; ) | ] N \
! 02 AR ) \
! h | j |
,, | A , ;, ,
, o \ ! e |
! ! B \ ) ) )
435\ g \ . | ) /
RENBRY .ﬁvu_ A k] | , _ ;
r ) X | | A !
h \ |
L f J A A D ) J /
/ J g\ AR \ VAR |
v / Vi fhe A2 < % \
) \ ¥ , ] ﬁ,_ I
! *\ A \ ,, z Vi Y.
Y ) _ { AAT Y ! Vi) ,
!
i . )
y ~ ,_ \
1 .‘ ]
1 ¥ )
4 o
Lirabie sk e ) | M, !
, : \
(e . | J
, Yo i
]| YN \
AR 14
: ]
\
§ \ i I 1 {
i \ J / \ !
]
‘ , ) ’ |
{vy] A |
. y \ \ {
| i
, j . . j
\ ) ) )
Vi
\y A \ 4 \
, I
{ ) A ,
\ | |
\ \J ) \ . WRHELY |
| \ P : ) { : » P ) 3 w
] A . \ ’ 3 | | ¢
4 aom Ty 1 \ o : :
\ { ] ,
, ; , 13 , ]
\ \ / \ I . \




munveayanan wrzsoundrimanszs

= ¢ . o a oy v ¢ o &

msfnmenszneuveniniurenszennn/dendulewug v
a  a & W ' V a A da

ogMstnUNeItazgM AU lagldimatiatissounsuse

aidnlasalnil

STUDY ON THE COMPOSITIONS OF THE PEEL ESSENTIAL OIL OF KAO
NAM PUENG POMELOES AT DIFFERENT HARVESTING DATE AND
STORAGE DURATION USING NEAR INFRARED SPECTROSCOPIC

TECHNIQUE

M

a g
AT ANV

JITTRA DUANGCHANG
nuny....
- B a4
In 1111311]014,_3__0,,\4__3",,', &,_‘ 1R s T —————
$udaug 16 .0, 2582

........................ sereonl

?1ﬂmﬁwuf‘f}si’luﬁmwi‘iwmm:ﬁnummné’nqmﬂ?q;w"ﬁmnﬁuﬂmmumﬁ‘meﬁﬂ
MV IAMINTIHNHAT
AN IAINTINMANT
anumaluladinszeeundudigammsaansziia
.91, 2552
KMITL-2009-EN-M-100-043



STUDY ON THE COMPOSITIONS OF THE PEEL ESSENTIAL OIL OF KAO
7
NAM PUENG POMELOES AT DIFFERENT HARVESTING DATE AND
STORAGE DURATION USING NEAR INFRARED SPECTROSCOPIC

TECHNIQUE

JITTRA DUANGCHANG

A THESIS SUBMITTED IN PARTIAL FULFILLMENT
OF THE REQUIREMENT FOR THE DEGREE OF
MASTER OF ENGINEERING IN AGRICULTURAL ENGINEERING
FACULTY OF ENGINEERING
KING MONGKUT’S INSTITUTE OF TECHNOLOGY LADKRABANG
2009

KMITL-2009-EN-M-100-043



COPYRIGHT 2009

FACULTY OF ENGINEERING

KING MONGKUT’S INSTITUTE OF TECHNOLOGY LADKRABANG



AuYIfINIIUMAans
amumalulagnszoomndudgaummsaInn szl

luSusesInentinus

u’ o Y : ¥ A d A
deInentinus  miseinuesdisznouveniniuneuszmennnldendulewuguanihmsiiogmafiuine,
d w 1 a a =
uazoyMsnuInEIAeY Taslamaiadiosounsusa mulnlasalail
Thesis Title Study on the Compositions of the Peel Essential Oil of Kao Nam Pueng Pomeloes at
Different Harvesting date and Storage Duration Using near infrared Spectroscopic
Technique
s R a v ¥
HpANMN UNANITANTT AT
sra)azdnn 50061202
YSeyan AWINTTUNAATHMIT AR
AN AAINTIUNYAT
o138 e Inendinus setas.ia Aauysol
¢t a a d 1 i
p1sgfifinuineniinussan  asgquIng DT GERTT
U InNenHnus KMITL-2009-EN-M-100-043
o a d oA
AMZNTTHMTADUINKNANUS awioYe
A3.qM1N3 Al S 1PV o
IA.AT.OYWUT MeAAIINA ® Mﬁf{
a3 lszdud gulamgy d <L (@L
se.as. e Ay sol o] S

Tu/mewdl ooy Tugnih 15 WouANL WA 2552 1981 09.00-11.00 .

1 ¥
aouiiey o ©1A5 A Hu 3 Hoailsvaw2

ﬂmnm ssumans Fuseaual

M\sau 2

(389MANT19138 A.NBUYE IA¥IIRY)

= a <
ANUA AU IAINTIUMAAT

o

P~
IUN 15 NGEMAN WA, 2552




9
U INHNUS msfnyeensznovveniniuneyssmsnnalaen

.
o)

¥ o A d d 3
ﬁuiﬂWU§ﬂnqu1Wqﬂﬁf]f}ﬂ’lilﬂulﬂﬂguﬂzﬂ']qn”ﬁlﬂU

Fnunen TaolsmatiadisssursusamilnIasalndl

1nANEN UNAIVANTT R399
sHailszdin 50061202

Wy IINTIUMAATUN T AR
MU WMINTTUINYAT

.9, 2552
onsamInunineniing setas. ande ASauysel

e11sEMlSau Ineniinus (3am) ATAUING INBNFIRY

UNAaLo

ivsoususamlnTasalndl Li'flumﬂﬁﬂ*ﬁﬁﬂamﬁﬁty“lum'sﬂﬁuﬁuqmmmm
Al Shquszaedvasaieil AodnmsldmaiindiossunsusamnTasalnil 42
AMuEIRAUdY 600-1,100 nm 1un1sﬁ1uwmﬁﬂsznawaaﬁ’ﬁuﬁamsmummﬂﬁanr’fwTa
'ﬁufmnﬁyﬁaﬁmqﬂmﬁmﬁ'm 190, 200, 210 UAL 220 FUNAIRBNUIU LAZOIYMITIHUS Y
0, 15, 30, 45, 60, 75, 90, 105 uaz 120 4 (10 DA UBALTOE Lmzmmguﬁ'uﬁ'mﬁ 70%) INTIEH
parsznouveni eI LINY TaolFuialnsunInns W-unaaln Insiuad (GC-Ms)
ﬂﬁqmnﬁf‘i’mfwﬁuwamzmﬂé’au?'ﬁ‘ﬁmﬁu ldmatdafiosdursusaanTasalntlada
mmﬁ'nﬁ'uﬁiw'jnmﬂﬂﬂﬁ'mmzfi1aaﬁﬂsznanﬂﬁ'ﬂﬂjmt{1ﬁuwammml 1% limonene (4
TTum %wiw 4INTqA) beta-phellandrene 1AZ nootkatone 1AW HoYN13 vgadoya
calibration 1NA1A Principle Component Analysis (PCA) gnminlszgnd l¥lunsasivaey
doyafidmnAoinngy adraTunad 033 Parial Least Square Regression (PLSR) Tneldf
alnasuay nie Usuuasanlnasude Ful Multiplicative Scatter Correction (MSC) 50
Second Derivative (Savizky- Golay algorithm, second order polynomial) °1mmmmh ENDUYDY
viumonsym ﬂwmqmﬁmummummqmsmmnywmq beta-phellandrene fian1lnasuidy
148 nootkatone ‘nﬂﬁﬂmummmﬂnmmmw Full MSC fimduilse@ndanuduriug (r)
qa‘nqﬂ A 0.89 LAz 0.82 ﬂmﬂwammmgmmmmsmmu (SEP) 4111 0.39 g 0.11%

wiw UAZA bias INAY 0.39 uag 0.01 %w/w MuAA



Thesis Title Study on the compositions of the peel essential oil of Kao Nam Pueng
pomeloes at different harvesting date and storage duration using near

infrared spectroscopic technique

Student Miss Jittra Duangchang

Student ID. 50061202

Degree Master of Engineering

Program Agricultural Engineering
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ABSTRACT

The near infrared spectroscopy (NIRS) appears as a prominent technique for fruit quality
assessment. The objective of this study was to evaluate the use of NIR short wavelength 600-
1,100 nm to predict composition of the peel essential oil of pomeloes (Citrus maxima (J. Burm.)
Merr. c¢v. Kao Num Peung) at different harvesting date at 190, 200, 210 and 220 days after
blooming and storage duration at 0, 15, 30, 45, 60, 75, 90, 105 and 120 days (10°C and 70%
relative humidity). The composition of the oil was analyzed by Gas Chromatography-Mass
Spectrometry (GC-MS) after it was extracted by a cold-press method. To establish the
relationship between NIR spectral measurements and the major component peel essential oils
(e.g. limonene, the highest composition in %w/w, beta-phellandrene and nootkatone). The partial
least square regression (PLSR) was used. Before calibration, a principal component analysis
(PCA) technique was applied to check outliers. NIR models were developed based on PLSR
using raw spectra, and full multiplicative scatter correction (MSC) or second derivative (Savizky-
Golay algorithm, second order polynomial) pre-processing spectra. Among the component of oil
at different harvesting date and storage duration, beta-phellandrene with the raw spectra and
nootkatone with full MSC had the highest correlation coefficient between predicting and
reference values (r) of 0.89 and 0.82, standard error of prediction (SEP) of 0.39 and 0.11 %w/w

and bias 0f 0.39 and 0.01 Yow/w, respectively.
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2.2.1 eadszneumaniiveniniuvenszime [26]
13’1:3'11namzmmi‘.lumsﬂsznauﬁs:mu'lﬁlﬂa'lﬁ%”umm?ﬂu (Aromatic compounds)
anie18 2 Uszanlngj aweadilsznouiiiiuTnssatreluTuana dail
2.2.1.1 Hydrocarbons 1éun Terpenes 1182 Sesquiterpenes “?Qf)'l UTINN Terpenoid
essential oil éqmmﬂumsﬂsznanﬂizmﬂ ketones, aldehydes, alcohols, phenols, terpene
(monoterpene, diterpene), ester
Terpenoid essential oil 411}4 11111
1. Ketonic volatile oils Ha15 Iawilussfilsznoundn msﬂquuuqmﬂuuﬂ
msuﬁ%’muﬂwa aANIIoNLEY ummmﬂuwymas“unﬂﬁ"mw ﬂ’JSi“?QLLﬁ"ﬂ'ﬁJﬂlmuﬂﬂﬂJ
ﬂi‘i.ﬂ
2.Aldehyde volatile oils fiasuoad leadiiuesmlsznoundn 18un citral, citronellal,
neral L% geranial mannunﬂmﬂnmmmﬂ‘hﬂ (antiseptic) AANIONIAY AANNUAY Vo0

navAion 'ﬂ'ﬁﬂi]ll‘ldE]’l’i]‘lﬂﬂﬂ!!ﬂﬁ‘iﬂ‘i&ﬂ'lﬂl.ﬂﬂﬂilﬂ WAIIITLTN
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. g . =1 d’ﬂ o [ llﬁ "
3. Alcoholic volatile oils (Terpene alcohol) HiBANDIDAL unenlseneunan laun
1 d’a a1 A’.' v
Linalol, borneol, citronellol, geraniol, santalol, estragol manuunqmﬁnunmwahﬂ AU
¥
T nsgdu uazauui msnguilin uiisuas liszmofosdoramis
2 = o o [ Frdl
4. Ester volatile oils Him1swaneanosiiussssznoundn 18 linalyl acetate,
U a:lyw a b 9/
geranye acetate, bornyl acetate, methyl salicylate manuuunwuiunauﬂa"lmmzﬂan"ln
y 4 = @ o 4
nanme dquauiiaanisiniwesndmiilefoy meuseiu aamssnruuazdnndos
~ d [ Vg g
5. Oxides and peroxides Ha1500n ladiTussmilsznoundn 18un cineol, lynalol
¥
oxide Msnguilszmofesdormiialasmwiz luidn
6. phenolic volatile oils Ha15Wuon L{Iuaaﬁﬂﬁznawﬁ'ﬂ laun thymol, carvacrol
¥
uaz eugenol HmaniAnuFouuAfiGy wSugidwmuuaznszdudeszuulszamuas
i
T2UUYIANTUYD9I 19N MInguilannTzmufosroRIn
7. ﬁﬂij'ﬂJ Sesquiterpene 1aun chamazulene, bisabolol, santalol zingiberol, carotol,
= e o 1 Af s
caryophyllen 1102 farnesol UfMaNIANAIWOINITUIAINTI W uFe T5n andnaw
8. ﬁ‘liﬂijll monoterpene laun camphene, limonene, myrcene, B LIA% a-pinene,
& o ﬂ 9 = wa EY) ° 1 dy
a-terpinene LA sabinene IJUAY UAMNAUUANTLAULAL1IY Aurolsn
2.2.1.2 Phenylpropanes 91938071 Phenylpropane Derived Essential oil 191 eugenol,
anethol, safrol, cinnamic aldehydes, methylchavicol Lﬁué’u
¥
Phenylpropane Derived Essential oil 111j9013 1n53a% 1wawuﬁ'uﬂ¢’f Al
= n‘ L) & T
1. eugenol 1182 cinnamic aldehydes wn“lumuwguazammﬂ nqmmﬁaaumm
uazi Idrunmed Tswvauindussania1d
»
2. anethol 1Az methylchavicol HnauAnawmsamIesnduileSey 41
ITUNE
3. safrol, myristicin 1Az apiol RuaNAnmwNITIIANTY pszduszuulsyam

AUNag
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Az a0 11 1Ny AfATUENTHIM DDA wa"wmifmmzmﬂ'ltiﬁaﬁm:muaanﬁ
qainpiiuazaunadud faz 18T nhmew ¥iia Concrete

2.2.2.5 msanalaold v (enfleurage)

nsafalaolFluiudiusinmsadauuudady  Snldfuaenldnduute wunss
gounau Taoez ¥ lvifulssinmiufumyndsasuuoals udnh aenlfuundoiuidud
V197 suiiuoa aaial3 24 $9Tus udanlaouaen s galnj Ydalszane 7-10 s Tush
vegadumsneniGon luiufigadu msnouii$ pomade i minldionseaazaw
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uondauiiihulveen nfannszmeladrazawoonee 1w nhmewsila absolute edaiiiumia
ﬁy'mﬂﬂﬁfﬁﬂﬁllﬁ%ﬂﬂ“lﬂﬁ‘ﬁf}ﬂ

2.2.2.6 myanalasmsiiuduniesa (cold-press)

"3'ﬁ'f'rmuvﬁ'nﬂ1m§m{1ﬁ'uwans“mumﬂﬂ] unldnunlaennalinsznady wu du
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'
o L L o = oS A

Taol§angfiuda it 143en 1 1115uA crude oit) iisfumouszmoi I8eefindunas
=t
AUNINA
dy o ot o : s b b4 a d
wennnil duimsadaiuiuneuszmeninaen lilaold asueulasenladivan
¥
add A é _= L) ar
1ABi3uN3511391 Supercritical carbon dioxide fluid extraction Fuilumaiinlng murzd sy

msanamsianedlneiie gnanudeu udgaidom 19
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2.2.4 MIATINUMWINNUNONIZ IR [27]
= o’ a " n’: a’: = :id T o J ot
Tumsndainiunenszmoudazaiaiu o ldwandaniguamuanaiaiuly Yudu
Tedonarn)sgms 1w unasiuvesivy, owgvesity, maiauazimsnay, naildluns
0 ¥ v = 3
nau Wludu dniu Seiuiludesnsinqunimvenihiunenszime Tagasrvnauauianinig
v
niluazand Al
22.4.1 maasngansueiall wu & anula-qu, ndu, azneuuviuaee udu
o L) 4 \J : QF 1 _y
2242 miasnguanyuzmMaidnd yuiuaunmzveniniuvousumoudazsiia
o d’
atl
[ Ed ]
msazmwluensiven egininiuveuszmoamnsoazatw 1dluensueai
anududumila dhulsinamila Sinaceu Ufianm 1S0 8751981 Essential oils -
Evaluation of miscibility in ethanol 11150435 msnaaeunsazateluensiuea

v w o

nMImAIRMIIILEING WeasaeaeuaNuIMivYe BT oS TNy
wieudisufunmmunniuvesi figaingil 20 osruraiFoa Tl 1iAn1u 180 279-1981
Essential oils - Determination of relative density at 20 IR UYAITOH (Reference Method) luﬁim
Anadeunnumunniuduiniigamgi 20 ssraFun

msma ooilaa Tsmdu vonhuumeuszine TaoSaaniifioaun lveana
Twan'lsd idesruiniunouszime nareuli§iifn1u 10 592-1981 - Determination of
optical rotation “lus?aﬁ'ﬁmaﬂuaaﬂﬁﬁ'a'Ism*f}’uﬁqquﬁ 25 DIt

msmimdviinmveniumeussime TavSamyuveauaaiiinm 1 o liuers
fimmznm;wﬁ’uﬂ puTIMY TAgnadouAIY ISO 280-1976 - Determination of refractive index
oluLéﬂﬂ?%ﬂﬂﬁﬂﬂﬁ"ﬁﬁﬁﬂmﬁqmﬁqﬁ 20 DaFIAIFYE

2243 nsasngudansazmaniifunsiinnziesssznoudien luiniume

szmouanzsiia Taoldsudalasu Tans il (Gas chromatography) TaeRminiumouseme
Usnadisudndes 0.1 m) hlifanseudalannTansm Go) fdszneudandy
Mgy dail daudams (Injector), 11191 (Oven), ABANY  (Column), #IATI9TAd Ryl
(Detector), 521iUTIN tazinudoya (Recorder, Integrator) wait IdvzuanslugvesTngunn

134 (Chromatogram)
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2.3 ms?uﬂswﬁﬁﬁuﬁam:maﬁ'wm?m GC-MS (Gas chromatography-Mass

spectrometry) [28]

;

flagiuilléinmiwmaiianawedanlddmivinngimesnlsznousi q fieg
Tumsisiauly #cems Aifumaianileficuioninnldfustramsnaroniuly
‘umxﬁyaﬂ"aammi‘.lu"?‘ﬁﬁmmsnﬁmmmﬁmmmeﬂszﬂauﬁﬁﬂéiumﬂé’aduﬁau-l’fmuiut'n
Tawedun13n/3unifion fingerprint U89AYIA (mass number) Y9IA13EI0E 11T a1 fiudoya
fifeguenniniimaiiaiidaiinanselumsdins e 18k ludelina (quantitative

- _ ' v
analysis) L% 1¥INUNIN (qualitative analysis) vlﬁﬂﬂ‘l&gﬂﬂﬂd

2.3.1 1509 GC-MS
4 : 1 [ &
Ge-Ms hundeilomlsznoulildn 2 dawu e dauvewnins GC  (Gas
& [ A o 9 A o P " s '
chromatography) Faifudaudiimihilumsuenesiszneuvesmsiiiedluietieenin
= ' lﬂ' ' 1 4 A o
finzoailsznounouiivzing detector tiaz Sndaudle indos MS (Mass spectrometry) 39924
v 1 . ¥ -
i detector Tumsasaaaougd asfilszneudis 4 Aueennnnades Go 1
] " " ¥
1YLIA  (mass mumber) iunils ifefey Idansminneldh msiisaulegiy

Usznovdwesnisznouwiialathe uasiiySuamils

2.3.2 quanlAveInIel GC
) J { J 4 A - l:l"I
GC WumaiianiiatlFlunisuon samlsznoudis 9 vesmsmsau lasanaiindl

dl. 9 a qigl sy s A dl
munzizldfumshiiguauianiog Ao sunsaszmonaindiy gas 18egnanuiounas
nalnnldlunsuonesdlszneudis q lumsdedirefondnvesnnuuandeiuyes
a o 1 At

o3AlsznovTudied190iine phase 2 phase fip stationary phase 118 mobile phase 84A1/52n01

al

o o A ' T oA 2
NANYVOUNTI GC aunsauriaeen 18Ty 3 d2ufe Injector Oven 1A Detector

Injector AiD muwmsmamaﬂwgﬂmmmﬂsm wazszmuiilu gas nioudugnihla
duiileuafunoudiez 211 column  QuInTifiMuIL AUYDA injector asitlugungiing
wam‘v‘nﬂwmimamammsm%mHumm'lnnnnﬂﬂﬁmam (decompose)

Oven #io @i l¥dmMTvussq column 107114 Lm“‘iﬂﬂﬁ’)ﬂﬂﬂ’)ﬂﬂﬂﬂﬂ!ﬂq&l‘ﬂﬂd
column 'lmﬂaau'lﬂmummmnuﬁun‘ums‘ngnnﬂ HIQUNYTVOS oven UILA T
ﬂsuuﬂauu'lﬁ 2 UIUAB isocratic temperature LIA% gradient temperature uﬁmmmmﬂmﬂﬁvm
3 ¢ Y a 0 . - Vo @ 1 Ao -
HANTIZN YOAYDINIGN gradient temperature ADT I 1FTUMIFIRENTTARDAN S

(wide boiling range) uaz#1530aa1301 1UN15TATIEN (analysis time) a9'188nEY
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Detector A0 daufiny 1¥dmiunsaninesfilsznoudifioglumsdet ghmsiis
aulvfufivfinaegiils Fennuamnsovesmsnsniaiiusziuediuviiaves detector
fidend wilaues detector fil¥fuIATes GC 1fuﬁa;i11muadw %

Thermal Conductivity Detector

Flame Ionization Detector

Electron Capture Detector
Mass Spectrometry
Sample injection
syringe
li/ Injection port
— Computer
Gas Bypass Detector
cvhinder valve
/

Fan-assisted thermostatically
controlled oven

v . F 4 A
M 2.1 dlsgnouiugIuYeanIee GC [28]

w o = 1
NINN 2.2 ADANUTUARNTL[28]

233 qmﬁmﬁuaamé‘oa MS
Ms ifludauiiiz1§dmiunsaniaesdilsenovuiitegluasdiediaTaverduna'ln e
TuianavesesfilszneviignuaneenuiainasdedisTaunies G &uﬂs:qn:qmwnaﬂﬂ
Tuanziidugaanma udnsrniaeenuuiuaviia (mass number) woufudoyadieds

) & P &
Ll.ﬁ'JIIJJ?INﬂﬂﬂﬂll"llﬂuﬂﬂﬂlﬂﬂﬂﬂﬂﬂizﬂﬂuuu 1



finMeayana nzsoundimanseds ir

MNA 2.3 padmlszneuiugiuvoanios Ms [28]

2.3.4 MIMNUYRUATEI GC-MS
P - o ' d a 2 o e | ' A w ' &
WamssualIdmaivssudeomhundadinaresiadied9veunsos GO

ks 1 "
nntfumsiszgauoneonifuesdilszneuda q dormidigeolumn fiogly oven usid

E
o

v b4
dodmuaegin  dedreiezinniaiuezdeaiiuasazarelaiiinznoy  sniy
= U -] ] T 4 &
osfilsznoulaiignuoneenu1nn column noufszrinadh i udiuveunios Ms dail
T 3/ 9 a " e - P = o 9
annzilugyyimanou udui lwedvundeduiinezaeunilszy¥eezdaniituen
a v 9 ] q’: U dy:‘ = ' r O |
Twagaidiuduninmodulszynmiulszgmariifeziduniinuniesdaidonuas
¥
UIAUYZYUIAYOIL5ZY (mass analyzer) ginlszymaniulszneyludrevinauaniilaths
Aeufisziaumaiginieansviaiuimilsey(detector) tWons19mSunvealszqudy

] £
uﬂawaaaﬂmsﬁu1Jsmﬂwmmﬁ'ﬂszﬂﬂmma:ﬁmuag‘lumﬁﬁaamaﬁu

235 Yod-doidnveunies GC-Ms

2.3.5.1 foAveanes Ge-Ms
L rwnsedmsz g ldezmmenzeg
2. Winnw'hgs
3. mn15nﬁa%ﬁwﬁmmmﬁﬂs3nauﬁﬁaé1umsﬁaad1ﬂﬁ
4. ansodnsed @ luFalSnannzise AUN N

2.3.5.2 foifvveanios GC-MS
RERLRITYE

2. MlFwlumsihgssnuuniosgs

fs
O
an
f b
T
Do
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2.4 INOINYUINIE [29]

1AT0INYUINIBY (Centrifuge) dhuniesilodmivadrausandvanilgudnars ite
il lduenmsnioeynin TaserfondnnnuuandraesnnunuiLy ywIAvesasHie
aqmmfm Tagia ) inSeanyumivain1Flunssuiunsmioudecns wag 19iluuendns
dmivinned dnldusndreindmiiiuvewdeonnindetiedmveanan nield
aﬁﬂuun%&tﬂn';mmuqmﬁﬂﬁﬁmmdaw"1m13¢i1eﬁu1ﬁsﬁm1mun§u dmiumsdintos
wqum%mtfufiﬂu“l%ﬂasﬁmﬁﬁﬂmmnﬁﬁa wazdiFoamngiou oaanuRanatauaziiy

anuilaeansliugldau

2.4.1 HANMIMNNUVBUATBIHIYUIN I
i 4 T o
(ATOINYUIN IS Li‘lmﬂsamawhﬂmsmiqmsﬁﬂmnauwmgmﬂﬂ"l:uﬁzmuaaﬂ
MNveunal wielfuonvesmainain q yiandanuaresunizdiuesnsngy Tave e
= o 5 a a % &
UIINUFUUNAN (Centrifuge force) NNANINNITHYUITOUYANIU (center of rotation) INTDY
4 4 - os' o L) A
vyumIssiiununyuduuemes Wi iefinszua It uomesazmiisni ldimanay
] =1 ° 9 o < o
wimanTiih waziliunuuemes iy anudaseulumamyu (pm = revolution per

minutes) AVANAIB993 I daunarn 1 lumsnyuniugudae aindila-ia vieuriin

o = d
24.2 ﬁ?]“ﬁ'Jia'ﬂllazuiq‘"uﬂuﬂﬂn]Q
4 4 = o F- o o s
ﬂ151lﬂﬂﬁ?ﬁﬁ']ﬂlﬂ?ﬂﬂﬂqulﬂ%ﬂ\‘lg{ﬂQﬂﬂ‘]iﬂ']ﬂuﬂljﬁ'l HASHINHUFUINA NI I LU

