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Abstract

Indigenous plants play an important role in prevention many diseases. It was reported that
sweet basil oil and fingerroot oil have inhibition activity for coccidiosis in chickens which can be used
as functional foods for replacement of the use of antibiotics. This project was aimed to develop and
study stability of sweet basil oil powder and fingerroot oil powders prepared by spray drying method.
From the study of absorptive activity of inert absorptive materials, it showed that the absorption
efficiency of materials was in the following order: Silica (Sipemat® 50) > Ocetnyl succinic anhydride
(OSA) > Branch chain maltodextrin (Fiberose®). In addition, amount of sweet basil oil entrapment
was successfully determined by extraction of the powders with 4:3 water : hexane for 3 times and
analysis by GC-MS. The results also indicated that the good conditions for spray drying were the
use of 1:1 Fiberose” : OSA as absorptive materials and rice bran oil in the preparation which yielded
spray dried powders with good physical appearance and high entrapment efficiency of 19.34% and
20.04% for sweet basil oil and fingerroot ail, respectively. Consequently, the stability of spray dried
powders was studied by storage in glass containers with and without N, at various temperatures of
5°C, 30°C and 40°C for 6 months. The powders were periodically observed their physical
appearance and analyzed the remaining entrapped oil by GC-MS using hexane as a solvent and
methyl chavicol and methyl-cis-cinnamate as standard markers for sweet basil oil and fingerroot oil,
respectively. The results from the stability study suggested that spray dried powders of sweet basil
oil and fingerroot oil were physically and chemically stable when keeping at 5°C or 30°C for 1 month

and 6 months, respectively.

Keywords: Spray drying, sweet basil oil, fingerroot oil, stability of spray dried powder
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fhu @y emulsifiers)  war Twwes sy fladudndny loun qoamni LAZANTY TN
NITLIUNIUBTHUAZITNINNIELIUN L TN EN
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ANH130NN IR FENNTNANAIRAR (1 ’N9aTANITLN) fngl d19avasesiAdaNANNTNTuEasay 20

modified starch, maltodextrin Wag cyclodextrinm
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wasansifunaniuiefeniuaminsnLLiidIunANTamMaI N faenIsaiui ERERRITLRTaLE

%

varusaan snuuivaedndanlsfivass (carotenoids) luaanmunia uily deeslasadasilasiunis
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P )

@onaaneld®  Teeviald wswdsainnisuuksiauineyniaszudng 10-100 Tulaswmns  Feanadinag

nzAnvisanauNazane ul lienn fatunalANaNTieRn  (anticaking  agent)  tWatRElAy

dsz@nsnmlunisluazedas 1@u N19u silica 2% Weann1ainzAnaes butter oil Nvasinly lactose,

9
sucrose WA all purpose flour®

ao Moo ol o 9 4y oA = o a X o4 ,
ﬂqﬁ‘q'ﬂﬂuﬂqmqﬂi‘zmﬂﬂquwwur]m\?LWN‘M@VJNVI?@N\'il,ﬂ@@llm@\?@q?@ﬂﬁ@qﬂW‘ﬁWuLﬂJﬂQ (51}

a a

Tusenn waznszang dsc@nsnmlunisilasiulsanasdudasadalull aldeeluguuuiinldld

o ada A o

Tazaon wazdanuasdang et lunnsduansgduemssalld wantsasetinn i lsnans et

¥ '
a

£% 1 £% o A = A a o o dld o ] a v
naukoieduaasarsainianuilodldntne Arnw uazauawans  suflunisdaaiunisldfe
da/ = 1 [ o o QI 1 = é’ = a a 3
wudassanisniafluanstlesiulsn  Suduniaiuyadrresiaiuides uwasilulselondludonndiae
sl

o

14
nisezasAraIniIsinsang

A o Y v A 4 o 4 X~ L8 o 3 o
1. ONNWIEUTIBT T N AR LA SAT AR NATNILHE 11 Bdulnszn uazungiy
nszane AdUszAnnamlunisiieaiulse aldag lugtuuui 14 lgazaonlunnsdn g duans
\@INRNMNT
dl o V% dl W Y @ v ' =3 o
2. eAnmAupsianuisasiussnuaznszay e lilAidudeyadeniaiuineg was

NNININUABIYNIT I UIDILA AU

o 1 2 = = g/ o 4 o ) dg/ =4
ﬂ’)?‘WW?«ME«I\?‘M@HNM?@&I\?LW@@UTI@\W’?JJHV?@N’75‘@f7£°7’*?’7f7W‘ﬂW1JL§J@\721’]E! 2



ABANUUNITNARDY

A9LAN
ﬁﬁﬁu‘llmxm (Sweet Basil Oil, Thai China Flowers and Fragrances Industry, Thailand)
ﬁﬁﬁummﬂ (Fingerroot oil, Thai China Flowers and Fragrances Industry, Thailand)
Branch chain maltodextrin (Fiberose®, U3t gaavnssuuildutiuiile s Ussnalne)
Octenyl succinic anhydride starch (OSA, 131w granunssnuiiaiuinuli m‘mﬁ szmelne)
Silica (Sipemat® 50, Dedussa, Germany)
Sunflower oil (Li35M SR nesn s paadu Uszwelng)
Rice Bran oil (#57A9 L3N ﬁﬁﬁuu?‘Ean ayn3tlsnig Uszindlne)
Diacetyl monoglycerol (DMG, Danisco, Denmark)
Polyglycerol ester (PGE, Danisco, Denmark)
Lecithin (Cagill, Minneapolis, MN, USA)
Hydroxypropylmethylcellulose (HPMC) low viscosity 15 cps (Methocel® E15, The

DowChemical Company, Michigan, USA)

Hexane GLC grade (Fisher Scientific, UK)

Sterile water (Thai Nakorn Patana, Bangkokm Thailand

ansal
Homogenizer (IKA®T25 Digital Ultra Turrax”, IKA, Germany)
GC-MS (Gas chromatograph mass spectrometer GC-2010-Shimadzu, Japan)
Column capillary GC ZB-5 MS 30 m x 0.25 mm x 0.25 um (Agilent, USA)
Vortex mixer (VM-300, Gemmy Industrial Cooperation, USA)
Centrifugator (Centrifuge 5403 eppendorf, Germany)
Spray dryer (Buchi mini Spray Dryer B290, Switzerland)

28N15NAAD9

(1) n1sANHIIEILASIERUINUTUTENA

AnE e lunn Ay B anindulnssndaeia Gas Chromatography — Mass
Spectrophotometry  (GC-MS) Taaldianimuiufianiiazane wazld methyl chavicol 1l standard
marker UATLATHNNSINNIATTIN (standard curve) yostnsulusEny Faonnsreaninulnsznly
\nimufiAudd 5, 10, 20, 30, 40 ppm AATIEHAREAE GC-MS Fan NN s WD Methy!
chavicol Waza319NINNIATFIU (standard curve) seminanu TRt s T LasA NS

N3 289 methyl chavicol
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o

Wi conditions A1¥luNNsAAZIEE GC-MS i
- NNFAAIZIARE GC-MS Tulvium Electron Impact (EI)
- Lm?:mfl@: GC-2010-Shimadzu (Shimadzu, Japan)
- Capillary column GC ZB-5 MS 30 m x 0.25 mm x 0.25 ym
- AnFianAe Helium 8m31n17iuaaes 0.68 ml/ min, Splitless
o ERllunsiiansl fnuaziBunsel
- Injection temperature 200 °C
- lon source temperature (MS) 200°C
- Interface temperature 250 °C

- Oven temperature gradient plaid

Rate (°C/min) Temperature (°C) Hold time (min)

- 60 3
4.0 91 0
0.5 92 0
5.0 115 0
0.5 118 0
5.0 145 0
0.1 146 0
5.0 180 5

HANITNARAY

307 1 uAns GC-MS chromatogram westinguluszvn  uanslifiu peak v09an35197] Miilu
Autlaznonlutnsiulvesn @997 1 uaAAN retention time 194 peak anatiiludaulsznenluingu
IMIEWY WU peak U89 methyl chavicol 914150 marker lunnsiiasesiingulnsznil retention
time WinfiL 18.158 u?

