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Abstract

This work presents development of the method for the determination of
ethanol in alcoholic beverages by gas chromatography using flame ionization
detector (FID). Quantification was performed using acetonitrile as an internal standard
(IS). The standard and sample solution were extracted by octanol prior to injection.
The flow rate of carrier gas, the injection volume and the volume ratio of sample to
octanol were optimized. Optimum conditions are listed as the following parameters:
carrier gas flow rate of 1.5 ml/min, injection volume of 0.1 ul and volume ratio of
sample to octanol of 2 : 1. Good precision of the extraction method was achieved
(RSD = 4.70%). Good precision of the detection was also obtained (RSD = 1.16%).
Analytical recoveries were observed in the range of 101.45 to 113.80 %. By paired t-
test, results by the developed method and by the labeled value were not significant

different at the 95% confidence level (ty, = 1.94, t; = 2.36).

Keywords : Gas chromatography, Alcoholic beverages, Ethanol.
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2.2 INIFIUAMMNIATIALLEAND TR USEIANA19 e
N usdadasigramnssuvie (wen) Fwszmalnsnsevmsgaamnssuld

AunAsHIusdaiuel @inau Gnesgiuail 2088 - 2544)  Famneglulduanis

1

=4

TUAzLDIAYRUATOFULIANDTRATIARTIY USnainmunvesnnuusiwoanssed

AuAnvasaell  dagiedusmsuazansuuilousnegmeluieiesiuieanssed s

A5199 2.1 AuuTIBLeanaseaseAIItuduTaevuea (MBMTUTTINITUE 1 T70)

yinvaasashueanasas Usunuanududuvaaniusa
(MUIRUNTTHATNTHER) (Gavazlngusuins)
11085 laifiu 8
2519 Laivi 40
3lafsy Taliiu 40
4.8\ laiiAu 45
5.1 Talifiu 50
RIS EER laivAiu 60
75an Taiiiu 40
8.USuR laiuiu 38
9.29AM Taiiu 38
10.5u LaiAu 30
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AT 2.2 aanuasmaell SagiisvusimsuavansuudenluademuLeansged

(FEN13UTIINYUE 1 v2A)

AMENBTIazEITII U iU
TueSashuueanasad (HadinfudegnuiaAfindiuns)

1 W\wadoond laiiAiu 5500
2.\Wasisa laiiAu 50

3.eames (lefiauaading) laiiiu 1200
4.uoadlas (Ladvianlem) lailAu 160
5.lufialeanased laiiAy 420
6. damaslaseanleys Talifiu 350
7.y i 0.1

8.0z TaitAn 0.2
9.9199UA4 Loy 5

2.3 vannsmaliauialasuninnsiil &

widlasanlnns1 - (Gas Chromatography, GC) Wuwailansuenasdusznou
vosINa  lapordumnuand BRI RAduTiveswazeeUTENouYe I SHALUY
R (Stationary phase) meldniswivesnandoui (Mobile phase) dm3uiAdes GC
wanail Aemstiodnislunedinl drumaiadon Aovanuiaiilaiiodlasoufise oansd
Aesnsiinssviiudngdiades GC msdinansgnivdsuanur v et tuuiauasdy
uiavesasuanazgnwitngreduilneuiailidodarioufisen  Fanolunedutasinnis
NG GREARH Imaaﬁamaﬁ’mﬁﬁ%miwdwmﬁﬁagjma’luﬂ@é’wﬂuaﬂumnmnmmamg
ofarTuuAAi e minlana wRen  lassaiwesaisuazantiviaailunisi
Ufiisenfvansiiegnelunading 527!\‘11/%éldmﬂﬂlﬂ?iLLEiﬂS’Uﬁﬁ]QﬂLLEJﬂ‘-UBLﬂg’e]uﬁagljﬂ’?EJIUﬂaﬁllﬁ
Tunandisariu anﬂﬁ'juamwiamﬁwxﬂwuﬁwgﬁqﬂmaﬁmﬁmmm (Detector) uazuUswa
sanundulasunlnunsy  (Chromatogram) %’faamwiawﬁmxﬁixEjmmﬁag”luﬂaﬁmﬁ
(Retention time, RT) tawizd lunislinsievinasstfuilléfin (Peak) vaeusazansun
Amnanansguiisuiunmiiesgiu (Calibration curve) fasnsuuSinmuesansiieshs

6]
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2.3.1 daulsznouvawnsafalasuanns i

a ¢ v a & Aoy | e ¢ o o
iuﬂﬂilLﬂiﬁxwﬂ?HLWﬂUHu LWE]IML‘U’I‘LWWEHN“UEJLLﬁmENﬂU‘i%ﬂﬂE]U“?JE]\‘]Lﬂ’SENLLﬂﬁ

