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MISS SITANAN PARAMEESRIJANYA : ATR-FTIR SPECTROSCOPIC AND GC-MS
METHOD FOR DETECTION OF SIBUTRAMINE ADULTERATION IN COFFEE SLIMMING
THESIS ADVISOR : SUPACHAI SUPALAKNARI, Ph.D.

One of the most common adulterants: Sibutramine has been found in
slimming products. This work aimed to study the application of attenuated total
reflectance  Fourier transform infrared spectroscopy (ATR-FTIR) and gas
chromatography coupled with mass spectrometry (GC-MS) to detect sibutramine in
slimming products in the form of Instant coffee. Twenty instant coffee products were
acquired from local markets and online stores. At wavenumber 4000-650 cm™, ATR-
FTIR analysis was performed. The mass spectra of the sample indicate a distinct peak
for sibutramine. The screening test obtained by ATR-FTIR could be confirmed by GC-
MS. The screening was performed on selected ion monitoring mode at 58, 72, and
114 amu (Sibutramine) at a retention time 23.997 minute. Furthermore, laxatives
(Bisacodyl) were detected in samples evaluated by GC-MS at a retention time 36.534
minute, while antibiotic (Paromomycin) were detected at a retention time 6.089
minute. This is qualitative investigation using ATR-FTIR and GC-MS to discover
sibutramine’ adulterated in instant coffee slimming products. Both techniques are
capable of detecting sibutramine in slimming Instant coffee, which could be useful in

forensic examination:.
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1

L@L1-2201 (AM-2201)

[1-(5-fluoropentyl)-1H-indol-3- yl]
(naphthalen-1-yl) methanone

2 | m¥iluu (cathinone) (S)-2-amino-1-phenylpropan-1-one

3 | A9 (DET) N,N-diethyl-2-(1H-indol-3- yl)ethanamine

4 AOUBYN (DMHP) 7,8,9,10-tetrahydro-6,6,9-trimethyl-3- (3-

methyloctan-2-y)-6Hdibenzolb,d]pyran-1-ol

5 | Adudt (DMT) 2-(1H-indol-3-yl)-N,Ndimethylethanamine

6 | aVSNAU 14(1H-indol-3-yl) butan-2-amine
(etryptamine)

7 | 3wl (GHB %o 4-hydroxybutanoic acid
gammahydroxybutyric
acid)

8 | wAulagLey-018 naphthalen-1-yl(1-pentyl-1Hindol-3-yl)
(JWH-018) methanone

9 | Wwaulagley-073 (1-butyl-1H-indol-3-yl) (haphthalen-1-yl)
(JWH-073) methanone

10 | wamdu (mescaline) 2-(3,4,5-trimethoxyphenyl) ethanamine

LAz USYBILEAIEY
(mescaline derivatives)
fifqvdmileumanidy
S

10.1 Lo@A1aY
(escaline)

10.2 lalalnsamdu
(isoproscaline)

10.3 Insamnau

(proscaline)

2-(4-ethoxy-3,5- dimethoxyphenyl)

ethanamine

2-(4-isopropoxy-3,5- dimethoxyphenyl)
ethanamine
2-(3,5-dimethoxy-4- propoxyphenyl)

ethanamine




s

Yoingaangnd

FoNI9A

wouly

10.4 3-Inloloanau
w30 3-19 (3-
thioescaline 38 3-TE)
10.5 3-Inlawanau
wse 3o (3-
thiomescaline %30 3-
™)

10.6 3-lnlotumneann
au vise 3-7dud (3
thiometaescaline %3
3-TME)

10.7 4-Inloloanau
%39 4-719 (4-
thioescaline 138 4-TE)
10.8 4-Inlowaniay
s 4-71du (4-
thiomescaline %38 4-
™)

10.9 4-lnlolnsan1du
30 4-9N (4-

thioproscaline %3® 4-

2-(4-ethoxy-3-methoxy-5- (methylthio)

phenyl) ethanamine
2-(3,4-dimethoxy-5- (methylthio) phenyl)

ethanamine

2-(3-(ethylthio)-4,5- dimethoxyphenyl)

ethanamine

2-(4-(ethylthio)-3,5- dimethoxyphenyl)

ethanamine

2-(3,5-dimethoxy-4- (methylthio) phenyl)

ethanamine

2-(3,5-dimethoxy-4- (propylthio) phenyl)

ethanamine

TP) “18%

11 | wnaaluuy 2-(methylamino)-1-phenylpropan-1- one
(methcathinone)

12 | wen@miu e 188 | 2-(3-methoxyphenyl)-2-

I3 L=
LRNYD
(methoxetamine %39

MXE)

(ethylamino)cyclohexanone




d1eiu Foingaanqud Fomaadl Reuly

13 | d-wiaezdlusndg (4- 4 5-dihydro-4-methyl-5-phenyloxazol-2-
methylaminorex) amine