P3197 2 wAmaATNUA AN RS methyl chavicol ?{ﬁmmﬂuﬁqﬁu‘ﬁm:wﬁmmL%’u%’urfmj
114 LL@xLﬁﬂm?{”Lﬁma’éwrmemﬁm (standard curve) sxmdeANuRlEn W8 Methyl chavicol

waz ANdNdureiTu sz wudnldnsidumsanian i = 0.9987 auuansliiulugi 2
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2 D(_x 1,000,0007 PeakMax : 32,446,305

e ’E' Fet Time 47518 Gcan® 4,953 Inten  1,A92,699 Cwvin Templad oo
] B
7.0 K 3
] B (3
6.0- B 2
* o 51
4.0 = : 2 :
7 ] ':."'b:l-' H s
] E O ;”I:' 'E
: 1 :
T [ 4] .
] o] Edn =)
1 E | & HE E_E'ﬁ i
20 Bopu g R =
] EE, E T 4 =F= ES E 3
] .
1.0 & 23 é 5 e 4
. v L CRCE- =
E 2 o7 ﬁ o HmE RO
003— e [ | ) Ralut w |
i L L L S DL L B AN DL AL S R R I R L I R R L
10.0 150 200 250 0.0 350 4010 4510

g1#1 1 Chromatogram 284i13iulnsyniainnisiimaziisiag GC-MS

M1519% 1 A" Retention time 189 @13iludquilsznaulusingduluseniannnisaaszifsiog GC-MS

Peak Name Retention time (min) % Peak area
1 beta-Myrcene 9.783 0.24
2 d-Limonene 11.283 0.09
3 1,8-Cineole 11.425 1.72
4 trans-beta-Ocimene 11.925 1.58
5 Linalool 14.233 0.62
6 Camphor 16.217 0.88
7 Methyl chavicol 18.158 88.34
8 beta-Elemene 27.417 0.66
9 Methyl Eugenol 27.783 0.44
10 alpha-Bergamotene 29.158 3.53
11 alpha-Guaiene 29.258 0.15
12 alpha-Humulene 30.083 0.13
13 Germacrene D 31.208 0.17
14 delta-Guaiene 32.208 0.36
15 gamma-Cadinene 32.767 0.51
16 bicyclo(4.4.0) dec-1-ene 40.717 0.6
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ai o o i v v 5 o ' a4 X degw
AN 2 ﬂq’]ﬂ@ﬂwuﬁﬁ‘xﬂqqﬂﬂqqﬂmeﬁluﬁl@quqﬂuiuﬁ‘zwqLL@zﬂqL’ﬂﬂﬂWuVﬂmﬂ‘E‘qWﬂ@Q Methyl

chavicol (n=3)

ANNIE N uraainTulunszwa (ppm) Aaaafuilansaas Methyl chavicol
50 127889135.5
40 106326235.5
30 79117943.0
20 53711954.5
10 27029024.0
140000000 -
120000000 - y=2,543,345.0400x+2,514,507.3000
RZ=0.9987
100000000 -
T
% 80000000 -
-
© 60000000 -
[a
40000000 -
20000000 -
0 | | | | | |
0 10 20 30 40 50 60

Concentration {ppm)

519 2 Standard curve sendnARALNLALENTINLEY Methyl chavicol wazmIHiduduaetngy

I EEA
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(2) msAnwlsEANENINNISARTUAIRIRNTT
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wnulnsznuazansgaeludnsdousine)in wazdsziiuamani@inieanianin n1elua uazAauay
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o
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2 Ay v X4 v & a a o ' a '
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= % H o ¥ aal . e
2.1 NNIATENANUTNHN S UINIENIA2EAE Physical mixing

- v ¥ . v as , Ny , , .
VTN INE N A28R3 Physical  mixing (Physical mixture) IaginnsuaNaNingi
Tsznuazanstae (Fiberose”, OSA uaz Sipernat” 50) Aigmsndausineluinga

2.2 nistlsvifiupuantiRuesnuiainsiuinszng

sz AUANHIENNNIENN ARIENTRNITING WAZAINTUIDY Physical mixture W ldAasa Y
2.2.1 NMIAIIRABLANHUNEUBNTBIRIUTINTUIngENA
o 4 %’ o/ dl = v Y U
FI9AA UANH TN EUaNTR9HeuisEn T uIs s TN LA faaaulan Taanng
A9nm & NAU ANHOIZABIN LATNIFINTAUaINuRsNTuTnsT NN
13S0 oy ¥ o Mg (10)
2.2.2 n13Uszidiu %LOD 1eduauvatiniulnseng
dszifiuanuauuaza sz lurauiefaaniamn Loss on drying (LOD) tagnnsds
WnurinueuinieuwazndInIsaunguu)i 105°C unaiuiu 2 4ol udsAiuanmnsn %LOD Al

% LOD = @1uinasnauail (g) — tininansnasall (g) X 100

Uninansnawal (g)

2.2.3 n3dmanslua (Flowability) vegeauiiaingtuszmn '

(1) madanisluariunaaauiandigdl aaunasineiv
ldnaudislungaauiafniaings 80 Hadwwes Hidudiuaudnananialu 38
Hadms waziaundneuesgdasieiuldun 2.5, 5, 8, 12 uar 18 Nadwms

dsziiunnantifinisiazesansnunmuailunngen 3

a - a b o ' ¥ (13)
AN 3 Lﬂmsﬂﬂqﬁ‘ﬂﬁ‘zmuﬂqﬁ‘iﬂ@ﬂ@\mﬂLL'VNIWEIT]’]?’Jﬁ]ﬂ’]ﬂﬂ@ﬁl’]uﬂﬁ"ﬁﬂLLﬂ']

neEuAIdA LR | auadusugudnansaasg | nstlsziiunisiuavasueuis
ilansaauna (mm) rugttlnuasnsiauwng

1 25 Ann

2 5 A

3 8 Anald

4 12 wa'ld

5 18 14l
Talgnuns0EN LTI UAARFUT 5 Tualadls
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(2) n199mAN angle of repose (0)
m'@mmmLLﬁqﬁﬁﬁu‘imqumiuﬂmmmmgq 80  Hadwms Aidunu
Auenananialy 38 Hadwwes uazianundranisinazesgitdaauin 18 Hadwns finng
aefluszazAINNgs 2 URATANL @uvlrfw’ﬂmmLLﬁmu'ﬁuLﬂugﬂTé’q TAINGS (H)
-

UAZSAN (R) 209NDIRUFINNUAINANT WAIAWITLAN angle of repose (0) an

Tan©® = HR
. o o 4
WEUTINTU LR UALA A I UANT19N 4

ANSN 4 Inainstlsviiunislvaraanauiis

A1 0 nsudsziiuns I uauaIaawIie
0<10° ”meummmﬂucgum (Aerated)
10° <0 < 30° lual@mnnn (Excellent flowing)
30° < 0 < 45° lual@ (Free-flowing)
45° < 0 < 60° TualiUrunans (Fairly free- flowing)
60° < 0 luaennyvizalalua (Cohesive, non-flowing)

NANTTNARDY
HANNINAABISRIIAIUTANNZAN ANBHUTNINNIEAN ARANITRNTT IS LazANT I8 physical
mixture 1891 dulnszNLAzas 198 3 18A (Fiberose”, OSA uaz Sipernat” 50) ilulimumnaedi 5

m?‘wm@m*ﬁlﬂum?ﬁmzmﬂixaw%‘mwiuma@msﬁuﬁﬁﬁuimzwwmmﬂw‘%ﬁ 3ailn tietlszdi
ﬂ?::ﬁ%%ﬂ’]%lﬂ’]ﬁ‘@ﬁ%.lLﬁmﬁmﬁmﬂu%@uﬂ@ﬁﬂﬂﬂ?ﬁﬂ encapsulation ludumeusialil aannimeaes
WU Lﬁ@Lﬁuﬂ?m1mﬁﬁﬁumm:m&mn"ﬁumﬂwmwﬁmﬁummm@mﬁuﬁﬁﬂumm:mﬂﬂﬁwﬁq
szfuutiawing g Sipemat® 50 HAruanmsalunisgaduiindulussnnlduniignie 70 %

7290911 LAun OSA gatulsd 35 % uaz Fiberose” gaduUld 25 % anandy Aariutlsz@nininnisgadu

o

o o

nulnsznnveaanstos Faaatsuls sailAe Sipernat” 50 > OSA > Fiberose”  asnglafiAungwiia

o

'
o o A

Udutszndnsdoutinduinsznigegail InAuIRNTUNANTZINETULIY UATNANIZNGNTUN

q

©

AnmauzAaudaway n1rualimdn FalurauierinTuinsenNNanEzn 8NN A AeRunTuIngTng

Arudndungaladinin 60 % 1 Sipernat® 50, 25 % lu OSA %38 15% lu Fiberose®

a

'
al

AINATT19 3 WUIN AN % Loss on drying (%LOD) ganagesnuiFunmrindunenssivei ldinsas
naNAuasdae At An %LOD analdilludeyaitiassiulunisaiadszainfiunouiniulussnafie Ty

% , @ = o » ¥ o = . ) = Py Y
NLLUN ’I’]ﬂ’]\‘ill?ﬂm'anNLLNQ']N\?LLW\THWN%TV?&W']VIL?TIH Physical mixture @’]N’]ﬁ‘ﬂLmﬁ\ﬂNim\jqﬂm(]ﬂﬂ’]?m’&ll
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PN AU T8RRI WARNHLEN NN INYBSE LTS L UM ZANAINNAILED FatilAsFaaR

ANIWABI AN FU R RFasnsTuTrs s ma el

o

WA AN ASE

=
A

= o o o A o L q
L‘W'ﬂél.mﬁ AN LL‘M\?V]NTAI'T?PLV]@V]Q @m@ﬂﬁmzwq\?ﬂqﬂﬂqwuqim

A9 5 ANHUTNNNIENN AnaNTTANgING Uay %LOD 284 physical mixture S9N

Tsznuazanstag (Fiberose”, OSA uaz Sipernat” 50) NEATIAIUF]