@

a < o P v = s
Iﬂill'ﬂ:‘lﬂﬂ‘i']w (GC) mesd 2.3 Lga:ﬁ‘tmmE)uﬂ’1‘5%’1\‘1WULWEJﬁ]a‘ﬁlﬁ)ﬁia%ﬁumWi’m'ﬂaﬂﬂW‘i’JLﬂi’lx‘Vi

U

) P o W
AawAlanIalasuInn I sl

1 deufailiussadma (carer gas) vhwihithwilevesansietne sudluss

(-] & v ] | L3 a 7

Aoaud laun lulasiau Sidsuuavensney Wugy

2) dwildrununistnavesufia (flow controller) Yimthitaauaunislnavesufa
launlalasiau 99na wazlulasiay Wudy

) a4 o ) 1 . o
3) @runazanasiaeee (Injection port)

]
0 w o

Y o v o = & =
4) peauu (column) vimmihduenasuanadudiunddayan

9

o

5) gunsalindtyeyrau (Detector) Yimihiduaduiilddmsunisnsainasurasaia
NnuEnNoBNIIMNAREL
| o o a o v o af v
6) d@ilinuauguvgll (Temperature controller) mnnAIuRNguMilviu
column Detector wa# Injection
| & v o v al v o v = a
7) aunUszuiananas Taya uivUssinananazveyaiiiesrlivsnuiisuSuneu

) | Y 1 a a = T < a 4
VBIANIRNIDEN IWLLﬂ E]u‘V]Lﬂ‘JLW@'i: Lﬂ?@QUUWﬂIﬂiﬂJWIV]LLﬂ'ﬁﬁ NIDABDUNILADT

oven

column

detector '

™ electronics, B— 'm
ST amplifier, [T

interface

& s
detecto LL_L

nitrogen

compressed air Y|

- | a o =
gﬂm 2.3 uansaluusenauueansasunalasuilnns i

(7989910 http://old.lf3.cun|'.cz/chemie/english/practical_trainings/task_BZ.htm)
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2.4 \p3a9indyanavilamaulossluwdy (Flame lonization Detector,
FID)[G]

Flame lonization Detector (FID) {{uin3awsiafafifeuldfuegsundvans i
AUTUNISERARETBUNTS  Tmnudedig wngdmiunsiataansiiannsogn
sandladlanelivarlnveuialelasaunazonnie

wanmahnuduen uidlalnsoussgnaslidnlndne heater Tni Faaglndriy
Flame jet vihliiAaniswlwivsuddlelasiauluusseinirvsufaeenduuniosiniriy
sOLan (et) 909 FID n1sgalndenliufalelasauiudomas Wesnmsunlndiuda
lalasiauliviliiAndueyyaiiuszai v lifduanasumu Waslwvewdalslasiouisi
gouvsaunulliid  nsesnaeumlifenieliuinveaeudensldnssanviteiuin
Tevedutumludumiowarlu dwuiriiledmmuuinlumenthuuiuiueuuans
Nmsyalwildauysel wfaeondiauriosmasimihitaesets fe telumsunludives
lelasiau  wasdhewwfanenlniudeanly  deufaniuazanssiograiiduansussnay

a

aunideanamnaedun sndrdludvvesdadlwitiaamafiqats 2100 ssrnwaldea wadlui
finnnnsanlmfagogssninsauulnih Wearsdunidindewiunarlnanianisleasius
#u ldoyniaiiiiuszguan (positive ions) wdeidundn arsuaileslonsy (carbonium ions)
uadiinasou Sidnasauarisluds flame jet dusynipfiiuszquanazisluddidninsnves
fu  (collector electrode) ﬁag’aamﬂaﬂw vilviAneuaefndsenitaadlviu
dlanlnsavasiifiy ﬂ?imzi’maaﬂmlugﬂma@ﬂ'i::uﬂlw“ﬂ'l (electric current) Usganay 107
woruus nszualniasananai ludndiniuduinermouvesaueuiifntunslulan
W nszualwihesgnueteshususednin amplifien wdsdyaaludbianinstives

=  a

s =1 a a as 2/ a as
wazvuindayaadulasunlvunsueeninlaeansisnsiafuaslinseualwiimanaty
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—— Removable Collector
Collector Holder

Insulator

Collector Assembly Nut

J

Hydrogen-Air Flame

Grounded Jet

Column Exit

3Uﬁ 2.4 Tassadrwiluues Flame ionization detector

(61989310 http://www.chemistry.adelaide.ed u.au/external/soc-rel/content/fid.htm)

2.4.1 pausnURIWIZYRS FID

1) FD awnsanviaansiiseveduleldifounneiia Wanimeamliilasone
asUsznavdunsd anmanubifiandu 10-12 (n3uAnT) useyliineuaussoansUsenay
visouwfianineg 1aun He, Ar, Kr, Ne, X, 02, N2, CS,, CO,, H,S, SO,, NO, N,O, NO,, NH;, CO,
SiCl, SiHCl; SiF,

