf)isenavsuiiiliadu

31n5UN 2.5 adnasu NVR ves SCG crude extract 711 chemical shift
Uszunu 4.25 ldnvanwauziinveslasndweslsd deansliiiuiiainnisi
UAseravaudiliaduaiuisandnludiuveslasndiweslsnoanain SCG crude

P A . . o [ a s I3 A
extract @ UUW major impurity #1913UN1TILATIZVNIDIAYTENDUBUS

2.5.2 n1seanvasdsusenaulamasinulussaun1siasisi

ng1sane SCG 280 Hadnsuninenmawaiadaniaaneauilasuilnns il (silica
gel column chromatography) A2E5zUU 100% LALEU LAIADYS) Lﬁu%ﬁamaﬁaaz%mm
W 10% 20% 50% auiisns1diu 100% efiaezdmn taisaia SCG Aldannisuenlay
THmpdnanaanesudlasuningnsildwl aduunsady uastunsaduusasunsatun
ns1vaeussmaina TLC lnsldszuuiviazansilimunzay (20%EtOAC-Hexane) Wu3

ANUNSOWENA1TANAIN SCG anulA 27 wilsnTuTsanusasInwnsntuiulanatl

i

U7 2.6 wanawawes TLC unsndusaus 2-28
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losa1nuaves TLC profile votunsndu 2-6 Tinaves TLC wilouruauisa
sAUlEFaiUTIne 100.5 fadndu sesnunlsndy 5-9 awnsasauiuliduietulivsuna
135.6 fiadnsu Aunaues TLC profile ilAsauunsndu 10-18, unsndu 19-26 uag wilsn
T 27 TunssiuswsazwisnTudme i lrdusunusiudu 52.2 fadnsy, 17.3 Tadnsy
LAz 9.8 Jadn3u FeudazusniuiiFiduamdednvaradetsiy

Mntuhlunsieaeulnsiadrsesasdiomada NMR Wiodasiziosiusznouees

AL LN NTU

2020-08-24-tid008-5cg20-f.2-4

L JLJLlJMbL_

3.5 3.0 2.5 2.0 1.5 1.0 0.5

75 7.0 6.5 6.0 5.5 5.0 45 4.0
1 (ppm)

gﬂﬁ 2.7 Haves TLC wazann3a NMR 483 SCG crude extract fimunsusnluus

SNTUN 2-4

nayaannsu NMR v83 SCG crude extract MlanuIwnsndy 2-4 Li93310
aUnnsuvad NMR 761 chemical shift Uszanu 4.25 nudnueazvasnaidulasnamwslss

Faldiwnsnduilundwsizvine

2020-08-24-1id007-5¢g20-1.5-9

35 30 25 20 1.5 1.0 05 00 05
1 (ppm)



2020-08-24-1id006-s5cg20-f.10-18
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gﬂﬁ 2.8 Hawes TLC uaraiunn3u NMR 989 SCG crude extract fiinunsueniuusl

SNTUN 5-9

nTayaalnmnsu NMR 983 SCG crude extract 71 baunsndu 5-9 1dunsaludiu

daseidailansFevuduguuegine Snvsdmulasniiweslse

L Y v

T
7.5

2020-08-24-1id005-5g20-1.19-26

T " T v T - T v f — eV — - T - T - T . 1 - T
7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)

=

5UT 2.9 waves TLC wazatna$i NMR 999 SCG crude extract fiktumsueniy

wnsndudi 10-18

Mndoyaaunn$y NMR 983 SCG crude extract Aldusisndu 10-18 1unsalasiu

daszliusngiiaveslasndweslsa

. . . . . . . . . v . r - v
3.0 2.5 2.0 1.5 1.0 0.5 0.0 0.8

. . . r . r . v . . . .
7.5 7.0 6.5 6.0 5.5 5.0 4.5

4.0 3.5
1 (ppm)

gﬂﬁ 2.10 uanIaYed TLC wazalUnniu NMR ¥84 SCG crude extract fIK1UNS

wonluunsndud 19-26



2020-08-24-1id004-scd20-.27

|
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nTeyaalunnsy NMR 483 SCG crude extract 7 Lunsndu 19-26 10y

asUseneuUssinviluednuazansnaulamesiukasdslinsaluiudaseiovy

g
i

-u'----
-
=

.