Physical | ans1d9u ANHUSNNNLNIN AMANLANTLIUA %LOD
mixture (N5LNENUARIENEN, &, (n=3)
nau) :
NN9EU
ngael Angle of repose
e
Vi 15:85 | eaziBEAfa1n nauLnsu 5 (137) Fairly free- 16.73 + 0.21
Tusemn : Tnsemngen flowing
Fiberose” 20:80 | mamnziudnties &11qem 5 (LiA) Fairly free- 19.62 £ 0.18
mﬁmﬂ?{uﬁﬁﬂuimmﬁﬁﬂuj flowing
25:75 | weAaudnuazuaziniziu 5 (laid) Fairly free- 22.28 +0.27
Awdasdeu nautinalu flowing
rgnAaudN
2575 | eaziBEndang nawingi 4 (wald) Free-flowing | 24.33 +0.32
s sznnden
sgmn 1 0SA | 5070 | pamemudniias 3anex 4 (wa'ld) Free-flowing 27.76 + 0.20
mﬁmﬂguﬁﬁﬂuimzmﬂ'auj
35:65 NIAfUTNGwRzMATINET W d | 4 (wald) Free-flowing 33.80 + 1.00
M RENGRIY nauthsTuliszn
ARUENNNN
v 60:40 | eaziBEnFang nAunsu 4 (wa'ld) Free-flowing 53.61 + 0.25
sz : sznnden
Sipernat” 50 65:35 | eNALBEARININAWNGAL 5 (laim) Free-flowing | 56.92 + 0.16
sznngen
70:30 NIADLI LB AT 5 (137) Free-flowing 61.02 £ 0.03

A97181UABY NAULNNY

MIENIABULN9NNN
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(3) NISANMINENISANALAZILATIEIUINUTNTEW T URIN WL

= ax o 8 o , o PR aa o . ®
ﬂﬁiﬂmﬂ’]'}ﬁ@ﬂmuWNuTM?:WW’mmwumeﬁui:W’mLMTF;INTMEIQﬁﬂ’]i spray dry n9¢l Fiberose

£
o

waz OSA (1:1) taudsmuunzanfiansnainitusznisananmanuuivlininiga ieiliveld

o

TunzAnuaAdTuN T uMs N ATAL (entrapment) Tuaniniusia

A8n15NAaag

NANENN UL I TN NFENATN Fiberose” WAL OSA TUfINIaT A HANITUIN TN LA LaNLT

v
a °

7 AaRAMT (ANUINDU LAANLENEY) TUNaNA28 vortex W15 WA W lUTTuwReadqeezed

centrifuge 13159991 4000 rpm Llwaan 20 Wi 125 ° C gadu anww i lf3imssisag GC-Ms

2
o Yo a

o 1 ’0‘ s dl < U
AanAINN ST IsENA AT (entrapment) lunaustalasail

AnFasaviBuinsindulusenn lupanuuwis = dutdnaestinsuinssnwananals * 100

o

vuiinsauus s Tinunaria
Annladefifendasiuntsada Tdun
- 'é”mm'quﬁqﬁﬁmmﬁmzﬁmwdwﬁm@uanLsnu (1:6, 2:5, 3:4, 4:3, 5:2, 6:1)
- UFnnnueanuniialugenn (10, 100, 200 HaaNFw)

- AMUIUTALVRNNNTANA (1, 2, 3, 4 9a1)

NANITNANDY
ANNNINAABIL T BIAUTBINFAT ARIN LW INTENI AN Az AU N AN U AN BN (2:5)
WAY LENKIWALNeAEY WUdnnNs MEnemuesnanen lidannsaadaunduinsswianneanuiiale (ladls
wansdaya) Tetenaduiiesanuenuuialnszniidounanaacuily seenasecldinneliinaniaden
2a9nantlanen Aara1N13anAundueanun s WeanaNnTUTINLIINNTNAN NN LRI LS azane
1% Y P = . . = ' ° y ¥  aa . . H Py
faennsiuenAaie vi3e sonication vi9e vortex naunlUiiuuanAqeds centrifugation 114 TaUTuNm
wrdulnsenananaldingdiaaesiu 1aeds vortex  azliffuinmniuluszninadnliganddsnisau
w@nider (lalduansdaya) Aadanldnig vortex lunisiiunasmesnwuuialnsgnaiusaviiazanalunis
neaassall
o ¥ 4 e L dove o y 4
AN3719% 6 LAALBNNI UL TR INT TN N AT AN RN ULT U TN LA A AN 8 U WAZLENLEUA
Snandausingin wudanieaindae dnianimu 4:3 1 % dadulnsznnlunenuuieigeingn ansen 7
wAAIANNTRINTENINATALALAAIIZH LARNNNTaTARRE UNEnTY 4:3  TaenNT LT NN DN
sz NwANFANail wudn e lflFunauanuuialnsznn 10 waz 100 AaaNTN A N1snanAunNues

7 1

svwitaandn FunalndAsaiulaansuin 100 Aaanfuanalduinndnantas wANITIRNLFH 0L

=

menuuieTusznilu 200 Hadniu Mlile % dndulnsennlurewuudiensgn wanainiduile
Annzisnenisaindiane ey deenisgatulaniaueenlivun uaziisianizisitaraaniaulig
Anuou 3 Haaanslusausiall nanimasasansliiulunigan 8 wudinisanaluseud 4 waendy

WsznntiasnnniiNes 0.21% Aatiuaanasldnnsaingan 4 200 lun138 TN TR INT TN NN

o 1 2 = = g/ o 4 o ) dg/ =4
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AN5199 6 Prrnnusnsulnssrniaiaanuariuuiaussnn i fariazaeinuazianauidnmdiy
Fie7) (n=3)
A9 Wanamewuusialusewn | ansdauinaanigy | % dsiuluszwnlunanuui
(Naansu)
1 100 1:6 1457 £1.43
2 100 2:5 14.97 £ 0.37
3 100 3:4 14.06 £ 0.96
4 100 4:3 18.38 + 1.44
5 100 5:2 16.07 £ 1.03
6 100 6:1 16.34 £ 0.84

A1519% 7 d3nnudnsinduvenssmeiniasziainnisaninlaanis s unnsanuwia e nan tinun

ANAWANFINGTIY (N=3)

87 AnsdauinEnL Ty UFNNNIN LAY % tulnszwnlunanuus
Tugznn (Naansw)
1 4:3 10 18.24 + 1.65
2 4:3 100 18.38 + 0.46
3 4:3 200 16.00 + 0.39

A15197 8 3unutinT e ssnINA L IFaINN1TA T ARSI N LT ITTNT 100 RAANTN Aaein:

LN 4:3 A1 7 HAART TULARZTaL89N1941A (n=3)

FALUDY % unsiulusznnlunawuuie
NMSENA (unsazsauuain1sann)
1 25.66 + 0.02
2 4,78 £ 0.52
3 0.93+0.13
4 0.21+0.07

o 1 2 = = g/ o 4 o ) dg/ =4
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al

X v ad o A a - - , o A
annsnaaesil aUldd3snsainiediassifTunniduinsewn Tunsiuuiannanzas Ao
NN MANTA LN NNULIAIMTZNT 10 - 100 HAANTN ARG U LENTW 4: 3 A1UIU 7 AAAART LALNT
tlulaeld vortex lunanuiu 5 wid - 10l centrifuge 91 4000 rpm UMW 20 WA WATNNNTANATA
TANNA 4 70U wavingnrararsaniaulldmsefsiog GC-MS nngdnm ludunantinn li lawuanialy
v d o . v de L 4.
nsldiedimmeiunlEunnduinssn Aty (drug entrapment) Tusewuieluseninaswmunlu

Tuneusall

(4) NISANBINNTLASNHILAIUINUTINTENIAL BN UL

NTANHINNTFTEN RSN LT I NN Aa838NNg spray dry Wsiulnsezwnsaniuansdae 3 1in
éiur Fiberose”, OSA uaz Sipernat” 50 wazlnenng spray AU HPMC  tiavauNauiaungiu
Teznn wardsniliupnuaniAinianian naasmanuuia iszn ewsauiaundsnisimuizanluy

1 24 d; b 1 £ % dld ’é o Q; o [~ dl
nsviuuieive W lineaiuuisiusenni B o dulnsgnaninifiu (entrapment) N1nfign

A8n15NAAR9

a ] 4
4.1 NIIBTENANWULIITZNN

WAN@13798 (Fiberose”, OSA %38 Sipernat” 50) T purified water ANAUNTZANLFATAUA

' £
o o a

(ANFUAR HPMC $innnsazane HPMC #ingl purified water haztinunuansaniugasazatedramuil) 1%
AYNFEUALTNGUUYH 70°C wanuaN sunflower oil, DMG, PGE wag lecithin indaerii uazliaau
Fouauleguui 70°C AU DMG  AxAEuNn Fntisulvsznas i fugnsazaatiny s
ansazanetniuildasluansavanetiiaesgnsdes tunan g e homogenizer 1dAaN3152
991 12,000 rpm 2 92L7AE 3 U 141 emulsion FFlinnns spray dry Taefnmmngn1nzlunnsmne
Mx‘il,ﬂ??lfm spray dryer ﬁ\i“ﬁ air inlet temperature 210°C, outlet temperature 85°C Waz flow rate 24-68
ml/min

dutlsznevesssuuismssnfisiondiuu 8 ffu  fdousznausng mudilduansld
Wiluansned 9

4.2 nastlsvifiupnuantiRuesanuuielngzng

421 NNIRIRADLANEUZANLUANKINLLI INTENN
NNINAFALANTR 2.2.1

422 n9Ussiliu %LOD 289Man ez
fa8IN131M1A1 % LOD mude 2.2.2

423 msiannslua (Flowability) 189aaniwialngenn

¥ o 1 1 % U v
pen1sdaANIsinat unTenia uwazn1IMIAn angle of repose (8) muda 2.2.3

o 1 2 = = g/ o 4 o ) dg/ =4
miwwmmmqym@mmmwmuwummwmmmwwwum@ﬂ‘nﬂ 12



424 mseeviBunainu s innAy (entrapment) TUeaniswi

4.2.41 N19ANAUNTUIATZNIAN NN LA

'
o o '