2) FID ”Lnja'm1ﬁammﬁmaﬁﬁuﬁéﬁlﬂmmmqﬂﬁmiwléf Wy N, CO, H,0,
#13Usenay organic halide g uavansiigndalulduslaiinnislessluetuivlossy
Wy CONH; ¥l FID fnnumnzganundmiunsiunldlunsiasevanssurse
UuLﬁauag"Luiﬁ"w Wesnlaiidyaramindhsuniy

3) dhsimsluavesufian (carrier gas) wiegumgiinessngandn FID finaroady
usswesdnyqnosdsnain TCD firnuussvosdygransiuisuawmusasmslnaves
uianuaggamgiuasiingiaialéun

4) FID fianmlannndy TCD s 1000 wih Favilet FID Wusmsasadidumaien
usnifledeentsiinseimosnaiiduasdurad

5) FID snsnsnldiiuufianildvneda desldufalulasiouidosniisiagn



16

6) 1381 GC UNfuAIsYImsAnd TCD was FID Twmilnenisseaynsudh
seiiu Tnsifafioonunanaedinilvasiu TCD fay e permanent gas #i99 91N
Jathg FID Lﬁai’maﬁﬁuw%é@fmﬂ g

HaA255239lun 514 FID

1) FID limusianisiv@euudasgungd gamgiiindiawiiu 400 ssrwaidea

2) lu FID azifinnszuunsduaulual delifnlethay  foiusededidan
Ivlilgaumpdiannndr 100 esmwaldea dietlestunismuutiuvesth flethgnaruwiuens
swdiuihavaevseansietuidraeiudussdsznoy  arviliinnisiansauiy
uazyhlanmanuhanasla

) Wanlwvealalasiau ssdeslfuldlidndiuiinemuns  welulAnnissudnnte
Wlifin Shnduszriufanseufalelnsnausesinid wihiu 1: 1 : 10 azflanmlage

9) danmslvavesonaiild  agdeuiilWUSinaemamdisme  wavinzaude
msanluiveslelasiou wasfeuivmesensgnlmivesasinetheg iiesndusim
omeateuiiulumsied1ssinlvlifliauysal dwalfarudedhvonisnsneinanadld

5) YsunmemaidnAuly e1vvhlfidsasuanisn ﬁLﬁﬂ%’]ﬂﬂ’liLm‘LﬂﬁlﬂﬁﬁJyj‘iﬁﬁ
YOIETOUNIIN =R collector s‘éa%ﬁﬂﬁLﬁﬂﬁmmﬂmﬁaaaﬂmwmﬂ collector manaLIan

Wiulsan base line ldflasey

2.5 uATeTiiede

Akkarawat S. uaz Weerachai S. ™ lavinn1sdesisvivnusunaneyuealuwan Tng
Twadausalasuluns @ finsesmsiada fe inTesindanasdamanlonsluedy (Flame
lonization Detector, FID) a@dntenusamanaslsnasy LLEJﬂLamuaawﬁiummmamama
Fupaslsnaiy mm'mmenafmmmmvaﬂmwmﬁmmﬂmEJerf] Nilkafon153ATIE9
Usnmevuea laud dnsnisluavesufant deasrdiusswinaaslswesusoseamand
Tdlunsann uanmﬂﬁsﬂ’&LU%E:ULﬁU‘UNams‘wma@aiw’jwm'3am’lammgmmwmaaﬁm%u
Tuhiufwsenlunaslsresy wui"lam’axﬁmmsam‘fm%mﬁ,ﬂﬁsﬁmﬂ%mm@muaah
Madramd wlidhnnsivavewianiviiu 7 psi Sasduserinmasisnosuseiam
ueaiillunsatawiiiy 2 - 4 ’LﬁﬁhmmLﬁawaam'ﬁaﬁmﬁmﬂuﬁ’nﬁwLuummgmﬁuﬁwé
Wiy £3.94 wan1sieseiUSinaneniuealudiediavdn 10 frege e paired t-

test WAy 1.68 Fstiodimansinsziduaiissylihifinnuuwandsiuitsesuaudesiu

95 Wastwun mu"?ﬁaﬂmmmmﬂ%mmgammaluﬁaasmm‘%mﬁuLgaaﬂaaaﬁlﬁ’asmgnﬁm
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usiugh Leriaeh\ﬂ.sﬁmum'iaﬁ’maw‘[ma’l%aa‘[ﬂa%mﬁmmLﬂuﬁwqa nelinnsunsulewn
gnautngsnanig