14 | wisen@a (parahexyl) | 3-hexyl-7,8,9,10-tetrahydro-6,6,9- trimethyl-

6H-dibenzolb,d]pyran-1-ol

15 | 78 (PCE %30 N-ethyl-1-phenylcyclohexan-1- amine
eticyclidine)

16 | Nowi wIe NNY 1-(1-phenylcyclohexylpyrrolidine
(PHP 138 PCPY %50
rolicyclidine)

17 | Aunduny 7-bromo-5<(2-chlorophenyl)-1,3- dihydro-

(phenazepam) 2H-1,4-benzodiazepin-2-one

18 | lala@u (psilocine wse | 3-(2-(dimethylamino)ethyl)-1H-indold-ol
psilotsin)

19 | lalalgdu (psilocybine) [ 3-(2-(dimethylamino)ethyl)-1H-indold-yl

dihydrogen phosphate

20 iszigmwﬁu 1-[1-(d-chlorophenyl)cyclobutyl]- N,N,3-
(sibutramine) trimethylbutan-1-amine

21 | 91N (TCP 3w 1-(1-(thiophen-2- yl)cyclohexyl)piperidine
tenocyclidine)

22 | wanlalasuaunaduea | (6aR,10aR)-6a,7,8,10a-tetrahydro6,6,9- LULALART
(tetrahydrocannabinol, | trimethyl-3-pentyl-6Hdibenzolb,d]pyran-1-ol | lalas uauwd
THO) uea Feiloglu

uauunda 139

gAYV MY

NOVLNEI10IE

BNANFA LN
23 | g913-144 (UR-144) (1-pentyl-1H-indol-3-y1)(2,2,3,3-

tetramethylcyclopropyl) methanone
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24 | WADDNTANIINTOA 2-benzhydrylpiperidine

(desoxypipradrol 3@ 2 -DPMP )

25 | 2-lawludawfalnlsdsiu 2-benzhydrylpyrrolidine
(2-diphenylmethylpyrrolidine
%39 desoxy-D2PM)

26 | lawlufialnsauea Diphenyl (pyrrolidin-2-yl)
(diphenylprolinol %58 D2PM methanol

27 | wilawian (ethylphenidate) ethyl2-phenyl-2-piperidin-2-

ylacetate

28 | 5lovl-pziunA (5F-APINACA 3o | N=(1-adamantyl)-1=(5-fluoropentyl)
5F-AKB-48) indazole-3-carboxamide

29 | WumdNT-1adiAn (MDMB-CHMICA) | methyl2-[[1-(cyclohexylmethyl)
indole-3-carbonyl]lamino]-3,3-

dimethylbutanoate

30 | WIs-Aa-d-wAaezilusng 4-methyl-5-(4-methylphenyl) -4,5-
(para-methyl-d-methylaminorex | dihydro-1,3-oxazol-2-amine
7139 4,4’-dimethylaminorex 9138

4,4-DMAR)

31 | Bndueans-11 (XLR-11) [1-(5-fluoropentyl) indol-3-ylJ-
(2,2,3,3-tetramethylcyclopropyl)

methanone
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22 | wanlalasuauundusa (6aR,10aR)-6a,7,8,10a -tetrahydro - 6,6,9- | LIULGLART
(tetrahydrocannabinol, trimethyl-3-pentyl-6H lalasuauund
THO) viall Taaufis dibenzolb,d]pyran-1-ol ueadsiiogly
22.1 wwan1-61a(7)-Nloud (9R,10aR)-8,9,10,10a-tetrahydro-6,6,9- Ay (cannabis)
(delta-6a(7)-THC) trimethyl-3-pentyl-6H- AUNHYYUIYI
dibenzolb,d]pyran-1-ol ALY NENAR -

22.2 \9an-61a(10te)-ALoud | 7,8,9,10-tetrahydro-6,6,9-trimethyl -3- | Tilnw
(delta-6a(10a)-THC) pentyl-6H-dibenzo[b,d]pyran-1 -ol

22.3 1pan-7-ALoud (6aR,9R,10aR)-6a,9,10,10a-tetrahydro-
(delta-7-THO) 6,6,9-trimethyl-3-penty-6H-
dibenzo[b,d]pyran-1-ol
22.4 \9an1-8-Ma (6aR,10aR)-6a,7,10,10a-tetrahydro -6,6,9-
(delta-8-THQ) trimethyl-3-pentyl- 6H-
dibenzolb,d]pyran-1-ol
22.5 10an1-9(11)-Nevd (6aR,10aR)-6a,7,8,9,10,10a-hexahydro-
(delta-9(11)-THC) 6,6-dimethyl-9-methylene-3-pentyl-6H-

dibenzo [b,d]pyran-1-ol
22.6 19am1-10-7.03% 6a,7,8,9-tetrahydro-6,6,9-trimethyl -3-