8.0

7.5 7.0 6.5 6.0 5.5 5.0 as 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0
1 (ppm)

U 2.1 uanswaves TLC uazaunasyu NMR 489 SCG crude extract #i1un1s

wenluwnsNIUn 27

ndayaaiunmsy NMR 999 SCG crude extract lauwsndu 27 iuaisuszneu
Usznnilueadanazaisngulamasing

feanunsnasufoyaan TLC profile uazann3uain NMR lassdl

usndudl 1 fninnisiusisndudt 2-4 syuduBsteyannn TLC way NMR asnsa
ayUldindulasndweslse

uwilsndudt 2 1Anannnsiunsatuil 5-18 saufudadeyasin TLC waz NMR
anunseagUldindulasniweslsduasnsnluliudasy

wisnudl 3 1Aeennstulsndufl 19-27 saududstoyaain TLC uag NMR

anunsaagUlainduansuszneulssaviluedauazansngulame iy

'3

2.5.3 nsuenuIgnsvasasusznaulamasiu

11 SCG 3.455 Alansuainnloiofianeding 4 daslidunaiuiu 24 Falusansay

I 1 A 1 A @ 1 A & gj o 1 a o
woneonilu 2 dw Aeduniduasavarsuavduiilunin Mnduthdwiduaisezaioun
sTieAiaranenlLA3Ied rotary evaporator @aumidunintuliiiunanangn auasu 3
AS9 1aATU 3 ASILA9zlR SCG crude extract 588.4 nsu Tun1svinsilAsziesAlszneay
Y99 SCG WUaswunuinlu SCG dulllnsndweslsndaiuinaunnaninuly SCG Anuiwos
finsmdnnslaein SCG crude extract NlaannisanasistefiaosdmauvinujiseaUau

ety Weujisedugaaisazatsazusneandu 2 dwudediuindulvdadudiuiivh

=D
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UFATeuazdmitlivihuiasedunaldanduasazats anduihdnildlivauiasen
nsuenludausioly

93¢ SCG crude extract wnfslnunaideilensonlodlummusaiiioviiujisena
Uoudiihadulaefinusnirdauan SN iy 170 fadnfuveslnunaidon/nduves SCG 9

(%
aaa a

SeufAseduanasagldansadn SCG sanunidu 2 diu AeduivihuFAzeuavaquilivh
UFATe1 Feaeldludndladviiufasenuninisuenuasyiliuians esanlududd
asUsgneulamesiuddiviiisoaueuiiadu

Mntuutsansatin SCG 100 nfufildannsatadeiefinesdng Wulnunaidesls
asantea 0.5 luans 8.5 nfuluwuniuea 200 daddns (SN=170 Jadnfuveslnunaides/
n3uvee SCG) mﬂﬁ?ué?wﬁﬁ'%mﬁqmmﬁ 70 ssmwa@ea nan 24 2lua leAsuiIad
fvtun nduvgauiisenasinanilivhufiser feinnimeassasld 70 nfumuen
ansusynoulames wuesonlneldinadataniig ng (Sephadex LH-20 column

chromatography) 50% Lun1uea-taaaslsiiunulInguIsanenesnuls 2 wnsndu

v
Yo A

Pnuhluanvaeulasaimemaia NMR 9ndeyaaninsalnUnlansil

2020-10-19-tid00!

| A A J ) o

3.0 2.5 2.0 1.5 1.0 0.5 0.0

8.0 7.5 7.0 6.5 6.0 5.5 5.0 s 40
1 (ppm)

gﬂﬁ 2.12 Haves TLC uazanm3s NMR 983 SCG crude extract fiinunsuensie

wanANLAnG Tulnsndun 1

uNsATU 1 Waves TLC J03AUsznaUvianun 4 93AUTenoundngAWuUULNY TLC
A a 1 ¥ a [ ¢ U a ! !
diefiansanuay TLC anmswenmemedianiing duluananivuislngnitazgnuen
ponunaududsasUlaiunsndutivennsalvduddluanalugnitaisusenaulamesi

weenneu wardoyadnanasu NMR amnsaagulainunsnduiidu linoleic acid



2020-10-19-tid003-scg31-f.19-27|

7.23
7.23
—6.20
-3.77
-3.17
0.83
0.82

{o.