FA8419620 e N UL IUTENT 100 Haansy  Mdlunaeannand 1Hid
purified water UTN1RT 4 NaRAAT LASLENITU 3 HARARNT a9 IUNARANAARY TIUNENALENIT vortex W1
d o d' % y v . . dl = i’/
5 Ui tansazaeflaluiuuansaanis centrifugation 914000 rpm 11U 20 WA gALsNGULENEY
& ¥ a a a o | PR " o | ° . 2
aand ALl Waanem 3 Naanslusiesdanudeludiieninisaialuseuseld Nannsadaianun 4
90U AINTUABUNNTANAAINNITANEIT19FUL F9UTINTULENTURY 4 FaUN17a7 LAY U0 IR AT LT
U £ ’01 o v
AN WTINTUITENIARE GC-MS
4242 nsaAzviEinnuinsenanadaannupauieing GC-MS
WTHNNIMNIATFIN (standard  curve)  2@9UnsTulTENAN AN
b3 v a v aal d’ ¥ d’ a s 70/ o
\isd 5, 10, 20, 30, 40 ppm FATITHAILAT GC-MS munsyyluden 1 uardinsnzifeunningy
Twsznluansariafldimeuiunsnuinsgiu uazAmamm % diulussnandniiuluseiuuianun

seyluden 3

A15197 9 dutlernatlua NI E N s T e NN LI [T T A

d3unuans (nsu) ‘lugmﬁfl%’uﬁ
dquilsznauaassnsy

1 2 3 4 5 6 7 8
Sweet basil oil 39.23 39.23 39.23 39.23 39.23 39.23 39.23 39.23
Sunflower oil 6.55 6.55 6.55 6.55 6.55 6.55 6.55 6.55
DMG 0.23 0.23 0.23 0.23 0.23 0.23 0.23 0.23
PGE 0.09 0.09 0.09 0.09 0.09 0.09 0.09 0.09
Lecithin 0.046 0.046 0.046 0.046 0.046 0.046 0.423 0.423
Fiberose” 46.15 | 46.15 - - 23.08 | 23.08 - -
OSA. - - 46.15 46.15 23.08 23.08 - -
Sipernat” 50 - - - - - - 46.15 | 46.15
HPMC - 10 - 10 - 10 - 10
Purified water g.s. 300 600 300 600 300 600 300 600

o 1 2 = = g/ o 4 o ) dg/ =4
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NANITNARRN

4.1 ANBOLEALUDNUDI RN LA TUTTNN

HANNTATIAARLANHUZNNEUBNTRITBIHIN BT InsznfaandatAananelunnsnei 10
o o v 2

' ' o Ay ya aa % ey = A . =
WUQﬁNQWuLLﬁQWT@N NEEUSNINNIENTINNA ANBTUSHNLLUINASLAAANTEI NN N@ﬂfnﬂqmlﬁ@@\?ﬂ@uj N

naueItdRinTENLANTas

M990 10 ANBHUENNNIEATNTBIHINLLE TN (n=3)

ARTHENSU ANBULNINILATWURIHINULAILUTZNN

1 Fiberose” HUTAZIRE ARMRBIE DL
2 Fiberose” + HPMC LN AZIAE ARUNIAD LT 19591
3 OSA A AT L e L AR L Ta b ot
4 OSA + HPMC HLINATN AR U N9TI1

. ® a o =3 2
5 Fiberose : OSA 1:1 BNNATNND LNIZNULANUAY

. ® v = ' [ |
6 Fiberose™ OSA 1:1 + HPMC HLITNATN ABUT19991
7 Sipernat” 50 nawieazidandunagau

. ® 2 a a ]
8 Sipernat” 50 + HPMC NLINAZIDE ARUN2991U

4.2 A1 %L OD I89BLHIN UL TN

Anaulunsuiainiulnsenanane WRA Ty munmaelsznig wu nsnnenguiuees
HIUTY N9goyidaAnnAssn uaznisaanefavesansdndny uindiunenssive atnslafinunisysuidiy
AN TSRt TR TsE NN lun1snaaeeilninlnanislssluAn % Loss on drying (% LOD) #aginng
AUNIWBLIT Iz 105°C W 2 F0Te wazniuinaasansimeliiiu. Andawinfinnalladadina
Y 3 da R o A dn o 4
AnviaANTUN R luranuiuaziniunssnssmaeanll 4t A1 % LOD fildarnnismaaediiens
L Fa ¥ 4 ¥ de a _— . .
UeTteiamNa LA lTH i sz NANAL IWRIWWWE NaN1IMAABINIAT % LOD 29NN
v ¥ a ' ' o . ® YA A A
WHITTUNARAAILUANTI9T 11 WLFT % LOD 289NanWuiie Sipernat” 50 Mefilndauuazliinaay HPMC
(FINFUT 7 uaz 8 MNANAL) HAEIgAT 30.08 % uAT 30.99 % ANANAL T9aAlufaLeTdN Haniuis
Sipernat” 50 HanwnsaAnfiuiiulnsznnldgega aenglsfinuastiudunaagiilainnisnsaaasiidn

AL NIENIT Faanfsananazd Azl s nnanaan i luduna sl

o 1 2 = = g/ o 4 o ) dg/ =4
ﬂ’)?‘l’VﬂJiﬁf«I\?‘M@HNM?@N\?LW@@UTI@\W’WHV&‘@@’)5‘@f7£°7”*?’7f7W‘ﬂWiJL§J@\721’IEI 14



A15719N 11 A1 %LOD 89 aNBiAalIgEnA (n = 3)

ANTANSY % LOD
1 Fiberose” 3.62 +0.33
2 Fiberose” + HPMC 4.98 +0.38
3 OSA 4.07 +0.29
4 OSA + HPMC 0.72 + 0.21
5 Fiberose”: OSA 1:1 4.33+0.07
6 Fiberose™ OSA 1:1 + HPMC 3.32 +0.33
7 Sipernat” 50 30.08 + 0.06
8 Sipernat” 50 + HPMC 30.99 + 0.55

4.3 ﬂqivl,ﬂ@ﬂ]@\'i BN LA I e

natsziunsluazesanuuisinssndaanistssiiunisnaninunsaufosuasie uaznig
dnAn angle of repose NaN13LsziiuAIanelTluA1T197 12 uaz 13 mNatsy wudlunistszidiunng
Tuarinunsaauia gaasfuseinanisdszifiunisivaeglunowine l4nelim eiansninainen angel

oA 1 ] ‘4] 1 3 a v

of repose WudHAY T 18.39-50.53 Tvag/luinuinisdszifiunisivauuulvaléimsnn (Excellent
flowing) audelnaléiunany (Fairly free-flowing) — Avtiumsnuuialnsznnf lsasiinigluast usziu
waldnemnnn Iaaaauieaas Siica (Sipernat” 50) aziinnsluanandnueuisrasuils 2 afin (Fiberose”
WAz OSA) uazrauisaegnsni OSA uansdaainislualidesAuasnaniznguiu ilenfauiugns

a . A

13 Fiberose” uanaINtiu gnsndl HPMC An1sluanandngman sl HPMC

a

o 1 2 = = g/ o 4 o ) dg/ =4
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A9199 12 ﬂ’]ﬁ‘ﬂﬁ‘ﬁ,’Lﬁuﬂ’]ﬁ‘i’ViZﬂl‘ﬂ\'iNQW‘LALLﬁ\iIﬂi‘ZW’]T@Hﬂ’W&@ﬂqﬁ‘i‘ﬂ@&i’]uﬂi"lﬂLLﬁ’J (n=23)

nsaEuna | o (mm) gnsd
aun
1 2 3 4 5 6 7 8
1 2.5 _ _ _ _ _ _ _ _
2 5 _ _ _ _ _ _ _ _
3 8 _ _ _ _ _ _ _ _
4 12 + + _ B + + + +
5 18 + + + + + + + +
NANINAADS ua ua | luald | wald | lua ua ua ua
wald | weld R A wald | weld | wald | weld
2 = anadusiududnasaasganmouta, + uaduld, - Tuaduladls
A99% 13 Madszifiunisnasesnenuuisiusznnlaanisda angle of repose (0) (n=3)
A gns
Uszidiu
1 2 3 4 5 6 7 8
H (cm) 2.40 2.50 3.00 2.87 1.83 2.50 2.20 1.23
R (cm) 2.47 2.97 2.47 2.80 3.07 2.63 2.90 3.70
Tan 0 0.972 0.842 1.215 1.025 0.596 0.951 0.759 0.332
0 4418 40.09 50.53 45.71 30.80 43.55 37.18 18.39
NANIT Free- Free- Fairly Fairly Free- Free- Free- Excellent
ey flowing flowing free- free- flowing flowing flowing flowing
flowing flowing

o 1 2 = = g/ o 4 o ) dg/ =4
miwmmwqum@mmmwmmuummwmmmwwwummh]ﬂ
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o

4.4 1Az BunanduusenNAnNAL (entrapment) TRSWLLTT

o

NANIINARBINNLT N TN T U TR NA L LWL A 8N 28T ALAZALATI LA GC-MS
20935197 uanaliiiulunnsedi 14