(delta-10-THC) pentyl-6H-dibenzo[b,d]pyran-1 -ol
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32 | ot-ladiunen N-[(2S)-1-amino-3-methyl-1-oxobutan-2
(AB-CHMINACA) -ylJ-1-(cyclohexylmethyl)indazole-3-
carboxamide
33 | loU-Auen N-[(2S)-1-amino-3-methyl-1-oxobutan-2
(AB-PINACA) -ylJ-1-pentylindazole-3-carboxamide
34 | fAU-lAdiunen N-[(25)-1-amino-3,3-dimethyl-1-
(ADB-CHMINACA) oxobutan-2-yl]-1-(cyclohexylmethyl)
indazole-3-carboxamide
35 L@ﬁﬁ—i{\lﬁmm N-(1-amino-3,3-dimethyl-1-oxobutan-2-
(ADB-FUBINACA) yU-1-[(4-fluorophenyl)methyllindazole-
3-carboxamide
36 | plia-4@ow-Tunen 1-(4-cyanobutyl)-N-(2-phenylpropan-2-
(CUMYL-4CN-BINACA) ylindazole-3-carboxamide
37 | lapan@uny 7-chloro-5-(2-chlorophenyl)-1-methyl-
(diclazepam) 3H-1,4-benzodiazepin-2-one
38 | 5len-tend methyl2-[[1-(5-fluoropentyl)indazole-3-
(5F-ADB %38 5F-MDMB- carbonylJamino]-3,3-dimethylbutanoat
PINACA)
39 | Slou-NU-22 Quinoline-8-yl1-(5-fluoropentyl)indole-
(5F-PB-22) 3-carboxylate
40 L@Wqﬁ—LaLﬁmﬂ methyl(25)-2-[[1-[(4-fluorophenyl)

(FUB-AMB %38 MMB-
FUBINACA %58 AMB-
FUBINACA)

methyllindazole-3-carbonylJamino]-3-

methylbutanoate
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9IMskaENgANTINN1SAY Suusemuinuasnald vanidesemnsliiussled dludugs
P I i 4 A dal a 3w o w !

wagdinmauin ANUNUaINULAToIRNNTUIMIaNTIU AN 88NAIAIN1EOLINUNZE
aunaue wartnninegauaiensiaguazaluAndmtneglunaeiguaIng (wuunnd,

2563)
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2.3 19 Sibutramine

loynsdudafugifidevdddmivinwiuazaiuaulsngiu (obesityuagziduen
muauiavivnutensmelufuneelaslifludieygifainumd nalnniseangudves
Ao Fufanisifiundu (reuptake) vosansasuszamsinan 3lsnilu (serotonin) way ues
3RUN3U (norepinephrine) fiusiaaanesdulelusiania (hypothalamic area) danaly
AN IIARAAYBITITY uansgdunsruunnratnlusame leynsidur
Tion1sifeainis fnfleglusvrenndelelnsaaslsdlululainsn duduarsduds

serotonin-norepinephrine reuptake inhibitor (SNRI) kazilassasiiigIvesiueIUl

N

Cl

AT 2.10 sibutramine CyH,eCIN

JunsIevasasluynIIy

a

lsynsriiu (Sbutramine) dnsuamitorngamieduadausnlul 2545 i
Uszinaanigowinladlulssmalnomaunduasdmiigegasgnogmangludenianisi
Reductil fvuiaudlan 10 waz 15 dadnsudedu duatrvduslunisifinleldenifinduas
amzusulindush foleymaiildlunisauamiutinsusulusunsumuauimiinlugd

v oA

AUUUIANILALLA 30 DLANSUADAITIWUAT WIBUINNTT 27 AlanSumam1sIauuns Nidade

o
1 Y a (3

doaumnurseluiululadings uazneumilesdnsundunssuladnbndue "aavaudivay’
Fasipdligusenovivi@nnssuduidanseluaaunniilueugind miie enauaudfivay
wonmilaluanerdunsieniliaunsenslul 2553 d1dnauauenIsunIsemIshaze)
ansg (USFDA) ldeandsemiaiiiouingnleynifiuiinarilviiindnsinisinnizilavia
A o a b 74 A v v o v 1'% ¥

Hen Ausuladings idudenluausaanuaziilaneaiu vilvvateUssinalanioula
gNLANAILIAINGIINNNTINAAIINS1EAsErindeauUaendedegusina (F1dnau

INTFIUFUANNEATUALDIWNTUNIYIF, 2562)
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o

2.4 wnansuaznuIseitieades

(Phattanawasin, Sotanaphun, Sukwattanasinit, Akkarawaranthorn, & Kitchaiya,
2012385 ginmielasunlansfiuuuty visegisdie (TLC) Wensnsaiauay
Usnalleynsiulelasaaslss (SH) Mvasudulu wanssiayulnsannrmgu a1unsonss
WUANS wazanansavUTinaves SH 35l anugndes wusinumiu annsagniiluld