Mei-Ling W. uazamz @ lavimsanuniSnsimsizimemaidauialasulnnsi
nglhisionihmsatinansieguieudaingssuy ilensdiessimuBmaiumueauazien
uonlufethansesiuueanesad  Anwimugifumsii  intemal standard lagld 2-
pentanol umsunasgunelu (interal standard) dmSumvuea wagld acetonitrile
Wumsnasgiumelu (ntemal standard) dwiuieniuea aedunidy mega-pore
capillary column (CP-Wax 58 CB) uaglfiedewmsiainudamanlossluasy (Flame
lonization Detector, FID) annisfinwinuilelianlunisiesisvitesndt 12 wifi a1 %
Recovery wasusiaysatueanagednuieglutisiisensulsie 93.8 - 1032 wesidus
HansnaaassEnitniukaznisluiu@eniulibn % RSD @indn 5 waneIRSiastevi
reliability, accuracy wag precision ## WenvniidetinsthmanisnaaeaSoudfieusyss
WnsgIU AOAC wuhlsinamsvaassillndifesiunastuiztannioiinsmelgsndania
esnidunsiessinamusatasieviuealuas ity aBTeitinnme agann
warsIALs) IosnnanutsedissiUdinuuusatazieniealaluas sty

Helena Pontes uavanz ' ladnaussiidslunisnsiaines@lau sdviasles o
vuealazyuealuedonisthnnuasgadinside mensanaslagnsadhgsyuu
ufialasinlnnsillauiinsosindeytes #ie Flame lonization Detector (FID) 131nasans
fidn 0.5 lulasams  wanisvsassitldleaududunsia firrmundhudunssogludas
75 - 2400 (fadn3w/éns)  wanivmaodsenie Tl % RSD @indn 15 wazaneluty
Wearulien % RSD snd1 10 WHAIIIE IR AL UL azANUTERT ANTnsasn
faelun1snsaata (LOD) veordinanleduavasiaulidluesuseney Wiy 0.85 uay
0.75 (Hadnw/dng) auaau Wilasulvunsuvesanslusegeiivinisiwsizvugnasnain
Aulsaegratmiau L.‘fJ‘uﬂaé’uﬁ‘ﬁﬁﬂ33§wﬁmw1unmmnﬁﬁﬂﬁﬁm’mamﬁmmammuhqa
AN s mSuRTTasUsE Furesiaadingin wazvpaUfuRNINeTA
Werans  wiedlsfiau  Beanandrefuntlivmizfunmseiadietieidewinnis
afareudadgiaios (GC-FID)

Michael Zilly wagmmz "7 lavihnisanwinismuSunaeniuealusiegstaany
Ingldmaiauialasulnnsifiianusmzinzasionismyusinateniuea Inglunpai
nsarfinansiegsioudadigszuu finfesindyyanin Ao Flame lonization Detector
(FID) ldinnsansiian 2 lulasans  Tneflesdlalulned Quarsuesgiunelu (intemal
standard) Smutulvnivesenusauasiiosdlalulvsa Wi 4.3 wag 5.4 uii gy 18

L A =

erpnuiduidunsseglutag 0.5 - 500 @adndu/ans) derduusvavinnsinaula (9 Wity
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0.999 AMveaedlasilvunsuTesoNILea Wnuea avdlau 1-Inswiuea uaz 2w
Wuea weneennfiuldegednau wasnanmnaessErieunazmeluSudeaty e
FuseAvduesamuulsusiu (Coefficent Variation; CV ) sndr¥esas 8 warAndnsase
sanlumsins st (L0Q) Wiy 0.25 @adniu/ans) midsetilssaunadnitaly
NISUENAIS@YIUea Wwuea exdlau 1-Inswiuea waz 2-Iwswiuea e8nanglegi
Jaangldegnaimugndes wiuduasindefie udaddlsiny 3dnairaduadluiveng
funssrninshedreifenihnisataroudadrginies (GC-FID)

G. K Buckee uazame MU ghihmsieszsiindiunaneniuealuded laowmaia
uiidlasininnsiiflaglisoninsadnansmedinoudadngizuy  luenisedeslénisda
@suuvanluldd  (Auto-sampler)  uavlfiadesmsantaviavasloooluedy  (Flame
lonization Detector, FID) Ingvhnswieueniusaiaududusedgluth wdudu n-
butanol Fsluiuansumsgiumelu (nternal standard ) sndudailuiinsisiduieshg
\Desfkunislautauaznsends awlden Repeatability wage1 Reproducibility i1

0.061 uay 0.136 nwawy uazldmnududunssogludisfesaz 0.93 - 6.05 (Usuns/

=

USung) Luaﬁwamiwmaauﬁléﬂum‘%amﬁauﬁ'u?%'uﬁ’aiﬂmﬂwﬂﬁﬂazwudmﬂqaaﬁ%ﬁmm
WieailndiAseiu