- &4 > i 3 ' o
w9 e Faluuiensaznuh ﬁmsmwumi‘lummmt‘i"ﬁammminquismaﬁ' FI019

=

wailymidumsldnulunsdndesnsanugndevesusanilgudnans usanilguinaig

v o o . . @ W | [ ) [ 3
TUWNT (Relative centrifugal force) IANUFuUT Tnvassiusaiinmsnyy limidy fafums
o as " o 9 e o @ aw
mnuaismsuenasdisminnuiiseusahilyismsfidunasgiu Taguniungunands

¥

¥ "
invinsoumsuiiovdisaesiiléiy Innesudazsinvesdndn13uds wiodldannsor

d
msfan1dios Taomsldqasdede il
RCF = 1.12r (RPM/1000)’ %30
RPM = 103(RCF/1.12r) **
RCF = usaniigudnanaduing wiedy xg
r=SAununyy iy Tadunes

a =] T
RPM = 0A519 14152501 HH'JU!.‘EL‘]‘LI SOU/AMN (revolution per minute)
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] 1 ¥ A
243 Iasaaineveunsesnyumios sznoudin Inseadhandn fe
¢ ¢ ¢ dd o YA w.qu
uBIAB31AZRUNTRINATOU (Motor and Gear box) woinesiuginsainimihiingn v
= = = 4 " 3 = 4 q 9 L
INANTUYUTOULAY 3 2 YA AD wilaR 1Fal5981u (brush drive) wazwiian 119l aa
-] [ y X - o
(brushless inductive drive) #1M37UIATDY Ultra speed centrifuge (100,000 59U/11N) ﬂzﬁqﬂﬂi il
4 A ]
NAIDUNTHYY (gear box) Lﬁamnmmﬁ'Ji'émumuﬂuwuu
T51903 (Roton) iHudaudmSuussymauzlddedn dodamsmy Tasmswdnves
4 = = o J a 4 ar a Y o L= a T
vameswzinansniguinaninluuinulanes  Jaginldhi lamesivarewiia wu
- y‘; Y < { =
titaniumpolypropyline W4HVUAUVIIAVDINsINTIgUEna ANE e lda wilauay
Usinadedeild dugliuvesTsnesilhdenmudnyazas 19w wu Fealfiiams
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2.6 auszneuveINIBI NIR [30]
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2.7 msUSuuaa NIR Spectra ARUMIUATIZH (Pretreatment of spectral data)

[32]
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ANUAUNUTIEN 19 optical data o1 ﬂ3munﬂau1°fuﬁ'nfiﬁms1zﬁﬁﬂun'lﬁ"ﬁ'au%ﬁ Reference
measurement =§~w:ﬁhu‘lﬁ’ﬁﬂﬁiﬁ’ummmﬁ'mﬁ‘aﬂﬂ1manﬂa"'uﬁﬁm1mflu'lil'lﬁ'ﬁnzﬁuﬁuﬁ"
Fumians 1z Famsadiedums Calibration LUV IHUMANITMSAAADNAIB TS LAz
Aaminuadamyelumsadieauns 18ud Simple Linear Regression, Multiple Linear
Regression

Msafeaums Calibration Ingol4 Simple linear regression ¥39 Single term
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AnneriiosnNueAAURY Fe T correlation 1 1ATMA s Wifleuinn1unsaas
TUN1T calibration

Multiple Linear Regressions (MLR) Wudsmslddauls 252 (X) 110NN 1
dlumsdszinamdunlsa (v) Fuiusdunlsi 140358198 1 62 sz ldaunsitld
annnAanaIalumslszinaniasld winfisrsanludesms1¥imaiia NIRs  Tunism
mmﬁ'nﬁ'uﬂ%aﬂ?mmmaaﬁmthaﬁw11wﬁemsw“'n15tu1f»i1n1sgﬂﬂ5uumﬁﬂmummm1

AAUNULOL TUNT regression A1D
quNg regression y = botb X +b, X+, b Xy (2.3)
model regression Y = by+b; X;+b,Xo+...+b X+ e (2.4)

i by, by, b,,....b, = (partial regression coefficient)

2. Full spectrum analysis sflu?’ﬁ‘msﬁ‘mﬁanmmunﬁuﬁmm:ﬁu (Selective
wavelength) mnmmunﬂﬁu?fwuﬁﬁmumﬂnm%’unm%’wannﬁ calibration #3357 1412
WA7 maﬂ%mmﬁﬂi’fﬂﬁﬂwmﬂ‘lé’r’:’fﬁmia%qﬁnmsﬁ"lﬂgm’fm orufailamiii
imnedndmieqenifiufv3a (Underestimation) duiiloananmsifannunmanieusn
MIai U3 (Interference) nioifailynuifodiuudeiiiiunldlumsaiaauns
vinneiides S I8 daunsfifida saszuniin 'l luauns ilidoyaliinode
(Over fitting)

mﬂi’ﬁ’fagmffawuﬁﬁﬁ"luv,]nmmunﬂﬁ"uummﬂnﬁ%’n (Full spectrum) 1192131
Humwﬁﬂumsuf’f"lali]tymﬁanﬁnadu"lsﬁmnﬂfymﬁ'ﬁagi fomsiitdausdaszann
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Principal Components Regression (PCR) N15%11 PCR im%;mnnmsm Principal
Components Analysis (PCA) f‘i'm’fagnﬁnﬂuﬁmﬂsa“ﬁszﬁ"lé’mmni’fagammmﬂﬂﬂ%’mﬁa
a31909A152n0UnTad 15 1n1i#i3on 1 New Factors Ao udrvahadaus Insifiadae
afuum1mmé’r’nﬁuﬁ'ﬁuﬁmﬂsmm'?‘imm”lé’mﬁ%'é’nﬁuﬁaﬁ%ﬁaﬁuﬂﬁ calibration Tat14
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Principal Components Analysis (PCA) !.“flumﬂﬁﬂﬁ“l%’“lumsaﬁim’awmﬁa
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700 AnueNAi Saumlnausng Aeduvesmilnadudasyiuins n1sanas
vosd A s iiimsie wisnguiulsiidanuduiusfuioadradanls suu lny
Foniied (factor) 130 asmilszneuiliviatedu mionilsionaswvestanlnaiy
yaueAduR T mTnuandeAY factor 9z 1&nanoileseTasudasedoiimin
uand1aiu udmalnasuiinauenduden Falsznovmuiiuilesoiiun Jadousnazgn
ﬁ%"lwuuﬂnmmmaﬁmummuﬂsﬂnwmmmﬂnmn'lﬁ'mnmm fliviiaeseiu

anunlslsauimas mam"lw’ﬂﬂﬂmmn:ﬂwmmmz'luummﬁnwuﬁﬂaﬁ’u (Non-Co

A o

linearity) émﬂui’n’aﬁﬁm%’umﬁmswﬁﬁ'aufs‘iﬂvma'w1n1511ﬁ]fn§'uu§'uu§'auuﬁ'; wiledoi
18171 Regression fusmianil Tavl#33Masaoadosiiqa #1#14/ Chemical loading wio
Calibration coefficient

Partial Least Square (PLS) Regression (iumatialunmisaasiuivsuls
WURLINYIT PCR nizwaumsimnzidoyamlnasueziludaszannszuiumsihanms
0ANDIVBITUM TG Falu PLS ﬁ’:Qﬂmﬂszumminxgﬂt%"aﬂuas%'l’a'é"wﬁu Tawiinig
hmesddszneumaniiindalunszuaunsmilesodae o Kasemsamran, 2005 [35] 1@
ofuwde PLs nilumaiialumsimaeidoyauuudulsnaredanls Tasnsaasileie
uuyaumsFuduassndeyavesanlnasuiudu uazifleion 181018 ums e reaums
oanoo Tavilioi ldnnmsadreaunsdauisada pLs Resamnsnesuionmulsisoy
vosdoyn uaziorfostumslsziiusmanilunaniady JaqUszasduos PLS e
dosmisaasnudeyaalnasy W l&inmedeyamalnasufifinnuddgysumsmined
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2.8.2 M3 Validation
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naa i 1dad eaunisuds aodinInaaoulszd@niniwvesaunisy neu
o a & {a - oA,
il 1Fauese Fansnasevaumsisions 2 55 de
2.8.2.1. Full cross validation
Wumsnagevaunsnielunnunuiie favdramimaaeuauns 15y
o T u’r’ ﬁ; -y ¥ =1 u'; z ar H
AvINYANIAITIUTIMA Wldadnaumsisziudmaniitues Sduneudail
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2. M¥dndanasgmiimaeiimsadeauns
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4. lddetranasgudaf 1 ndufudhly

5. AAIBENIATFIUAT 2 BBNIINYARIBENIATIIU

6. Wduneudined WATUNNAIDGI

mmfuﬁmwsmfh Root Mean Square Error of cross validation (RMSECV)
2.8.2.2 MIinAaaUNan131)51iiu (Prediction testing)

d

v
Wilvznarevaumsuuumoven Tasmsnioudieiiaya luaininmsdinge

9

Tuannzminaaes IsuRIRUgAAIRI1IINATI M Gonyadiogafithumaassaunsiin
o = r 4 o L q' ﬂ;

FANATADU (Testing set) AWlsvasz (X) winnmitsdrlumstszanamdulsa (v) dai
Apesziedie Uhinadmaniiildnaaeudeseglusinnasgiu ndwin 8alnasuanya

4o 1 o o = v - : o Ay v '

nageumiii 1d s nnaumlSnasmaniinnaums niniugranssaui 1dnnem
e A ' ﬂnq‘ _ -~ ' 5 é i\ ld'. 1 ' ¥ lﬂ. ey
NNADA FIAMNATANAITNITUIAD A1 Bias Fuiluaundoveswadieszniemi 1d0nis
NIR ﬁ‘llﬂ"lﬁllﬁ”inﬂaﬁgwaﬂ 11azA Root Mean Square Error of Prediction (RMSEP) B

: £ ai
Standard error of prediction (SEP) &auaaaaynis luriate 2.9

2.9 mewnduihlumsdszdiunmumivdwazanugndeaveslinaa [36]

afian 191uns1)sziiiu NIRS calibration
2.9.1 ﬂ'llﬂgﬂ (The mean)
fhm?imﬂufhmaﬂn‘iﬂmﬂﬂfvma’fﬂgaﬁi%’é’uﬁq x) w3 deyamilnasuiildenn
inFeatadulnasy (v) ﬁ11ﬁ§ﬂ1fu%zgﬂf‘hmmmnwmammm X ¥3i0Y uazgnwislag

y £ o 2
Huvesdeya (V) Fudowduaunis 1wl
Xbar =Y X/N (2.5)
2.9.2 Standard deviation (SD)

dnniloauuunasgIu (Sp) nansiemsiaounlas nionnuulsisuludeya iu

fio s1nfiaes vosmamnnlslsau gaslunsmim sp (e SD,) fip

SDy = {(ZX*-[(ZX)/N])/(N-1)}"" (2.6)

2.9.3 Coefficient of variability (CV %)

-~ ] 1 o ;
CV A9 SD v031)5291n3 x 100 uvelaesinatsvestlszans waaudueauns 1deai
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CV =(SD*100)/Mean X (1130 Y) (2.7)

' /4 o
M cv uaauiunlodidud

: sd A J

A1 Coefficient of variability (CV %) gauanseaninlumeuveslesidud e cv i
dwiug i sD i Aunde uazdwaasdemnnudiuivesnnuidstsaulunguiszans
& = [] - 9 o - 9 o o [ o 1
FududasznnnineilFlunisia med 2.5 uaaddfifudiedialunsdiuaud

Coefficient of variability (CV %) 49382115

M319N 2.5 §20613M15M1UIMUAT Coefficient of variability (CV %) [36]

a1y anfSinaldsAuveandadma Mann mild
1 9.7 N 12
2 11.9 Mean 13.08
3 17.3 XX 157.0
4 14.2 2% 2106.56
5 12.6 SD +2.18
6 10.3 CV% 16.67
7 15.1
8 14.8
9 11.1
10 12.4
11 13.5
12 14.1

2.9.4 Bias (AUNAHVBIANUIANAIITZHIIM NI TAY NIRS uazUoyaNs1994)
Wevimnemsiidesmsvesdoyalummdangia Validation i1 Bias nieisni
uAnA 1Tz I8 Bz A1iviuie 1ae NIRS uaziflumsiannuutug Tagsuve
— - o e L
calibration TuTananuiiuaiavesmamsdunzgacinnssu Bias Wunitaludaiddgann
aa & a J Y WA ' aa o a v w o T
Tumaadid Bias cunsafaiu ldudidlomadadulszansanuduiuiuas SEp HAAINM

e e
calibration HU ALY



35

M9 2.6 Malaanuneusa ruag ¢ [36]

Muedr r mauannusing

Upto+-0.5  Upto0.25 Taie150191u NIR calibration

+-0.51-0.70  0.26-0.49 Wunnuduiugiiug aasnumawa

+-0.71-0.80  0.50-0.64 OK d 1M UMIAAHINDEIHENLA

+/-0.81-0.90  0.66-0.81 OK dmsumsaadenuazmsilszanameianmue

+/0.91-0.95  0.83-0.90 TddwnnusedaseTalumsilseyndlddning sauds
M3y

+/-0.96-0.98  0.92-0.96 19 umsiszgnalddulng sawdemsiseiugunm

+/-0.99+ 0.98+ fibow 1918Aumnmslszgnald

Tumn T TaB NIRS 5281 error ¥4 optical data vini1{oyadrsduaue Fuilunad
Tums s Multiple Linear Regression (MLR) Tun1sWaun calibration éﬁﬁuqa'jﬂﬁﬁ error 1Y
1 X (optical data) 1¥UIRBITUNIBVOS r, T35 ANT Regression LAZYARA fianuih a8 as
vINULAZAaUdINAIY

gaslumsAim b fe

(EX+¥)-[EX+¥)/N] _ r=SDy

EY2-[Er)?/N]} SDy =

gAslumMIfiuIm a fe
a=Y bar * (b*Xbar) @.11)

2.9.8 MIMINUDIANMUANAIIIzHNMTIIETAY NIRS 1azm18199s
WuvunTemsuenusannuuandrsszniemiithue NIRS  uazd181989 ases
Anudmiunng n1s calibration Aidslaildnaaeuindou i 9 duvudnvuzaNuFuves
anduiusszniedeyaiiviniosn NIRs uazA181984 Aait 180501013 1ums 197 2.7 ms
ﬁmm%’mﬂﬁ'uumwmﬁnw%'auqﬁ’uﬁ'ufh bias TaosaniiiuuanuieauTasmsudly any
Fubias 01992 191052 TomT14 Bias (Usziam 8 uazo) munsadadn 18 Tasfinr s i

HANAN
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M1t 2.7 UiuuveInNT [36]

No. ATARERE A191909g4
1 MNTLIT HUoUY
2 MNTGIT Of
3 MRTELY &

4 9 #1
5 i q9
6 qq MHTLEY
7 & HTEMT
8 q4 9
9 iy #

Al 2.8 uaneiietevenlsznna gy 1, 4 uaz 7 Uszinn 8 uaz 9 eunsaud lu
Aumsisuljeyada (intercept) danutlszinnduianuaues bias dosmsmsiSulgeanny
H/bias 11ANUFUAIA 1.0 Taoanndn +/- 0.05 niedrnnuuaniesznemivhuielas
NIRS 1028189101 1.5% veasunas danusuoglu +/-0.05 ¥o4 1.000 nsildon

Anudy liheziinadelszaninmmsinne uaz lisuiludesdsun douanusu

MM 2.8 @o19veaszinnanudu [36]
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o e =
2.9.9 A1 error WIATFIHUDIMIMUIY Standard error of prediction (SEP 1350 SEV)
SEP Li‘lumau'um Standard error of performance HAAIANITOULVYDINITNIUIY SEP
ifludh SD vesnnuuAnd Tz IemNie Ay NIRS oz 181984

g3 1uMIA I SEP AD
SEP = (5(X— )2 — {[Z(X— Y)]2/N}N — 1) /2 (2.12)

& [ ar v [ % o °
e lumilouiy RMSEP Tao SEP iiiRuadioady bias SEP fuomainwanisiiuie
’ Y P
vouand106137 13 14gn 19 1unsainn calibration 15m@106141170 Prediction i¥ndI0d197

s ; - . o ' a A o o oA = Y]
141y validation ¥o4 calibration 1sznoudIsitewiiafeaty WuAeany liferdes
' ' a 1 ' o do 1 . 7 1 £ .
DUNANYIAUADINGI019  calibration 1/dBATINAIDE14 validation ADAIUNTT 104 single
¥ ' ¥ '

population MMNVIUYNATIDE calibration LA validation 530U Twdoulvil unsainauinly
m314meu SEV (iouaas Standard error of validation V1gas 19 N2 vazhoug 14 N-2)"
a wa a 1 d’ o Y a " S = E =t
unu N-1- lumal§ia anualdsunlasmaribildifdannuuandrafisudndos Taoil

1301 lu31n validation Aoaliod19rios 40-50 foe1s

1 é 1 1 1
A1 Standard error of calibration (SEC) W&ﬁﬂﬂ'l SD Y83IANULANANTZH AN

A4 a

Tay NIR 1az@29613181984 lusm@a0619 calibration M3gaduaduANUEIAAURATY T

o o J& o s 1 [ d.ca‘ & a o o 5/
ﬂ".!'Iﬂﬂllwuﬁ‘lﬂﬂuHﬁ&’ﬂu@ﬂ'nlﬂﬂllﬁzfg'ﬂ‘ﬂ MLR, r ltag SEC ﬂZWﬂuLMGLWﬁﬂ‘]u?UﬂQHﬂiﬂu

' 3
= oA

2. : : gt Bor il e 4
WINTU JeiliTon over-fitting ¥oedoYyA (multicollinearity) §1113911 validation HaRIAT r 61
unz SEP gavugensulaild am calibration anunsagninneuazgamzudazdoya SEC

Y o T _ - " 3 o 9 44’
2199zuaA 1NN outliers 1 WTouINAINIU Ma1oono19vzi A r uaz SEP AYY

MUNANA1 SEP 25928401 SEC 1arwe

2.9.10 1 error MNATFIUVOA cross-validation (SECV)
Cross-validation @130 19 1ethagaiReaiufuii 191umsadha calibration Tuiaauiie
1 validation éaﬁyﬁﬂﬂu%ﬂﬁ'aathaaﬂfmifqﬁ"mzhw?anzjmmwmﬂﬁ'aau‘wmnﬁgﬂ
calibration 1102711M151/51)79T1iAa calibration @awdI0t19TiMARRY Frethaiigaisaiiiug)
gninnouaziuiindnnuRanma udniwetnfundunudidndaetstueen uas
ﬁw?’m's:mum:muﬂi:ﬁ'@ﬁmdwﬁwuﬂgnia’s’lumsﬁmuﬂmﬂauazv‘imw atfuiine
anudanma vz hifidedeiignitnsgnldlumsiann Tueadus 1819 1e Sue1oon
y

= -~ ar U add s " - . - ] s 1
NUINAT 1 AIDUIITULTUNI “full” Y50 “one-out” cross-validation ﬁ1u’1‘]jﬂﬂ?aﬂ1¢lﬂﬂﬂi}$
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Fun91 “segmented” cross-validation FufisauuIATTNVBINNILANA M ADBYTEN e
ﬁTﬁQﬂﬁmeﬂU NIRS 11a2f191994 fi0 The standard error of cross-validation (SECV)

Cross-validation 1A5Un1seouivedaniewae uazgnldlunatomsanun uail
doidoii i lifidoyafinuaty bias wie AnuFw/intercept mswti'lﬁ"mdwﬁ:qnnﬁqn%’neaﬂ
nngadsznnsRednu dmSuyadiediudn (3 N=100) flould cross-validation 3110n135
test-set 1UN133UAT1ZH [UIAA calibration mqwaﬁﬁa‘qﬂﬁmdwwmmﬁ‘mfuﬁmwmga%‘lu
maidendaetiidudumuvesiaestanssasduiiuly 1810 estset.  One-out cross-
validation 14fifleaust 2-3 Surfidroneuiiauned uazWnmiuteswonlsz@nsnmvesluaa
calibration

dauyad019iii§ 1IN (300-400+) A39z 1905230 20% VeeFIREI Tl
validation test set 1130 90 20% 115U validation test setﬁaamnﬂ%ﬁma‘a 60% Lﬁﬂﬁ'%’td

Tsaa calibration

2.9.11 Root mean square of the difference (RMSD, RMSEP)

({11MeY Root mean square of the prediction (RMSEP)  f1 Root mean square VO
ANuANANIEn Mg Tas NIRS uazmdsailumiinaasssaninmussannis
calibration i1 RMSD 1457301 bias error #1131 bias 04 SEP 1z RMSD azfia iy ms
147193@ RMSD gauuziiminnii SEP

gAINISAIUIU RMSD Ao
RMSD = {[3(X — ¥) 2]/N — 1}/2 (2.13)

M33180UNa 1au 1Y SEP 7 Bias uaaanannuuaiudvesnisyine'lda iissnn

q{ b L] = 1 (] A'l
RMSD 0829049171 Bias 16 13 IALaAIvLIALAZIAT B IHLY

2.9.12 Ratio of SEP to the SD (RPD)

RPD 6031910 Ratio of (Standard error of) Prediction (Validation) to (Standard)
Deviation DA3518UYDY (A1 error YIATFIU) N131UY (validation) ﬁud’mt‘ﬁuamummmu
w30 RPD feadinesisiwildannsofnmanuduiuives sEp lumenvesdnudosuy
nasguvesdoyadieds Auamlasmsnis SD vear1819893 14y validation (SD,) A2t

SEP
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RPD = (SD(#20814 validation))/SEP (2.14)
a4 Aad & A gy
BnITHHIne 4RI
RPD = 1/(1-)"? (2.15)

2 1 ' T ¥
Fagldammnnnuimsldgasusnienn

1 o' 1 J s 1 I o 1 = o '
11 SEP A73A1171 SD U109 H3I0A3 18 IUAITNINDY 5 'ﬂ?ﬂll'lﬂﬂ'l'l 119N AUAIDE19T]

b
LY

0' 1 " d L} 1 ﬂl 1 o
AnuasinauenIn A1 SD 39 Tuga ¥ RPD 0199z lige uadh SEP #1091 SD w1n A1iu RPD

() o = { T o =
WA 2.5-3.0 ADIVUAAININS AATIZH AU SD HAuRYe 0.4-0.5

2.9.15 Ratio of the SEP to the range (RER)
F5ouq n1Flumsuasgiu SEP Aemsminnuduwutves SEP Aeganiieves

i
Y03y091999 8n3199U VD9 SEP AB¥I9 RER LaasAsgasae 1l

RER = (¥331ud0ya validation §1999)/SEP (2.17)

1 i J H 1 J 1 = = e ]
1 RER msvzgangaoindu 18 udfaunsogeuedisiailina laoietufen
nfianududugeunn vazh sp Ao hilinansznunin Audva msei 2.8 oFuenaves

RPD 1iag RER

13190 2.8 AIN19ADA RPD 1ag RER [35]

1 RPD A1 RER M3uangu msilszgnaly
0.0-2.3 W6 1NN Tainuzi

2.4-3.0 7-12 e AARDNULUNEILY
3.1-4.9 13-20 noly fAaaon

5.0-6.4 21-30 @ AIVAUYUNIN
6.5-8.0 31-40 Aun ﬂmauifuﬂau

8.1+ 41+ Al Tannnsiszgnaly
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2.9.16 agil

msa%"nwmmqﬂumﬁmﬁﬁmmﬁv SEP uaasnnuulsiuluanudeuunves X
VINY 10 bias ANNALAITAINIUIANAI9YDINA SEP 390Y Bias Liamenmziué
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PU19UUDY

Slope tarAssEAUMI/Aounlasvessfiduiusfusdess m slope 111 1 Alomii
Aidow mswﬁmma«hé’m1mnﬂﬁuuuﬂmiuwn%«ﬂawaaﬁayamﬁauﬁuunﬂszms
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doauuiinnnd 0.1 feddaun uazdesmsmsduaiulidaaung a1 regression N19
9@ b uaz a awsaldluaunisy = a + bx tieudly1gndosves slope 1A bias Tumg
iR msnlaou slope Tainasi Taowa'lal d1e slope HiANuUANANRE1NTTodIRYIN 1.0
Tuiaa calibration 9199% liAlumsinnedmsudedieiinnm

3150179 sloperbias  vz¥a0vi I medI0dsiiimgaundniug sy Tao
dnlszAntanuduiusos Linfdou Srardunlszansanuduiuidon (<08) Taolsniu
(1T 160 NIRS avinne Risiudgeasiuaue s i192151/59 slope/bias AN 1291
Tai@n calibration 81992 Tiannsnléld fhﬁ'nﬂssi?m%’iﬂ:lmﬁ'uﬁ'ufﬁé;’ﬁwiwﬂﬂgaﬁﬁmw
Tav NIRS uazdoyadidmmsanuimsiinsigd NR litlszaumadude Sraunaues
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mduszAndanuduiug, £, bias uazA1 RPD Aosmsaaaiianud Yniiga
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2.10 Us=lovriveanmsl¥inaiin NIR [37]