o

T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 15 1.0
1 (ppm)

gﬂ‘ﬁ 2.13 Wavups TLC tazanmnsy NMR 299 SCG crude extract ﬁshummemé’w

wadAWLANG Tulnsndu 2

wisndu 2 9INn1ERANIIURLY TLC FemuesAUszneu 4 asdusznauuazdoyaves
ann3u NMR wuinfuansngulamesfiuusdsfinsalududassuzuaglutiinamndatiy
Fefetenfunisuendemaiiadanueaneduilasuiivns il Werdnnsalutudasydeansly
UiavSeananansngulamesiiunazusnarsngulamesiusenainiu

Yransana SCG 7 LA 91nn15wene 38snAl A Sephadex LH-20 colurnn
chromatography 50% Lumuea-laaaslsiitnu 1.4 nSuuuensemewaiafaniaanoauy
Tasulnns @ (silica gel colurn chromatography) $1858UU 100% 8wy kdres Wi
TaeLefiansdnan 10%-50% Feazldmmn 4 usnduanduilunsieaeulnsaing

(%
Yo A

mewmalin NMR andeyaaninsalnUilaanansasyylanail

2020-11-04-tid016-scg33 B ) T © h) < o
T ™ - < N N
N N NN < ]
~ N o o n <+ <
— ~ | ~

15

095=

T

¢

o 09e= E,— =
m

8.5 8.0 7.5 7.0 6.5 6.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0

o)

a5 4.0
1 (ppm)



19

SUT 2.14 waves TLC uavaunnsa NMR v8d SCG crude extract Tuussndud 2 4

Y

FUNITLENAIEATALNILANT LAz LensamumATATaNlaaneaullasunns A Tuwwnsn

Ju 1

wisnT 1 910 TLC nuasAUsenau 1 a9ausznou wesaniduansinsiulassasng

(%
Y v v

pegkARItUANNNT S BULTIBUlASIAS19URIAN SR LA NN SATUNAeaUNASY NMR U84

Y

nudeineumiiivaunasuves NMR dnuiniduanasuvesans dehydrocafestol @l

anwelAsIas1anail

dehydrocafestol

U7 2.15 uandlasaainses dehydrocafestol

6.198
6.195

-3.785
-3.180

&

" | L

2

100

331

8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 35 3.0 2.5 2.0 1.5 1.0

a0
1 (ppm)

SUT 2.16 wawes TLC wavaunnsa NMR v89 SCG crude extract luuwnsndud 2 4

U

1 v a [ 4 1Y a aa [ =
NIUNTHENAIYLNAUALY N LAY LLﬁ%LLEJﬂG]E]ﬂ’JEJLWWUﬂGZIaﬂ’WLﬁ]ﬁﬂ'ﬁ]ﬁﬂﬂiﬂﬁuﬂﬂﬂﬁ’miuLLWﬁﬂ

JU 3

wilsnTU 3 911 TLC nuesAUsenau 2 asrdsenounsiziinsaladudassidauu

o
K

Hesnduansivsulassaiisegudiniuaunsasuiisulasadavesasilaan

a v

wNSATUL P8 UNATY NMR 99997U3 388 nountndduaunasuvad NMR dnulindu

Aunnsuuesans 16-O-methylcafestol @ailanuwauzlaTeasianail

0.5
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16-O-methylcafestol
JUN 2.17 uanalaseainaves 16-0-methylcafestol

<

75 7.0 65 6.0 55 5.0 s a0 35 3.0 25 2o s 1o o5 c.o
1 (ppm)

U7 2.18 wawes TLC wazalnmia NMR 83 SCG crude extract Tuusndudt 2 4

UNISHENAIENATIALENLANG wazwansamewatafanaanaduillasulnns i Tuwn

AU 4

wisNTL 4 910 TLC nuasAysEnay 2 93aUsenau asaniduansinsiulasiasng
aguaafatuaunsailSeuliisulassainsvesasilaanunsatuiliuaiunasu NMR vos
NATsilneunthidualnesuvas NMR dnulnduaiunnsuvesans cafestol Faildnwuy

1AS9AS969T

19

8
cafestol

JUN 2.19 uandlaseasnaves cafestol

1%
a

Feans 3 fatluansuseneungulamesiuinuly SCG uwanalinidedynuszasd

' 1
=

Iansuszneulamesiiuiuenladaiuusgnsngedaindeya NMR vinlinsiudnansiuen

Ioudeldiinnuusansddiisnsviliansusgmavunall

wisntu 1 vhlviusavsleswaiia@iniaaneduilasunlnngiil AR grade (silica gel
column chromatography) §43gle dehydrocafestol 283 N3Y UAEATIVABUAIINUTAND