Q1NN 14 Wug ArdEnasiniulissnaRinfulumanuuiagnssing Spuansneiu e
o

1 43N 3 (OSA) uAzgRIFNFUTN 5 (Fiberose™: OSA 1:1) ilugnsanFuniunnuuniulnszn lunenu

a

WHININTIAR D 24.41 % Az 23.75 % AINAIAL A9l OSA Wuansdasaunsovaiuringdunes

szwelfunnnanldnautls maltodextrin (Fiberose®) Leatinafen (gmnsh 1) fislianaliiasunain OSA

o

Wuutliignanudainmi liseuinuniuassnnsoduiduvenssme Gl aniantis g uun il

a
[

anunsavaiutndunensemeldunndinauilesssunn eenglefimnunisuas Fiberose” uazr OSA 10

fariuludnedon 1 : 1 aransainiulflndiAaeiunisld OSA Besr i nsld OSA Tufsunns 50

= '

% fauAL maltodextrin luansgasiieanasanisAnALduisznn Tumanuuig
Aniugrandl HPMC  Gesiansliidusinipfeudunengaaeenisuafunuis winduwy
PFunadunensviva mszwideudetes  Tnanngmsnd HPMC (gash 2, 4, 6, 8) HiunuNu

Weznwiniiudesndngasn il HPMC (gash 1, 3, 5, 7) 81aleannann luaniznsssassiatuaes

v
° o

Pduranszmswardansaanantinldndunesnueiaiy HPMC anadnduiuNg 189813898 nauyise

v , Ay & o = o , o 3 o 2 =
ﬂ@ﬂﬂ“\i@qﬁ‘“ﬁqﬂui’] Eﬂ\iqziﬂmﬂ"ll'.)']\?ﬂr]?ﬂﬂqumﬂﬂﬂq?ﬁqﬂﬂuuqﬂuﬂﬂﬂﬁ‘zL‘Mil u@ﬂqqﬂuuiuﬂ’]ﬂm?ﬂﬂ

a o o

Bladunauinluvinlidunaiuuioinlugasnd HPMC siasldBunun lunawsauiiluasavinaesgns
AFuR T HPMC  ialdlanuuilatesifasnasnanisinluin spray dry 16 inldFeaiuszazioand

1lunng spray dry Geanadlunannldiianisgaydetniunenszmeliatinannlusendninig spay dry

a

ngungigadunaiuulsd atnglsinuuddngnanil HPMC Wudontlsznauazinifiuinduvensyive

Tedor wsa1alnansanIRNANNAIEIAINNNIGAREUTUReNITIMTENIaNiuinE le Tesiag
o = - = o ™ \ D = Y \
n1sAnEfTauguAN A Tes i uneNss e lunan uuisngniade ufag HPMC wazlaign
waaLae HPMC siall

A uFunn9ld Siperat” 50 Lluansdanlun sasanNanLLAe (4039 7 waz 8) wudn 1N

o o

(
1Buunisinifutiasndn N3kt Fiberose” WAz OSA  wazA1l3unasinsulusenidnAusaanig

Anrziidan liaenAfeaiun19TANNIANNTLIBIRANTL (% LOD)  IaalA1fdesndnen % LOD ating

v v 1%
= o O

L X o , o @ . - ¥y
1N viadenauiiesann Sipemnat” 50 LU silica MWW amnsagaduRvnTunaNITe LAz LA
atghannlugngu taaenadnisgadunnléanduidunensyieg in i eilaliumiidunes

dliz ! ! = o o ! o < !ol o o o n:l'd
semantiesndiAn %LOD  TuanzinaaiuiunudntEuanisAnifiuinduinszniaessinFund OsA
(4m39 3 uay 4) NAULKANAINGIAN % LOD Mellanaiiiasainnis OSA aunsnduniuidunanszive s
adreudauss ldannsaldarnfeuielauniunanssimesanunld wilatnl3imssiuniuininig
Anfudaanisaia Taeld  dnianmu 4:3 dSuanfianwnsoinliiianisdanaasuautls uwazinl
nEuiNazaEEnueNsziiaaanain OSA  1idne asanisnidnssiliunmudnduinifulige

TaeialilAn %LOD WiunisAauasuntnminueanasiune lluaan1seunis TnAaINN1ILue U8

o 1 2 = = g/ o 4 o ) dg/ =4
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anansvwield Falunsiilansnssine @ AaNAINTHNTUMaNTLIMELATUN A9t %LOD  asdAn Ty

N 5 o e Y
winudFunaunsiuenseme fians e e

o

A599 14 dERausiulssnafinnii (entrapment) Tunanuuislugnasne (n=3)

ANSANSY B nnaninaiulnszwi (%) AnniAw

LN LA

1 Fiberose” 7.37 £ 0.67

2 Fiberose” + HPMC 3.58 + 0.33

3 OSA 24.41 + 3.07

4 OSA + HPMC 1.84 +0.07

5 Fiberose™ OSA 1:1 23.74 + 3.79

6 Fiberose™ OSA 1:1 + HPMC 1.71+0.13

7 Sipernat” 50 5.08 + 0.65

8 Sipernat” 50 + HPMC 0.64+0.13

d9Un19nnang
=8 a 0‘501 s v k73 o O v

nsAnINNIIAziTuinsenisag GC-MS Tagldianmudusaniazana  wazld methyl
chavicol 1l standard marker @1:13n8%19NPNNIMIFIUTTUINANNUTLINTINTES methyl chavicol
waztBunaundulnsznn IHidunasWdunseiien r wiadu 0.9946 nsAnnlsvAnininnisgaduaes
anstaenudnilsz@nininnisgaduresanstoasinailugell  Sipernat® 50 > OSA > Fiberose”
wananuuganuINnsAilBun s dulnssnn i uannmn i daanisanaaasiainazane 1
LN 4:3 A9 3 780 UARMNdNsad alanEIun 16 lURiAsneiRaeis GC-MS

= 1 % J v a 1 ¥
NANIINAAAIAINNITETUNEIN UL TNTENT U9 N19ld OSA  @NNNIDATENANWLLTEAS

N o

WszninBuunisindunduinsenNgangs waznsld Fiberose™ OSA 1:1 i1l LA aWLLEa1INaT1

a q

Tusenfdnwoienenianinia inislualuszdulunans waridiunnisinfiuiniulnsznaigeda

I3

24 % UBANANMNTULTINUINNITARDLEIN LTI HPMC M lifeadinns luainay wild3unainnsdnifiu
y J . 2 - o A z v L i
PFUTNIENNAAAY  ATTINNLFFEIN NN BRI RGN NNz AN DA NN 70 M T e ML I e N

Pununsinifiuiniulusedugs  uazaunsndiduuuamieniilunsiunaeuisinduenssimany
siala15

o 1 2 = = g/ o 4 o ) dg/ =4
miwwmmmqym@mmmwmuwummwmmmwwwum@ﬂ‘nﬂ 18



(5). MSWAIWIHILAIUINUINSENITALINISLAFUNAEA BN ULUILALNITANHIATNAIA

v & o { 1Y . ® v
ANMINAFDILAVNILAIIN T TzWNLaSDNGIY  Fiberose Waz OSA 1:1 Lﬂumwa'v]u

Wua win 1 18a% WUINAANARARaINNUNAAADNTIUAZIN AITh DINAIWIHILAIUIT 1
o . ® { v v o o S o o
Tnszwnlaumslt Fiberose :OSA # 1:1 uansvies wazlfrin g TN TuNEaaa AN IRAZ I

uan3moludsy wazfnsnnuasalIvednsnkainguluszninesowle

A8N15NAARY

= 4 %’ o %4 aa £
5.1 NILFTUNHNIUANENTUTNI TN AT TN

= U U aca ] U 9; % ] o 1 U
NNIEFNNUT NI E W H0eRBNNINBUAS (spray  dry)  tduluszwisaniuansviais
. ® A vy o . o & ' o o o d
Fiberose :0SA 7 1:1 uazltvinanirtnunduanszioludsy Inaddndouaasasdsznauansildlunisg

= \ D) o =
LATENHSN UL ITZNN A9RNTI9N 15

15199 15 A91uUsenauansn I lun1sm e N w1 s emn

snnauaslumsu

dquilsznauaasfisu (nS)
Sweet basil oll 39.23
Rice ran oil 6.504
DMG 0.23
PGE 0.09
Lecithin 0.046
BHA 0.046
Fiberose” 23.075
OSA 23.075
Purified water g.s. 300

nswsraNnnTasRNa1sT9e (Fiberose”, OSA) W purified water Auaunszaafadnium 13
ANMFBUALANRIUUYH 70°C UaNKEN Rice Bran oil, DMG, PGE, lecithin uaz BHA 1dndaari uazly
ANNFBUAUDIYIUUYH 70°C A1 DMG AzaNauNA Fsrndfulusznnansfdnfuansazanatng @
ssazaneinduiliasluansazaneingesansden dTunanlidniudoneios homogenizer 14A211157
901 12,000 rpm 2 $8L7AZ 3 W17 131 emulsion FFlvnnns spray dry Taafmuagnazlunnsine
‘ll‘ﬂ\'iLﬂ?:'axi spray dryer ﬁ\i“ﬁ air inlet temperature 210°C, outlet temperature 85°C Wag flow rate 24-68

ml/min

o 1 2 = = g/ o 4 o ) dg/ =4
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5.2 NIIATIAAALANHLENNNIENWIBILIN TN STWINgENT

ATIAADLANHUTNNNLNINIBSE LTI WIMTswn 1Hun ANTITNe & WAZNAY WAZIANNT

lua (Flowability) 2eaaauiasinguinsemn fail

(1) nmedanisiarunseuianfigdaawiasine)iu"?