[ 4 = [ = '3 -
152 Teanininms ¥ NIR HdefunniudlenlSsuioudumsimaizvmanil viems
- A A o o o 4 L - L3
ANTIEHAWITOU dmFumstiuaies NIR  Uszgnaldlugamimnssueimisiitss Tow
WINVY 1Y
A Al 1o @ ' o a o ' X 9 o '
1. ifhuisnameui hivhawdedis saunaismsmioudaedis higaenuaz 19daed1s
TulSnanion
2. Whuasmsasedmsizyinsaga Usendaszezinn Woe 14 uaziasasy
At A ) = d = = 3
3. Whuatieunsoldmaunumsinszimanii1dluszozon Ssmunsnandunu
e q Y - = @ ' o = ﬂ a " ) a oy
mswanonne i l¥mani lumswssudlessaniudaiiuiinsdodunadoudndo
ar ar [ 3 ° - s é o g 7. "
4. lumstaalneduudazadirnsariinimneiiioniuieaiaieg ldnaiea lu
ANALINY
o o :; c; v
2.11 VS NNEIVDI
~ d'q - '3 o 1 : s -}
2.11.1 Steuer etal., 2001 1435 NIR iR 1zvin10ensenouaee luthniuue sy
£
asznady aulnafuveainiunminsiWia du dunuuaiiu aueu uazuguna uyas 1100-
v
2500 nm M31l5zgnald PCA 1dmad lunmsuisuonyiainiuannwa 1 dmsuesdisznou
s ¥ = o = o 1 1
1an (1¥U limonene, y -terpinene, sabinene) HAZWITINADIMIUAT-N1en NN 2 11 (154 A1NT
. =Y 1 4 ¥ i = a Y a o
dueziou Ui aldehydes) AnaiamasunInsgiuey lusiwesisonsds mduilszing
msdaauls R%> 0.95 uonamiuaNuFUNUS 1UNTZUIUMS N51HIYSUIR nootkatone LA

" oy s o = =
aldehydes 32V 9nszUIUMsHonsiunazh IduTqninnns e uazdu [38]

2.11.2 Minh Tu et al, 2002 3n51z¥H0eRsznovvesduToWUT Vietnamese (Citrus
drandis Osbeck) §1 tangerine 1A% lime Jnﬁ’uﬂamxmuﬁﬁagn‘im'mﬂﬂu‘h’s’ GC uay GC-
Ms ¥funeuszimeiiiaada Tas3s vy nuqai hydrocarbons >98.7% 8% total
aldehydes>0.3%, alcohols 0.2%, esters 0.4% (HussAdszneundnludiotia TuduTosiug

Vietnamese 7379 1M1 gamma-terpinene @74 pinolene  gAATINLUTIauANToY 1Ay

nootkatone 11/3118:<0.05% [39]

v
2.11.3 Njoroge et al., 2005 Ins1zHiinfuneuszmeninldondu Teninszmemnu
¥
A0 GC uaz GC-MS wuhn infunenszmenndenduledl 52 esdilsznou, wuhil

S v &
monoterpene hydrocarbons 97.5%%8411131 %9152NBVAY limonene 94.8%, a-terpinene 1.8%,
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and a -pinene 0.5% ypsaauiznouvan i sesquiterpene hydrocarbons 0.4% faiinanilsznou
mirerule Ao [-caryophyllene, a-cubebene, 11ag (E,E)-a-farnesene W1l carboxy 1.3%, alcohols
0.3%, L1 esters 0.4% [40]
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3.1 MaAsguNagNIedm IS UNINAADY

1 o ny J ' : o s = L
duTedsooniufuiniis minaruduledioonidunounsons v.uasiyy Taei
4 ] 4 a o o
msquaudulendideesnaen mmiuseTuiinenunirthonaradnlilialisuseasn
a o A o 1 ' - £ o
wioudon TunAonIYu Tuvianua 300 ve udaldeslinadulenTydula degilnsally

manaaeslaun thewmad@nnieudFondmiugn s uaznsslnsdadu

3.1 mafuieadulefiergeag
quituraduTedan 20 wa 4 nés sﬁamnﬁawmmwﬁqi’:
ilonaduTonsy 190 Sundsnonum Mduitudule satamua 20 wa
dlonaduTonsy 200 Sundsnonum Iduiiudule samanua 20
dionaduTonsy 210 Sundanenum IWguifuduTe sauianua 20 wa

' 14
ienadu Toasy 220 Sundsmennu WguiuduTe sausianua 20 wa

3.1.2 mafiuSnmndulenetgaag
o k) & y [ Y & =1 a = °
wuduTedionaduToasy 210 Tundsaenuiu FuiluowmaduRensansdsmon
¥ ¥
o g o a e ° =]
135 wa ntuthduTenundouidrnriwundouds (Nature Bright, Israel) uaziitlilify
o Y d o = = ~ d’ o o o ¥4 o
smn I ludeunvsnunguvgil 10 esrniwaidoe anuFuduing 70% matlagiionidy

Y : o a - o [ ;
Teoonnindruszitmna 15 Julaeiisvuaszoznaidai

U
[

g a a s o o
AU ITUAY 0 Tu 1IamAaesiuau 15 Wa

f—

- N3zoza1 15 JuMamanusnet uazihumaasds iy 15 e
- N32021981 30 JWHAIMIAUTIY 1AL IMNARRIT LI 15 KA

FTUZIA 45 TUNAIMIAUSIYY LAz NAaDIs LI 15 Ha

b

FTUIINT 60 IUNAIMIAVSAN 1Az INAaBI WY 15 WA

o s d o ° o
2SI 75 IUHAINTAUINYT HAZHIUINANDINIUIY 15 WA

.

o o g4 o o o
ITYLIINT 90 IUNAINITNUINY LUAZHININAADIVNIUIU 15 WA

1 Y

32021701 105 TUNAIMSIAUSIYT LAz ImaaoIs Iy 15 wa

el St SER . SRS S SR N R
=b. =n.

. NIz2I81 120 Tundmsdusnyt uazihuImaands Iy 15 Wa



2 3.1 dulefidiumsinao U89y wax

Fulof1dnnmsiiunen FulonldvinmsiAusnen

h 4

fuludesniuguaungi 25°C 24 $2Tus

h 4

a5 iamulnafunaduledau FQA NIR GUN

donuldendule

h 4

b
o o

° Y ada o
FNAUINUHOUISIHUAWITULLEU

h 4

a d (= a oy o/ A
11ﬂ51$1’|ﬂ5ﬂ’lmﬂﬂﬂﬂ53{"1E]'U'U'ENH'Iilu?lﬂﬁﬁ'glﬁtlﬁ"lﬂlﬂiﬁﬂ GC-MS

h 4

o o o 1 ) =y
a$ralumannuduiusseniaanlnasudulsuu

¢ P
ﬂﬂﬂﬂiﬁﬂﬂﬂﬂlﬂﬂﬂTﬁUﬁﬂﬂi:ﬁlHU

ﬂW‘I'I".I 3.2 UHUAALIEAIMIANHUNTNARDY
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3.2 msasiadauuyliarenadule

3.2.1 gunsaiminsaeTanuybivaenadule
1. 1n509 FQA-NIR Gun (Shizuoka Shibuya Seiki, Hamamatsu, Japan)
2. 5’?1?}51034 (Ceramic)

3. 1annundl (Horse, Thailand)

AN 3.3 FQA-NIR Gun

322 manreianuuhimnaedienies FOA NIR GUN veswadale
miduiunaneuiieaminisgandunduveanadule Taul4in3es FQA NIR Gun #s
fifnuaznIIAILY Interactance T1¥29AAUTZNT19 600-1100 nm waghmsasaeiadinne 2
W Tuims
Funeummaasa
1. hanuazeranaduTedonszaushszseunadule

2. meduTo I3hguingiiies 25 osrnaion 1unm 24 ¥ lusnounanes

]
o o

1 o =Y A -] 4
3. MvuadumdInasviausnadudreninatwaduy Is udmunTesnuiouenain
Auvuania
4.1}un384 FQA NIR GUN 1asdviaiagdadeneu e ldifumidredalunisiiam
A
YBIUATDY

=t o 1

' ¥ ] ]
5. 15uMIasTIvIanazAuvue TagAen1Ningied FQA NIR GUN 1¥iinisasaeia 3

]

v 1
ATIADA MUY (NOMIAURAY AINTIN 3.4

v ¥
6. ANTUMTMUTUABUTN 3-5 IUATUNNHA
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797 3.4 anunaduToAu FQA NIR Gun

o : L ¥ o] o =&
3.3 MIaNAaUINUHINIZIHUMIT UV

3.3.1 Juq
1. uldenduTe nii 3.5
332 gunsalizmsiniidmumsafimiihmensmed 635 Ty
1. iaue
2. fifiniuanalden Aiunseifion) nwdi 3.6
3. PTIUUA7
4. innes Y11A 250 ml
5. vIARAAITAZAIY
6. 1n394 Microcentrifuge 1182 tube (Spectrofuge, North Carolina, USA) 11 3.7, 3.8
7. iﬁﬂ‘wﬂu qnmqﬁ Microprocessor Control Incubator (Accuplus, i250, Thailand)
8. §ouauiou Hot Air Oven (Memmert, Germany) AW 3.10
9. Micro pipette 100 ul (IKA®-PET, Germany) N 3.9
10. Micro pipette Tip 100 pl (Eppendorf, Germany) mwﬁ 39
11. 490 vial Y418 1.5 ml AW 3.17
12. anﬂmma‘?u (desiccator) WA 3.1
13. 11UuA
14. [ WBaWaIFAN
15. Sodium sulfate anhydrous (Na,SO,) (Univar Ajax, Finechem, Australia)
17. Sodium chloride (NaCl) (Univar Ajax, Finechem, Australia)
18, hndu

¥
19. wlvdua
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ann 3.5 wlaendule

i o o_ o
amii 3.6 gunsaifiviiniunnuldendule

4 4 : :
2N 3.7 11509 Micro centrifuge

47



A 3.8 Micro centrifuge tube

AN 3.9 Micropipette 1A Tip

A1 3.10 §81 Hot Air Oven

48
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",

amn 3.11 Togannuiu

333 Bmanainiuvenszimed e ludy
¥ £ 4
3.33.1 wionginsel Taeldthudewaasluiinnes iduy Centrifuge tube asldaimiu

TansouAd219%ad tube AI0IN 3.12 LAz 3.13

: o @ o @ = o
A 3.2 gunsalnsadaiuiunenssmediei it

3.3.3.2 M31AT83 Anhydrous Na,SO,
1. 41 Na S0, 2 n§u ldamuda
2. 111 lovlugevaudou (Hot air oven) igaingi 105°C 24 $2TuanFounnh
3. hldTuTaganaud 30 il seldEusani 14

3.3.3.3 MIATONITALAIY NaCl B

L ¥
1 dnhnauldasluvaagdyuy
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o) ¥

2. ldens NaCl fazvios auldindeazatn

3. dunaghilwanindefiduviaglsuy Sangaldms

4. |esaza0 Nacl duda 'l ldluvaaiiams

3.3.3.4 Sumsumananssmsasatiiuneuszme

1. ¥iaunsaladldenduTammefiiiu@Fe) (Flavedo) 1d iy

2. Wity fuiiueenldlunsouda

3. voamsazaIe NaCl ifudh 2-3 voa merufuniiunoussmonnenss

4. 'lﬁ't'i’u‘.‘fmmnszmﬁmﬂuagﬁmﬁaﬁmﬂﬁammzmsazmu NaCl (3809
Biadu danndi 3.14

5. ﬁ11ﬂnﬁ%ﬂ«uaﬂ5uﬁ"sum?m Microcentrifuge (4000g, 15 ¥, 5°C) AN 3.15

6. 19 MicroPipette gadaufiiiniwiumenszmooenin (dauﬁaéifuuuqﬂﬁﬁm
A 3.16) s I8iTuiniuay (Crude oil)

7.9 Afuudy T sdae Anhydrous Na,S0, amiesTasld 1 ludaugy
gangil s°C ifluna 24 $2Tug

8. 14 MicroPipette ﬂﬂﬁyﬁuwamzmuﬂlﬁ'ma vial 1WA 3.17

0. nimfwininfuneuszmonnuldonduTe lins e luduasuse (i

o - - [ ™ - d

snun1ANgamgil 21 °C suninziininsningey)
WOAEI5ALA10 NaCl 2-3 HEALIIAT

\ i Junldendule

AsoLA
Essential oil
g
O Microcentrifige tube
e s T =
WAAIVUA O - O Essential oil
- O 1382810 NaCl 9ué9
O

] v
MNA 3.13 fansadainiuveussmedln3 s iuiEy



NN 3.14 D3a%Y

: 4 o > :
2NN 3.15 1ATRANILAULLNFY Micro centrifuge

i b o &
29N 3.16 viuneuszivennildendu Tenuenyu
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AN 3.17 Medrnifuneuszimeluyan vial

3.4 maanzvilsnaesnilsenevluiniunenszmaannlaendule

3.4.1 gunsaimsimnzinfRinaesdlsznevhninfunenszme
4 d

1. 1179049 GC (Gas Chromatography) (6890N, Agilent, USA) 111" 3.18
4 d

2. 11799 MS (mass selective detector) (5973, Agilent, USA) NN 3.19

3. Capillary Column ¥4 DB-5 wax (J&W Scientific, Japan)

; 4
2N 3.18 115949 GC
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M 3.19 (38 MS

342 Puneumsiianzimiinaesdtsznevhininfunenszme

mydnneresiiszneuluiiiunenszsme Snnelneldindes coms ufalns
W1 Inns W (GC) (6890N, Agilent Technologies,USA) tag tuadilnlasmas (MS) (5973,
Agilent Technologies, USA) AeduiinINaals (capillary column) %@ DB-Wax capillary
column (877 30mx 0.25 mm, WANNUI 0.25 um J&W Scientific, USA) Aeduia1aaiisiiall
{1 191 DB-Wax 11»’1’mmmiueuqq1unmwﬂmﬁﬂ‘szﬂau-umfrﬂuﬂauszmuinﬂﬁami::qa
& [41] anazildlumsiinsizdiigedl qungideslfaamdeugnacldi 70°c @ wiii) &
Sasimaiiin 2°C A aufla 230°C 20 i) qaingiisuiinmesiasfifiamed wiifu 250°C
1$5unavesdaedefian 0.2 ul lumsiadunies oo Taeldedeuduudam

> & 4 w :
VUABUNTNINUVDUATEI GC-MS AININN 4.20



150819

ar

AAAI9E191N14 Injector YDUATOI GC

v

o '
msgauoneeniiussflsznounien

y

L“I’J’Tc'j Column ﬁagﬂu oven

a ~ a 1 1 ¥ &
p3flsznouNIENAI00NUINOU THIUTUATDI MS

v

Tuananrmdnilulsezy

A

SEUA nunsosRAdonIaz! 29 (Mass analyzer
Yszpaunmiu enuazuenvuIalszy (M lyzer)

.

WhginseensdnInlTuanlsey (Detector)

wawavenuuiiulFuaveseenilsznouudas

o

d‘d U o L)
antiegludiens

[ ¥ ¥
NN 3.20 TUADUMITIIUYDUATOI GC-MS

3.5 myannzvdeyannanlnaiu NIR fudeyadiasdenn GC-Ms

3.5.1 ginssluazaevlinimsinnzideya
4 = o
1. 1n509n0NNIADS
2. oWl UNTILHANIIATEA SPSS Version. 10 (SPSS, Thailand)

3. 4oW25 The Unscrambler Version 7.01 (CAMO, Oslo, Norway)

54
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3.52 MIINNLHMMaadnlag SPSS
ﬁmm‘fﬂnq'nﬂ?mmaaﬁﬂsxﬂawmi{wﬁunamzmummﬂﬁaﬂﬁniaiuudazmq
msiuRvanazudazogmsiuinmildnnwanisiingzidis GeMs  Aruseund
FANTI1LHAINIIADA SPSS Version.10 (SPSS, Thailand) 1a87% Duncan’s multiple range test ﬁ p

<0.05

353 38 Principle component analysis (PCA) uaz 35 Partial Least Square (PLS)
mithdeyaudins1eidw3s pLS Funuiwaedrefiinnianasiinnumainma
Tudvesnrg vura e limsadeaunisdanuasounquidenr lines daifunis
naaosfise IdihAvets 4 ogmsiuRsnswuioadaaums uazwierdulums

naassimgmfuinumiy Wdihdeyans o owmsituimumnswmuioadreaums
ﬂﬁ'ainﬂmmﬂammﬁwﬂ?mmmﬁﬂﬁzﬂilmjaqﬁv1ﬁuwBmzmummﬂﬁ'anﬁuiaiu
ﬁaaﬂﬁﬁﬁmim%é’umuﬁa&u nmfuszianlnaiui Idnnmsnaasslasinies FQANIR
Gun m?mswﬂﬂmaﬂm{ ﬁ%ﬂ’h Unscrambler Version 7.01 (CAMO, Oslo, Norway) A1

a = d :’ ar o_w ! -~ 3
devsvenlsnuesnlsznevveainiunenszinegniiaaNialnd (outlier) Tasaruns

AsAUAINAALNA aums 3.1

X=X

= >3 (3.1)

- oy =) d - il ' - ) 1 -
x fie doyaSnmesnszneu ¥ fie Aunde uaz sp Ae damdlsauuunasgiv
a 9 ' -1 a g o o o v a
alaasuvesdu londazoignmsinuieanazeignisinuineignidamnaiui
Aan@ luidhnquesndauds PcA JeyamilnaiuvesduTogniaudinulSuesdlsznoy
voahsiuveuszimg iTesdedenindes lluin Tassziinsuisgadeyanldlumsiinsed
1 1 4 [ ! u’-: o
eoniilu 2 nquiengu Calibration  WaAGY Prediction TavlFdasidau 52 Mimiurins
USuussanlnasy
= ¢ ° & Y ' y
lumsTmsigiuazadraunusiaonivez 149doyaninngu  Calibration Tumsaiia

o v P ¥ 1 o [ 4 a [ ]
wvusassez lFuvuiiasan ldnnamanlnasudauuazainmalnasui 185 unslSuud las

E
ad w A

DAY
o [ o 9 o s g . .
1. m3lsuuasmanlnaiudae33 Full multiplicative scatter correction (MSC)

o §o ¥ w9 = = P ]
2. m3dTuuAsmmlnaiudauis Second Derivativelagldasdoya 10 3a (20 nm)

(Savizky-Golay algorithm, second order polynomial)
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@ o Y a L . £ 9

3. Mydfuuasmanlnaiudau33 Second Derivative Taal¥aa3U0ya 20 9A (40 nm)

(Savizky-Golay algorithm, second order polynomial)
o o ar ' o ad o & " o ny : °
nasnnminsSuudsanasumuisasi ldaanuuduaseduainiueziing
] " ¥
atranuusiaesilfiielsziiivesnssnevveniiniunenszimeninnldendulo 42073
1 A i 1 4 A o

Partial Least Square (PLS) Tao14329a1081100 521919 663-961 nm 1w 1295290 u i dygym

= 3 & d' o 0’: o o a 9 o l = o
sununavy Fuie lduvuiasadniuesinuuiaesn lduinneanlinussnilsznou

¥ ¥

vourhureuszimoninldenduTovesnquieyaya Prediction HAI9INTUTNIHANS
° — a a aa ¥ o L | ﬂy 1
R 1dudmsizvinieada luaavesuaazoanllsznougnAn@enUUNLEINY0IM

4

szAninnudusius (r) Ngafiqa A1 Standard error of prediction (SEP) R 1M @ A1 bias

ge

diiiga M Sasdauszniegasdoyade SEP RER) aasganiifiazihulaf1] Sranioend
wiowny 6 Tduuziihlunisdszuuni 7-12 mnedmiumsaadenuuuneiug 13-20
mzdmsunMsAaIEen 21-30 ARBNITAIUAUYUNIN 31-40 AN TUMIAIVANNTZVIUNS
HAZAIOATIAIUTZM I SD Ao SEP (RPD) M37and1 3 41a1 3.1-4.9 we ledmiumsaaiden

HUUHEIUA 5-6.4 ARBMIAIVAUAMAIN 5.5-8.0 ANINTIMTUMINIVANATZUIUMS [36]
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wamsnaaaatazmIeniie

4.1 WAMINABINYMIAUINEIAINY

a o’ o - g o d :a J - ﬁ’ acd A 4 o
maanainiuneyszmennasnduTewuguiniig Hadeaw3sUuwuneigms
' 4 oy @ o
Hfied 190, 200, 210 1Az 220 Jundsaenunu wuh iuveuszmelianyuziiuveaunad
Ta @Veroumans uaziindunew
. v
VINHANITNAADIATSIIN 4.1 MIAIRTIEHITImeIn)sznovvoniniunouszmenn
o o & a '
nldendulewuguiiiis Taoldudalasun InasW-unaanlnInswas (Ge-Ms) nwui
&4 & = wa
03A5zney limonene F1l¥lugammnssuermisuaziimon lguaulialumsnszdums
' o ar JoA =] 4 ' =
U9U91M1T MANVALOIA aaANNDI (Viaag lad) Heymsinuneldieg dsumves
1 1 ¥ & [ 4 = = 4
limonene AANIBE1ABITIDY FITDANGDINLTIVIIUIN [42] WUITUI limonene aAALID
g 4 A 4 4 & 4 4 4 A @l e o ’
DIYMIN VNG ANUYY LaZINBAUNDIYMIINUINEIN 220 TUBL19TTBd ATy alpha-pinene,
beta-pinene, sabinene, beta-phellandrene, (E)-ocimene myrcene 2 alpha-phellandrene v
LYY 9 o " df =t £ -:: 4? 1 1 d'q
Auaia lumsnszdu thisazainge [26] T Tumuiuednaeiiswazaaaslueigns
nuifegaheedaiiiod iy delta-elemene Inaauianauseiu du'lasa druuzids [26] §
] ' 3
malasuuilasin liuniuey linalool alpha-terpineol Hnaaniialumssinyelsa d'laa
=3 s = l:' J 1 1 4
324U (stimulation) A UA(toning) Fuilarenaz [26] Tuud TuiuIuegedeilauazanag
' =] 4 i o i v g w = wa
Tuasegmanuinedin 220 Tuedriivdwyaeiymsiiuife) caryophyliene finaimutia
o g [ -] - A - g o '
aquszdy dwlsa Auweida [26) TSuaiiniuluaessogmsifuinsiusnuazanaedia
1 14
A0I11990019ITud1AY neral 10y geranial HuaniAlumMsaiuge annssnteay aanudy
- v o Y a a ' o Y a Y - -
wrwnasameauazaIusziy M lviifanan udorei Iiinamsudseameoneald [26)
= & d { ! M o
wwd Tduinvu lumuegmsinuined unzaanso1eiifod iy germacrene 112 germacrene B
1 Q. J 4 ' o o s
wu i T luswegnsifunes uazannsei1eiiiodifny geranyl acetate wulu
v ¥ 14
nauvesna lfuazaen liiaats MmI¥iBuA asuszdy aasniy dnudost [26] Tuun iy
A 5 " 1 4 o 1 A @ o w
uvuetAaiilaaazaanl lueynsRuiRuIgahoeteihisd sy
M 4.1 namluaas)anuesdlszneuves Limonene Hogmamuinudieg
2 4.2 namluaraslSunaesdi)szneuve Alpha-pinene, Beta-pinene, Myrcene,

. L
beta-phellandrene 118 Germacrene 1191gN15IAUNGIAY



Limonene
86 =
a

; 85 4
$ 84 - b
32 83
é“ 82 - c
2 81 -
g 80
79 d

78 T T T T 1

180 190 200 210 220 230
u (udvmanunu)

~ a s . = d o '
MNNN 4.1 ll‘ii.l'lmﬂﬂﬂﬂﬁgﬂﬂ‘l]'uﬁﬂ Limonene NoYNITLNUNGIAT

(6, ]
1

F-N
i

Uinnuavdilsznau % wiw
N w

—_
1

180 190 200 210

u (wivaanunu)

220

—e— Alpha-pinene —o— Beta-pinene

—+— Beta-phellandrene —a— Germacrene

— % Myrcene —’

230
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MNN 4.2 ﬂ?mmmﬁﬂﬁsﬂamm Alpha-pinene, Beta-pinene, Myrcene, beta-phellandrene (182

. G el
Germacrene 1919M3INUINBIAI
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4 ::’ o w o :J —
maaf 4.1 PSnwesilsznenveniniuneuszmeninuldenduTevugyinimsiiongms

Rufearee
USnaesdtlsznoufiognsifuifieadeg (% wiw)
@19u  R.T. (min) pan)szneu 190 u 200 Tu 210 T 220
1 2.61 alpha-pinene 133£020°  1.56+0.17°  1.8540.11"  1.4240.20°
2 2.97 camphene L L L L
3 3.37 beta-pinene 1.552028°  2.05+0.70°  2.54+040°  1.71+0.26°
4 3.48 sabinene 0.72+0.10°  0.9120.17°  1.1320.11°  0.79+0.12°
5 3.89 myrcene 3.23+049"  3.83+0.12°  4.18£0.13"  3.55+0.56°
6 3.97 alpha-phellandrene 1.0540.15°  1.374029° 1.81£0239" 1.20:0.19°
7 4.44 limonene 84.93+1.57° 81.37+1.84° 78.33+1.23° 83.21+221°
8 4.56 beta-phellandrene 4.16£059° 5324082° 6.2240.58"  5.05+0.58"
9 4.98 (E)-ocimene 0.19+0.04°  0.23+0.03°  0.32+0.04°  0.230.04"
10 5.28 benzene L L L 15
11 5.44 terpinolene L L E L
12 5.49 pentanol L L L L
13 757 cyclobutene I I iL L
14 7.92 delta-elemene 0.08+0.01°  0.050.01°  0.117£0.01" 0.049+0.01°
15 8.01 6-octenal | L. L L
16 8.26 decanal L K L 1.
17 8.84 linalool 0.24+0.03°  0.29+0.01° 0312001  0.24+0.04°
18 9.44 beta-elemene E Iz L IS
19 9.59 caryophyllene 0.16£0.02°  0.18+0.03°  0.17£0.03®  0.130.02°
20 10.54 neral 0.2240.02"  0.25+0.02° 026+0.02° 0.22+0.04°
21 10.73 alpha-terpineol 0.26+0.03°  0.30:0.03"  0.35£0.02°  0.25:0.05°
22 10.83  diacetate 0.05:0.01°  0.05:0.01°  0.06+0.01°  0.04£0.01°
23 10.92 germacrene 1.03+0.20°  1.312021°  1.3120.13° 1 .04+0.18"
24 1112 geranial 03340.03"  039:0.04°  040£0.03"  0.330.07°
25 1120  germacrene B 0.09£0.02"  0.1120.02"  0.12+0.01"  0.09+0.01°
26 11.34  geranyl acetate 0.0840.02°  0.100.01°  0.11£0.02°  0.0940.02°
27 11.78 mcthyibenzoaie L L L L
28 11.87  nerol k L L L
29 12.37 1,6-octadien-3-ol 0.04£0.01"  0.05:0.01°  0.06£0.0°  0.04+0.01"
30 12.59 2-cyclohexen-1-ol I L L L
31 1443 endo-1- bourbonanol L L & L
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[
@ o o ar =