Tun13nam SH Tundadueiemsiasy ayulns wenainldalinswSeuiisuusunaues

SH Tusipgsninisvasulaen1siasizit TLC-image way TLC-densitometry

(Cebi et al., 2017)n15m57311 Sibutramine Tuw ey NMuldgIuasyayulnsnay
Ineldinaila ATR-FTIR spectroscopic 521U Chemometrics ﬂ’]i‘il,ﬂi’lzﬁﬂajum’mﬁﬂﬁwgu
HCA wagimatian1saTeiasrUseneunan PCA fa Tdluyae awnndu (2746-2656 cm-1)
namAdenuinannsassynisiietueanslaynsidiuiifiang Yaouuueglddnsefiseiulugag
0.375-12 fiadnsu Tuv ey nuwleikasyayulnsueu Weldinada FTIR-ATR sauiuns

FASIZINTONDDYEINSUNITES 19 ILUULA LIS N

(Gadit & Kandiah, 201 7)n15ldwealialun1sns13ma713 Sibutramine Tugnayulns
Mnnwddenuiminsanulagldiveidansiasieiiivainateagiaty TLC, GC, LC-MS,
LC MS / MS, QTOF-LC/ MS wagaaanawmalinaiuninsalnd nmAliATansn QTOF-LC /
MS AFIANUAIILNTUTBS Sibutramine Yasuuulu 9.4 unuwu1eds) wazdlan LOD uay
LOQ Winfu 0.42.0 tg kel waY 1.3 - 6.0 pg ke-1 AMEINU Fatiu QTOF-LC / MS §i
ANNANNT0LUNNIATIATY Sibutramine Yaeuduliiinvziioglu 1 pg nelu 1 Alansu 3
Humaiedinfianilldsumetaunlituaiodediousumaiindy o o

(Khazan et al,, 2014)n1553yasmasvuluamsiasuanumtinayulng Ineds GC-

!
] =

MS 31n91uidTenudnfidaianguiigluemvisiasunvigegnilulunaindnsiu dany
Sibutramine, phenolphthalein, bumetanide uaz phenytoin Fandndaeivaignuidd

agstinngnelagliifiaannilasueygale q NBuduaulasnfsainniensieassaay

'
a A

Mngtes nnuideluuiwnaland1idn Sibutramine viliiAnagiiladuvaiuag
HeTIneganseriuiuivilignasusenvinnataluansyowsni ansiverudnsanan

glsvseamsidauaunuazunyseweluedy dwasulunslufa phenolphthalein iy
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) I~ o ) =~ 1 @ . I~ [
g1szUgiulesgnaeusenidugiievalsUneuiilesninnisneuziis Bumetanide Wudu
Jaane uarlunuidenudn phenytoin IUsunaegluszauiivasadeudnisuslnansey

funuedutlaanzuas Sibutramine 913LAATUNANTENUMLTUSUATIY

(Popescu et al., 2015)115052911@151A875 FTIR wag GC-MS Tundndueionnns

a [ (3 a

wiuanumdnayulns annuidenvarsdesinulundndusiiaiuenisvasudueig

o saa ¢ a

Sibutramine uag Fluoxetine Fuduansdoiny 30% vendndndiniliasizignidadudie
A1999NO VN NNATNITULALHDINN WUIMNANAUILETUINTN1TUasuUuisiuaiiauy
AdaanUszmalu M3ieseilaeds FTIR wag GC-MS foinduisfifiuselovdunn wazil

UsgansnmunnlunisseyansUsenauifinisuasuyy



3.1 insasilauazaunsalnly

una 3

A5ALIUN153Y

il \n3asilauazgunsnl
1. 1399 FR-IR Spectrometer Frontier S0 PerkinElmer
2. \A309 Gas Chromatography 4 Thermo scientific i;‘u Trace 1300 Mass
spectrometry iq'u Trace 1300
3. 1383 Mass spectrometry §%a Thermo scientific iju ISQ 7000
4. ww3aslafivan (Sonicator)
5. w3asduniies (Centrifuge)
6. nlinea (Vial)
7. Hot plate
8. YoUANaIs (Spatula)
9. \A3DIT
10. Filter 0.2 pL
11. | Onneg 25 ml
12. | 139 1 ml
13. N3gUBNAIL 10 ml
14. | ezadllounesd
15. | uvsAuans
3.2 d191Al
il GURIGH gnslaseaing
1. WnIuea (Methanol) CH5OH
2. pxFlAU (Acetone) CH;COCH;
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3.3 A79814
98 FonAnAnel
CO1 | NMuvlauansannaINNTLUBINYS
C02 | nuwdnsagunay
Co3 | nuvdgednsagy
coa | munUgsdnSeuiione nandat uazansadniiavauie
C05 | musUssdnFaiions navansadndat uazasaindiavauie
C06 | nMuvlanAdueIu
CO7 | coffee burn slim
Co8 | nunUgsdnsaviang NALANSARNNNGIUT
C09 | nuwiugsdnsavdang
C10 | nundnsagunay
C11 | nuviugsdnsanausianeg
C12 | nunugsdnsaviinng
C13 | nunugsdnsaviiang
Cla | nuvilgsdnsaviiang
C15 | MUNURAUSIBAARY HAUADAR LAY
Cl6 | nudysdnsavdane
C17 | muwUgsdnSananyion
C18 | munsamiutdn
C19 | muslUssdnsaviiang sanusa-nidiu Tasden Mleadiun wazgnilaa
C20 | nuviugsdnsandinue 5in 1
SPO1 | g1aRAIINEI
SP02 | g1anAIINEI
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3.4 33n15NNaBY