=

Tdnaurialunsaufoniiannugs 80 Haawmas Hidusuaudnatsnie’lu 38 dadwums
¥ '

wazdadunderesgdlasineyiu 1un 2.5, 5, 8, 12 uaz 18 Hadmns Usziliunuantiiniglug

PRIANIANHLN U LUAT19T 16

a - a b o | ¥ (13)
MA1TNN 16 mmmm@ﬂ@:mumﬂmmmmLLunmﬂmmmmﬂmmuﬂmﬂLLm

nsEUAIRITLN | aunAlduEuAUENaNIneg | nsilszifiumsluaradaaudi
ilansaauna (mm) pugttlnuasnsiawng

1 25 ANN

2 5 A

3 8 Anald

4 12 wa'ld

5 18 14l
Talgnuns0EN LTI UAARFUT 5 Tualadls

(2) n129mAN angle of repose (0)
ApEnEuisidunszaeasunEIuInge 80 Hadiums Hidurugudnatenialy
38 Haawms uardaundinisluazesgilaauin 18 Hadwns Noneeglusvazanngs 2
uAmNAaINiy auldnessuisuuiuugl A dan0nuga (H) uasiad (R) 289n09uauiiad
E ooy o :
NUAINATT LAIAIUILAN angle of repose (0) ann
Tan0 = HR

Wnawsinstsviiusananelumisei 17

AN5197 17 inawrinnstsziiunigluazeduausia’?

A1 0 madsziiunsluaaainaunis
0<10° 1u@mmmmﬂl,ﬂuﬂum (Aerated)
10° <0 < 30° lual@mnnn (Excellent flowing)
30° <0 <45° ual@® (Free-flowing)
45° < 0 <60° TualdUnunans (Fairly free- flowing)
60° <0 luaennvizalalua (Cohesive, non-flowing)

o 1 2 = = g/ o 4 o ) dg/ =4
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5.3 ﬂ?ﬁ‘ﬁﬂ‘]&l’?ﬂ’]’]ﬁJﬁ\iﬁQTQQNQLLﬁQﬁWﬁuIMSZW’W

LﬁummmLLﬁqﬁ'mﬁuTm:wﬂummumqmu’hﬁ“uum 118 U3Nm9 3 Hadns Uaniindowl
T@‘M:me'ﬁqﬂm\i Ine T UUINNNNINARALANNAIFIANN Asian Guideline on Stability Study of Drug
Product” waziun N luNIIMARaLANNAIANINTBSE LA NART TN T] 2547 NaARLANEN
AINITUATUZNITUNIDIMITUAZEN NITNTWATTITTUGD ol

sraznanluNIIveael 6 Lhau

pnElunmagaL A WAeuT 0,1, 2, 3 uay 6

anazlunamaaeuliun

5°C+3 °C

=)

30°C+2°C/75%RH + 5 % RH

=b_

40°C+2°C/75%RH + 5 % RH

=b_

mimiﬁ‘gmLLﬁqﬁﬂﬁuimwﬁwmiWu (flush) #aafnlulasiau way wuulany (flush) A1
lulnsiau

st fudnEEn1an N mae R Lt fuTusen 1dun nEaeanauen uazAsIagey
ﬂ??mmiiﬂﬁuimzwﬁﬂLﬁu?{mma@aﬁwm&mjﬁu Fnennsarinnauiadag Tnania 4.:3 S 4
301 warthaesnanfiadaldllAm s s Funanindulnszndaeia Gas Chromatography - Mass

Spectrophotometry (GC-MS) mx3alude (1)

NANITNARDY
o = v 3 o Y ad | Y o o Y v a4 oA a e
PRIAINNNTATEN RN TR INTEN AR FNULTTUN azlFuauia@ennazidendau Inaunngy
Tusznndeur] dsziunisluazesususis (flow characteristics) wudnlualdun Aade (n=3) yuns
w8 (Angle of repose, @) Wi 25.95 Teagilutaglualdnnin (excellent flowing) @1usaNUNTYE
% a a X = = 1% X A o a - ™
wingawa 12 Aadwms 3wl Geunneds uaneld (free flowing) uazilevinnisdiasziifsunnungiu
Tusemnlunauiesnaiasas GC-MS Tudu 0 wudrdiFuinmduinszniegiafe 19.34 % w93uUnsTu
Tusennilag Tusn3y

AINNINARBINAFALAINNASALIBIRSWHaNTU s luRaui 1, 2, 3 wax 6 Iaeinnisdsvidiu

. v A 4 A o A Y o .
Ansaenanannaeseanianmran et U3 lwmenn 1, 2, 3 uar 6 wazldnanislssiiudney
nenannanandliluased 18 uananulfvinnismmsinBunudulnsennaanaeetlu
pFunauiaraeanniiu 3 lumeudn 1, 2, 3 uaz 6 lngAaduiesazilFauiauiuFunnsinduluseniin

& aa Py Y o o = =
Lnummq:ﬁvl,mmnmummmﬂﬂmumﬂ NANIINAABILAA LRI 19 LL@zgﬂW 3

o 1 2 = = g/ o 4 o ) dg/ =4
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A9 18 Anwaiznananmaeswiadulvsznlafiuine linaniaesine lwhewn 1,2, 3 uaz 6

ANBUSNNILAN (RNHUSARINILAG, F, NAW*)

LAauUN 5°C+3°C 30°C+2°C/75%RH +5 % RH 40°C+2°C/75% RH £ 5 % RH
143 N, qN, 143 N, qN, Taddi N, qN,
£% = £% = £% = £% = £ = £ =
B9 LI avisn B9 LI avidsn B9 LI avidsn AR AR R, RN AR GHT, RN AR GHT,
al a a a al al
y A:97 GRE G CRE G GRE G @219 @219
2 - 2 o 2 o 2 - 2 - 2 -
AW ++++, Tl | nAu 4+ Tl | nAw s 4, T AW +++, LT NAW : ++, bliiu NAW : ++, haliiu
v a v a v al £% al 2 a 2 =
SRR ARGl B9 LI Aiasn B4 LT Aziasn B9 LT Aziasn R ARG, R ARG,
a al a a a A a A
5 GRE Y CRE LY GRE LY GRE Y 2 : 1190 NWADY 2 : 1190 NWADY
= | = 2 = V2 = |2 PN = = -
AU +++, Tl AW : ++++, Tl | naw: ++, ladoiu AU : +++, ladiu AW : ++, T AU : ++, T
£ 4 = £ 4 = £ 4 = £ 4 = U = U =
AR AR, B9 LIS aviden B9 LI aviden B9 LI aviden B9 LI aviRen B9 LI aviRen
al al al A al A al A al A
3 CRE G CREG A - 9718NUAR A - 9718NUAR 3 udea 3 uaea
a V2 = \ a P = - = P = -
AU : +++, 3o AU ++++, Tl | nAU: ++, Tu AU : +++, U nAY : +, NAY : ++, WU
v = v = 24 = 24 = 24 = b4 =
AR AR R, B9 LI avidsn B4 LI avidsn B9 LI avisn R AR GHT, R AR GHT,
a & a a A a A a A a A
6 CRRV AL GRE G A waeg A waeg RV AN RV AN
AW : +++, WU AW ++++, Jadiu | nAu: ++, il AW ++, P nNaw : +, 9 nNaw : +, 9

o 1 4 4 I~ g/ L% & o e~y dgl/ =
ﬂ'7j‘WﬁJJ‘LJ’?N\??/?@HNVT@N\?LF]@@U‘ZI@\?%’?NHW?@@ﬁﬁ‘ﬂflﬂ"ﬁ’mW%WuU\l@\?Z?’lﬂ

* UNNEE TEALIANUINTEIN AN UINIEND + AU, ++ Uunang, +++ BbIN, ++++ LLIININ
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A1519%7 19 Uunauinduneansswe 1sennAdnae lRWiaRIAIzifae GC-MS D4 1eaun 1, 2, 3 kAL 6 (n=3)

o

UFunusasaziniunanss s luss wn L UaaLIAg*

LN 5°C£3°C 30 °C 2 °C / 75% RH + 5% RH 40°C+2°C/75%RH 5 % RH
WULLSTRNTE wuuliussqing TR IEELTIaE | wuvliussaing WULLSTANTY wuvliussqnng

lulmsiau lulmsiau lulmsiau lulmsiau lulmsiau lulmsiau

1 114.02 103.03 88.98 95.20 82.20 80.11
(22.05%) (19.93%) (17.21%) (18.41%) (15.90%) (15.49%)

2 78.28 79.09 62.63 65.56 66.68 64.47
(15.14%) (15.30%) (12.11%) (12.68%) (12.89%) (12.47%)

3 60.38 63.74 50.86 61.25 36.45 54.15
(11.69%) (12.33%) (9.69%) (11.85%) (7.05%) (10.47%)

6 64.29 68.88 47.71 61.62 26.88 54.03
(12.43%) (13.32%) (9.23%) (11.92%) (5.20%) (10.45%)

o 1 4 4 I~ g/ L% & o e~y dsl/ =
ﬂ’7ﬁ‘Wﬁ’JJ‘LJ’?N\??/?@HNWT@N\?LF]@@UW@\?%’?NHH?@@ﬁﬁ‘ﬂflﬂ@’m‘w%wutﬂ@ﬂzw&l

* ygnenun  BauWsuiulEN T sn N A LAl ol SuusnsTeN (19.34%)




140 -

120 - H

‘glgg _ 110%
i

[c]

=

Z 80 90%
3

o

£ 60 -

33 L N N N N N N N N N N N N N N N N ]

= 40 -

s

i Haus
()
o
|

1|
<

1 mo. 2 mo. Imo. dmo.