P! ﬂ‘Hiﬁuﬁlﬂ@‘i'NclmLﬂﬂl?\ﬂ’)ﬁuuﬁmmmgﬂﬁlLﬂﬂ?’i‘ls‘lﬂﬁhﬂﬁﬁﬂﬂ'lﬂiu 1 p<0.05 Ty
Duncan’s multiple range test

R.T. (Retention Time) A ianfinuiia (u1f)

L Aefuiiiaannnh 0.005% udviesn 0.05%
maai 4.2 ﬂtjuaef‘fﬂszﬂawwmﬁm041{1171414ﬂus:mammﬂﬁaﬂt"r’uiaﬁuﬁunt‘fﬁaﬁmq

MINUNEIA

1|'§mmaaéﬂs:nauﬁa1qm‘suﬁmﬁmd1aq (% wiw)

nguesniszney 190 3 200 1 210 u 220 Yu
Monoterpene hydrocarbons 9717 96.65 96.39 97.17
Sesquiterpene hydrocarbons 1.36 1.65 1.72 1.32

Oxygenated compounds

Aldehydes 0.55 0.65 0.67 0.55
Alcohols 0.54 0.66 0.73 0.54
Esters 0.13 0.15 0.17 0.13
120 -
100 - e R L S
& 80 -
e
g
g
- 40 -
]
20
0 i %
180 190 200 210 220 230
Ju (ulvaanunu)
—e— Monoterpene —a— Sesquiterpene —a— Aldehydes —gg— Alcohols -—x—Estﬁl

= ' 4 :. o o : {
MNN 4.3 ﬂquaaﬂﬂsznmm1amﬁ'umumuwauszmummﬂﬁanﬁniawufﬂnmﬁqﬁmq
MaAuReIA1e9
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douianguamosfsznoumanidemang 4.2 aaflsznouduIngjveniiiumen
szivoninlaon ﬁuiaﬁufﬁnnﬁ'ﬁaﬁ‘luﬂfin Monoterpene hydrocarbons (96.39-97.17%) 1
a5152noUNEnAD limonene (78.33-84.93%wiw) FsfiSanaunniigainudsaoandoety
swnumsiininiunenszmennndendule afalagiiiudu (41 s0sa0nf0 beta-
phellandrene (4.16-6.22%w/w), myrcene (3.23-4.18%w/w), beta-pinene (1.55-2.54%w/w), alpha-
pinene (1.33-1.85%w/w), alpha-phellandrene (1.05-1.81%w/w), sabinene (0.72-1.13%w/w), (E)-
ocimene (0.19-0.32%w/w) @aud1silszney camphene, terpinolene, cyclobutene L10% benzene
QNATIINY SaiiUSinaiuiifininnn 0.005% udeun 0.05% safilsznoufinusesasn
ADAGY Sesquiterpene  hydrocarbons  (1.32-1.72%wiw)  m13lszneunanveinguio
germacrene (1.03-1.31%w/w), caryophyllene (0.13-0.18%w/w), germacrene B (0.09-0.12%w/w),
delta-elemene (0.05-0.12%w/w) @Ua151/52n0Y beta-elemene §NATIVN il naitui
#AUINNTT 0.005% uAiend 0.05% NGy Oxygenated compounds (1.22-1.57%w/w) ¥4
wriaiu 3 ngudesiie ngu Aldehydes (0.55-0.67%w/w) iia31lsznounanAe Geranial (0.33-
0.40%w/w), Neral (0.22-0.26%w/w) f7UA15152N01 decanal LIAL 6-octenal 2NATIINY é\‘lﬁ
USinaituiiinnn 0.005% udtiesnt 0.05% g Alcohols (0.54-0.73%w/w) fid131lsenon
ManAB alpha-terpineol (0.25-0.35%w/w), T94A4U1AD linalool (0.24-0.31%w/w), 1,6-octadien-
3-ol (0.04-0.06%w/w) @Iud15l5znoU pentanol, nerol, 2-cyclohexen-1-ol LA endo-1-
bourbonanol §NAIIVN Sl Fnaituinnnd1 0.00s% udiosn 0.05% UaENQY Esters
(0.13-0.17%w/w) 318131/352NOUNANAD Geranyl acetate (0.08-0.11%w/w) 1ag diacetate (0.04-
0.06%w/w) NI 4.3 ﬂﬂﬂuﬂmntjumﬁ'ﬂizﬂﬂumqmﬁﬂaﬁfﬁunammtmmﬂﬁﬂﬂﬁuiﬂ
WA

AT 4.3 HAAIBeiMINFIBE () $2990Ya (range) AUNAY (mean) oz
dnudoaunasgiu (Sp) voayAtoya Calibration UALYA Prediction iBIYM T LIRLIAII

1INAIN 4.4 LAAIHAYDY PLS regression ¥oaUARZBIRIENOUVRNI T oY
szmeainldenduTofiorgnisifuifeadieg wudessmlsenouiiidrdulszing
ANUFURUS (1) qait’iqﬂﬁa Beta-Phellandrene TATILNATUIAY (raw) r 1Y 0.89% shianatn

WIATTINVBINTNIUW (SEP) 11111 0.39% L1AZA1 bias (M1 0.39%
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" 1 an d T < o’ o
@399 4.3 ANATAVDIYA Calibration 11aZYA Prediction ¥990IAYsZNDUNTUNBNTZINY

i 4 o 3
NOWMINUINYIAI

Calibration set

Prediction set

i n range mean SD n range mean SD
Limonene 55 76.21-87.22 8197 3.1 17 77.74-86.09 815727 “2383
Beta-Phellandrene 51 2.22-737 534 1.04 17 3.89-6.49 3230082
Myrcene 50 2.67-4.50 371 0.52 18 2.78-4.40 S 1S0.50
Beta-pinene 49 1.13-3.80 203 0.64 18 1.29-2.91 1.96 054
Alpha-pinene 54 0.99-2.06 1.54 027 18 115191 1:537" - 0.26
Alpha-Phellandrene 53 0.75-2.41 138 0.38 18 0.97-1.93 137 = 032
Germacrene 50 0.73-1.65 1.18  0.23 17 0.83-1.49 11752019

[ ¥
M13197 4.4 HAYDI PLS regression YDauARZRIAYsTNRUYRNI I UHONI s nldonduTe

NegmsiiuiReIAeg

Calibration Prediction
Parameters Pretreatment PCs r SEC Bias r SEP Bias RER RPD
Beta- Raw 10 085 055 1.19x10° 089 039 039 667 2.10
Phellandrene
Limonene 2" derivative 8 090 140 291x10° 081 196 007 426 144
S. Goley
segment 10 nm
Alpha-pinene Raw 10 081 0.16 197x10° 078 0.16 0.02 475 1.62
Beta-pinene 2™ derivative 6 081 037 134x10° 066 041 013 395 1.32
S. Goley
segment 10 nm
Alpha- Raw 10 088 0.18 501x10° 062 028 C 343 114
Phellandrene 0.02
Myrcene Full MSC 3 0.52 045 286x10° 060 040 014: 405  -1.25
Germacrene 2™ derivative 3 061 0.19 143x10° 051 0.18 003 367 1.05
S. Goley

segment 10 nm
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& v a = 1 4 o =
1NN 4.4 uaasalnafuidy indsveudazeymsituifeaveanadule 7l 600-
a ! ' d o 1 o P 4 o
1,100 nm Hanuuand1alugnergmsiiuine udedie lsnanufiorgmainuing 200 210 uag
220 fundsmeniu alnafudaduinniiielgmsdufedi 190 Jundsmenuiu
{ o o d 4 o
VNN 4.5 naasmalnasy 2 derivative vosduTeof 4 eymaiiuine) aulnasy
1 & ] ] d &5 ¥
Y04 visible 11AZ NIR LLAAIAAUNIRAFUZINGAT 663-667 nm 1AL 960 nm AAUNITYAT U]
A : 3 & o
prnilunduvesnneTsfladuazii awd1dY US98 680 nm  LAAIAAUMITRATUVDS
& o ' o 4
ane lslas Fuuaninuanyuzyeana lsl [43] [44)[45] GrumIgadiulu NIR 1 960 nm e

A o : [ o o = 4 4 A H’ ﬂ
AAUNITHAYUUDIUT [46] ttazednUNALAN W 827 nm m'nmmm'mauu'lmzum unIga

¥ i
suvesa1slaluenaisdradadu

12 4
1.0
0.8 /\
' 0.6 190 day
[ = 210 days
=4 - 220 days
§ 200 days
3302 1 |
02
| -0.4 Ji — . . )
600 700 800 900 1000 1100 |

7 Wavelength (nm)

Al 4.4 aulnafu NIR Auveawadu Tefiogmuduheaiien
INANA 4.6 HAN15W1UTY Beta-Phellandrene /3 ouifinfuafiineisvean/denduy
= o i { 1 d Y = o
TofiogmsiAuINBINUANA1N 84A1158N0Y Beta-Phellandrene filimduszdnianuduiug
(1) ganga NyamUnasu@AY (raw) r IMIAY 0.89 MAANDIANIATTIUVRINITHIUIY (SEP)

WL 0.39%w/w 711 bias Y1171 0.39%w/w A1 RER 1111 6.67 4ag A1 RPD (NN 2.10



| 0.0020 -

|

| 0.0010

} \

E 00000 — v;/‘\

- 827 \/

G -0.0010 - 960
i \ | 1 [220, 210, 200 and 190 days |
-0.0030 - S : N E e e

600 700 800 900 1000 1100
Wavelength (nm)

A 4.5 alnasu NIR (2™ derivative) voawadu Tofiogmsiiuineddieg

7.0 1 Element 17 Beta-phellandrene
Slope 0.667
g g5 Offit 2137 . .
e Correlation 0.892
g RMSEP  0.547 o
E 604 SEP 0.389
e Bias 0.394
s .
T 55
z
ﬂ 5.0 -
g 4.5
8 .
o

4.0 45 5.0 o0 6.0 6.5 7.0
Measured Beta-phellandrene (% wiw) i

w
(8]

ol

4 o o { = A
AT 4.6 HAN1311U10 Beta-Phellandrene 1/FouifivuiuaiiiasiweanldenduTofioryms

d A 1
INULNYIANG
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250 - Beta-phellandrene

= 930

150 -
‘_,é,' 100 -
¥
8 6
S 50- V\J
ﬁ -100 950

917

& 150 -

- 688

2501 ggo

'3m T T T T ™y T 1

663 713 763 813 863 913 963 1013

Wavelength (nm)

4 = @ — < {
2N 4.7 Regression coefficient U84 Beta-Phellandrene Nai1/nasu NIR ‘nmqnmnmﬁm

199

Regression coefficient 1%ai’luﬁfugmusﬂiumsmwNans:wmmmmﬂnﬂ?;uehm
(X-variable) Tumsvinnedaulsaiu (Y) uazA1duyseives Regression coefficient ﬁﬁﬁ“lgi%
ﬁammeﬁﬁ’tyuaz§w§wa11mm‘mﬂnﬂﬁiu'tfuﬁiaiumaaduﬁﬂ'ﬂﬁﬁty [47]

mﬂmwﬁ' 4.7 3l Regression coefficient Y99 Beta-Phellandrene ‘ﬁﬁujﬂﬂ‘; 4 NIR ‘ﬁ
omsnuingIde Tfnfiaudigde Tuaad 680 nm iuadunsgaduvesnanlsilad
[43][44]1[45] 850 nml‘:l‘luﬂ‘?;uﬂ”ligﬂ‘i"l_l‘lm& aromatic ﬁthird overtone [48][49] 1A% 930 nm
wamsienaunsgaduveniii [50] uazanuenaduit 677, 6ss, 712,750, 777, 820, 917
1 950 nm UHansznuae luAa

131 X-loading weight plot Hudnenaaudaiion X-loading weight ¥11LEAI1T
AnudAAdenIIeEIsBase 1InA N 4.8 LA X-loading weight plot Y09 Beta-
Phellandrene fiaft1/na$ NIR ﬁmqnmﬁmﬁ'mmm PC 1, 2, 3 udg4AI0UAQUANY
wlsdsmluanlnaiu 95,5, 0 uaz 0% MUAIAY X-loading weight ¥99 PC 1 anedanu
maﬂﬁ"ufhuimiﬁﬁm%‘wmia'Imﬂa X-loading weight 484 PC 2 giﬁ'nﬁu’i'mwunﬂﬁ'udau
111fg1l8ﬂﬁ'ﬂﬁﬂf)hﬂﬂ'ﬂ ondufl 680, 769 uaz 930 nm #9i 930 nm mi‘luﬂaumiqum
v sma=nﬁwmmmmunﬂau'lﬂﬂsmg‘lu PC 1, 3 U@ag 4 X-loading weight Y94 PC 3
1J‘s1ﬂgwﬂﬂnmmmmﬂfgqm 680 nm «mﬂuﬂaummwmmﬂaa‘[sﬁan WU
Regression coefficient A NuE1nAuA TuifionTwado Tunafoft 714, 848 1ay 884 nm X-

loading weight Y84 PC 4 159 MA1u81900U 667, 692 1az 882 nm lifidninade Tuaa
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0.3 4 Beta-phellandrene

X-oading weight

-0.2 T T

663 713 763 813 863 913 963
Wavelength (nm)

Lﬁpm PC2 PC 3 e PC 4

NN 4.8 X-loading weight plot Y94 Beta-Phellandrene figi/nasy NIR fiogmsifiuine)

A199

1NN 4.9 HAM51118 Limonene nfSouifisuiumiineiwealdonduTonoy

o - 4 J 2 P o o i\ L d @ . "
MINUAYINUANAI 83A15N0Y Limonene MM sUFuuAsmalnn sy 2™ derivative Savitzky

= 1 or = a( o o ! o 1 =
Golay segment 10 nm umﬁuﬂszﬁnﬁmmmwuf (r) (MmN 0.81 ATHANATIANIATTIUVDINIT

U0 (SEP) 11101 1.96%w/w A1 bias 11171 0.07%w/w A1 RER 11101 4.26 uag 1 RPD

NY 1.44
92 1 Element 17 Limonene
| Slope 0.953
- Offset 3.909 *
S 88 | Correlation 0.809
é RMSEP  1.904 *
v 86 1 oep 1.961
2 84+ Bias 0.070 »
[=]
E 82 .
38
g 78
*
o 76 *
74 : ; r ; ; ‘ T ! : -
77 78 79 80 81 82 83 84 85 86 87

Measured limonene (% wiw)

= o 5 v 1 dw a 4 4
MWN 4.9 HAMINNUIY Limonene W5suiiisuiumniassweadenduTofiowmsituifien

A199)
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30,000 -
20,000
10,000

Limonene

Regression coefficient
o
e

=

973

-20,000 - o 890 912
680 4
-30,000 - 800
673 723 773 823 873 923
Wavelength (nm)

i ; ar { =1 i '
ANN 4.10 Regression coefficient Y94 Limonene Natnnsy NIR fimgmsifuifodieg

9INNINA 4.10 N3N Regression coefficient Y94 Limonene Nainasu NIR #io1gns

d = ' A Ao o ~ = A A u
IAUNYIAT] WAANUANUTIAYTIN 904 nm NANVYIINAU 680 l“ﬂuﬂﬁuﬂ‘l'iﬂﬂ“ﬂﬂﬂﬂﬁ

] ] ' b ]
aaelsilad [43][441(45] finnme1niu 760-763 nm ifundumsgaduvei (48][49] inaw

#1207 850 nm 1TUAAUNI5GAFUVDI aromatic T third overtone [48][49] iAML1IAAY 890

nm 1HuAAUMIQAFY third overtone D913 Tulaiasn [48][49] 1 930 nm fiuaasinilundu

¥ ] 1 [ ]
M39AFUVBNIIY [50] uazdulsngiinnddgniianiwade Tuma Aefinweinau 67,

710, 724, 800, 827, 882, 904, 912 1182 950 nm

INNINT 4.11 4R X-loading weight plot ¥94 Limonene Ndilnasy NIR DRUGRE

o Py 1 o
NUNEIANA PC 1, 2, 3 uag 4 aseungquanuulsisiuluanlnaiy 9s, 1, 0 uaz 0%

MUY An21081IAY 673 nm TdnFwagede lwaalu PC 1 wuReItuAUEIAALA

510911 2" derivative voaduTofiogmafufee
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0.6 Limonene

i et

E;ﬁ:rua:-;:ﬁﬁ?ﬁwj‘lh N V

X-loading weight

-0.6 - T T T ‘ T ,
673 723 773 823 873 923 973

Wavelength (nm)

PC 1 PC 2 PC 3 pC4|

NN 4.11 X-loading weight plot Y99 Limonene Nafina3u NIR Nognistiufionieg

- o F: = s Vo =S - -

INNINN 4.12 HAN3YIUY Alpha-pinene FsuunumnIassvouldonduTef

4 A ' P v a " @ a o

91N INeINLANA1S 83A152n0Y Alpha-pinene NyAmINATIIAY (raw) Trdu)szdnd
ANUFURUT (r) 11U 0.78 MAANAIANIATFINYBINITIIUIY (SEP) 11R1 0.16%w/w A1

bias 1M1 0.02%w/w i1 RER (1111 4.75 1Az A1 RPD 111/ 1.62
1NNINT 4.13 n5 Regression coefficient Y94 Alpha-pinene fanlnasu NIR ﬁﬂ‘lq

= ' A A o w ' & § o
manuneIden snganuenaduiianudidy iy 680 nm Fuduadumsgaduves

v " ¥ " [
aap15¥lad (431[441[45] 71 760 nm flunAuMsgATUYENIT [48][49] uazii 930 nm 1iunfw

v
Ada - 1

v ] . 1
migaguveniniu [50] uazdslsinginndragniioninade luea Aein1ue1Indy 669,
673, 690, 714, 720, 810, 820, 904, 914 1A 947 nm
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Predicted alpha-pinene (%w/w)

Lt
N
J

ha
o
1

-t
[e+]
L

-t
[¢2]
L

=
IS

o
N
1

ik
o

Element 18
Slope 0.715
Offset 0.463
Correlation 0.777
RMSEP  0.165
SEP 0.168
Bias 0.026

Alpha-pinene

=
(=)

11 12

13

1.4

1.5 1.6

T T

1.7 1.8
Measured alpha-pinene (Y%wi/w)

20

y o v 1 dw a - £ 4 ]
AN 4.12 WM 31U Alpha-pinene t3ouifivuiuaiinsssveanldendu Tofiogmaiiy

(NBIN199)
e
e 6 8 Alpha-pinene
6
gt : 714 930
- 760
& 400 -
2 904
e | |
c
% 0‘0 ﬂVA" W ALJI
,? 20.0 - U
“ 914
40.0 1 673 720 810 820 947
690
'60.0 T T T T T T 1
663 713 763 813 863 913 963 1013
Wavelength (nm)

4 i [y P 4 A 1
NN 4.13 Regression coefficient U84 Alpha-pinene nalnaiy NIR NDIWYNTNUNYINNG

INATNT 4.14 1A X-loading weight plot Y99 Alpha-pinene Har1nn$ NIR N1y

MSAUIALIAING PC 1, 2, 3 uas 4 asounguaNulslsuluamlnasy 92, 6, 0 naz 1%

¥ ¥
AWEIAY 910 X-loading weight ¥04 PC 1 ¥1ifuemisalszanansslsznouussriiny

nouszmennnlaenduTe Alpha-pinene Idnndoyavesamlnasinay ANueINauaIuIng

L) _-y 1 - _ 4 d' A
fianFnasio Tuian X-loading weight ¥99 PC 2 uaadninavesnmeIney Taui 680 nm 4
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: & T . . 3 'd A
Lfljuﬂﬁum‘igﬁmummﬂaaiiﬁaﬁ' WUAEINUNIIN Regression coefficient (IANANYI1INAY

dy sga = 1 L) = o 4 A
680 nm 1 lusidnwasie Tuaalu PC 3 wuiuaiunueInay 769 uag 930 nm 3 lilsng

lupPC12uaz4

X-loading weight

Alpha-pinene

,u;@‘;;:?ipm’wm;"“‘mi""“""iml. r—’_"‘—t.‘\
e 1.1“"‘“' r,/"' A
o e Ui,

763 813 863 913 963 1013
Wavelength (nm)
| PC 1 PC 2 PC 3 PC4 |

MW 4.14 X-loading weight plot Y94 Alpha-pinene figt1lnasa NIR Nowgmsifufioanian

Predicted beta-pinene (%w/w)

3.0 9 Element 18 Beta-pinene
Slope 0.539
Offset  1.030 . . %
25 . Correlation 0.663
RMSEP 0418
SEP 0.410
20 . Bias 0.127
1.5 +
.
1.0 4
0.5 T : ' - : ——
0.5 1.0 1.5 2.0 25 3.0 35

Measured beta-pinene (% w/w)

= o < = o {as = 5
MW 4.15 HAN5H11Y Beta-pinene 1iSsuiiisuiumnianisvesdenduTofiogmaifiy

L
NYIN
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INNNT 4.15 WANMIIUNY Beta-pinene I3ouifousumiaessvesildondaTon
owMaifuAIfiuand1e osfilszney  Beta-pinene Amsyiuudsaninasulaold 2™
derivative Savitzky Golay segment 10 nm ﬁfhﬁ'uﬂszﬁwﬁ'mmﬁ"uﬁuﬁ‘ (r) (NN 0.66 A
AANDIANIATTINVDINITNIUIG (SEP) 1M1 0.41%w/w A1 bias (MU 0.13%w/w A1 RER
(MU 3.95 uag A1 RPD 11 1.32

ﬂmmwﬁ 4.16 N3l Regression coefficient Y94 Beta-pinene ﬁmﬂnm%’u NIR ﬁt‘l‘lqmi
iuifedien Usinganuenduiiianudidynaioia 5y 680 nm Fuiuntumsgady
voanae Tsilad [431[44](45] FiRovoanldenduTe 7 760 nm flundunsgaduvei [48]49]
1 930 nm Li'_‘luﬂﬁl'uﬂﬁgwi'wm‘tfﬁu [50] #1A21W81IAAY 940 nm LﬂUﬂﬁumsg}ﬂﬂﬁu third
overtone ¥0aU18ANBEDA [48][49] unzdalsngfinnumndudaiiioninadeluaa foft
682, 710, 724, 734, 777, 813, 827, 854, 892-893, 917, 923 LAz 947 nm

111ﬂmwﬁ 4.17 uaAd X-loading weight plot Y94 Beta -pinene ﬁmﬂnm%’n NIR ‘ﬁﬂ‘lqmi
Wuifeadeg PC 1, 2, 3 uay4 asounquANulsdsaulualnasy 98, 1, 0 uaz 0%
aud ey jivesudas PC fidnynynd1oadaty X-loading weight plot Y84 limonene LA

o o

= v o s U -~ q' dll = =} ar
ﬂﬁ‘)'ﬂnlﬂﬁ‘"ﬂ\iﬂ'ﬁﬂ'm'lﬂ limonene 1‘5’1‘11ﬂ15aﬂﬂﬂ‘u‘ﬁﬂ’)"lllﬂ'l'?ﬂﬁﬂﬂﬁ'iﬂtllyiﬂﬂ?ﬂu

8,000 - Beta-pinene
6,000 | 680
’l 724
§ 4,000 - 734 940
E z'm _ M A
(5]
5 /\
1 w i@
& 2,000 1 \/ U \/
4,000 | ggo 827 i -
930
-6,000 . : . . ; =
673 723 773 823 873 923 973
L Wavelength (nm)

& ] : _ - 2 ; g0
MNN 4.16 Regression coefficient Y84 Beta-pinene Ninti/nasy NIR fiogmsifiufoasian

INNNH 4.18 WAN15H U Alpha-Phellandrene 1/3suiiousuiiii i svoutden

= I { ' { .
#ulenogmaifuiioafiuandie esfilszney Alpha-Phellandrene Nygamlnas Ay (raw) i3
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4 o 1 L = o 1 o
mduszanianuduius () iy 0.62 MAANAIAMIATTIMYDINITRIUIY (SEP) 111

0.28%w/w A1 bias 11101 -0.02%w/w A1 RER 11101 3.43 1ag A1 RPD 111 1.14

X-oading weight
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MWN 4.17 X-loading weight plot Y84 Beta-pinene Niaft1/nasu NIR fiorgmsifiumoadien

Predicted alpha-phellandrene (% wiw)
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Element 18
Slope 0.633
Offset 0.486
Correlation 0.625
RMSEP 0277
SEP 0.285
Bias -0.018

Alpha-phellandrene

o
©
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T T T T =N

1.3 1.5 T 1.9 21
Measured alpha-phellandrene (% w/w)
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mnmw*ﬁ 4.20 1A X-loading weight plot Y94 Alpha-Phellandrene "ﬁmﬂﬂﬁﬁ' 4 NIR 171
mqmsxﬁmﬁ'uwiwq PC 1,2, 3 unz 4 aseuaquanuulsismlumalnasiu 93, 6, 1 uaz 0%
AWAIRY 910 X-loading weight ¥83 PC 1 wuhnnwemnaudauIngiisninade luaa x-
loading weight ¥4 PC 2 ﬁmmmmﬁ"uﬁﬁﬁmﬁ 684 nm AT 742 1Az 910 nm liiionIwade
Twaalu PC 2 ualianiwane luaa 1u PC 1, 3 uag 4 X-loading weight Y94 PC 3 2111617
i lufisnsnane Tunade 702, 760 10z 894 nm X-loading weight Y84 PC4 AW1IAAUT
luiignsnwane Tunafno 684 uaz 827 nm
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scattering correction IMANYszANEAMUAURUT (1) 1A 0.60 AHANDIANIATTIUYDING
MU0 (SEP) 1V1111 0.40% w/w A1 bias (M1 0.14%w/w A1 RER 1M1 4.05 1ag A1 RPD
WA 1.25
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767,917, 953 nm X-loading weight Y94 PC 3 WuAWeInaud Lifioniwade lunaft 675,
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9INA15197 4.7 HAAIDISI1UIUAIDE1 (n) H29TOYA (range) ANNAY (mean) HAZAN
[ { 3 . e { d o
ddlonnunInTgIM (SD) YoIgAToYA Calibration UAZYA Prediction NOIWNITINUTNY