At NMR
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uilsndu 3 silvusguslaemadanisanudn(recrystallization) §airansiiléan
wilsady 3 azatedisiuniuealy vial §eansazliazarsluvnzianiizommgivies
Mntulvanufeudiolansazarglduintuuasdedisliansazansifuasuiiansanadn
ponidundndyn dudy 16-O-methlycafestol 453 N3y mﬂﬁ?ummaaummu%qwéﬁw
watla NMR

wilsndu 4 iliuiauslaemaidaurasaeduilasulnns @l (flash column
chromatography) WUU reversed phasef1855UUA1v18za18 50% Wuea-u audls
100% Lvuea sednsnsva (flow rate) 25 fadansseuniidaazlel cafestol 534 n3u

INUUATIADUANNUITFNEMEmALlA NMR
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unil 3

a ¢ v a £ v
N3AATIENgAslAsIaseEsUTEVaTILeNnlA

INNINABBIUYNBIAYTENBUIINNINAMN (SCG) Nuawsanenansusenauan SCG 1o
3 ¥ila INNsanacelefiassdimg dmiunisiigaunsiulassasisvesanstdisnisaunlasalnd
oA TH NMR wag *C NMR ihdayantaniuseuiisuiuansusenaunagiin1ssieanunountn

Feansusznaunenlaain SCG tlasasradu

dehydrocafestol 16-0O-methylcafestol cafestol

g‘dﬁ 3.1 uanalAs9asn9wed dehydrocafestol 16-O-methylcafestol wazcafestol
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3.1 M3AATvigaslaseaievasansusenau Dehydrocafestol

NNInaaednvurvesasiladdnvusduvewdsdvn nndeyaanasy JUN 3.2 H

NMR (400 MHz, CDCly) wagguil 3.3 1°C NMR (100 MHz, CDCLy) 1dussil 1 el3suanasuiy

v ' v LA = [ v X ' v A =~ = v
%ayjaﬂ@u‘ifiu’]umLﬂEJlIT]ENWUﬂ@u‘WU']U[12]WU'J']E‘1L‘UﬂC°’]53J3Jaﬂ‘Hm%LW@JBUﬂUQQﬁE‘Ulﬂ?WLUU

dehydrocafestol

dehydrocafestol

17
18
19 15
w s a B
] S oY S
=) - =] ~
T T T T a 7 XN t T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0

1 (ppm)

guﬁl 3.2 uansaunasu H NMR (400 MHz, CDCL;) 989 dehydrocafestol

310 °C NMR (100 MHz, CDCly) wutiesla chemical shift

2020-11-12-tid001-scg33-f.1 S
9
q
o NG < n 9
o Y S W o @ q \n QrHANAMNMA OO M
T T T M ~ o I\ - ST ITHOB NS DM
o - - - b -] T TTMOMNOM N AN AN -
I I —=—=l / &= )
dehydrocafestol
! 1 Iy 1
i J l A\ | [
|I‘>t} |27(J 1'4!) |'4(J 135 130 |1)b 1;() Ivlb |'|O 105 100 &;h ’:;O I’;b H‘U 75 70 (’;b t;() t;b 3;0 a5 40 i;h 30 25 20 ;b |‘()

1 (ppm)

'g‘dﬁ 3.3 uansarunadu °C NMR (100 MHz, CDCL;) 984 dehydrocafestol
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3.2 M93AT2gRslATIaT19vasa1sUsENaY 16-O-methylcafestol
MNnMInaaesdnvazvesasildtidnuaziduvomddum mndeyaanniu Ul 3.4 '

NMR (400 MHz, CDCLy) waz3U#t 3.5 °C NMR (100 MHz, CDCL) tlusail lai3avadnasufiu

foyanountiifeeinsnuieundriZnuhadnesulidnvuzimiloutuisasuldindu 16-0-

methylcafestol

16-O-methylcafestol

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)

JUN 3.4 uansawnadyu 'H NMR (400 MHz, CDCLs) 984 16-O-metylcafestol

2020-11-23-ty003-16-O-MC-f1

77.2CDCI3

148.8
—140.7
—120.2
—108.4

87.1

16-O-methylcafestol

i

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10
1 (ppm)

U7l 3.5 uansalUnm3u °C NMR (100 MHz, CDCly) 84 16-O-metylcafestol

Y
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3.3 N1931AT2gAsIATIATI9VRA1SUTENBU cafestol
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