3.4.1 /N1TIATIEN Attenuated total reflectance-infrared spectroscopy (ATR-

FTIR)

i

MTIATIEEETE ATR-FTIR 16ia3ea FT-IR Spectrometer u Frontier Usgnouriu
FT-IR Microscope 51 Spotlight 200i 91nU3¥n Perkin Elmer FeArgaeaunnsunis
AszAfiiaundn 4000-650 cm AruazBealunsawny (resolution) 4 e uazaRNY
F19E199 11U 16 ASaraRaE1e (Cebi et al, 2017) MawwIeuinetavinldlnguasiogsly

avldyn Wanhuins1eelen3ed ATRFTIR ¥N1svaaes 3 419n6aegd

3.4.2 3n151ATIE Gas Chromatography-Mass spectrometer (GC-MS)

Ainseilaeldiadewdalasuningns i -wuagalnsiwes (Gas Chromatography-
Flame ionization Detector/Mass spectrometer) ig'u Trace 1300 GC 91nUT¥N Thermo
scientific Usgnaufuaeduil TG-5MS GC Columns (30 m x 0.25 mm x 0.25 pm) fan17y
nsnaaesilifumaiin GE-MS Feill guungivinmdnaisfiasis (Injector) 280 paA1
waided fesmsn1iasidn (split ratio) 7 100 Wufaddeuduuiadmsumansiogn
Wrmeududluauiissansaalinses sasinisina (Flow rate) 1 Sadanssoundl sa Solvent
Delay 3 Uil unsegnivniinoduid 150 esawaidoa ndli 20 Wit Wiugumnilvgatuan
150 v 280 asAUBALTYA $I8AT) 10 BdALTAEEE/UNT udinafiguuaglil 280 oem
wabea WWunan 15 unil Binaiansiiandreduiduiuing 1 lulasans dgamgidiuile
YosanusEnIeAsialasu s nsitueSeautaaalnsines (Transfer Line) way
Usnnfiiinleeau (lon Source) 71 280 asreaided Fsfvililovesasnaraidulossude
Electron lonization (EN) siarndsamuegi 70 eV AnnaseUsey (m/2) AlTinsziog
(14929 40-500 amu wag SIM Mode (Sibutramine=58, 72, 114 amu) #ardasINsIATIER
fouangfl 2 spectra/s Tnoiduanm3uaziitouiulusunsy National Institute of Standards
and Technology (NIST) Ju 2.3 ilelfiuSsuiisuguiuunisuaninavesansiegisiudeya
yosansiifteglulusunsy (Popescu et al., 2015)

nsw3sufieg1aundieg1sliaziBondafiene 5 nfu naufudiviiazany
Methanol U313 15 fiaddns ilunaslidnfusenisduineniosansledia 8%e Crest
Ultrasonics uman 30 wndl arntutludumisdewnies Centrifuge 8%e Rotina 380R 7

AMALEITOU 4000 saUsau 1unal 15 il hvdlrulasuuuilulrenuSeuiiiasyine
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mviavangeaniinieUsuinsgaving 1 1adans N1l Membrane filter nylon 41103
w3y 0.22 luasou viin1siieawansazatefied1eiild 10 w1 andulfIeg19nNIuN1g

w3eUlUIATIZRAELATET GC-MS MNUANIIENNTNABDINANNUA



uny 4
=
NAN1SAN®

4.1 N5 ATITRRI8LASeY FTIR

NMsAnwIRERS s nuan Mg UL 20 Fregramuinluiiegisniunan
ihifn C06 uagdednulantmiin €18 wuansleynsifiu Wevhnisisuifisuiu
lonansaITeves (Cebi et al, 2017) (Ul 1) Muvtisainn3u ATR-FTIR vedlsynsniiud