A9

: 1 an i, - o : Y
ﬂH‘N‘I"’I 4.7 MNNADAVDIYA Calibration AL YA Prediction Yo909n15enouIhiunouI LMY

P d o 1
NoWYMINUINHIANNG

parameters Calibration set Prediction set

n range mean SD n range mean SD
Limonene 93 76.02-87.82 81.79- 272, —33 78.17-85.94 81.71 2.39
Beta-Phellandrene 87 3.67-7.54 5.57 092 32 3.99-7.36 5.54 0.90
Beta-pinene 84 0.88-2.81 1.71 0.51 28 1.02-2.81 1.68 0.50
Alpha-pinene 86 0.92-1.96 1.51 020 34 1.15-1.83 1.50 0.17
Alpha-Phellandrene 95 0.74-2.14 1.36 035 32 0.86-1.98 1.36 0.33
Germacrene 92 0.64-1.84 1.19 025 26 0.82-1.69 1.18 0.21
Geranial 90 0.16-0.51 0.33 0.06 34 0.23-0.42 0.32 0.05
Nootkatone 71 0.02-0.98 0.26 022 24 0.04-0.68 0.26 0.19

r Vv
1INA15199 4.8 UAAINAYDY PLS regression VoduAnzoInlsznovveniniuvow
- = d o ' ' s da 1 o a o
semonnldenduTenergnisifuinuiaieg wuiiesddszneuniarduilsedns
@ o o i i ot 1 [ 1 1 e

ANUFUNUT (1) F9NgARD Nootkatone N 1AUTuNAsaInaTu A Full MSC fianr iy

0.82% FHANAIANIATTIUYBINITNIUIY (SEP) 11111 0.11% 1aza bias (9117 0.01%
NANNA 4.32 naasmnaSuRundvyssdazegmaifuineaveswady o # 600-
1,100 nm Hanuuand1elugsegmsiiuinm udedalsfmuiiegmsidusnmd 15 i 120

o @ a  ar " oA g o a y o @
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1 1 [ t:n"I o = ¥
ﬂ'lfNﬁ 4.8 Wavod PLS regression ﬂﬂ@lmﬁzﬂﬂ]l’i3ﬂﬂ’U'Uﬂ~TLI']nuﬂﬂU'ileUinﬂlﬂﬂﬂﬂﬁllIﬂ

P g4 o 1
NoYNMINUINE AN

Calibration Prediction

Parameters Pretreatment PCs r SEC bias r SEP bias RER RPD
Nootkatone Full MSC 4 0.85 0.11 1.49%10" 082 0.11 0.01 5.82 1.73
Geranial Full MSC 12 084 003 914x10° 076 003 002 633 167
Beta- 2" derivative 5 073 063 -1.01x107 075 059 -001 571 1.52
Phellandrene S.Goley

segment 20 nm
Germacrene Full MSC 10 078 016 266x10° 068 0.16 -0005 544 131
Limonene Raw 10 076 1.76 148x10° 067 1.82 035 4.27 1:31
Alpha- Raw 8 070 0.14 -1.99x10° 0.67 0.13 0:02 - 523 1,31
pinene
Alpha- 2™ derivative 7 072 024 -132x10° 066 027 016 415 122
Phellandrene S.Goley

segment 10 nm
Beta-pinene Full MSC 7 074 034 -1.60x10° 063 039 -003 4.59 1.28

VINNINT 4.33 uaAImnasy 2" derivative ¥03duToN 9 DIMIIAVTAYIN 0, 15, 30,
45, 60, 75, 90, 105 uaz 120 71 milnATuve visible 10 NIR uaaInaumsgadugIngad
& w ; A o : 1 = o
657-667 nm LAz 960 nm AAUMIAFUTeINTUAIUYeInan Isaduaz i uFwREITY
aulnaduvosduTonogmaiuifeanieg adidy v5nm 680 nm uaAINAUNIRATUVDS
4 = . & d
anelsiad Suaanudnuuzyoana 1 [43][44]45] 81uM3ga%ulu NIR 91960 nm uaas
A a 2 o s o P 4 & A& o 1
ATUMIQATUYDOI [46] uazdawuiNaany 7 827 nm Fannnweranaui liszyiuiums

aaFuveImslaluenaisdradedu
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RANAIALIATFIUYDINITRIUIY (SEP) IN1AY 0.11%w/w A1 bias 111U 0.01%w/w A1 RER
MM 5.82 Az A1 RPD A 1.73

mﬂmwﬁ 4.35 n31¥ Regression coefficient 494 Nootkatone ﬁmﬂﬂﬂﬁ'n NIR ﬁﬂ‘lqm‘i
dusneee Usnganummnduiiianudiade luaad 680 nm Fuiuafumsaaduyes
anelsfadnauddenduTe [43]44145] innwendndn 930 nm uaasiuiundumsgadu
weatu [46] 732 864-870 nm wazialnnganuninduddyitioninade Tuaa fefl 655,
732, 803, 827 L1aig 864-870 nm

1519 X-loading weight plot udnnuennaudaiian X-loading weight 11ALLAAI1T
anudnguInaensiiueaulioasy

mﬂmwﬁ 4.36 1AA9 X-loading weight plot ¥94 Nootkatone ‘F'Imﬂﬂﬁ‘;"u NIR ﬁmqm‘s
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IATFIUYBININIUIG (SEP) NN 0.03%w/w A1 bias 11101 0.02%w/w A1 RER 11111 6.33

(ag A1 RPD 1M1 1.67
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$AMIA199 PC 1, 2,3 uaz 4 aseunquanuudsysulumilnesy 62, 37, 1 uag 0% audidy

=

X-loading weight Y84 PC 1 ugasfaniuerndudunaiionswade Tuma oni3uess, 694
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RANAIANIATTIMUDINTIIUIY (SEP) 1M1 0.59%w/w i1 bias 11111 -0.01%w/w fi1 RER

1971 5.71 1ag A1 RPD 11191 1.52

50 -

Geranial

40 4 675 949
o 30 4 :
5 925
% 20 4} || 886 700
: WA A N)‘\ R
S o Jﬂ J AWNP\/\; N UJV(U"\ \
L0 v \j \
g 6

201 8 917 955

-30 - 0 692 940

670
-40 T T T T T T 1
663 713 763 813 863 913 963 1013

Wavelength (nm)

! 4 o A = '
WA 4.38 Regression coefficient Y84 geranial Nenasy NIR NOWYNINUINYIANE

0.2

Geranial

0.1
0.0

-0.1

-0.3

X-oading weight
=
N

_0-6 T T T T T
663 713 763 813 863 913 963

Wavelength (nm)

[ PC 1 PC 2 PC 3 PC4[

MW 4.39 X-loading weight plot Y04 geranial Nen1lnasy NIR NogmauTnIA1eY



91

NNNA 4.41 A5 Regression coefficient Y94 Beta-Phellandrene Nalpasu NIR 0
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AANAIANIATTIMYDINITRIUIY (SEP) IMIAL 0.16%w/w A1 bias 1N -0.005%w/w A1 RER
(1A 5.44 Az A1 RPD 1M1 1.31

INNINDN 4.44 N5 Regression coefficient Y84 Germacrene fenasu NIR ﬁmqmﬁ
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91NANWH 4.47 N31W Regression coefficient U494 limonene NaINATU NIR N1914A13
8 o T A Aa [ 1 I a & ﬂ A £y
MUSNEIAE dsinganuenaaunianudigyae luean 730 nm FutluaaunIsgaruvod
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780, 805, 868, 885, 906, 915, 923, 937, 947 LA 953 nm HavdnymzyesmilnaTudindiony

4 : -
N3 Regression coefficient 19409A152N0V Geranial DNA2WY

85 - Element 33 ;
Slope 0.564 Limonene

84 - Offset . 3.592 A
Correlation 0.670

83 | RMSEP 1.830
SEP 1.824 -

82 | Bias 0.347

8

Predicted limonene (% wiw)
3 ®

~J
<
1

~J
~J

T T T T T T 1

76.5 77 77.5 78 78.5 79 79.5 80 80.5 81

Measured limonene (% w/w)

s

dl o X = o ar VA a & g/ = =1
NN 4.46 WANTTUIY limonene tf5sBuRUAN IR B dondu ToNogmsiy

FNYIN9T

NN 4.48 LEAS X-loading weight plot Y84 limonene He1/na¥a NIR ‘ﬁmqms
AVSAYIAN PC 1,2 Hag 3 asounquaNulsliaulumilnaiy 63, 36 uaz 0% mudiau
X-loading weight 494 PC 1 mmﬂnﬂﬁiuﬁ'qu“lﬁqjﬁﬁw%wmiﬂmﬂa I 706 nm udlsIng
Nianswade luaalu PC 2 uag 3 X-loading weight ¥84 PC 2 figilsendetumlnasuves
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d o ) A Ao o w1 A & A
NITLNUINH NG ‘lJi"lﬂ;]ﬂ’J'liJfJ'l’Jﬂﬁu‘l‘mﬂ’nnﬁmﬂlﬁﬂINLﬂﬁ 9 680 nm Wdlﬂuﬂﬂuﬂﬁﬂﬂ
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FuvpenanTsilad [43]44145] nazsingaauennduiiianuddade Tumadni 670, 675,
688, 780-785, 825, 908 Ling 950 nm

mﬂmwﬁ 4.51 uaAq X-loading weight plot Y94 Alpha-pinene ﬁmﬂnﬂ%’u NIR ﬁmq
MaAUFAIAIY PC 1, 2, 3uaz 4 asouaquanuutlsdsiuluanlnai 85,4 .1 uaz 0%
AUAIAY X-loading weight 949 PC 1 é’iﬁxﬁuﬁmmmqﬂﬁ"udau‘lﬂiyjﬁﬁwﬁwaﬁaimﬂa nag
adwiuailnasuAy X-loading weight ¥89 PC 2 uansnnweanaudu ngiisninase
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innm‘wﬁ 4.53 3wl Regression coefficient Y94 Beta-pinene ‘ﬁﬁlﬂﬂﬁ%&l NIR ﬁmqmi
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1. limonene
aasTwana Co-F

qmmﬂ"ﬁmamﬂmwumzmﬁ (Physical and Chemical Properties)
A0IU : VOUKAD

a : luidnedvaes

nau : AABZL

wilaana : 136.24

qaiaen('y.): 175-178

\
\

gaviaeNHMad/Qabionuda(4.): -89
ANNEIIFUME(=1): 0.868
anunuinle@EIMa=1) : 4.3
anusile (unsen) : 2 i 20 Car)

anuannsalumsazawsim (n¥a/100 va.): liazate 120",
2. beta-phellandrene

formula : C10 H16

molar refractivity : 45.70 + 0.4 em’

parachor : 369.9 £ 6.0 em’

index of refraction : 1.466 + 0.03

surface tension : 25.3 + 5.0 dyne/cm l \
density : 0.82 +£0.1 g/ em’ \/
polarizability :18.11 = 0.5 10-24cm3 ’ ’
xlogp : 4.40

molecular weight : 136.2340400

N\

= o s
nanwy
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3. nootkatone

formula : C15H22 0

molar refractivity : 66.71 £+ 0.4 em’
parachor : 538.5+6.0 cm’

index of refraction : 1.503 + 0.03
surface tension : 32.5 + 5.0 dyne/cm
density : 0.96+ 0.1 g/ cm’
polarizability : 26.44 + 0.5 10-24cm3
xlogp : 3.70

molecular weight : 218.3345800
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samples
R.T.(min) | compounds
1 2 3 4 5 6 1 8 9 10 11 12 13 14 15 16 17 18 19 20
2.61 alpha-pinene 1.64 1.50 | 1.63 1.54 1.29 1.78 1.16 1.42 1.15 1.59 1.25 1.49 1.14 | 1.26 oy 1.19 1.29 1.76 1.26 LES)
297 Camphene 0.02 002 | 002 | 002 [ 002 | 0.02 | 0.01 0.01 0.01 002 | 002 | 002 | 001 | 0.02 | 002 [ 002 | 0.02 [ 002 | 0.02 0.02
337 beta-pinene 1.87 187 | 1.97 195 Ly2i =222 1.51 1.57 1.26 R 1.66 1.85 1.54 1.44 1.87 1.47 JS3 [ 222 1.44 1.56
3.48 Sabinene 0.90 090 | 092 | 087 | 0.74 | 099 | 066 | 0.76 | 0.61 086 | 073 | 0.86 | 0.66 | 0.68 | 0.86 | 0.67 | 0.71 1.00 | 0.67 0.78
3.89 beta-Myrcene 4.50 440 | 417 | 379 | 3.15 | 440 | 277 | 3.68 | 2.90 | 3.78 | 3.14 | 3.71 277 | 3.24| 3381 2820 | -3d124 | 3990 %19 3.68
3.98 alpha-Phellandrene 1.22 126 | 1.54 1.34 | 1.09 1.36 1.00 | 0.99 1.01 1.38 1.09 1.42 1.04 1.00 1.27 1.06 1.12 1.62 | 0.99 1.32
4.44 Limonene 80.70 81.72 | 79.82 | 81.71 | 84.81 | 80.20 | 85.88 | 84.24 | 86.20 | 81.60 | 84.24 | 81.29 | 85.81 | 85.18 | 85.18 | 85.68 | 84.68 | 80.07 | 8542 | 82.68
4.56 beta-Phellandrene 5.51 482 | 608 | 544 | 453 | 450 | 4.68 | 421 452 | 578 | 499 | 599 | 466 | 452 | 503 | 477 | 5.03 5.90 | 4.45 5.58
4.99 (E)-Ocimene 0.23 0261 029 | 0267 025 | D32 | 024. ] 025 | 021 027 .[.'023 | ‘019 | 020 | 017 | 023 | 018 | 0220 ] 029 | 021 0.25
5.28 Benzene 0.01 0.01 0.02 | 0.01 | 0.01 0.01 0.01 0.02 | 0.01 0.02 | 0.01 0.02 | 002 | 0.01 0.02 | 0.01 0.01 - 0.02 0.02
5.45 Terpinolene 0.02 002 [ 002 [ 002 ( 002 | 002 | 002 | 002 | 0.01 002 | 002 | 002 [ 002 [ 002 [ 002 | 0.1 0.02 | 0.02 | 0.02 0.02
7.57 Cyclobutene 0.01 001 | 002 | 002 | 002 | 0.02 | 0.01 0.01 0.01 0.01 002 | 0.02 | 001 0.01 0.02 0.02 | 0.01 0.01 0.01 0.02
7.93 delta-Elemene 0.06 0.05 | 006 | 006 | 0.04 | 006 | 0.03 | 0.05 | 004 | 006 | 005 [ 0.06 | 0.04 | 0.05 [ 006 | 003 | 004 | 005 | 0.04 0.05
8.01 6-Octenal 0.02 002 | 002 [ 002 [ 001 [ 002 | 0.01 0.01 0.01 0.02 | 0.01 0.01 0.01 0.01 0.02 | 0.01 0.01 0.02 | 0.02 0.02
8.27 Decanal 0.05 003 | 003 | 003 | 002 | 0.03 002 | 002 | 002 | 002 | 003 | 0.04 | 002 | 003 | 003 | 0.02 | 002 | 003 | 0.02 0.03
8.85 Linalool 0.20 023 | 025 | 021 0.21 022 1023 | -021 022 | 025 | 020 | 025 | 027 | 027 | 025 030 | 028 | 020 | 0.23 0.25
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samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20

9.45 beta-Elemene 0.02 002 | 002 | 002 | 001 | 002 | 001 | 0.02 [ 001 | 002 | 0.02 | 002 | 002 | 002 | 002 | 001 | 0.02 | 0.02 | 0.02 0.02
9.59 Caryophyllene 0.13 0.16 | 018 | 0.16 | 0.11 | 0.14 [ 009 | 0.15 | 0.10 | 0.15 | 0.14 | 0.15 | 0.10 | 0.13 | 0.16 | 0.09 | 0.10 | 0.15 | 0.12 0.12
10.55 Neral 0.30 023 | 026 | 024 [ 0.17 | 026 | 0.6 | 023 | 0.17 | 025 | 019 | 021 | 0.16 | 020 | 025 | 0.17 | 0.18 | 025 | 0.20 0.24
10.74 alpha-terpineol 0.33 034 | 030 | 027 | 023 | 029 | 019 | 024 | 019 | 026 | 024 | 031 | 021 | 022 | 028 | 021 | 022 | 032 | 020 0.25
10.83 Diacetate 0.07 005 [ 005 | 004 | 0.04 | 005 | 0.03 | 0.04 | 003 | 004 | 004 | 0.05 | 003 | 004 | 005 | 0.03 | 0.04 | 0.05 | 0.04 0.05
10.92 Germacrene 1.24 118 | 142 | 122 | 094 | 1.20 | 0.87 | 1.19 | 0.83 108 | 1.03 | 126 | 0.83 | 094 | 1.09 | 083 | 084 | 1.19 | 0.84 0.90
11.13 Geranial 0.45 048 | 040 | 036 | 027 | 040 | 025 | 035 | 026 | 039 | 030 | 033 | 025 | 030 | 037 | 026 | 027 | 037 | 030 0.35
11.20 1,5-Cyclodecadiene 0.11 041 [ 013 | 011 | 008 | 0:11 008 | 010 | 007 [ 0.10 [ 009 | 0.11 | 007 | 008 | 0.10 | 0.07 | 0.08 | 0.10 | 0.08 0.08
11.35 Gerany] acetate 0.09 009 | 012 | 009 | 0.08 | 0.11 | 006 | 009 | 007 | 008 | 008 | 0.12 | 007 | 009 | 009 | 005 | 0.07 | 0.09 | 0.09 0.10
11.79 Methylbenzoate 0.03 003 | 003 | 002 [ 002 | 003 | 002 [ 002 [ 002 | 003 | 002 | 002 | 002 | 002 | 003 | 002 | 0.02 | 003 | 0.03 0.03
11.87 Nerol 0.05 0.03 | 0.05 | 0.04 | 0.04 | 0.04 | 0.03 | 0.03 | 002 | 0.04 | 005 | 005 | 003 | 003 | 004 | 003 | 003 | 003 | 0.03 0.03
12.38 1,6-Octadien-3-ol 0.07 0.04 | 006 | 005 | 0.04 | 005 | 003 | 0.04 | 003 | 0.04 | 0.06 | 007 | 0.04 | 0.04 | 006 | 0.03 | 0.04 | 0.04 | 0.04 0.04
12.60 2-Cyclohexen-1-ol 0.03 003 | 003 | 002 | 002 | 003 [ 002 | 002 | 002 | 003 | 002 | 0.03 | 002 | 002 | 003 | 002 | 002 | 003 | 0.02 0.03
14.43 endo-1- bourbonanol 0.01 001 | 001 | 001 | 001 | 001 | 001 | 001 [ 001 [ 0.01 | 001 | 0.01 | 001 | 001 | 001 | 0.01 | 0.01 | 0.01 0.01 0.01
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Pinmesnlszneuveniniuveuszmennldendulauguimin (%ewiw) Nogmsinuinein 200 Jundpenuu

samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
2.61 alpha-pinene 1.71 1.71 1.38 1.53 1.74 1.60 1.42 ) i A (N 7 R U 1.47 1.43 1.64 1.59 1.73 1.68 1.31 1.66 1.06 155
2.97 Camphene 002 | 002 | 0.01 002 | 003 [ 002 | 002 | 002 | 003 | 003 | 002 | 002 | 0.02 | 002 | 0.03 0.02 0.02 0.03 | 0.01 0.02
337 beta-pinene 172 1.89 1.36 1.18 | 2.66 | 237 1.26 1.64 | 2.64 | 3.80 | 242 1.58 1.97 L7 1 2719 1 203 1.99 3.20 1.31 1.42
3.48 Sabinene 092 | ‘095 | 071 0.72 1.08 | 099 | 071 0.83 [ 1.08 | 1.30 | 093 | 0.78 094 | 083 L:HL 098 | 0.79 1.17 | 067 | 0.82
3.89 beta-Myrcene 388 | 380 | 3.89 | 400 | 3.88 386 | 3.89 [ 398 | 379 | 3.71 3.68 3.56 3.67 | 4.01 3.79 3.74 = 393 | 3.82 393
3.98 alpha-Phellandrene 1.81 1.90 | 0.94 1.14 1.51 1.38 1.09 129 | 1.75 | 1.47 1.14 1.22 1.67 1.13 1.56 1.76 1.05 1.31 0.96 1.42
4.44 Limonene 79.63 | 79.46 | 84.40 | 83.76 | 79.71 | 80.87 | 83.43 | 81.57 | 79.5 | 79.03 | 82.15 | 83.19 | 80.25 | 82.56 | 79.69 | 79.41 | 84.27 | 80.10 | 83.16 | 81.23
4.56 beta-Phellandrene 6.28 | 6.43 3.66 | 4.29 5.55 507 | 443 480 | 6.14 | 558 | 4.85 5.03 637 | 470 | 594 | 6.67 | 4.95 5.04 | 478 5.87
4.99 (E)-Ocimene 0297 ] 022' | 023 | 022 0.19 | 021 023 023 | 024 | 029 | 023 | 0.21 026 | 023 | 026 | 019 | 017 | 029 | 027 0.21
528 Benzene 0.01 0.01 0.01 0.01 0.02 | 0.01 0.01 0.01 | 0.01 | 0.01 0.01 0.01 002 | 002 [ 0.1 0.01 0.02 002 | 0.01 0.02
5.45 Terpinolene 0.02 003 | 002 | 0.02 002 | 002 | 002 | 002 | 002 | 002 (| 0.02 | 0.02 0.02 | 002 | 0.02 0.02 | 0.02 002 | 002 | 0.02
5.50 Pentanol 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 | 0.01 | 0.01 0.01 0.00 | 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
7.57 Cyclobutene 0.01 | 001 | 001 | 000 | 001 | 001 | 001 | 001 |00l | 001 | 001 | 001 | 002 | 001 | 001 | 0.02 | 001 | 001 | 001 | 0.01
7.93 delta-Elemene 0.06 | 007 | 006 | 0.04 | 0.06 | 006 | 0.05 | 006 | 0.05| 005 | 005 | 005 | 0.05 | 0.05 [ 0.05 [ 0.06 | 004 [ 005 | 005 | 0.06
8.01 6-Octenal 001 | 001 | 001 [ 001 [ 002 | 002 | 001 | 002 |0.01 | 002 | 0.01 | 002 [ 001 [ 001 [ 001 | 002 | 001 | 001 | 001 | 001
8.27 Decanal 004 | 004 | 004 | 0.03 0.04 | 0.05 0.04 | 004 | 005 [ 0.05 0.04 | 0.03 0.03 0.03 | 0.05 0.04 | 0.03 0.05 0.04 | 0.04

911



= o $w =3 o o P § a 4 & 4 o o '
P5insesmlsznovveniniumenszmennldendu TeRu§uaniing (%ew/w) 191gMSINVINGIN 200 IUNAIRDNU U (A0)

samples
R.T.(min) | compounds
1 2 3 4 -] 6 ;) 8 9 10 11 12 13 14 15 16 17 18 19 20