1991 (LAa Y

5mo.

6 mo.

—+— 50C +30CwithN2

===g===50C +30C

—+—300C+20C/75%RH + 5%RH
with N2

-=-#--=300C+20C/75%RH + 5%RH

—4——400C+20C/75%RH £ 5%RH
with N2

~==4---400C+20C/75%RH + 5%RH

519 3 Funhiulissnainiiuaavas luswiaidulnszniidnszision GC-MS i ke 1, 2, 3 uaz 6

o 1 4 -y I~ g/ L% & o e~y d’j =
ﬂ’75‘WEJJ‘L{’7N\77/7@HNWT@N\?LP)@@U‘Z]@\?U’]&IH‘H?@N7ﬁ‘ﬂﬂﬁ)@’lﬂW‘HW‘lJLJJ@\7‘Z‘VlH
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a

ATNANHLNINNILAINUAIAINNITNUTN IR E U TR Inse N Tae A EW BT 0 4019y

o o

NAFALNMUUALTUAWIU 6 LAY WLFINANIENITALINHIUAZNNILIIRNINTE ANz T INE
119 azlaen wilaunainisuaa il usAuussraanaudulnsewn un@asiuet ldwinduauiuaniny

mafiuine  Teensuianiiulagnisussqdaafinglulnsiauasinauindulusenananndnususian s

'
@ I3

ussqdnefinglulnsian waznauieiiiungomni 5 °C Anauresinduinsswininnauauiaiiiug

'
a @

AIUUNH 30 °C uaz 40 °C ANNAIAL WANAMNTUTINLFNHUIRTIALNGIUUNHN 40 °C WUNAUIULAZAN

] q ]

' |
= a o

= @ = A A X 4 & vy U = D3 o = = =
waswddudmaeadivuniuleniuliuiundmilasen lunmen N\?LLMQV]LT]‘U?T]H’W]@JY]Q%@H“] AT

= = @ A A a A & ~ o Y A& A A _ o
nsulasunlasanuedanaduBivassuasinauiiu lubeunvn andureuieiifiungumgi 5 °C uuy

o o A a a A o a
vssqinglulnsaudsasdnauuacdmilouiuimauusniezas

4 4 - . ¥ . . ¥ .
A19799 19 wazgl 3 uansnanisdiaszilininuidune sz lureuieuniulnsenn

R 2 | = = ' ¥ o v @ o
pavdaiiaiuldluaniazsne iWunaiuiu 6 wew wud dunmuuiidunenssmainiuluneui
PRI RPN AR AR AIAINTTEZANTN LT TasipauiatindulnszniAiud 5 °C way 30

°C AFNN T UM E N AR LAWMABNAINT 90% AL AW 2 1Ae1 kA Tuunie N Rausiatingdy

o
=

2NN 40 °C AFuNuindwinszm i niuAuaeNAnIng 90% Weaiuliuiu 1 1w wasus
v 5 o A e A o= I v @ - ' v ¥ o A
wifansulussw AL 5 °C RBunasridunen sz dniuaAauaan NN R nssnn iy
#1 30 °C ua¥ 40 °C ANNAAY UANANUY FanUdIReuiaAiLEaansussqing lulnsaui s gy
wsgnaniniiuaamaasgilaandinauian i ldussafinalulnsian Mitenafiaiesainnisussaing
Tulngausaeianisy (flush) Aaluinseullunuiennisuiensuiainduinsendunislaanian
audsaglessimeaasinsiuinssnwienauis M lERAN17sme9IuTTNI N WNLAB N ALA LN 1A
PInnnundulusenainiiulunsuisanas Aetiu a3ulddn nauiadnduluszniazinnumesonig

manwuazadng Watiuluanisnmunzanlaun nafulunifuguuungil 5 °C 38 30 °C WU 1 hou

(6). NITWRIWIENLINIUINWNSETEIALINITLATANAILI BN ULUILASNITANEHIANNAIAA

NNIANHINIFEITUNEINUUTNI TN RBNIWUUIA (spray dry) WisTunszanasaniuasveiiu 2

110 1Aur Fiberose” uay OSA fidnsdausine)iu ietlsuilumednsdauresarsviefuivanzanly

D_ -

oy y oy S 5 o do =
sl i nenuuienszae NN unindunseananiniiy (entrapment) 4MNNGA UAZANEN

q

o v % gol o dl = v
ANNASFRTAIRI LTSN TuN s e maen L4

2A8N19NAaR9

a 2 ’c; o % ad 2
6.1 NITLATHNNILANUINUNTETILAIEITTNTILUG

A

RNz IedIuIL 3 muitidautlssneuduanslfiiulunised 20 Tagnis
\Ainansagl (Fiberose”, OSA) lu purified water Auaunszatssdniun  lianufauauisgmumngi
70°C wanuax Rice Bran oil, DMG, PGE, lecithin uaz BHA s wazlipainiauanigumgi
70°C A1 DMG aranesua  Hutnsunszaananlfidnfuansasaneningu wuaisavanatinsuitliag

Tuansazateineeansday thinanliidaiudaniazes homogenizer IdAa3iasas 12,000 rpm 2 9817

o 1 2 = = g/ o 4 o ) dg/ =4
ﬂ’)?‘l’VﬂJiﬁf«I\?‘M@HNM?@N\?LW@@UTI@\W’WHV&‘@@’)5‘@f7£°7”*?’7f7W‘ﬂWiJL§J@\721’IEI 25



ar 3 w1 11 emulsion N&lNNNg spray dry leanivusgniazlunnsineuaesmsad spray dryer

o

9l air inlet temperature 210°C, outlet temperature 85°C LLa¥ flow rate 24-68 ml/min

A1519% 20 dautlsznevluansildluniswFannsiuuianszaelufifusine

dFunuans (nsu) lumsu
dquilsznauuaisfiisu

AU 1 ANSU 2 ANgU 3

Fingerroot oil 39.23 39.23 39.23

Rice bran oil 6.32 6.32 6.32

DMG 0.23 0.23 0.23

PGE 0.09 0.09 0.09
Lecithin 0.046 0.046 0.046
BHA 0.046 0.046 0.046
Fiberose” 46.15 - 23.075
OSA - 46.15 23.075

Purified water g.s. 300 300 300

6.2 ﬂ?ﬁ‘ﬁﬂ‘]ﬂ’? ANBHULNNNILN NI HIUT I UN T T8l

AIIAADLANH DTN NN INIBIELITILNTUNTETe TARA ANMITNe B WaTNAY wazdANg

lua (flowability) 229euwiatndunszae MNIBNTlNde 5.2

6.3 N13ILAITULTNIUUNNUNILT8NANAL (entrapment) TRWAIUNTWATETNE

v
°

6.3.1 nMaafmNILNITIEa R nn Iz Tne

Fianasnathauiaingunszag 100 Taani ldlunannnaaes A purified water
Bums 4 N0aans uazianiay 3 Haaans adlumasanaas TunaNEIENg vortex 11U 5 Wit 1
ansazaneldluiuuandannis centrifugation 7 4000 rpm ww 20 Wil gAknduanELeenaLL
Fuany 3 eanslusaetiimaeiiternnisadalusauselyl sinnnsatpanun 4 seu A
FupeunsataannnsAnsdnaduil sausandaniauia 4 seunsadauaziinllAiassianududy

PTUNILT868RE GC-MS

o 1 2 = = g/ o 4 o ) dg/ =4
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6.3.2 ARAAIEiINBNansun sz
Aiaszinliunaminsunsraadeeds Gas Chromatography - Mass
Spectrophotometry (GC-MS) e ldanmuiusaniazate uagld Methyl-cis-cinnamate \{lu standard
marke UATNAABIATIINIINNIATFIU (standard curve) PRNNITUNTYINY AEnNaLaRENTNSLN TN
luanaufinududusing  Ainmzikeis Ge-ms Auananituiilinamaes camphor uazae
nauNATgIU (standard curve) :rwrjwmwL%’u%’ummﬁﬁﬁummm LL@zm%uﬁ’Lﬁanmm Methyl-
cis-cinnamate
F Wi conditions A1FlLNNsAATZEE GO-MS ifhussil
- NNFAAIZIARE GC-MS Tulvinm Electron Impact (EI)
- Lﬂ?:'ﬂ\‘iﬁ'a: GC-2010-Shimadzu (Shimadzu, Japan)
- Capillary column GC DB-5 MS 30 m x 0.25 mm x 0.25 ym
- fafannAe Helium 8m3nnsluazes 0.68 ml/ min , Splitless
o ERldlunsiianel fnuaziBunel
- Injection temperature 200 °C
- lon source temperature (MS) 200°C
- Interface temperature 250 °C

- Oven temperature gradient praid

Rate (°C/min) Temperature (°C) Hold time (min)
- 60.0 10.0
3.0 64.0 1.0
0.1 67.0 1.0
3.0 180.0 1.0