[

AAAonan 3418 cm! MAnNRUsE O-H Tuserinariwasady 3000 89 2500 cm™ W

o

nstinfuveanyilandu CH,, CH, wag CH FeuSanavAaui 2700 d9 2330 cm™ Wunaun
mnma%éfmawgﬁaﬁ% NH* 91naudsenuinfl 2698 cm® Jugnd Syfinnnsoaiy
YoeusE N-H way MUsia 821 wag 833 cm 1innnisduresiuse CH ifn1sdneely
LWUITEUIUVDIIY aromatic WasTiUSiIal 1010 cm ™ AsduuLsEUIUYeIiUSE CH 9833
aromatic #19afia 1370 cm* iAnduvenguilaidy isobutyl MARNsFAte UTafiad 1407
uay 1428 cm’ wumsduilfigainnisdadeves N-CH3 waziunmgei 1491 cm unis
gusua&’ml,mau aromatic ﬁLﬁmmi%ﬁ'mJaﬂ Cc=C %W’mmiwmamﬁuaﬂ(%pescu et al,,
2015) Ifvinssuifisusumiisiidadnyiomei o gafe 821, 1011, 1370 way 1428 cm’!

6

lumsieuiiguansleynsduiuileganldlunmsiaiese

822.15

B33.46

Absorbance Units
002 003 004 005 006 007 008 009

3500 3000 2500 2000 1500 1000
Wavenumber cm-1

SUT 1 wansannsu ATRFTIR ¥e4 sibutramine hydrochloride monohydrate fiugiias

Y

a

DuNTIANANS (4000-650 cm™). (Cebi et al., 2017)
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1010
0.1

0.08

0.06

< 0.04

1376
0.02 1426

-0.02

-0.04
3650 3150 2650 2150 1650 1150 650

SU7 2 ATR-FTIR spectrum ¥93#30¢13 C06 U31IMBUNTUIANANTIANLETIAAY (4000~
650 cm-1)

0.08

1012
0.07
0.06
0.05

<< 0.04

0.03
1375

1429
0.02

0.01

3650 3150 2650 2150 1650 1150 650
cmt

U7l 3 ATR-FTIR spectrum 48329814 C18 USndunsLIAnaIstasmLenaiy (4000-
650 cm’)

1NUN 2 uansalnasu ATR-FTIR USLIMBUNIUIANA9YIIANYIIATY 4000

650 cm™ gadAgyludregennanuImin C06 wuindidia 1426 cm’ Ainandnieves



26

nauileitu NCH; Insdnsenguues isobutyl 9n 1376 cm™ waznnsduvesusE CH Y9
29 aromatic ﬁfgm 1010 cm™ LLazTugiJVi 3 Jueganunantvein C18 wufia 1429, 1375
uaz 1012 cm’ AdlndiAssugaddnuuaiunn3u ATR-FTIR laynsifiuves (Popescu et al,,
2015) Wisuiisuiialaensensdedumisiiafidndsy 3 9afe 1428, 1370 uaz 1011 cm’”
oaduduguldinlusiegafinsaiinisvasuduvesansleynsiiiu anmsieszvinuing
mMssumuvesdLUsznauTigniAslusietng iesanfedsildlunmsnsiafoniundisasy
yilvafldainnismaassluuiautisil 4000 8 2100 cm’ uansAvesiiafilndiAsaiuds

bildanansahunldlussymsieguasanslaynsiula

a 6 [

N5IAsIEsewmalla ATR-FTIR 39nndsieuiiguand Ay vesansiaynsiduiu

o

'
o =)

MatananiugiesiasuUsEIanNENE UYL 20 fMeg1a wudnd 2 Meguiigndidayile
\WiguauAuduLmi81999491n 01133809 (Popescu et al., 2015) vilimainduaslayy

= 1 U I 1 va o ¥ = Y ! gj (2 I d‘ o a L4
siiuvasuvusgludiegne Ao e lawSeueenwe 20 Aeg1uieNIINTIalATIEY

mewaila GC-MS iialdgudunnugnaedumsnvanslaynsiiuluiiegis

4.2 MIATIZAEI8LATDS cCis

1NN ANEILAENITATIVILAIIZARAL87D Gas Chromatography/ Mass
Spectrometry (GC-MS) nuaefasinuanimingiua 20 fedsuasaaniasiennis
ESuantvting gy 2 dedreimdeldmuiasmanatasiufuudunesiin wuin na
WU Sibutramine lunansadinaulaniinngn 2 fogae ian 23.997 uiit wazlunansoe;
onsiEsuantmidn 1 §eghe finan 24.005 wazwy Fluoxetine Tundnfausionmsiasyan
dnidndinan 24.603 &4 Fluoxetine uedunse Snwlsaduiaiuazenistunguinn
ﬁaaa%é}’aaﬁ%ﬁqmﬁzqdwLawwnnw%al,ﬁuismvhﬁ?u ("USENIAAIENTIUNITWAIUITEUUEN

v

| a (% I} a IS (% d' Q‘I a
YNYIE bIBDI UEYTUIVANLLAITIA, 2563) ‘W‘Uﬁ’]il‘ﬁlgﬂi']uu@ﬁ]q%@@ﬂi]‘]/lﬁﬁ]@’ﬂﬁ]LL@S‘U?%&’W]