Nantaka. T wagmny (12 levimsfnuianeivivsunaeyuealieie sy
uoanegea IﬂaaﬁmamuaaL%”lgj‘é?uﬂaaiiwai‘m warATIvInmewAtaLtalasunas i lae
fir30snT79Tn A8 Flame lonization Detector (FID) uazwmatindunsiseadninsalnd (FT-
IR) Anwitladeiiiinadenisiinses fe gnTdusznINpaslInesuiuatsieds Wieasaie
muam%’ﬂé%‘juﬂaa‘[sm%u Wi Eanduiinzay Ao easlswesy - a1siietig
Wi 5 ¢ 10 faddas mwidiesveansataasmegeinieaty ﬁﬁhLﬁmLuumm‘igﬂu
duivsviniy +1.84 Weslfud dwsumsiesisidhomaiia (GC-FID) way +2.03 Wadidus
dmsumsiangimemaia (FT-IR) mudidu anuiisasnsainasiegemindy o
Andsuunnsgudinssiiy 180 Weddud dwsumsinmsidiemain (GC-FID)
ey +1.38 Wosldud dmiunmsiesgisemeds (FT-R) mudidu aruiiaweanisas
wasmste  SAndoauunesgudiivivinty 292 Weddud  dmdumsiaseidas
wiAalla (GC-FID) way +1.60 wWoduddmiumsinasisomaia (FT-R) sudsy 14
amuzﬁmmaauﬁ?mﬁmeﬁmﬂ%mml,amuaa'luxﬁ'hasiwm?aﬁul,maﬂaaaé 10 fapeng
wuifisssumuderiudesay 95U3INALEYLBaTIATIRRlA R (GC-FID) uarse (FT-IR)
Lifiruunndrsegaditoddny LﬁaL‘fﬁaruﬁ"uU%mmgamuaaﬁixqﬁﬁamn NANYIA

winvesIsinszinu Tidfesasvosnisiundueglutag 85 - 111
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lbrahim A. Wasf wazaz ™ livitmsimsisiuSunaeniuealudonlagls
wsoufdlasunnsi-uaanaialnsiines (GC-MS) uarld headspace Auglusieluy
Inue isothermal masanisvnaass Tunisveass 14 n-propanol 1uasunsgiunigly
(internal standard) 35M15l4 headspace fulesegradoniiiuassemetiuinsioia
Mea 2.6 wiit larmanududusssiidulssandnsinaula (2wt 0.999 lugheamy
viudu 5 - 200 faddnsdowndans uazldr@asin v89n1M9I93R (LOD) waviasfaes
Vs (LOQ) Wiy 0.2 waz 0.02 fadansreindans audu uasldrmduussavisues
ALY (%CV) daunin Swesidus ﬁqﬁuﬁﬁﬂniﬁﬁqﬁa'jﬂﬁmmmﬂﬁmazﬁmmLﬁaaga
Lwﬁ%miﬁﬁﬂqwi‘f’u%’aulumm%‘smﬁﬁ'sashaLmzﬁaﬂ"ﬁ headspace LAUFIBE9TIUAE

Wnednilaonsdlailéfedeiiodnlail 35 Argn



uni 3

A5NTAEUUINY

3.1 avsiaiiuazaunsainldlunsvaaes

3.1.1 d@15:A3

Fomainil gasiadl ALY (99%) BeuasUszmadian
LBNIUDR C;Hs0H 99.80 CARLO,FRANCE
(Ethanol)
1-p9AN1UDA CgH150 99.00 SIGMA,USA

(1-octanol)

ozdlalulngd CH4CN 99.50

(Acetonitrile)

FISON,ENGLAND

3.1.2 gUnsal
1) dnnes
2) Uweuay lulastiueg
3) WIALAWLIAEN (vial)
4) WY
5) WRNIULIAN
6) VIIAUTUIRG
7) udsansiiedns 1lulasans)
8) NIBUEN

9) anens

3.1.3 1AS99aHAZIATDINSIRIR

AT BLAZLATRINTIVA UidnuasUszimagude

Gas chromatography i:u AERO AT00 DYNAMIGA ,SWITZERLAND

Detector : flame ionizing detector (FID)

Column : MEGA-VOC 1 MEGA .INC,ITALY
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3.2 NMSLATENAITAZANY
3.2.1 muastuasazaeuIATgIemuealusannueanududutesas 2, 5,
10, 25 uaz 50 (Usums/Usuns)
Unansazaisleniueaain Stock Solution Saeay 99.8 (U3u1m5/U3u7m3) 11 100,
250, 500, 1250 way 2500 lulasdns UsuuSimssmesanvinuoadesas 99.0 (Usuns/
Uinms) Wildsineady 5 Geddes evldansesansunsgruemuealusanmueaniny

[Wuduieyay 2, 5, 10, 25 waz 50 (USuws/dsunms) aamisie 3.1

1IN 3.1 NsindeuansasanunsgueusaluseneaTATId U9

mmL%’u%’uﬂuaaaﬁaxmammgﬂ USumsansazaneeniuea* USumsanving
Wonueasayay (Usuins/Usuns) Asastiun (lulasang) (Hadans)

2 100 5.0

5 250 5.0

10 500 5.0

25 1250 5.0

50 2500 5.0

* Yumanansazaneleniuea (Stock Solution) Yasay 99.8 (U3uas/Usums)