8.85 Linalool 030 | 029| 028| 029 030 029 030 | 032|029 | 030 | 030 | 027 | 028 | 029| 028 ] 030 - 0.30 | 034 | 031
9.45 beta-Elemene 0.02 0.02 0.03 0.02 0.02 0.03 | 0.02 0.02 | 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.02 0.02
9.59 Caryophyllene 020! 017! 018! 017 | o019 | 018 | 019 | 025|015 | 016 | 019 | 018 | 015 | 017 | 015 017 | 012 | 017 | 022 | 022
10.55 Neral 023 | 024 027 026 027| 028 | 025| 031|023 | 027 | 026 | 023 | 023 | 025| 025| 024 019 [ 027 | 028 | 025
10.74 alpha-terpineol 034 | 034 028 026 032 031 | 029 032|035 034| 029| 024 | 032 | 027 | 032 033 | 023 | 034| 034 | 031
10.83 Diacetate 0.05 0.06 0.05 0.04 0.06 0.07 0.05 0.06 | 0.07 0.07 0.06 0.04 | 0.05 0.05 0.07 0.06 0.04 0.07 0.06 0.06
10.92 Germacrene 1.61 1.51 1.36 1.27 1.49 1.48 1.45 1.65 | 1.10 [ 0.99 1.07 115 1.24 1.22 1.14 1.41 0.91 1.16 1.59 1.38
11.13 Geranial 037 | 039 042 | 038 | 042 | 042 | 040| 049 | 036 | 041 | 041 | 037 | 037 | 038 | 038 038 | 029 042 046 | 039
11.20 1,5-Cyclodecadiene 014 | 012 | 012 0.11 0.13 0.13 0.13 0.15 | 0.09 | 0.09 0.10 | 0.10 0.11 0.11 0.10 0.12 0.08 0.11 0.14 0.12
11:35 Geranyl acetate 0.12 0.10 0.08 0.08 014 | 0.10| 010 | 0.12 | 0.09 0.09 0.10 | 0.09| 009 | 0.10 | 0.09 0.11 0.07 0.10 | 012 0.12
11.79 Methylbenzoate 002 | 002| 002| 003| 002| 002 002 | 003|002 003| 003 | 002| 002| 003| 003 002 | 002 | 003| 003 | 0.03
11.87 Nerol 005 | 005! 005| 003| 003| 004| 005| 005|005| 003| 004 | 004 | 006| 005| 003 005 | 003 | 004 | 006 | 0.05
12.38 1,6-Octadien-3-ol 007 | 006| 006 | 004| 005| 005| 007 | 007|006 | 004 | 005| 005| 007 | 0.06 0.04 | 006 | 0.03 | 006 | 008 | 0.06
12.60 2-Cyclohexen-1-ol 003 | 003| 003| 003| 003| 003| 003| 004 |003| 004| 003| 002 | 002| 003| 003 003 | 003 | 003 | 004 | 003
14.43 endo-1- bourbonanol | 0.02 | 002 | 002 | 001 | 002 | 002| 002| 002|001 | 001 | 001 | 001 001 | 001 | 001 | 002 001 | 001 ]| 002 00l
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Vhinaesiiszneuveniniumeuszmennnlfendu Teufumitig Yewiw) Regnsiuinead 210 undwenum

samples
R.T.(min) | compounds
) 2 3 4 5 6 i 8 9 10 11 12 13 14 15 16 17 18 19 20

2.61 alpha-pinene 1.97 1.66 1.83 1.91 1.79 1.81 1.91 1.94 1.84 1.84 1.80 | 1.88 1.73 1.88 1.91 1.92 1.81 2.02 | 2.06 1.56
2.97 Camphene 0.02 0.02 0.02 0.03 0.03 0.03 | 0.03 0.03 0.03 0.02 0.02 | 0.03 0.02 0.03 0.02 0.03 0.02 0.03 0.03 0.02
3.37 beta-pinene 270 | 237 | 238 291 243 2.43 297 348 | 2.79 1.82 233 2.90 254 | 299 2.37 237 1.89 2.58 2.67 1.97
3.48 Sabinene 1.22 1.04 | 1.09 1.21 1.08 1.13 1.23 1.34 118 | 10.99 1.02 | 1.22 1.08 1.21 1.11 1.11 0.98 1.22 127 1 050
3.89 beta-Myrcene 443 | 406 | 420 | 434 | 423 | 425 | 430 | 407 | 425 | 423 | 425 | 4.00 430 | 415 | 423 | 423 | 397 | 408 | 398 | 323
3.98 alpha-Phellandrene 1.94 1.71 193 1.74 1.67 2.05 1.84 IS 1.73 1.90 1.66 | 2.01 1.40 1.72 1.73 1.74 1.69 2.19 241 1.40
4.44 Limonene 77.77 | 78.85 | 7821 | 77.46 | 79.15 | 77.40 | 77.55 | 77.17 | 77.75 | 78.44 | 79.76 77.75 | 79.64 | 78.12 | 78.45 | 78.46 | 79.66 | 77.10 | 76.22 | 8L.73
4.56 beta-Phellandrene 6.02 6.12 | 6.41 6.48 5.78 6.54 6.08 6.39 5.92 7.02 527 6.49 5.18 6.08 6.18 6.18 6.65 6.99 7.38 521
4.99 (E)-Ocimene 0.33 030 | 038 | 035 0.29 040 | 035 0.33 0.29 0.33 0.28 0.35 0.35 0.33 0.28 0.28 0.24 0.34 0.35 031
5.28 Benzene 0.02 0.01 0.02 0.02 0.02 0.02 0.02 | 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02 0.02
5.45 Terpinolene 003 | 002 | 003 | 002 | 002 | 003 | 0.03 | 002 | 003 | 002 | 0.02 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 0.02
5.50 Pentanol 0.00 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.00 0.01 0.00 0.01 0.01 0.01
157 Cyclobutene 0.02 | 0.02 | 0.01 | 0.01 0.02 | 001 | 0.01 002 | 002 | 002 | 002 | 002 | 002 | 0.01 002 | 002 | 002 | 002 | 003 | 001
7.93 delta-Elemene 0.13 | 0.14 | 0.12 | 0.11 012 | 0.14 | 012 | 0.11 013 | 010 | 012 | 0.12 | 013 | 011 | 010 | 0.11 0.10 | 0.2 | 012 | 0.11
8.01 6-Octenal 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 0.02 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 0.02
8.27 Decanal 0.04 0.05 0.04 | 0.04 0.04 0.04 | 0.05 0.05 0.05 0.03 0.04 0.04 0.05 0.05 0.04 0.04 | 0.03 0.04 0.04 0.04
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Pinuesiszneuveniniumenszmennildendu Tewuguiniine (ewiw) fiogmaAuinedi 210 Tundmenu (de)

samples
R.T.(min) | compounds
1 2 3 4 S 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20

8.85 Linalool 032 | 032 | 030 | 031 | 032 | 033 | 034 | 033 | 034 | 032 | 032 | 031 | 032 | 032 | 032 | 033 | 028 | 031 | 032 | 0.28
9.45 beta-Elemene 003 | 003 | 003 | 003 | 002 | 003 | 002 | 002 | 003 | 002 | 002 | 002 | 003 | 002 | 002 | 002 | 002 | 003 | 0.02 | 0.03
9.59 Caryophyllene 0.21 0.18 0.16 0.10 0.16 0.18 | 0.17 0.18 0.23 020 V0l 15015 0.18 0.15 0.19 0.19 0.19 0.16 0.22 0.16
10.55 Neral 025 | 0.28 0.25 0.26 026 | 028 | 0.28 0.29 0.29 026 | 027 | 0.24 0.25 0.26 0.27 0.28 0.21 0.28 0.26 0.25
10.74 alpha-terpineol 038 | 038 | 032 | 036 | 034 | 035 | 037 | 038 | 039 | 034 | 035 | 036 | 032 | 036 | 035 | 036 | 031 | 038 039 | 032
10.83 Diacetate 006 | 007 | 006 | 005 | 007 | 007 | 007 | 007 | 007 | 0.05 | 0.07 | 006 | 007 | 007 | 006 | 006 | 0.05 | 005 | 005 | 0.05
10.92 Germacrene 1.29 1.41 1.38 1.32 1.31 1.55 1.37 1.10 1.64 1.21 1.33 1.21 1.43 1.26 1.34 1.35 1.07 1.21 1.28 1.27
11.13 Geranial 040 | 044 | 039 0.40 040 | 043 0.43 0.44 0.45 0.40 | 0.41 0.37 040 | 040 | 0.42 0.43 0.33 0.42 0.41 0.39
11.20 1,5-Cyclodecadiene 0.12 0.13 | 0.12 0.12 0.12 | 0.13 0.12 0.11 0.15 0.11 0.12 | 0.11 0.13 0.11 0.12 0.12 0.10 0.11 0.12 0.11
14535 Geranyl acetate 0.12 0.11 0.13 0.10 | 0.13 0.14 | 0.13 0.12 0.13 009 | 012 | 0.12 0.14 | 0.12 | 0.09 0.10 0.13 0.08 0.11 0.08
11.79 Methylbenzoate 003 | 003 | 003 | 003 | 003 | 003 | 003 | 003 | 0.03 | 003 | 0.03 | 003 | 003 | 003 | 0.03 | 0.03 | 003 | 003 | 0.03 | 0.02
11.87 Nerol 004 | 008 | 0.0s | 0.06 | 0.04 | 005 | 0.04 | 006 | 005 | 005 | 0.04 | 004 | 006 | 004 | 005 | 005 | 0.04 | 0.04 | 004 | 0.04
12.38 1,6-Octadien-3-ol 0.06 006 | 006 | 006 | 006 | 006 | 007 | 007 | 005 | 0.05 | 006 | 0.08 | 0.06 | 0.06 | 0.06 | 005 | 005 | 0.06 | 0.05
12.60 2-Cyclohexen-1-o0l 003 | 003 | 003 | 003 | 004 | 003 | 003 | 004 | 003 | 0.03 | 0.04 | 003 | 003 | 003 | 0.03 | 0.04 | 004 | 0.03 | 003 | 0.03
14.43 endo-1- bourbonanol | 0.02 | 002 | 002 | 002 | 001 | 002 | 002 | 001 | 002 | 002 | 002 | 001 | 002 | 001 | 001 | 002 | 001 0.01 | 0.01 | 0.02
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ﬂimmaﬂﬁﬂitﬂau%El»'mmumla.lszmﬂmmﬂﬁﬂnﬁn'iawuf'lmmm (Yow/w) ﬁmqmilﬁ*umtn'n 220 WUraIReNUIU

samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
2.61 alpha-pinene 1.64 1.50 1.63 1.54 1.29 1.78 1.16 1.42 1.15 1.59 1.25 1.49 1.14 1.26 1.52 1.19 1.29 1.76 1.26 1.51
297 Camphene 002 | 002 | 002 | 002 | 002 | 002 | 001 | 001 | 0.01 | 002 | 002 | 002 | 001 | 0.02 | 0.02 002 | 002 | 002 | 002 | 0.02
237 beta-pinene 1.87 1.87 1.97 1.95 1.72 2.22 1.51 1.57 1.26 1.77 1.66 1.85 1.54 1.44 1.87 1.47 1.53 2.22 1.44 1.56
3.48 Sabinene 09 | 090 | 092 | 087 | 074 | 099 | 066 | 076 | 061 | 086 | 073 | 0.86 | 0.66 | 0.68 | 0.86 067 | 071 | 100 [ 0.67 | 0.78
3.89 beta-Myrcene 4.50 440 | 417 3.79 3.15 4.40 2.77 3.68 2.90 3.78 3.14 3.7 2.7 324 3.81 2.82 3.12 3.99 3.19 3.68
3.98 alpha-Phellandrene 1.22 1.26 1.54 1.34 1.09 1.36 1.00 0.99 1.01 1.38 1.09 1.42 1.04 1.00 1.27 1.06 1.12 1.62 0.99 1.32
4.44 Limonene 80.70 | 81.72 | 79.82 | 81.71 | 84.81 | 80.20 | 85.88 | 84.24 | 86.20 | 81.60 | 84.24 8129 | 85.81 | 85.18 | 85.18 | 85.68 | 84.68 | 80.07 | 85.42 | 82.68
4.56 beta-Phellandrene 5.51 482 | 6.08 544 | 453 4.50 4.68 421 4.52 5.78 4.99 5.99 4.66 4.52 5.03 4.1 5.03 5.90 4.45 5.58
4.99 (E)-Ocimene 023 | 026 | 029 | 026 | 025 | 032 | 024 | 025 | 021 | 027 | 023 | 019 | 020 | 0.17 | 023 | 0. 8|02 | 0290] 021 | 025
5.28 Benzene 001 | 001 | 002 | 001 | 001 | 001 | 001 | 002 | 001 | 002 | 001 | 002 | 002 | 001 | 0.02 001 | 001 | 001 | 002 | 002
5.45 Terpinolene 002 | 002 | 002 | 002 | 002 | 002 | 002 | 002 | 001 | 002 | 0.02 | 0.02 | 002 | 002 | 0.02 0.01 | 002 | 0.02 | 0.02 | 0.02
5.50 Pentanol 001 | 001 | 000 | 0.01 | 000 | 001 | 0.00 | 0.00 | 0.00 [ 0.00 | 0.00 | 001 | 000 | 0.00 | 0.00 0.00 | 000 | 001 | 000 | 001
7.57 Cyclobutene 001 | 001 | 002 | 002 | 002 | 002 | 0.01 | 001 | 001 | 001 | 002 [ 002 | 001 | 001 | 0.02 0.02 | 001 [ 001 | 001 | 0.02
7.93 delta-Elemene 006 | 005 | 006 | 006 | 004 | 0.06 | 003 | 005 | 0.04 | 006 | 005 [ 006 | 0.04 | 005 | 0.06 0.03 | 004 | 005 | 0.04 | 005
8.01 6-Octenal 002 | 002 | 002 | 002 | 001 | 002 | 001 | 001 | 001 | 002 | 001 | 001 | 0.0l | 001 | 0.02 0.01 | 001 [ 002 | 002 | 0.02
8.27 Decanal 0.05 0.03 0.03 0.03 0.02 0.03 0.02 0.02 0.02 0.02 0.03 0.04 0.02 0.03 0.03 0.02 0.02 0.03 0.02 0.03
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Vinmesdlsenovvesiniuveuszmennildendu Tevuguinimg (%ewaw) fiogmsiiuiivait 220 Tundsnenum (o)

samples
R.T.(min) | compounds

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20

8.85 Linalool 0.31 0.31 029 | 026 | 021 029 | 0.7 | 023 019 027 023 | 027 019 022 | 027 | 020 021 0.28 0.22 0.25
9.45 beta-Elemene 002 | 002 | 0.02| 002 | 001 0.02 [ 0.01 002 | 0.01 0.02 | 0.02 0.02 0.02 0.02 | 0.02 0.01 0.02 0.02 | 0.02 0.02
9.59 Caryophyllene 013 | 016 | 0.18 | 0.16 | 0.11 0.14 | 0.09 (o Bl e L Rl 16 e R 1 0.15 010 | 013 | 016 [ 0.09 0.10 | 0.15 0.12 0.12
10.55 Neral 030 023 | 026 | 024 | 0.17 0.26 | 0.16 0.23 017 | 625 | 0:19 0.21 016 | 020 025 | 017 | 0.18 025 | 020 0.24
10.74 alpha-terpineol 033 | 034 030 027 023 029| 019 | 024 | 019 | 026 | 024 | 031 | 021 | 022 | 028 | 021 | 022 032| 020 | 025
10.83 Diacetate 007 | 005| 005| 004 | 004 | 005| 003 | 004 | 003 | 004 | 004 | 005 003 | 004 | 005| 003 | 004 | 005 004 [ 005
10.92 Germacrene 1.24 1.18 1.42 1.22 0.94 1.20 | 0.87 1.19 | 0.83 1.08 1.03 1.26 0.83 0.94 1.09 | 0.83 0.84 1.19 | 0.84 0.90
11.13 Geranial 045 | 048 | 040 | 036 | 027 | 040 | 025 0.35 026 | 039 [ 030 0.33 025 | 030 | 037 ] 0261 027 0.37 030 | 0.35
11.20 1,5-Cyclodecadiene 0.11 0.11 0.13 0.11 0.08 0.11 0.08 010 | 007 ( 010 0.09 0.11 007 | 0.08 | 010]| 007 | 0.08 0.10 | 0.08 0.08
11.35 Geranyl acetate 0.09 | 0.09 | 0.12 0.09 | 0.08 0.11 006 | 009 | 007 ( 008 | 0.08 0.12 007 | 009 | 0.09 | 0.05 0.07 0.09 | 0.09 0.10
11.79 Methylbenzoate 003 | 003| 003 | 002 | 002| 003 002 | 002 002| 003 | 002 | 002| 002 002| 003 | 002| 002 | 003 003 | 003
11.87 Nerol 005 | 003 | 005| 004 | 004 | 004 | 003| 003| 002| 004| 005| 005| 003 003| 004 | 003 | 003| 003 | 003| 003
12.38 1,6-Octadien-3-ol 007 | 004| 006| 005| 004 | 005| 003 | 004 | 003 | 004 | 006 | 007 | 004 | 004 | 006 | 003| 004 | 004 | 004 | 004
12.60 2-Cyclohexen-1-ol 003 | 003| 003| 002 002 003| 002| 002 | 002 | 003 | 002 | 003 | 002 002| 003| 002| 002| 003 | 002 | 003
14.43 endo-1- bourbonanol | 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
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WSmesdszneuveniiiuenszimennn/dendu TeWugumniiie (%w/w) HBgnanuing1 0 u

R.T.(min) | compounds fampes
2 3 4 5 6 7 8 9 10 11 12 13 14 15
2.61 alpha-pinene 1.50 1.61 1.38 1.73 1.78 1.73 1.76 1.64 1.86 1.76 1.65 1.7 2.00 1.82
297 Camphene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.03 0.03 0.02
337 beta-pinene 1.05 1.11 1.37 1.57 1.77 1.54 1.73 1.79 2.65 2.46 2.03 2.59 2.36 1.90
3.48 Sabinene 0.71 0.76 0.72 0.91 0.95 0.88 0.92 0.86 1.13 1.09 0.95 1.10 1.13 0.99
3.89 beta-Myrcene 3.75 3.94 3.05 371 4.02 4,08 4.05 4.00 4.00 3.64 3.83 3.81 441 427
3.98 alpha-Phellandrene 1.52 1.67 1.55 2.00 1.92 1.71 1.75 132 1.90 2.14 1.60 1:72 2.09 1.74
4.44 Limonene 8216 | 81.16 | 8323 | 79.51 | 79.05 | 80.07 | 79.96 | 81.82 | 7838 | 77.88 | 79.92 79.26 | 77.59 | 79.41
4.56 beta-Phellandrene 5.70 5.92 5.91 7.02 6.53 5.98 6.08 5.09 6.33 7.36 5.97 6.17 6.49 5.77
4.99 (E)-Ocimene 0.26 0.25 0.24 0.29 0.29 0.27 0.30 0.26 0.34 0.36 0.34 0.42 0.37 0.34
5.28 Benzene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.02 0.02 0.02 0.01 0.02
5.45 Terpinolene 0.02 0.02 0.02 0.03 0.03 0.03 0.03 0.02 0.03 0.03 0.02 0.02 0.03 0.03
5.50 Pentanol 0.00 0.01 0.01 0.01 0.00 0.01 0.00 0.01 0.01 0.01 0.00 0.00 0.01 0.01
ToT Cyclobutene 0.01 0.01 0.01 0.02 0.02 0.01 0.01 0.01 0.01 0.02 0.03 0.02 0.02 0.02
7.93 delta-Elemene 0.09 0.10 0.07 0.09 0.09 0.10 0.10 0.10 0.11 0.10 0.10 0.10 0.10 0.10
8.01 6-Octenal 0.02 0.02 0.01 0.02 0.03 0.02 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.02
8.27 Decanal 0.02 0.02 0.02 0.03 0.03 0.03 0.03 0.03 0.03 0.04 0.03 0.03 0.06 0.04

(44!



ﬂsmmaaﬂ'ﬂsznawmmuuﬁaui:mummﬂﬁanﬁulawuﬁmmma (Yow/w) wawnmﬁmﬂm 03U (79)

samples
R.T.(min) | compounds

2 3 4 > 6 7 8 9 10 11 12 13 14 15
8.85 Linalool 0.27 0.29 0.22 0.28 0.32 0.31 0.29 0.29 0.30 0.29 0.31 0.28 0.33 0.34
9.45 beta-Elemene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02
9.5% Caryophyllene 0.19 0.19 0.12 0.16 0.22 0.23 0.19 0.20 0.17 0.18 0.22 0.16 0.18 0.19
10.55 Neral 0.22 0.25 0.18 0.22 0.35 0.30 0.27 0.25 0.26 0.21 0.27 0.27 0.30 0.29
10.74 alpha-terpineol 0.27 0.29 0.23 0.31 0.30 0.31 0.28 0.27 0.31 0.33 0.30 0.30 0.35 0.34
10.83 Diacetate 0.03 0.04 0.03 0.04 0.05 0.04 0.05 0.04 0.05 0.05 0.04 0.05 0.07 0.06
10.92 Germacrene 1.44 1.54 1.06 1.34 1.32 1.43 1.33 1.21 1.33 1.33 1.53 1.09 1.21 1.37
11.13 Geranial 0.35 0.38 0.28 0.34 0.51 0.46 0.41 0.38 0.40 0.33 0.41 0.41 0.45 0.45
11.20 1,5-Cyclodecadiene 0.12 0.13 0.09 0.12 0.12 0.13 0.12 0.11 0.12 0.12 0.14 0.10 0.11 0.13
11.35 Gerany| acetate 0.10 0.10 0.08 0.10 0.10 0.13 0.11 0.13 0.10 0.08 0.08 0.09 0.11 0.11
11.79 Methylbenzoate 0.03 0.03 0.02 0.02 0.03 0.03 0.03 0.03 0.02 0.02 0.03 0.04 0.03 0.03
11.87 Nerol 0.02 0.02 0.01 0.02 0.02 0.02 0.03 0.02 0.02 0.04 0.03 0.02 0.02 0.04
12.38 1,6-Octadien-3-ol 0.04 0.04 0.02 0.03 0.03 0.04 0.04 0.03 0.04 0.05 0.04 0.04 0.04 0.05
12.60 2-Cyclohexen-1-ol 0.02 0.03 0.02 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03
14.43 endo-1- bourbonanol 0.02 0.02 0.01 0.01 0.02 0.02 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.02

18.88 nootkatone e - = - = - = z = - = » = =
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iuesilsznevveniniumeuszmeanudendu Tevuumima Ceww) iogmafuinu 15 Tu

R.T.(min) | compounds s
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
2.61 alpha-pinene 1.49 1.10 1.43 1.47 1.50 1.43 1.45 1.56 1.46 1.60 1.80 1.72 1.71 1.69 1.36
297 Camphene 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02
3.37 beta-pinene 1.85 1.35 1.54 177 2.09 1.70 152 2.34 1.65 224 1.90 1.74 1.84 1.38 1.55
3.48 Sabinene 0.87 0.62 0.79 0.87 0.92 0.84 0.81 1.02 0.83 1.00 0.99 0.94 0.97 0.87 0.76
3.89 beta-Myrcene 3.81 2.90 3.61 3.56 3.57 3.57 3.64 3.83 3 3.82 429 3.89 3.90 4.24 3:55
3.98 alpha-Phellandrene 1.56 1.02 1.50 1.69 1.68 1.59 1.56 1.69 1.49 1.69 1.86 1.91 1.84 1.74 1.20
4.44 Limonene 8029 | 8588 | 81.13 | 8042 | 79.95 | 80.78 | 80.82 | 78.17 | 80.65 | 79.65 | 78.80 | 7832 | 7859 | 79.56 | 82.58
4.56 beta-Phellandrene 5.98 4.59 6.11 6.40 6.72 6.24 6.21 6.72 6.19 6.15 6.07 7.07 7.10 6.24 5.48
4.99 (E)-Ocimene 0.31 0.19 0.25 0.30 0.33 0.27 0.28 0.36 0.28 0.28 0.30 0.28 0.29 0.29 0.26
5.28 Benzene 0.02 0.01 0.02 0.02 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02 0.02 0.02
5.50 Pentanol 0.01 0.00 0.00 0.01 0.01 0.01 0.00 0.01 0.01 0.01 0.01 0.00 0.01 0.00 0.00
7.57 Cyclobutene 0.01 0.01 0.02 0.01 0.01 0.02 0.02 0.02 0.01 0.01 0.01 0.02 0.02 0.02 0.01
793 delta-Elemene 0.11 0.07 0.11 0.10 0.11 0.10 0.11 0.14 0.10 0.12 0.12 0.13 0.11 0.13 0.09
8.01 6-Octenal 0.02 0.01 0.02 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02
8.27 Decanal 0.04 0.02 0.03 0.03 0.03 0.05 0.03 0.05 0.03 0.04 0.04 0.03 0.03 0.03 0.03
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Sinuesddszneuvesninfunenszmeainildondu Tewuguinibe Ceww) fiegmsiuine 15 Tu (de)

samples
R.T.(min) | compounds

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
8.85 Linalool 0.30 0.21 0.28 0.28 0.26 0.28 0.28 0.33 0.30 0.30 0.32 0.30 0.31 0.33 0.26
9.45 beta-Elemene 0.02 0.02 0.02 0.02 0.03 0.02 0.03 0.03 0.02 0.02 0.03 0.03 0.02 0.03 0.02
9.59 Caryophyllene 0.20 0.12 0.22 0.16 0.14 0.17 0.21 0.21 0.19 0.17 0.19 0.23 0.19 0.25 0.17
10.55 Neral 0.27 0.16 0.23 0.22 0.19 0.26 0.24 0.29 0.27 0.24 0.26 0.25 0.29 0.26 0.23
10.74 alpha-terpineol 0.32 0.22 0.30 0.32 0.30 0.33 0.29 0.37 0.32 0.34 0.36 0.35 0.38 0.30 0.25
10.83 Diacetate 0.06 0.04 0.05 0.05 0.05 0.07 0.05 0.08 0.06 0.07 0.06 0.04 0.05 0.04 0.04
10.92 Germacrene 1.55 0.90 1.48 1.47 1.31 1.34 1.53 72 1.46 1.34 1.59 1.73 1.40 1.60 1.33
11.13 Geranial 0.43 0.27 0.39 0.36 0.32 0.42 0.40 0.47 0.44 0.39 0.42 0.41 0.46 0.45 0.38
11.20 1,5-Cyclodecadiene 0.14 0.08 0.13 0.13 0.12 0.12 0.14 0.15 0.13 0.12 0.14 0.15 0.12 0.14 0.11
11.35 Geranyl acetate 0.12 0.08 0.12 0.12 0.10 0.12 0.12 0.13 0.11 0.14 0.16 0.14 0.10 0.13 0.12
1579 Methylbenzoate 0.03 0.02 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.03 0.04 0.03 0.04 0.03
11.87 Nerol 0.04 0.03 0.04 0.04 0.04 0.05 0.05 0.07 0.05 0.05 0.04 0.05 0.04 0.04 0.04
12.38 1,6-Octadien-3-ol 0.05 0.04 0.06 0.05 0.05 0.06 0.06 0.08 0.06 0.07 0.06 0.06 0.04 0.06 0.05
12.60 2-Cyclohexen-1-ol 0.03 0.02 0.03 0.03 0.03 0.03 0.03 0.04 0.03 0.04 0.04 0.03 0.03 0.03 0.02
14.43 endo-1- bourbonanol 0.02 0.01 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02

18.88 nootkatone = - - - - - - - - - - - - = =
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Pnmesdlsznevvesiniumeuszimennidendu Tewufanim (%ewaw) fiegnsduine 30 Ju