Uszenn 1 Tunandunniwnanuivin 2 feeng

N13M5I19ATIZIA835 Gas Chromatography Mass Spectrometry (GC-MS) Tagld
Selective lon Monitoring Mode (SIM) %3 Mass Spectrum ¥84a15 Sibutramine A9 58, 72

waz 114 ('gﬂﬁ 4)
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Unknown: + Scan (18.557 min) Sibutramin-ST-1.D
Compound in Library Factor =587

100 114

50

72

4 OB 79 89 101 125 137 149158 178 192 222

30 40 50 60 J0 B0 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 m/2

gﬂﬁ 4 h&@n9 Mass spectra @13019351UUBY Sibutramine # retention time 18.557 min

(Khazan et al., 2014)
4.2.1 HaNSATITIAT IR0 HARS BTN AR
Tngvinn1sanaflag19@78 Methanol 15 Hadans fe 50 Wasifudvee 1 wile
W3lnAwas) F991nN1sMAReINU @15 Sibutramine Tuseawansaminunanimiiniivas
2 f0e19 lumapEg1e C06 (gﬂﬁ 6) Waz C18 (gﬂﬁ 7) Tuya9and 23.977 uansanuitazdy
P09A15IINATDI MS 1ileifiey Mass Spectra 97N library nuInduans Sibutramine  uag

an 18 ag1eliinuals Sibutramine

AN5199 1 WARIHANISASIINASITADENHAAN ugin L anUNINn

A19819  Sibutramine U A29819  Sibutramine MBI
co1 Taiwu C11 Taiwu
C02 Taiwu C12 Taiwu
Co3 Tainy C13 Tainy
coa Taiwu c14 Taiwu
C05 Taiwu C15 Taiwu
Co6 Wy C16 Tainy
co7 Tainy WU Bisacodyl C17 Tainy
81520
o8 Tainy C18 nu
C09 Tlaiwu C19 laiwu WU Paromomycin
81U

C10 Taiwy C20 Taiwu
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Apex Peak #23 Scan: #3085 RT- 23.00 min NL- 4.4
120 5
1= 114.1
&
721
| m,r
138
4| % 114.0 replib Library Hit: Sibutramine 809
B
. : e
s "

U 5 uanauaninal3gu Mass Spectra ¥@4 Sibutramine 71vian 23.977 w1l
(A UEAENATINITUANNIATDIAITHIBEN Uag B Lansalnnsunisuanuiaanlusunsy
NIST)

s-37 P —

1.52E 4

1.328 4

1 4-312
1.0=E

T.5=T 4 . .
20 - 2397 Sibutramine

Intensity |counts)

5027 11

[ 21- 32803
{29 - 34250
255

Time [min]

gﬂ‘ﬁ 6 wena Total lon Chromatogram C06 filaan 3.0-48.0 unil (Sibutramine fiian
23.977 wd)
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1.425 ]

1.225

1 21-2331

2-23977 - Sjputramineg

Intensity [counts)

- TS
E 5 E

2.0e7] 1 23- 251
|
0.020
zoe7 I— , , , . . . . . .
20 10.0 200 20.0 400 480

Time [min]

'g‘dﬁ 7 weane Total lon Chromatogram C18 1781 3.0-48.0 Ui (Sibutramine fian

23.997 u1#)

WufiAves Caffeine MIa1 23.338 U Tt waziinan 23.311 undt lusaegiana 2
iesaniedgeililunisnsssaeufendndusinun arslaynsfiufignnuludiedis
BRI UL nsTawIaansataglumsantiin letiudiensiafududeiedes GC-
Ms wuindiansloynsriiuUaentuegass uanimsianuiaieuiieulusuil 5 Sedawasie
szuvUszamaIunaw il ssuvdesemsilieauld Moan sEUUMIlauavaen

ian nlranusulaietiudy 8ns1n15H T baagtiuduyibimlanedeunay

IS = Y a a (% :.Jl o & a L% =
mmaﬂﬂwmuﬂmmaagulwwuwaamnuu 1 dumn Lﬂ@@’]ﬂ?iﬂ'ﬂ@ﬁ’JEULLiﬂ LI3YU

Aswe $Anvledin1Ims19 GC-MS wag HPLC-DAD Tuguaugauazaaienuanslaynsiiiy

a

Fawansliiudnasloynsfudinadinfesiigunswazeravrlugnisdedia Uung,

Hermanns-Clausen, & Weinmann, 2006)
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STO

2.5e8 ]

2 0e8

15e8 ]

1.08

Intensity [counts]

5.07 -

yi-38.534 Bisacodyl

0.0e0]