** Ysudsumsmenanniuea

3.2.2 nsiARgNE1sazaNNIRsFILleMMUealussnuean it utesay 2.5
10, 25, 30 wag 50 (Yuas/dsunng) Iﬂamuaumimmgmmﬂln
(Internal standard)
Uinansazansteniueaain Stock Solution Saas 99.8 (U3ums/U5ums) w1 100,
250, 500, 1250, 1500 waz 2500 lulasdns fuansavarsuinsgiunely (nternal
standard) vnaz 1 Haddns USulsumssueonyiueasasay 99.0 (Usuas/Usunes) 1vs
Usinasidu 5 fiaddns wwldansasaoinsgiuenueaiienududusesar 2, 5, 10, 25, 30

way 50 (USums/U5u1ms) w519 3.2
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AN 3.2 MalSenansasanenswenuealusanusaniaudusnagngld

oxdlalulnsdduansunsgiunielu (nternal standard)

ANULTUYsENTaEats  USumsansazans UInmsansavany® Usung
wasguemueatetsr e usaiidesdiun  oxdlalylusdndesdiun gAving**
(Usums/USunms) (lulnsans) (Haddns) (Nadans)
2 100 1 5.0
5 250 1 5.0
10 500 1 5.0
25 1250 1 5.0
30 1500 1 50
50 2500 1 5.0

* Yumanansazansleniuea (Stock Solution) Seeas 99.8 (USuams/dsuneg)

** Y3udsuinsmeaanniusa

3.2.3 NslAsENENIATANENIAsTIMEIUEalu anududutesas 10, 25 uaz 50
(U3as/Usunns)

Uimansazanoleyueaann Stock Solution Seway 99.8 (Usu1ms/U5ums) 11 2.5,

6.25 waz 12.50 faddns UsuUumsieiusirenleasy (Deionized water) TiiiUSsms

Wu 25 faddns wlimsarareminsgruemuealuhiieudududesas 10 25 way 50

(UINm3/U50795) AR5 3.3

1319 3.3 Mawseuasazateunsgemuealu e uTush e

ANdueIEsaTaLIMssI USinasansasanseniuea® Uanmsganng*
WMUaTeTay (Usums/Usuing) fisioallun (ladans) (lladans)

10 Z.50 25.0

25 6.25 25.0

50 12.50 25.0

* Ywmannansazanalaniuea (Stock Solution) Sagax 99.8 (Usnms/dsums)

* YJudinmsmediusiaainlessu (Deionized water)
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3.3 25n15aNTUNISNAaD

3.3.1 MIANWIENISTIMUZaNE S ULAS Y GC

2)

1)

2)

3.3.1.1 nsAnwanTInsivavaswianiiwunzanlagld Van deemter plot
iansazarennsgeuealuesnmueamadutuiosay 25 WSuns/U3uns)
5911,%"1@]'1,?1%"@& (GC-FID) Ysnes 0.1 lulasdns Tnevinassdaiisnsinisivavesusan
0.8, 1.4, 1.6, 3.0, 4.0 ua 6.0 (Tadans/ui) auaisu

AMIAILmanN (N) uazrmugersanan (H) vasusassnsnsinaidne

3.3.1.2 AnwSunnsvesasitlddn (njection volume)
iasazanennsgueuealusanusamuduiudesay 2, 5, 10, 25 uag 50
(U3nas/isnms) darirgiases (GC-FID) muddy #aeu3ums 0.01 lulasans
vhnanaaeslude 1 91 TnetAsuuiunsvesasiflédndu 0.05 uay 0.1 lailasans
thrailldinaiunsvhnasgiusswimiuilifafuenuiutumsasazans

wInIPILENIYEAlUEaNILDA

3.3.1.3 msainensvanasgiuildainansimunsau
Unasagareaesgiueuealusenmuearuiuduiosas 2, 5, 10, 25 uag 50

(Uanns/Uiums) Aeingiases (GC-FID) muddu smevsines 0.1 lulasdns 7

—

9RTIMTIWavaILAANT 1.5 (aaans/ w1l

Wnafilsunaiunsmanasgussmamuildintiuauduiuresasazany

Le

mmgwul,amuaaluaaﬂwwaa

3.3.1.4 ﬁﬂmmwL“flulule’fmaam'sa"5"1anﬁWmmgflmwunﬁuﬁum'smmsg'm
nelu(internal standard)
uansavaennsgIuevnuealussnmueamudutuiosas 2, 5, 10, 25, 30 way
50 (Uwns/d3ums) Mdnansimsgunely AndginSes (GC-FID) agneiu
feuiues 0.1 lulasans fsmanisinavesuiaw 1.5 Gadans/ni)
thuaildinasensmuinsgusswinadanduiuillifavesonusase

oxdlalulnsdiuanudiduresansazansmasguenuealusenuea
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3.3.2 MSANMIENIIETIMUNTaUd VS UNISaR RS I9E g