R.T.(min) | compounds S

1 2 3 4 5 6 7 8 10 11 12 13 14 15
2.61 alpha-pinene 1.47 1.42 1.59 1.45 1.52 1.58 1.28 1.76 1.76 1.52 1.24 1.53 1.29 :
297 Camphene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 E
337 beta-pinene 1.51 1.36 1.51 1.45 1572 1.69 1.39 2.60 2.60 2.39 1.75 1.81 1.61 #
3.48 Sabinene 0.74 0.72 0.81 0.75 0.83 0.81 0.68 1.08 1.08 0.94 0.71 0.84 0.72 =
3.89 beta-Myrcene 3.74 3.35 3.76 3.60 3.83 4.03 3.04 3.78 3.78 3.59 3013 3.84 3.05 -
3.98 alpha-Phellandrene 1.25 1.32 1.28 1.12 1.08 0.93 0.95 1.44 1.44 1.08 0.75 1.02 0.80 =
4.44 Limonene 83.10 | 84.00 | 82.75 | 83.34 | 8242 | 82.53 | 84.82 | 79.23 79.23 | 81.75 | 8547 | 82.20 | 85.23 =
4.56 beta-Phellandrene 5.06 5.33 5.41 5.24 5.23 5.05 5.08 6.68 6.68 3.57 4.42 5.38 4.77 -
4.99 (E)-Ocimene 0.24 0.23 0.26 0.23 0.21 0.22 0.21 0.34 0.34 0.25 0.17 0.20 0.17 =
5.28 Benzene 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.03 0.03 0.03 =
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.02 0.01 0.01 0.01 0.01 =
5.50 Pentanol 0.00 0.00 0.01 0.00 0.00 0.00 0.00 0.01 0.01 0.00 0.00 0.00 0.00 =
757 Cyclobutene 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 -
7.93 delta-Elemene 0.04 0.04 0.05 0.03 0.05 0.05 0.04 0.05 0.05 0.05 0.04 0.06 0.04 -
8.01 6-Octenal 0.02 0.02 0.02 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 =
8.27 Decanal 0.02 0.03 0.04 0.02 0.03 0.03 0.03 0.04 0.04 0.04 0.03 0.03 0.03 =

9T1
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Pnaesdilszneuveninhmenszmennildendu Tewufuniin (%ewiw) iegnsiiuiny 30 u

samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 10 11 12 13 14 15
8.85 Linalool 0.27 0.22 0.25 0.26 0.27 0.27 0.21 0.27 0.27 0.25 0.20 0.27 0.21 0.27
9.45 beta-Elemene 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02
9.59 Caryophyllene 0.17 0.12 0.14 0.16 0.16 0.16 0.15 0.14 0.14 0.14 0.11 0.16 0.12 0.17
10.55 Neral 0.23 0.21 0.24 0.23 0.20 0.24 0.19 0.24 0.24 0.21 0.17 0.20 0.16 0.23
10.74 alpha-terpineol 0.23 0.20 0.23 0.22 0.24 0.26 0.20 0.30 0.30 0.24 0.18 0.23 0.19 0.23
10.83 Diacetate 0.04 0.04 0.05 0.04 0.05 0.05 0.04 0.07 0.07 0.06 0.05 0.05 0.04 0.04
10.92 Germacrene 1.07 0.74 0.85 1.05 1.21 1.23 0.94 1.07 1.07 1.04 0.83 1.18 0.83 1.07
11.13 Geranial 0.36 0.32 0.37 0.35 0.33 0.37 0.29 0.36 0.36 0.33 0.27 0.33 0.26 0.36
11.20 1,5-Cyclodecadiene 0.10 0.07 0.08 0.09 0.11 0.11 0.09 0.11 0.11 0.10 0.08 0.10 0.07 0.10
11:35 Geranyl acetate 0.08 0.06 0.07 0.08 0.17 0.10 0.09 0.09 0.09 0.13 0.13 0.18 0.10 0.08
11.79 Methylbenzoate 0.03 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.03 0.02 0.03 0.02 0.03
11.87 Nerol 0.03 0.02 0.02 0.03 0.04 0.02 0.03 0.03 0.03 0.03 0.03 0.04 0.04 0.03
12.38 1,6-Octadien-3-ol 0.04 0.03 0.03 0.04 0.05 0.03 0.03 0.03 0.03 0.04 0.04 0.05 0.05 0.04
12.60 2-Cyclohexen-1-ol 0.03 0.02 0.03 0.03 0.03 0.03 0.02 0.03 0.03 0.03 0.02 0.03 0.03 0.03
14.43 endo-1- bourbonanol 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
18.88 nootkatone 0.05 0.04 0.04 0.05 0.09 0.06 0.07 0.09 0.09 0.07 0.06 0.09 0.05 0.05
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Uhinaiesdilsznevveniiunenszmoninaldendu Teruguimitie ceww) fiewgmsiftusnu 45 Su

R.T.(min) | compounds g
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
2,61 alpha-pinene 1.43 1.28 1.43 1.39 1.44 12 1.44 1.42 1.22 1.45 1.51 1.33 1.02 1.25 1.47
2.97 Camphene 0.02 0.01 0.02 0.02 0.01 0.01 0.01 0.02 0.01 0.02 0.02 0.02 0.01 0.02 0.02
3.37 beta-pinene 1.51 0.97 1.67 1.34 1.41 J () 1.08 1.16 123 1.65 L7 2.01 151 2.03 2.24
3.48 Sabinene 0.77 0.61 0.77 0.70 0.73 0.69 0.68 0.66 0.63 0.81 0.84 0.83 0.63 0.80 0.88
3.89 beta-Myrcene 3.10 3.51 3.59 3.73 3.26 2.98 3.51 3.63 2.98 3.44 3.36 2.95 2.30 2.56 3.48
3.98 alpha-Phellandrene 1.47 0.93 0.86 0.99 1.15 1.10 1.06 0.95 0.96 1:25 1.28 1.16 0.79 1.11 0.86
4.44 Limonene 8265 | 8539 | 84.04 | 83.66 | 83.81 | 84.45 | 84.50 | 85.13 | 8597 | 81.71 | 8223 | 83.39 | 87.82 | 84.92 | 83.88
4.56 beta-Phellandrene 5.89 3.99 4.85 4.53 517 5.03 4.49 4.06 4.49 5.72 5.75 5.48 3.90 5.11 4.40
4.99 (E)-Ocimene 0.22 0.23 0.18 0.25 0.20 0.21 0.24 0.23 0.20 0.30 0.25 0.22 0.18 0.22 0.31
5.28 Benzene 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 0.02
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.01 0.02 0.02 0.01 0.01 0.01 0.01
5.50 Pentanol 0.01 0.00 0.01 0.00 0.00 0.00 0.00 0.01 0.00 0.01 0.00 0.00 0.00 0.01 0.00
757 Cyclobutene 0.02 0.01 0.01 0.01 0.02 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.01 0.01 0.01
7.93 delta-Elemene 0.05 0.05 0.04 0.06 0.05 0.04 0.05 0.03 0.03 0.07 0.04 0.04 0.04 0.03 0.05
8.01 6-Octenal 0.01 0.02 0.01 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
8.27 Decanal 0.03 0.02 0.04 0.03 0.03 0.03 0.02 0.03 0.02 0.03 0.03 0.03 0.02 0.03 0.03
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USinmesilsznouvaninimenszmennulfenduTowufumitie (%ewiw) iegnmduine 45 Ju (o)

samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

8.85 Linalool 0.23 0.23 0.24 0.28 0.25 0.23 0.24 0.25 0.20 0.28 0.24 0.22 0.16 0.19 0.23
9.45 beta-Elemene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.01 0.01 0.01 0.02
9.59 Caryophyllene 0.12 0.18 0.11 0.19 0.15 0.13 0.19 0.15 0.11 0.22 0.17 0.14 0.10 0.09 0.11
10.55 Neral 0.21 0.21 0.19 0.23 0.20 0.19 0.18 0.21 0.16 0.25 0.20 0.22 0.14 0.17 0.20
10.74 alpha-terpineol 0.27 0.19 0.22 0.26 0.24 0.23 0.20 0.24 0.20 0.32 0.25 0.27 0.15 0.22 0.21
10.83 Diacetate 0.04 0.03 0.07 0.05 0.05 0.04 0.03 0.04 0.04 0.05 0.05 0.05 0.03 0.05 0.05
10.92 Germacrene 1:15 1.23 0.95 1.28 1.09 1.18 1.20 1.02 0.88 1.42 1.22 0.88 0.64 0.64 0.89
11.13 Geranial 0.32 0.34 0.29 0.38 0.31 0.29 0.30 0.33 0.26 0.40 0.31 0.33 0.22 0.26 0.31
11.20 1,5-Cyclodecadiene 0.10 0.12 0.09 0.11 0.09 0.10 0.10 0.09 0.08 0.13 0.11 0.08 0.06 0.06 0.08
11.35 Geranyl acetate 0.06 0.10 0.14 0.12 0.09 0.10 0.14 0.09 0.07 0.11 0.11 0.09 0.08 0.07 0.08
11.79 Methylbenzoate 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.01 0.02
11.87 Nerol 0.02 0.04 0.03 0.05 0.02 0.02 0.03 0.03 0.03 0.05 0.04 0.03 0.03 0.02 0.03
12.38 1,6-Octadien-3-ol 0.02 0.05 0.04 0.06 0.03 0.03 0.04 0.04 0.04 0.06 0.04 0.04 0.03 0.02 0.04
12.60 2-Cyclohexen-1-ol 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.03 0.02 0.03 0.02 0.02 0.01 0.02 0.02
14.43 endo-1- bourbonanol 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.01 0.01 0.01
18.88 nootkatone 0.19 0.13 0.02 0.15 0.07 0.11 0.13 0.06 0.06 0.08 0.05 0.08 0.08 0.03 0.03
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Panmesdilsznevveninfunenszmeninuldendu Tewugvinibe (eww) iogmafiusnm 60 Ju

R.T.(min) | compounds e
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

2.61 alpha-pinene 1.44 1.44 1.47 1.34 1.20 1.50 1.29 137 1.24 1.15 1.20 1.28 1.25 1.45 155
2.97 Camphene 0.01 0.01 0.02 0.02 0.01 0.02 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.02 0.02
337 beta-pinene 1.00 1.00 1.73 2.04 1.23 1.72 1.46 117 1.11 1.29 0.88 1.35 1.61 1.31 2.52
3.48 Sabinene 0.66 0.66 0.81 0.82 0.63 0.83 0.71 0.66 0.60 0.62 0.57 0.68 0.73 0.69 0.96
3.89 beta-Myrcene 3.60 3.60 3.51 2.85 2.90 3.43 3.07 3.35 3.18 2.74 3.07 3.00 2.90 3.78 3.65
3.98 alpha-Phellandrene 1.26 1.26 1.45 1.37 1.14 1.57 1.25 1.13 0.89 0.95 1.02 1.08 1.33 0.86 1.13
4.44 Limonene 8492 | 84.92 | 8238 | 83.67 | 85.94 | 82.08 | 8435 | 84.92 | 8626 | 86.94 | 85.82 | 84.81 | 84.35 | 84.97 | 83.15
4.56 beta-Phellandrene 441 441 541 325 4.40 5.65 5.00 4.70 4.01 3.92 4.60 4.61 5.24 3.75 4.11
4.99 (E)-Ocimene 0.14 0.14 0.26 0.20 0.16 0.23 0.21 0.18 0.14 0.21 0.19 0.25 0.23 0.25 0.25
5.28 Benzene 0.01 0.01 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.01 0.01 0.02 0.02 0.02 0.02
5.50 Pentanol 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
757 Cyclobutene 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.00 0.01 0.01 0.01 0.02 0.01 0.02 0.01
7.93 delta-Elemene 0.04 0.04 0.05 0.04 0.04 0.05 0.04 0.04 0.04 0.04 0.04 0.04 0.04 0.05 0.05
8.01 6-Octenal 0.01 0.01 0.02 0.01 0.01 0.02 0.01 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.01
8.27 Decanal 0.02 0.02 0.02 0.03 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.04

0€T



= 0’ L o : J 1 o o 1
USumesilszneuvesiiniunenszmuninnlaendu Tevugvimiils (ew/w) fogmsifiuinu 60 Su (de)

samples
R.T.(min) | compounds
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

8.85 Linalool 0.22 0.22 0.22 0.21 0.20 0.23 0.21 0.22 0.23 0.20 0.22 0.23 0.21 0.25 0.25

9.45 beta-Elemene 0.02 0.02 0.02 0.02 0.01 0.02 0.01 0.01 0.02 0.01 0.02 0.02 0.01 0.02 0.02

9.59 Caryophyllene 0.14 0.14 0.14 0.12 0.11 0.14 0.14 0.16 0.15 0.11 0.16 0.15 0.11 0.14 0.13
10.55 Neral 0.16 0.16 0.14 0.17 0.14 0.16 0.15 0.18 0.19 0.15 0.15 0.19 0.15 0.20 0.19
10.74 alpha-terpineol 0.21 0.21 0.18 0.19 0.18 0.20 0.18 0.17 0.20 0.17 0.17 0.21 0.21 0.20 0.24
10.83 Diacetate 0.03 0.03 0.04 0.04 0.04 0.06 0.05 0.04 0.03 0.03 0.03 0.03 0.05 0.03 0.06
10.92 Germacrene 1.08 1.08 1.19 0.84 0.93 1.15 1.10 0.97 1.00 0.86 1.05 1.20 0.79 1.03 0.85
11.13 Geranial 0.26 0.26 0.26 0.27 0.23 0.27 0.24 0.29 0.31 0.24 0.26 0.31 0.25 0.33 0.31
11.20 1,5-Cyclodecadiene 0.09 0.09 0.11 0.08 0.08 0.10 0.10 0.09 0.09 0.08 0.09 0.11 0.07 0.10 0.08
11.35 Gerany] acetate 0.09 0.09 0.16 0.09 0.10 0.15 0.13 0.09 0.11 0.10 0.11 0.09 0.09 0.11 0.12
11.79 Methylbenzoate 0.02 0.02 0.03 0.02 6.02 0.02 0.02 0.02 0.02 0.01 0.02 0.02 0.01 0.02 0.02
11.87 Nerol 0.02 0.02 0.04 0.02 0.03 0.02 0.03 0.02 0.02 0.02 0.03 0.03 0.05 0.03 0.04
12.38 1,6-Octadien-3-ol 0.04 0.04 0.06 0.04 0.04 0.04 0.05 0.04 0.03 0.03 0.04 0.03 0.06 0.04 0.05
12.60 2-Cyclohexen-1-ol 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02 0.02 0.02 0.03 0.03
14.43 endo-1- bourbonanol 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
18.88 nootkatone 0.06 0.06 0.23 0.17 0.15 0.24 0.10 0.08 0.02 0.02 0.15 0.16 0.13 0.27 0.12
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Yinmesnilszneuveniniuvenszmennnldendu Tevugvinibs (eww) fiogmaduing 75 Ju

R.T.(min) | compounds .
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
2.61 alpha-pinene 1.14 0.92 1.37 1.32 1.23 1.46 1.34 1.39 1.34 1.46 1.30 1.56 1.22 1.65 1.34
2.97 Camphene 0.01 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.01 0.01 0.01 0.02 0.01 0.03 0.01
337 beta-pinene 0.98 0.73 1.04 1.20 1.02 2.02 1.47 1.18 1.47 1.07 1.18 2.38 1.83 3.95 ki)
3.48 Sabinene 0.57 0.51 0.66 0.68 0.58 0.87 0.70 0.68 0.70 0.71 0.66 0.96 0.76 1.28 0.66
3.89 beta-Myrcene 2.65 243 3.25 3.69 3.35 3.60 3.51 3.69 3.51 3.36 291 3.7 2.50 3:51 3.04
3.98 alpha-Phellandrene 115 1.07 1.38 112 0.90 1.26 0.98 0.96 0.98 1.41 1.21 1.1k 1.22 1.17 1.31
4.44 Limonene 86.32 | 87.38 | 83.37 | 83.59 | 8575 | 81.79 | 84.38 | 84.63 | 8438 | 8248 | 84.36 | 80.84 | 84.58 | 80.45 | 84.54
4.56 beta-Phellandrene 4.92 3.67 5.55 493 4.01 5.03 4.28 432 4.28 6.25 5.50 .93 543 4.85 5.34
4.99 (E)-Ocimene 0.19 0.16 0.21 0.20 0.15 0.23 0.17 0.22 0.17 0.25 0.15 0.26 0.18 0.33 0.14
5.28 Benzene 0.02 0.02 0.02 0.05 0.01 0.02 0.01 0.01 0.01 0.08 0.04 0.03 0.01 0.01 0.01
5.45 Terpinolene 0.01 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.01 0.02 0.01
5.50 Pentanol 0.00 0.00 0.00 0.00 0.00 0.00 0.01 0.00 0.01 0.00 0.00 0.00 0.00 0.00 0.00
7y Cyclobutene 0.01 0.01 | 0.02 0.02 0.01 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.00 0.02 0.01
7.93 delta-Elemene 0.03 0.07 0.04 0.07 0.05 0.06 0.06 0.05 0.06 0.05 0.04 0.05 0.02 0.05 0.04
8.01 6-Octenal 0.01 0.01 0.02 0.02 0.01 0.02 0.01 0.02 0.01 0.02 0.02 0.02 0.01 0.02 0.01
8.27 Decanal 0.02 0.02 0.02 0.03 0.03 0.03 0.03 0.02 0.03 0.02 0.02 0.03 0.02 0.04 0.02
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Uhinuesdlsznevveniniumenszmonnildendu Tewugurniis ewiw) foymsidusam 75 Su (de)

samples
R.T.(min) | compounds

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

8.85 Linalool 0.19 0.22 0.26 0.28 0.24 0.26 0.25 0.25 0.25 0.23 0.20 0.26 0.19 0.26 0.21
9.45 beta-Elemene 0.01 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.01 0.01 0.01
9.59 Caryophyllene 0.10 0.15 0.17 0.16 0.17 0.19 0.17 0.17 0.17 0.16 0.15 0.18 0.13 0.11 0.12
10.55 Neral 0.15 0.14 0.23 0.17 0.18 0.22 0.18 0.22 0.18 0.19 0.19 0.26 0.20 0.21 0.17
10.74 alpha-terpineol 0.19 0.21 0.25 0.23 0.19 0.23 0.26 0.18 0.26 0.21 0.17 0.27 0.22 0.23 0.20
10.83 Diacetate 0.03 0.04 0.04 0.05 0.05 0.06 0.05 0.04 0.05 0.04 0.04 0.05 0.04 0.07 0.04
10.92 Germacrene 0.71 1.33 1.15 1.14 1.04 1.29 1.24 1.04 1.24 1.24 1.01 1.01 0.68 0.82 0.88
11.13 Geranial 0.24 0.25 0.36 0.30 0.29 0.35 0.29 0.36 0.29 0.31 0.29 0.40 0.30 0.34 0.26
11.20 1,5-Cyclodecadiene 0.06 0.12 0.10 0.10 0.09 0.12 0.11 0.09 0.11 0.11 0.09 0.09 0.06 0.08 0.07
11.35 Geranyl acetate 0.09 0.18 0.11 0.14 0.14 0.14 0.17 0.13 0.17 0.11 0.10 0.11 0.07 0.12 0.09
11.79 Methylbenzoate 0.02 0.01 0.02 0.03 0.02 0.02 0.02 0.03 0.02 0.02 0.01 0.02 0.01 0.03 0.02
11.87 Nerol 0.02 0.05 0.02 0.05 0.03 0.03 0.04 0.03 0.04 0.03 0.02 0.03 0.02 0.02 0.02
12.38 1,6-Octadien-3-ol 0.04 0.05 0.04 0.06 0.03 0.05 0.04 0.04 0.04 0.04 0.03 0.05 0.03 0.04 0.03
12.60 2-Cyclohexen-1-ol 0.02 0.02 0.02 0.03 0.02 0.02 0.03 0.03 0.03 0.02 0.01 0.03 0.02 0.03 0.02
14.43 endo-1- bourbonanol 0.01 0.02 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
18.88 nootkatone 0.08 0.17 0.20 0.29 0.33 0.54 0.12 0.15 0.12 0.05 0.24 0.29 0.18 0.23 0.27

£
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1Jimmaaﬂﬂszﬂawaammmauszmummﬂ8anﬁniawufm1mm (%w/w) NogMFIAUTAHT 90 Tu

R.T.(min) | compounds e
1 1.2 2 2.2 3 3.2 4 4.2 5 52 6 6.2 7 72 8
2.61 alpha-pinene 1.69 1.70 1.56 1.56 2.03 2.04 1.83 1.83 1.61 1.61 1.62 1.62 1.81 1.81 1.61
297 Camphene 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03
3.37 beta-pinene 1.80 1.80 1.28 1.28 3.87 3.87 1.60 1.61 2.27 227 251 2.50 2.20 221 3.05
3.48 Sabinene 0.91 0.91 0.73 0.73 1.43 1.43 0.92 0.93 0.99 0.99 1.01 1.01 1.03 1.03 38
3.89 beta-Myrcene 3.95 3.95 4.04 4.05 4.01 4.03 430 422 3.51 3.60 3.69 3.97 3.87 3.78 3.72
3.98 alpha-Phellandrene 1.88 1.88 1.17 1.19 2.06 2.07 2.01 2.04 1.82 1.81 1.79 1.73 1.95 1.93 1.31
4.44 Limonene 79.71 | 79.68 | 8291 | 82.89 | 76.02 | 76.16 | 78.89 | 78.79 | 79.26 | 7924 | 79.07 | 79.08 | 78.44 78.67 | 80.43
4.56 beta-Phellandrene 6.65 6.66 4.98 5.00 7.25 7.07 6.83 6.93 6.99 6.93 6.54 6.54 7.38 7.28 5.04
4.99 (E)-Ocimene 0.25 0.25 0.25 0.25 0.41 0.42 0.25 0.26 0.38 0.39 0.33 0.33 0.19 0.18 0.29
5.28 Benzene 0.01 0.01 0.01 0.01 0.02 0.02 0.02 0.01 0.01 0.02 0.01 0.01 0.02 0.02 0.01
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02
5.50 Pentanol 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
157 Cyclobutene 0.01 0.01 0.01 0.01 0.03 0.03 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.02
7.93 delta-Elemene 0.06 0.06 0.05 0.05 0.03 0.03 0.05 0.05 0.05 0.05 0.06 0.06 0.05 0.05 0.06
8.01 6-Octenal 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.01 0.01 0.02
8.27 Decanal 0.02 0.02 0.03 0.03 0.03 0.03 0.02 0.03 0.04 0.04 0.03 0.03 0.04 0.04 0.04

PET



USinuesfilszneuveninhumenszmeninaldendu Tewugurnitig Cowmw) fioymuuinm 90 u (de)

samples
R.T.(min) | compounds
1 1.2 2 2.2 3 3.2 4 4.2 5 5.2 6 6.2 7 7.2 8

8.85 Linalool 0.23 0.23 0.27 0.27 0.28 0.28 0.26 0.26 0.25 0.25 0.26 0.26 0.28 0.28 0.24
9.45 beta-Elemene 0.02 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02
9.59 Caryophyllene 0.13 0.13 0.17 0.16 0.11 0.11 0.14 0.14 0.11 0.11 0.12 0.12 0.14 0.14 0.13
10.55 Neral 0.12 0.12 0.22 0.21 0.23 0.23 0.20 020 021 021 0.17 0.17 0.23 023 0.20
10.74 alpha-terpineol 0.21 0.21 0.22 021 0.26 0.26 0.19 0.19 0.26 0.26 0.25 0.25 0.32 0.32 0.24
10.83 Diacetate 0.05 0.05 0.04 0.04 0.05 0.05 0.05 0.05 0.06 0.06 0.05 0.05 0.06 0.06 0.07
10.92 Germacrene 1.20 1.20 1.09 1.09 0.95 0.95 1.13 113 1.08 1.08 1.27 1.27 1.02 1.01 1.12
113 Geranial 0.24 0.24 0.36 0.36 0.37 0.37 0.32 0.33 0.34 0.34 0.30 0.30 0.36 0.36 0.32
11.20 1,5-Cyclodecadiene 0.10 0.10 0.10 0.09 0.08 0.08 0.10 0.10 0.10 0.10 0.12 0.12 0.09 0.09 0.10
11.35 Geranyl acetate 0.22 0.22 0.13 0.13 0.10 0.10 0.15 0.15 0.11 0.11 0.14 0.14 0.13 0.13 0.13
11.79 Methylbenzoate 0.02 0.02 0.02 0.02 0.03 0.03 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02
11.87 Nerol 0.03 0.03 0.03 0.03 0.02 0.02 0.02 0.02 0.04 0.04 0.05 0.05 0.02 0.02 0.03
12.38 1,6-Octadien-3-ol 0.04 0.04 0.04 0.04 0.04 0.04 0.03 0.03 0.05 0.05 0.06 0.06 0.03 0.04 0.05
12.60 2-Cyclohexen-1-ol 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.03 0.03 0.02 0.02 0.03 0.03 0.02
14.43 endo-1- bourbonanol 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.02 0.02 0.01 0.01 0.01
18.88 nootkatone 0.38 0.37 021 0.21 0.15 0.15 0.54 0.55 0.29 0.30 0.39 0.39 0.19 0.19 0.56

Sel
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ﬂimmaaﬂﬂ'sxnammmmuuBuszmummﬂnanﬁuiﬂwuwnmm (%w/w) NOWYMSINUTIBT 90 Ju F1ereq