6.4 NAADLIANNASANINIAIHIUTEIUNTUNTZ T8l

Lﬁum?fgmLLﬁqﬁﬂﬁum:mﬁMummummLLﬁqﬁuLLm 1110 USNm9 3 Hadns Yaniindaeel
T@‘M:me'ﬁqﬂm\i Tne I UUININNNINARALANNALFAIANN Asian Guideline on Stability Study of Drug
Product™  wazuuannslunimaasuaNAsanINTBsE LAz NARS e T 2547 nasAaLANEN
AINITUATUZNITHNIDIMITUAZEN NITNTWATTITTUGD ol

srazinanluNIIveael 6 Lhau

pnElunmagay A AeuT 0,1, 2, 3 uay 6

anazlunamaaeuliun

5°C+3°C

=b_

30°C+2°C/75%RH + 5 % RH

=b_

40°C+2°C/75% RH +5% RH

=b_

o 1 2 = = g/ o 4 o ) dg/ =4
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N3ugsqueniandu sz ndaaniswu (flush) soafnelulnsiau uway wouldnwu (flush) fing
Tulngian
Usziludneaiznianien naedaswiiatndulnsenn 1w dneaizniauen wazamenei

PErnassiulssnainifiufiaumnasegfinansiieiu. nudanszyluiade 6.3

NANISNARDY
ANANTANINIENTNUDINILAIUINUNTETE

NANTIATIRAADLANHUTNNEUDNYBINI W1 UNTZTN 8 FRen Il A uazantimnng lvasanang

o 4

WA19197 21 WUINRSUAIRHAULTZNaUI89  OSA HANHIUTNNANLNINAR ANHUEHILTNAZIDEAR
PN ¥ o \ , \ o AW Ay o ¥ o

119 HnAuesihdunszaeden] dounanuuianliddoulsznanaes OSA dneuznsuivAaudtai

wHUFIU nARUNTRN I e AeudNause analeannain OSA  iluansidiunldaenin (hydrophobic)

o

annsnduAuETuly waziniindugnduldlueunieaeneuienissenls Tuanenaiiundusianiy

'
=<

Fiberose” @ailuansidinduiunivzeansniddalénliarusniniuindulilueyniald duiuuidu
% = = | a ° Wy o Y o a P '
a1atfuvaiAdeLagUTIneeL | aynianlilAnauresiduvenssmeanssananAendausandn uaz

danasianisnareanauwsie Tnawudn ANnnsluaidnainuunsaresRnFURN OSA NANHesndyNAIg

q 3
' '
o o

1a289R5UN NN OSA wansdnANFuNN OSA Hnnsluanmndnansunlul OSA asinalsfmiu Dawsiqnm
o o \ o A a a A o Jo o aa 4 o o o o g
anusnFuazluariunseufiangiiu 18 Nadwmsmdlouiu ursFunT OSA MeaaeRnFURMIUINNANY
Idl 1 = a £ 1 [ 7 ’0’ o dl A a v = 5 o o dl v
aggan 12 Hadwes deandnduldiddnuiuniedauegfiouanaasneuiaintuninluaniunld
. ® = ' = ° £% s X & o a a ¥ ny ' a
Fiberose” iNeasinatae N ldeauistudntasuaziniztsnmiauialeninndn  anisziiunisiva
(flow characteristic) ~B9NIUFIUITUINIENIAITUN 2 Uaz3 (n=3)  wudndyunIging (Angle  of

repose, @) Winfiu 28.09 uaz25.67 dvagflutdadlualiinnan (excellent flowing)

AN599 21 AuaNTRressuintunsrsuazanifiniglua (n=3)

ASuN ANz / & / NAU nsluadnunsaeuna yun5lua (0)
1 rapaudnfluweign &0 Tualiin 35.48
a' 95 o 1 k2 val
NAUUNNUNILT 8RBT ualsn
2 HNATIAATILATNN NAMLINTY Tualin 28.09
NILTNELANLIDE Tualdmunn
3 HNAYEATINATNN NAMLINTI Tualid 25.67
=3 4 va
nTINELANLiDY Tualdmnnn

NN5AATIZR LT NN RNz a AN AL URL NN UN ST TN

77 4 wame GC-MS chromatogram 2@sunsiunszane  wansliiiu peak @eanIsnge A

al

dautlsznavluinsiunsztng m1319% 22 LAAIAN retention time 284 peak @137 udantsenanlunngiu

o 1 2 = = g/ o 4 o ) dg/ =4
miwwmmmqym@mmmwmuwummwmmmwwwum@ﬂ‘nﬂ 28



N72078 WL peak 189 Methyl-cis-cinnamate 39414 standard marker lun1s3iAsesiinsTunszanail

f retention time WnfL 64.50 WA M197991 23 waRANNANRUTIE U U IE NI aRe Methyl-cis-

cinnamate wazANdNduLenTuNszY war 3UN 5 wannINNImg

Bl

A ey
TUITUINANUN LN TR

camphor AuAMNENdUIaanTunze TeRANNANAUS LU LA UATAR AN R® = 0.9991

joundance

400000

300000

200000

00

i7497

100000 { 37
17 \
oE ! o
Y 13‘,EE 2548

ka2

TIC: GALAN1D0.D

35.78

|

G430

709 7.3

1 A

[Tmg--=

1500 2000 280 300

3500

000 40 50.00 500

N S e e [ e e e N I B O B I I B e B e |
qn an 2 0

80.00

600

7500 8.0

517 4 Chromatogram 2241NTUNITT1BAINNNTIAIINRLETE GC-MS

M1519% 22 A1 Retention time 21849 #1971 ludaudseneulutingdunssanaannnisanszifae GC-MS

Peak Name Retention time (min) % Peak area
1 alpha Pinene 9.8 1.21
2 Camphene 10.88 6.51
3 beta-Myrcene 13.88 0.85
4 L-Limonene 17.69 2.39
5 1,8-Cineole 17.97 14.01
6 cis-Ocimene 18.76 6.10
7 trans-beta-Ocimene 20.07 32.65
8 Linalool 28.49 1.61
9 Camphor 36.92 18.18
10 Geraniol 55.76 12.46
11 Methyl-cis-cinnamate 64.5 3.25
12 beta-farnesene 70.09 0.76

o 1 2 = = g/ o 4 o ) dg/ =4
ﬂ’)?‘WLWH?EN‘I/?@HNM?@&I\?LW@@UTI@\W’?JJHV?@ZV’)5‘@f7ﬁ7’*?’7f7W‘ﬂWiJL§J@dZ‘VIEI
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AN9197 23 AN NdueslnsTunss LAz A RAE LA lENI Y89 Methyl-cis-cinnamate

AMNLE N AR UNSTTN (ppm) ALeasuAlans e
Methyl-cis-cinnamate
50 1552682.5
40 1186405.0
30 896525.5
20 554343.0
10 223314.5
1800000 -
y=232,907.9800x-104,585.3000
1600000 -
R?=0.9991
1400000 -
1200000 -
3
.= 1000000 -
T 800000 |
[+H]
o
600000 -
400000 -
200000 -
0 T T T T T |
0 10 20 30 40 50 60

Concentration {ppm)

'
al

3U9 5 Standard curve  sEuiNeA@AENUA AN NS Methyl-cis-cinnamate WAz AMNIdNd U194

u
7nduNgzINe

o 1 2 = = g/ o 4 o ) dg/ =4
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o

nan1saATIEuNLEu T TNz aanini U luswisindunsea laaniaasgifag GC-

MS wandliiiiulumigan 24 wudnanfundlEunmhiunssaainifiulumsnuuienssany sniigane

'
o o o a o

mn5uR 3 (I Fiberose™ OSA = 1:1) 784A9NIABRNSUTN 2 (OSA) azA15L# 1 (Fiberose”) MINA1AL

D

v

fatiunisl 0SA  WudaudszneunwmnncanluAnfy azdaaiinnisi A uBndunszane Taeawe

'
a o a o o

\aanidauligauin (hydrophobic) AMtrsenduivudaulsiseumivesindunszanela

v @

A599 24 ERnnuisiunszaneingiu (entrapment) TuseniuuialusnFusinee] (n=3)

AU WBannuinsfunssang (% wiw)
FrnuAuluranNLwie
1 9.13+0.87
2 12.32 £ 0.97
3 20.04 + 3.20

o

agU1Adn mswrennsiintunszefaedanuuie Anfun 3 Taanisld Fiberose™ OSA 1:1

Y e oo o \ ™ Ao o Y Y o = = | A a e
waztsuindaifluansdan 1y condition NAnga Mlildnsuisiansuzdaazidandon Inauuniy
nezanedntiey Wetlszilunisiuagedniuiy (flow characteristic) AN@AY (n=3) WudHyunIglug
(Angle of repose, @) wWinriu 25.67 dsaglutaslualdnnin (excellent flowing) WATINENINTIATIZA
Panasnsiunseanalunauiedonazes GC-MS Tuwiun 0 wuddlEunnundunsyaeeaseggeis

20.04 % weaHUNTzA TN eg lusn 3y

MMSANENANNAII TR IR UN sz TNe
ANNTNARBINARELAMNAITaEUT TN v e lAeud 1, 2, 3 uay 6 Taevansdang
Uszifudnesnanean maessuisiisnad@diefiulsludeuwn 1, 2, 3 uay 6 Fananntlsziiy
Fmnenamanmdaandilumned 25 uenanbldinnsiamsiriinasiiunssaneiiag
wiseg i funamdaniuifludend 1, 2, 3 uar 6 lneAnhdesanfoufudiunurigi
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