3.3.2.1 Anwgnsndiuseninesnegedessnmusaimunzaslunisana
TJL‘LJG]ema3anammi§m;amuaa’[.uﬁ'l AMINTUSeYay 10, 25 wag 50 (USuins/
Une) 11 2 faddns ldlunsewsnusasnsie aniudiUsesniuea adl 2
addns dnsdiuenusasiesanyiuea (1:1) ﬁm'ﬁﬁﬁmﬁmwmamuaaL‘if’i@"ﬁy’u
DOANIUDA

lunmsusnifeifivarsavarsdiuuy Guoennuea)
ﬁﬁaﬁasma%uaanmuaaﬁaﬁ’mléﬂﬂﬁm%’wejl,ﬂ%m (GC-FID) Usums 0.1 lulasang
yhnannassdde 1-3 Immﬂﬁauﬂ%m'1mawaazawmmigwmamuaaL‘fJu 4 Jadans

dnNTIdIUENUEARaNVLE (2:1)

3.3.2.2 ANYIAMULTNBIYBINITANR
wSgnAIazAENIRTgIueIuealul madudufesas 25 (Usins/Al5ues)
Upensazmoanasgiuieniuealuin amidudufosay 25 (Usuns/asinns) i 4

a aa

fadans Tdlunsaeuen niuliunoenyiuea adl 2 fadans nsadaienen
Huemuearirgdusannuea

lmnﬂmwmﬁmﬁua’lsazmaa'm‘uu (%guaaﬂmuaa)
tensazansdrnuuiiadalasludndieies (GC-FID) Usims 0.1 lailasans 3aen 5

AY WemUSunaenIuea

3.3.3 m3mTzidiunnieniuealufiiegiuasesnuLaanased

1)

Ueds1917 40 7inT a1 4 faddes ldlunsisuen snduliunesnvueaadly 2
Haaans ﬁnmiaﬁmﬁmwﬂLamuaaLﬂi’héﬂﬁguaaﬂmuaa
lunmieueniialfvansazangdinuy ({?uaaﬂmuaa)
ﬂmﬁaxmU%guaaﬂmuaaﬁaﬁmlé‘lﬂﬁmLét'f’ltgfm'%"aa (GC-FID) Ysuws 0.1 lulasdns
a9 2 ade

YnsnRaesRaute 1-3 Tnawdsurinuesiodiaduiesshitung 13.9 fnd
magalnivna 12,5 fn3 wazdesrades 5 fins

muTnaenueaiiiludiedulaaieutunsmlinnsgiu
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3.3.4 MsUsziliunnanyuziauue$is
3.3.4.1 ANWIAMUKLUYDINITIATIES

Tumsmenuuiuresnisiiased  asfionsanlagvinisnsiesidetng Mdu
PMNUUATUIUWI AU UTWYDIRI08197T N5 LR
ANSTABUINTIIN UATANNIUMIDEATTBINTAUNTY AugnSHail

#198zA181NTFIUENUDAAS Y

o By [Splked ;anq;le c—lSampIeJ % T30
tandar:

il Spiked sample e AuTLTUIBIESHIRENSTTINTS AL

a’ﬁaxmammgm
Sample

o))}
@

AIYNTUYDIAITHIDE 4

Standard o Aanududuvesasavaeuinsgruiduadly

3.3.4.2 AnW1A1NEIYD9IS

lumsmauiese s whINInAisasvesdlouuun s LETNS
lagvimsllesgiasavanaunsgueniues aududuiosas 25 Wimns/U3uns) 3

gududny 10 ads S T e VRVUR VIV T s gV T R R

%RSD=S7D><100

We sD  de Andlvauuninsgm

X fAe Auady

3.3.4.3 AnwnTadiamgalun1snsiada (Limit of Detection, LOD) was

INANA AEAVBINITAATIZTIUSUI (Limit of Quantitation, LOQ)

ludnildunsmdadriasaslunsaseiauasdndrfinmanlunsiinseivei
Farmnnldnugnsdail
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LOD = Vg + 353
LOQ = 105y
Ao andiaunu y

|Zi (yi—¥D°
n—2

a o1 9 a &
A1RsananulaanASeasle

f
|

ATIARINAISIIUAT X asluaunIsidunse

Tuudaya
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UNi 4

NAN15IYUAaLAUSIYNE

a W dy 2 o = = d(‘ d a:l'
NuIdeildvinnisAnu NIIUTNIULENIUBAlULATaIRLTT B IAUSENBUTD Y
woanagea weldmatiaudalasuilnns i lusAdeladnsmanneimunsaudvdunisly
wwsaawdalasualnns uaznmsmanzlunsaiaiediaielinanisiinseviiandssin

v

gn

4.1 wansAnyan i aNd T UASes GC
4.1.1 nan1saneonsnisivavasufanfimunzaulagld Van deemter plot
nnmMvaaedlagnsdndisazateinasyiueniuealusenniuea mnaduiudosas
25 (Usns/l3ums) ihgiases (GC-FID) Uiinns 0.1 lilasdns #idnsinisinavesuian

a aa as 2

0.8, 1.4, 1.6, 3.0, 4.0, 6.0 (faddns/uni) muanuna s AT IwILNan (N) Las

Amugeswan (H) lanansnnanesiail

AUNITNITAUIUAT TILIUWAN (N)