R.T.(min) | compounds Sples

8.2 9 9.2 10 10.2 11 11.2 12 12.2 13 13.2 14 14.2 15 15.2
2.61 alpha-pinene 1.61 2.00 2.00 1.47 1.47 1.63 1.63 1.79 1.79 1.34 1.34 1.34 = 155 1:35
297 Camphene 0.03 0.03 0.03 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.01 0.02 - 0.02 0.02
37 beta-pinene 3.05 345 3.46 1.41 1.41 2.64 2.64 2.81 2.81 1.23 1.23 1.23 - 1.51 1.51
3.48 Sabinene 1.11 1.37 1.37 0.76 0.76 1.03 1.04 1.14 1.14 0.72 0.72 0.72 - 0.78 0.78
3.89 beta-Myrcene 3:71 3.79 3.79 3.95 3.95 3.68 3.67 4.87 4.86 3.74 3.78 3.74 g 3.94 3.94
3.98 alpha-Phellandrene 1.32 221 221 1.12 1.12 1.52 1.52 1.11 1.13 1.19 1.18 1.19 - 1.11 1-15
4.44 Limonene 8046 | 7521 | 75.19 | 81.55 | 81.54 | 80.57 80.65 | 76.96 | 77.01 | 8258 | 82.49 | 82.58 - 82.04 | B2.04
4.56 beta-Phellandrene 4.99 8.15 8.15 5.46 5.46 5.94 5.86 6.91 6.86 4.99 5.04 4.99 - 542 5.42
4.99 (E)-Ocimene 0.30 0.46 0.45 0.21 0.22 0.29 0.28 0.37 0.37 0.26 0.25 0.26 = 0.26 0.26
5.28 Benzene 0.01 0.02 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 - 0.02 0.02
5.45 Terpinolene 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02 0.02 B 0.02 0.02
5.50 Pentanol 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 » 0.00 0.00
757 Cyclobutene 0.02 0.04 0.04 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 - 0.01 0.01
7.93 delta-Elemene 0.06 0.06 0.06 0.06 0.06 0.05 0.05 0.06 0.06 0.06 0.06 0.06 = 0.05 0.05
8.01 6-Octenal 0.02 0.02 0.02 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 - 0.02 0.02
8.27 Decanal 0.04 0.03 0.03 0.03 0.03 0.03 0.03 0.04 0.04 0.02 0.02 0.02 - 0.03 0.03
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Punmesilsznouveniiuveszmennnldendu Tevufurniig (%ww) egmsiAuing 90 Ju 910 (A0)

samples
R.T.(min) | compounds

8.2 9 9.2 10 10.2 11 11.2 12 12.2 13 13.2 14 14.2 15 15.2

8.85 Linalool 0.24 0.29 0.29 0.27 0.27 0.23 0.24 0.30 0.30 0.27 0.27 0.27 = 0.26 0.26
9.45 beta-Elemene 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.03 0.03 0.03 : 0.02 0.02
9.59 Caryophyllene 0.13 0.20 0.19 0.19 0.19 0.11 0.11 0.17 0.18 0.23 0.23 0.23 = 0.16 0.16
10.55 Neral 0.20 0.22 0.22 0.18 0.18 0.13 0.13 0.24 0.24 0.19 0.19 0.19 - 0.22 0.22
10.74 alpha-terpineol 0.24 0.33 0.33 0.19 0.19 0.22 0.22 0.27 0.27 0.24 0.24 0.24 - 0.21 0.21
10.83 Diacetate 0.07 0.06 0.06 0.05 0.05 0.06 0.06 0.08 0.07 0.04 0.04 0.04 = 0.04 0.04
10.92 Germacrene 2 1.15 1.15 1.60 1.60 0.92 0.92 1.43 1.42 1.84 1.84 1.84 = 1.16 1.16
11.13 Geranial 0.32 0.37 0.37 0.33 0.33 0.24 0.24 0.41 0.40 0.34 0.35 0.34 - 0.37 0.37
11.20 1,5-Cyclodecadiene 0.11 0.11 0.11 0.14 0.14 0.08 0.08 0.13 0.13 0.15 0.15 0.15 - 0.11 0.11
11.35 Gerany| acetate 0.13 0.12 0.12 0.22 0.21 0.12 0.13 0.17 0.16 0.18 0.18 0.18 - 0.11 0.11
11.79 Methylbenzoate 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 - 0.02 0.02
11.87 Nerol 0.04 0.03 0.03 0.04 0.03 0.05 0.05 0.04 0.04 0.05 0.05 0.05 - 0.04 0.04
12.38 1,6-Octadien-3-ol 0.05 0.06 0.06 0.04 0.04 0.06 0.06 0.06 0.06 0.06 0.06 0.06 - 0.04 0.04
12.60 2-Cyclohexen-1-ol 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.03 0.03 0.03 0.03 0.03 = 0.02 0.02
14.43 endo-1- bourbonanol 0.01 0.01 0.01 0.02 0.02 0.01 0.01 0.02 0.02 0.02 0.02 0.02 - 0.01 0.01
18.88 nootkatone 0.56 0.12 0.12 0.55 0.56 0.26 0.26 0.44 0.44 0.09 0.09 0.09 - 0.44 0.43

LET
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Uinmesiilsznouveniuumenszmeninuldondu Teugunaiiia cewiw) fiewnsfusaun 105 fu

samples
R.T.(min) | compounds
1 1.2 2 22 3 3.2 4 4.2 5 5.2 6 6.2 7 8 9 10 11 12 13 14
2.61 alpha-pinene 1.65 1.65 1.82 1.83 1.79 L9 1.65 1.64 1.51 1.50 1.49 1.49 1.06 1.46 1.64 1.82 1.61 1.67 1.55 1.61
297 Camphene 0.02 0.03 | 002 | 002 | 003 | 003 | 002 | 001 [ 002 [ 002 | 002 | 002 | 001 | 0.02 | 002 | 0.02 | 0.02 | 002 | 002 | 0.02
3.37 beta-pinene 267 268 | 228 | 229 | 2.83 | 2.81 1.36 1.37 1.42 1.42 1.82 1.82 1:15 1.31 200 | 2.04 1.31 1.46 1.62 1.30
3.48 Sabinene 1.03 103 | 1.06 | 106 | 111 | 1.12 | 079 | 0.80 [ 0.80 | 0.80 [ 0.88 | 0588 | 058 | 072 | 092 | 099 | 081 | 068 | 082 | 080
3.89 beta-Myrcene 3.91 392 | 425 | 426 | 397 | 398 | 440 | 440 | 392 | 391 3.53 354 | 261 428 | 4.19 | 435 3.70 | 4.18 3.74 3.89
3.98 alpha-Phellandrene 1.39 1.39 k72 1.73 1.43 1.44 1.15 1.16 157 1.56 1.80 1.82 1.01 0.74 1.31 1.42 1.57 1.01 1.12 1.33
4.44 Limonene 80.54 | 80.48 | 78.65 | 78.61 | 80.22 | 80.23 | 81.59 | 81.53 | 80.50 | 80.54 | 78.63 | 78.57 | 85.83 | 83.51 | 81.43 | 79.46 | 80.26 | 82.12 | 81.28 | 81.80
4.56 beta-Phellandrene 5.65 671 62T 628 542 | 540 | 488 | 494 | 673 | 6.71 7.49 7.54 | 491 399 | 486 | 5.75 115 499 | 621 5.58
4.99 (E)-Ocimene 0.22 022 | 032 | 031 | 028 | 029 | 034 | 034 [ 022 | 021 | 023 | 023 | 018 | 0.6 | 029 | 027 | 032 | 024 | 027 | 033
5.28 Benzene 0.02 002 | 002 [ 002 | 002 | 002 | 002 | 001 | 002 | 001 | 002 | 0.02 | 002 | 0.01 | 001 | 002 | 0.03 | 002 | 002 | 002
5.45 Terpinolene 0.02 002 | 002 | 002 | 002 | 002 | 0.02 | 002 | 002 | 002 | 002 | 0.02 | 0.01 | 002 | 002 | 002 | 0.02 | 001 | 002 | 0.02
5.50 Pentanol 0.00 000 | 0.00 | 0.00 | 0.00 [ 0.00 [ 0.00 [ 0.00 [ 0.00 [ 0.00 [ 0.00 | 0.01 | 0.00 | 0.00 | 0.00 | 000 | 000 | 0.00 | 0.00 | 0.00
7.57 Cyclobutene 0.01 001 | 003 [ 003 | 002 [ 002 | 0.01 | 001 | 0.02 | 002 | 001 | 007 | 0.03 | 001 | 0.01 | 001 | 001 | 001 | 001 | 001
7.93 delta-Elemene 0.04 0.04 | 007 | 0.06 | 0.05 | 005 | 005 | 005 | 006 | 0.06 | 007 | 0.01 | 006 | 0.05 | 0.05 | 0.06 | 0.04 | 007 | 0.06 | 0.04
8.01 6-Octenal 0.02 002 | 002 [ 0.02 | 001 | 001 [ 0.03 [ 003 | 001 [ 001 [ 001 | 0.02 | 0.01 | 0.02 | 002 | 002 | 002 | 002 | 001 | 0.02
827 Decanal 0.03 003 | 0.04 | 0.04 | 004 | 004 | 0.02 0.02 [ 0.04 | 004 | 002 | 021 0.01 0.03 | 0.03 | 0.03 0.02 0.03 0.03 0.02
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samples
R.T.(min) | compounds
1 1.2 2 2.2 3 32 4 4.2 5 5.2 6 6.2 7 8 9 10 11 12 13 14
8.85 Linalool 024 024 | 028 | 028 || 025 | 025 | 025 0.25 026 | 026 | 0.21 0.03 | 015 | 029 | 023 027 | 025 | 0:31 0.26 0.25
9.45 beta-Elemene 0.01 0.01 002 | 003 [ 0.02 | 002 | 0.02 | 0.02 0.02 | 002 | 003 | 0.16 | 0.02 | 0.03 0.02 ( 003 | 0.02 0.03 | 0.02 0.02
9.59 Caryophyllene 0.14 014 | 019 | 0.19 | 0.13 0.13 047 | 017 0.18 | 0.18 | 0.17 | 0.02 | 0.14 | 024 | 0.12 0.16 | 0.15 | 020 | 0.16 0.16
10.55 Neral 0.23 023 | 023 | 023 0.21 0.21 0.19 | 0.19 0.13 0.13 | 009 | 0.09 | 008 | 0.21 0.14 | 024 | 021 022 | 0.16 0.21
10.74 alpha-terpineol 0.24 024 [ 029 | 029 [ 028 | 029 | 0.5 | 015 | 027 | 027 | 015 | 015 | o008 025 | 017 [ 024 | 022 | 027 | 023 | 023
10.83 Diacetate 0.05 0.06 | 0.06 | 006 | 0.05 | 0.05 | 005 | 005 | 0.07 | 007 | 0.05 | 0.05 | 0.02 005 | 005 [ 005 | 0.04 | 005 | 0.06 | 0.04
10.92 Germacrene 0.88 0.88 1.35 1.36 | 0.98 0.98 1.12 112 1.21 1.21 1.41 1.41 0.92 1.46 1.02 1.39 1.19 1.36 1.30 1.22
11.13 Geranial 0.38 038 | 038 | 039 [ 033 | 032 | 035 | 035 | 026 | 026 | 020 | 020 | 0.16 035 | 026 | 039 | 034 | 038 | 030 | 034
11.20 1,5-Cyclodecadiene 0.08 008 | 012 | 012 | 0.09 | 0.09 | 0.11 0.11 0.11 0.11 012 | 012 | 008 | 0.12 | 0.09 | 0.12 0.10 | 0.12 0.12 0.10
11.35 Geranyl acetate 0.11 0.11 013 | 013 0.08 008 | 0.14 | 014 | 019 | 019 | 023 | 023 | 012 | 018 | 017 | 0.13 0.10 | 0.14 | 0.15 0.10
11.79 Methylbenzoate 0.02 0.02 [ 002 | 0.02 | 0.02 0.02 | 0.03 | 0.03 002 | 002 | 002 | 002 | 0.01 0.02 | 002 | 0.02 0.02 | 002 | 0.02 0.02
11.87 Nerol 0.03 003 | 004 | 004 [ 002 | 002 | 0.04 | 004 | 006 | 0.06 | 0.04 | 0.04 | 0.02 0.04 | 005 | 003 | 0.04 | 0.04 | 006 | 0.04
12.38 1,6-Octadien-3-ol 0.04 004 | 006 | 0.06 | 003 | 003 | 0.05 | 005 | 0.08 | 007 | 0.05 | 005 | 0.02 005 | 007 | 0.04 | 006 | 005 | 0.06 | 0.06
12.60 2-Cyclohexen-1-ol 0.03 003 | 003 | 003 | 002 | 0.02 [ 0.03 | 002 | 003 | 003 | 002 | 0.02 | 001 003 [ 002 [ 002 | 002 | 003 | 0.03 | 0.2
14.43 endo-1- bourbonanol 0.01 0.01 0.02 [ 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01 002 | 0.01 0.01 0.01 0.02 | 0.02 0.02
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R.T.(min) | compounds S
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

2.61 alpha-pinene 1.45 1.70 1.59 1.64 1.58 1.98 1.87 1.86 1.50 1.89 1.64 1.96 1.69 1.76 1.87
2,97 Camphene 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.03 0.02 0.03 0.02 0.02 0.02 0.02 0.02
337 beta-pinene 1.17 1.80 1.13 1.92 1.18 2.45 1.96 2.80 1.12 2.75 1.92 2.43 1.21 1.97 217
3.48 Sabinene 0.71 0.91 0.77 0.93 0.76 1.13 1.00 113 0.71 1.16 0.93 1.12 0.75 0.95 1.02
3.89 beta-Myrcene 4.07 3.95 3.65 4.36 430 5.27 4.23 439 3.93 4.17 436 4.20 4.44 437 4.43
3.98 alpha-Phellandrene 1.15 1.88 1.99 1.66 1.40 1.07 1.91 1.51 1.44 2.08 1.66 2.00 1.18 1.33 157
4.44 Limonene 82.13 | 79.68 | 7991 | 7835 | 81.55 | 76.74 | 77.38 | 77.81 | 81.91 | 76.33 | 7835 | 77.08 | 81.43 | 7991 | 78.77
4.56 beta-Phellandrene 4.65 6.66 7.18 6.22 5.14 7.20 6.85 a3, 5.70 7.25 6.22 7.08 4.90 6.01 6.07
4.99 (E)-Ocimene 0.21 0.25 0.22 0.29 0.23 0.21 0.25 041 0.22 0.30 0.29 0.21 0.36 0.29 0.30
5.28 Benzene 0.01 0.01 0.02 0.01 0.02 0.02 0.01 0.01 0.01 0.01 0.01 0.02 0.01 0.01 0.01
5.45 Terpinolene 0.02 0.02 0.02 0.03 0.02 0.03 0.03 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02
5.50 Pentanol 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
.57 Cyclobutene 0.01 0.01 0.01 0.01 0.01 0.03 0.01 0.01 0.01 0.02 0.01 0.03 0.01 0.01 0.03
7.93 delta-Elemene 0.07 0.06 0.05 0.07 0.06 0.06 0.05 0.06 0.04 0.05 0.07 0.06 0.05 0.06 0.07
8.01 6-Octenal 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02
8.27 Decanal 0.03 0.02 0.02 0.03 0.02 0.04 0.04 0.04 0.02 0.04 0.03 0.04 0.02 0.02 0.04

orl
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samples
R.T.(min) | compounds
1 2 3 4 5 6 T 8 9 10 11 12 13 14 15

8.85 Linalool 0.29 0.23 0.21 0.30 0.28 0.29 0.31 0.26 0.26 0.30 0.30 0.28 0.26 0.23 0.28

9.45 beta-Elemene 0.03 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02

9.59 Caryophyllene 0.28 0.13 0.16 0.23 0.23 0.20 0.16 0.14 0.21 0.19 0.23 0.21 0.18 0.16 0.17
10.55 Neral 0.28 0.12 0.13 0.25 0.19 0.22 0.32 0.25 0.17 0.26 0.25 0.21 0.24 0.02 0.21
10.74 alpha-terpineol 0.27 0.21 0.15 0.25 0.22 0.24 0.32 0.21 0.20 0.33 0.25 0.24 0.19 0.15 0.25
10.83 Diacetate 0.05 0.05 0.03 0.06 0.04 0.05 0.06 0.07 0.03 0.07 0.06 0.06 0.04 0.05 0.07
10.92 Germacrene 1.69 1.20 1.29 1.51 1:52 1.27 1.64 1.37 1.37 1.36 1.51 1.26 1.33 1.47 1.27
11.13 Geranial 0.46 0.24 0.24 0.43 0.33 0.34 0.50 0.41 0.30 0.42 0.43 0.34 0.40 0.31 0.35
11.20 1,5-Cyclodecadiene 0.15 0.10 0.11 0.13 0.13 0.11 0.14 0.12 0.11 0.13 0.13 0.11 0.12 0.13 0.11
11.35 Geranyl acetate 0.18 022 0.17 0.20 0.20 0.15 0.09 0.18 0.18 0.12 0.20 0.15 0.12 0.21 0.18
11.79 Methylbenzoate 0.03 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.03 0.02 0.02
11.87 Nerol 0.03 0.03 0.02 0.04 0.02 0.02 0.03 0.02 0.02 0.03 0.04 0.02 0.02 0.02 0.02
12.38 1,6-Octadien-3-ol 0.04 0.04 0.03 0.05 0.03 0.04 0.04 0.04 0.03 0.05 0.05 0.04 0.03 0.03 0.03
12.60 2-Cyclohexen-1-ol 0.03 0.02 0.02 0.03 0.02 0.02 0.02 0.02 0.02 0.03 0.03 0.02 0.02 0.02 0.02
14.43 endo-1- bourbonanol 0.02 0.01 0.01 0.02 0.02 0.01 0.02 0.02 0.02 0.02 0.02 0.01 0.02 0.02 0.01
18.88 nootkatone 0.43 0.37 0.79 0.87 0.42 0.73 0.65 0.98 0.35 0.54 0.87 0.72 0.86 0.25 0.57

44!
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Prediction and Analysis of Peel Essential Oil of Pomelo

by NIR Spectroscopy

Panmanas SIRISOMBOON', Jittra DUANGCHANG™

Abstract

The near infrared spectroscopy (NIRS) appears as a prominent technique for fruit quality assessment. This research work was
focused on evaluating of the use of NIRS to predict composition of peel essential oil of pomelo (Citrus maxima (J. Burm.) Merr.
cv. Kao Num Peung). The composition of the oil was analyzed by Gas Chromatography-Mass Spectrometry (GC-MS) at different
harvesting dates (190, 200, 210 and 220 days after blooming) to establish the relationship between NIR spectral measurements and
the major component peel essential oils (e.g. limonene, beta-phellandrene and alpha-pinene). Before calibration, a principal
component analysis (PCA) technique was applied to check outliers. NIR models were developed based on partial least square
(PLS) using raw spectra, multiplicative scatter correction or second derivative pre-processing spectra. Among the component oils,
B-phellandrene of the raw spectra had the highest correlation coefficient between predicting and reference values (r=0.89),
standard error of prediction (SEP) of 0.39 % and bias of 0.39 %. For the limonene with second derivative spectra, r, SEP and bias
were 0.81, 1.96 and 0.07, respectively. For a-pinene with raw spectra, r, SEP and bias were 0.78, 0.16 and 0.02, respectively.

[Keywords] NIR, Essential oil, Pomelo, Partial least square (PLS)

I Introduction

Pomelo (Citrus maxima (J. Burm.) Merr. cv. Kao Num
Peung) is one of the major export pomelo in Thailand. It is
the largest of all citrus fruit and contains a thick, spongy
peel (Hodgson, 1967). Pomelo is a good source of dietary
vitamin C and potassium and also had a strongly aromatic
peel essential oil. In some oriental cultures, the decoction
of the fruit peel has been employed for medicinal purposes,
to alleviate coughs, ulcers, swellings and epilepsy because
of the effectiveness of the volatiles and pomelo oil has been
reported to activate fat metabolism in the body, leading to
anti-obesity (Hariya, 2003). The oil has also been suggested
to be an effective natural antioxidant (Tokoro, 1997).

The aim of this study is to present a fast and reliable
NIRS method for the predict composition of peel essential
oil from pomelo. The developed innovative method can be
applied for quality control as well as for in-process
measurements.

1 Materials and methods

The pomeloes were obtained from Nakornchaisi,
Nakornprathom province in central part of Thailand.
Harvesting time was 190, 200, 210 and 220 days after
blooming.

1. Reference analysis

The oil was extracted by a cold-pressing method
modified from Njoroge et al. (2005). The fruit albedo layers
were peeled off using a sharp knife and discarded, to
expose the flavedo and its oil ducts. The crude essential oil
was collected on ice. It was saturated with centrifuged at
4000g for 15 min at 5 °C. It was decanted, dried with
anhydrous sodium sulfate for 24 hours at 5 °C, and filtered
to obtain the cold-pressed oil for the study. The essential oil
was kept at -20 °C prior to analysis. The percentage of peel
essential oil was analyzed by Gas Chromatography-Mass
Spectrometry (GC-MS) using a GC (6890N Agilent
Technologies, USA) and MS (5973 Agilent Technologies,
USA). The instrument was fitted with a J&W DBwax
30mx0.25mm column (film thickness: 0.25 pm). Injector
and detector temperatures were set at 250 °C, the oven
temperature was programmed from 70 °C (2 min) with
2°C/min to 230°C (20 min); carrier gas was He. Oil
samples of 0.2 pul were injected.

2. NIR-spectroscopy

All pomelo samples were scanned with a FQA NIR gun
(FANTEC inc., Japan) in the range 600 to 1100 nm with a
resolution of 2 nm. The measurements were performed in
the reflectance mode. Data processing and development of

* Corresponding author, Tel.: 0-8158-20421; E-mail address: yoki.ami@hotmail.com
I Associate Professor Department of Agricultural Engineering, Faculty of Engineering, King Mongkut's Institute of Technology

Ladkabang, Bangkok, 10520, Thailand

2 Department of Agricultural Engineering, Faculty of Engineering, King Mongkut’s Institute of Technology Ladkabang, Bangkok,

10520, Thailand
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appropriate chemometric method were carried out with the
analysis program Unscrambler 7.01 software (Camo ASA,
Oslo, Norway). In the calibration process, the spectra at
663-961 nm were used due the other range contained noise.
A Principal component analysis (PCA) technique was
applied to check outlier spectra before calibration. NIR
models were developed based on partial least square
regression (PLS) using raw spectra, full multiplicative
scattering correction or second derivatives of the Savitzky
Goley method with two different derivative segment, 10
and 20 nm, with polynomial order of 2 spectra. The
calibration accuracy is described by correlation coefficient
(r) (equation 1), standard error of prediction (SEP)
(equation 2)and bias (equation 3) (Williams, 2007).

s s Xy -[Exzy)N] e )
({ZXZ -[():Xz JNJJHZ r? —[(zr)z]f N})
SEP=<£(X—Y)‘7 —{E(X—Y]F/N}N—!)”z )
pias = 2 =) 3)
N

When X is reference data; Y is NIRS data and N is number
of observations.

III Results and Discussion

Table 1 shows GC-MS composition of the peel essential
oil at different harvesting dates (190, 200, 210 and 220 days
after blooming). Limonene, B-Phellandrene and a-pinene
were the major component of peel essential oil from
pomelo (Kao Num Peung variety)

Table 1
GC-MS composition of the peel essential oil from pomelo
(Kao Num Peung variety)

Maturity Mean concentration (% w/w) Samples
Limonene pB-Phellan  a-pinene
(days) drene
190 84.93£1.57"  4.16£0.59°  1.3340.20° 17
200 81.36+1.84°  532+0.82*  1.5640.17° 20
210 78.33+1.23*  6.22+0.58"  1.85+0.11° 18
220 83.2142.21"  5.05:0.58°  1.4240.20° 20

Different letters in the same column represent significant
difference at p < 0.05 by Duncan’s multiple range tests

Fig 1 (a) shows the average raw spectra of pomeloes at
four different maturities. There was a different among the

maturity of the pomeloes. However, at 200, 210 and 220
days after blooming were closer to each other more than to
the 190 days. Fig 1 (b) shows the average second derivative
spectra by Savitzky Golay method at 10 nm derivative
segment with polynomial order of 2 of pomelo at four
different maturities. The average raw visible and near
infrared reflectance spectra of good and defective pods of
pomelo showed a similar profile with absorption maxima at
663-667 and 960 nm. These absorbance bands may be the
chlorophyll and water bands, respectively. The regions
around 680 nm represent chlorophyll pigments, which
represent the color characteristics in the fruit (Abbott ef al.,
1997; Chauchard et al., 2004). The absorption regions in
the NIR at 960 nm represent water absorption bands
(ElMasry et al., 2007). There was a small peak at 827 nm.
Though, the wavelength has not been assigned any in
literatures.

Table 2 shows the statistic values of peel essential oil
component of calibration and prediction sets. Table 3 shows
the results of PLS regression for each parameter of peel
essential oil from pomelo (Kao Num Peung variety). The
most accurate models of best pretreatment were shown.
Among the component analyzed by GC-MS,
B-Phellandrene where the model was developed from the
raw spectra had the highest value of correlation coefficient
between predicting values and reference values (r=0.89)
with the standard error of prediction (SEP) of 0.39 % and
bias of 0.39 %. In this case pretreatment methods could not
improve in model accuracy.

IV Conclusions

The near infrared spectroscopy (NIRS) can be used to
predict the content of valuable components such as
beta-phellandrene and limonene. The r of 0.81-0.90 is
appropriate for screening and some other “approximate”
calibrations (Williams, 2007). Therefore, the described NIR
spectroscopy technique has potential to replace the existing
quality control standard methods which are mostly very
time consuming.
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Fig. 1 NIR spectra of intact pomelo; average raw (a) and second derivative (b)
Table 2
Statistic values of peel essential oil component of calibration and prediction sets
Parameters Calibration set Prediction set
n range mean SD n range mean SD
p-Phellandrene 51 2.22-7.37 5.34 1.04 17 3.89-6.49 523 0.82
Limonene 55 76.21-87.22 81.97 31 17 77.74-86.09 81.72 2.83
a-pinene 54 0.99-2.06 1.54 0.27 18 1.15-1.91 1.53 0.26
Table 3
Results of PLS regression for each parameter of peel essential oil from pomelo (Kao Num Peung variety)
Parameters Pretreatment PCs Calibration Prediction
r SEC Bias r SEP Bias
p-Phellandrene Raw 10 0.85 0.55 1.19x10° 0.89 0.39 0.39
Limonene 2™ derivative segment 10 nm 8 0.90 1.40 2.91x10° 0.81 1.96 0.07
a-pinene Raw 10 0.81 0.16 1.97x10° 0.78 0.16 0.02
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