5.0e7
30.00 31.25 32.50 3375 35.00 36.25 37.50 38.75 40.00
Time Iminl

U7l 8 wans Total lon Chromatogram €07 7itaa 30.0:40.0-117 (Bisacodyl fivaan 36.534

Y

UI9)

gL UGU T

2506 1
2 0e6 ]

‘J.Seﬁ:

Intensity [counts)

1.0e6 1

- \—V\_J\j\‘k__
1 i-s.07s Paromomycin
- X

0.0e0] I

_5'095_‘| T T T T T T T 1
3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Time [minl

=

UM 9 Land Total lon Chromatogram C19 ﬁL’Ja’l 3.0-10.0 W% (Paromomycin i 6.078
i)

wuanstuileusiegne CO7 coffee burn stim e a1slanlafa (Bisacodyl) Aitaan
36.530 Uil (U7l 8) Faliugnszune ufiviesun Taseenguinsedunistufvesdlduduin
mstuetlagtunuiiinisdnasuldlundnsueiomaaiudnvintisanamdulddnng

a o V1 = [ ! v A [ et (Y
ﬂu%ﬂi%U?ﬂ%gﬂ’ﬂﬁi’NﬂWLﬂEJ’dlIG]a ?UG’IEJQEJWSLUUQJJ% dl LUUSWNW@?ﬁWUﬂiﬂUﬂﬂiﬂQQﬂ‘LlLLas
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whlalgymguain ludszwelneiiniseyy 1@lildduenildaniglsaiuintuy (‘Ussnie
AMENTIUNITRAUITEUVEILAITIR 1599 Ty Tundnunesnd w.a. 2563," 2563) uazlu
Y 1 o & a cad a A a

Mege C19 nunUssdnsavilans wauwea-nsiny lasdley Aladun wazgaslaa wuans
w1 lslusiedy (Paromomycin) kaan 6.078 Wil (U7 9) arswlsludedudueuidugly

nau Aminoglycoside l¥lun1ssnwinisfinievesald uagn1snwilsa Leishmaniasis 7

AeatueTenznielu (Coser et al,, 2020)

4.2.2 NanIATITIAT e aNER e S IESLantwln

Tagyinsain@ieg19@a8 Methanol 15 fadans e 50 Wasidudvee 1 nue
uslaaalya) F99INA1INAABINY @13 Sibutramine lusieg1andn Sausiansiasuan
dwidn 1 §1e819 SPO1 TugaanaTil 23.991 (3Uf 10) uazwuans Fluoxetine Tugogns

wAnAtuste s Naninuiin SPO2 Tutaaani 24.617 (3Ud 11)

AN5199 2 WAAIHANITASIIIATIEINIDENANA UMD IVNSIASUANUINTIN

F9819 Sibutramine EGE

SPO1 Wy

SP02 Lainy WU Fluoxetine
Lo

1-2391 Sibutramine

1.529

Intenaity |counts]

5.028 4

1 3-493
0.00 i

1

N ER
T

()
I

-5.0=8 -, - - - - - - - -
30 10.0 200 30.0 40.0 48.0
Time [min]

a

JUN 10 tany Total lon Chromatogram fivaan 3.0-48.0 unil (Sibutramine firan 23.991

119)
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Intensity [counts]

3

5.0eT 4
0.0e0 ]

45027 1

43- 3555

1-2z817 Fluoxetine

1+ H-10318
| 3-4505

! 1%'{[?&&91 t.622||_l15 - 13558

s wo | =m0 | ae 40 480
Time [min]

'
=

UV

119)

11 wane Total lon Chromatogram fivian 3.0-48.0 ¥ (Fluoxetine fivian 24.617
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dsduazanusnena

1AN15ANEBINTITN191935 ATR-FTIR spectroscopic hag GC-MS Tun19m 52317

(%
=1

lyynsiuiasuvulunurananuiulasaiunawarafusunanall

5.1 #5Uuasaius1gnan1ssnaaes

INNTTANYIAINAITANEILABNITNTININATIENAE FRIR Spectrometer Frontier
%o PerkinElmer Spectrum IR Version 10.6.1 91nkanfauainunlaniiniinsauay 20
Fr9819 nudtanadu ATR-FTIR lussegeil CO6 wuinfifia 1425 cm® MAna1nnIs
duawifiouiuvesngu NCHy 1373 cm’ nguted isobutyl wag 1012 cm? fegns C18
fin 1372 cm™ nguves isobutyl kag 1013 e Fafiadildilorhuuisuiisuiunuise
204 (Popescu et al,, 2015) wusunysvesiiniiaflndifie sty widosnerainig
Uasuvuresanstusegadfisudntiesvilianuaiinsoluiiaerainndeudntdos dsli

aunsaseyliindinisUasuduedans Sibutramine Tunandaidiegnmialy
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