Wa  t, = retention time (min)

W = Anundeasgiuia (cm)

AUNNINITANNAUMIAT AINEaINaN (H)

L
N

) = ANUYTIVBIADANY (cm)

L
N = ASIUDava931uIumWan

NANTINAADILAAIAIAITIIN 4.1 uay U7 4.1
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ANS197 4.1 UARINANISNARBIVEY ANSATABIIATTIUIEVTUEATUBEN LD ALty

fovar 25 (U3ums/uSunms) nensnsivaveufansneg iy

BR51N15lMaves o AUNI19UDY AU AIINES
. TINUBY B . " .

AW 8o s FIUNA ANIUNWEN VAIARANY  UDILWEN
L L ngd (undl) ) _ R
(daaans/un) (LUUALUNT) (URLUAT)  (LFURLURS)

0.8 5318 1.35 3973 3000 0.7552

1.4 3.862 0.7 7792 3000 0.3850

1.6 3.445 0.45 15004 3000 0.2000

3 2.003 0.38 1113 3000 0.4218
q 1.947 0.4 6065 3000 0.4946
6 1.54 0.35 4956 3000 0.6053
0.70 |
0.60 ‘
0.50 |
g |
2 0.40
E4 |
= 0.30
0.20 |
0.10 |
0.00 —~ - —_— ~ -
0 1 2 3 4 5 6 7

flow rate (ml/min)

UM 4.1 LLammmﬁuﬁuéiwdNﬁ"wm’mqaﬂuauwawuaamsasmammgmmmuaa A

u

v oW = = Y 24 i) s
WuIWIBaY 25 (Usums/U3ums) Adnsnisivaveswiandnag iy
L 14 s 3 1 Vg al o a a @
Nansveaewistey  Segussasifield@nuifeniu UssBvsnmussneduy

a a s A A = = o = o
Uiga‘lﬂﬁﬂ’]w%aﬁﬂ@aﬂu%gamaﬂLllE]ﬂqﬂqquﬁﬂm@QLWﬁV]Nﬂ’]uaﬁJWﬁﬂ LEEEATUIUNANLDIUIU

q

9
v o 1

wnuanmedudiuiiusEdviamlunsuend  Faluanramsvaasmuiisasinislva
L5 (addms/ i) Wuangilimenugaoanandosiian Sudenldnanisvaansdngr

WuannenldlunismuSinaeniueasaly
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4.1.2 uan1sAnw1USuInTvesasilédn (Injection Volume)
MNNMIMeaBIlaeN1IARAISAza LIRS IUeVTURAlUeaNIUea AT uSesas
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) 2.003 0.38 7113 3000 0.4218
4 1.947 0.4 6065 3000 0.4946

6 1.54 0.35 4956 3000 0.6053
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Ul n 1. () Tesnlnunsusansnmdniussewindygnamsanaintiunainanieud
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(Hadans/uv)



ar

1.2 Han15ANYIUSHNIASY09a1571 L4580 (Injection Volume)
nmsfnulasnisdnansazareuinssueniuealusenmueaiinududuosas
2, 5, 10, 25 wag 50 (Vsnms/U3u1m9) Ysums 0.01 lulasdng auddu antuyinms
st laaidsuimnastosnsiliandu 0.05 uaz 0.1 lulasang

A157199 n.2 (n) wansFNsduRsuasAtduUsyansnsRnauladisldusunasansiian

WANAISAL
USunsvesansilddadiades ; mdulsyaninissnaule
) AUNSLEUN T
(GC-FID) (lulasdas) (R?)
0.01 y = 219.04x - 359.28 0.9930
0.05 y = 235.03x - 275.33 0.9913
0.1 y = 265.01x + 238.38 0.9994

M19199 .2 () waasArmLdLduTesmsaratsn s Leuaalugenuea (USias/

Usumg) Auiualada 1USues 0.01 lulasans

A3 L%M%Uﬂﬂ@ﬂﬂﬁﬂ%ﬁ? guInI3 URYIUDA

S . wulERe
Tusenyiuea (Usinas/JSunns) i
2 461.810
5 781.750
10 1641.399
5 4602.213

50 10867.784




y =219.04x-359.28
R*=10.993
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P Ad 2/ ]
U n.2 (v) u,amﬂﬂwuqm'sgwumaamsazmEjmmsgmmmuaaluaanmuaamﬂngj

\A509 (GC-FID) U510 0.01 Tulpsans

0 10 20
concentration (%v/v)
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A5 N.2 (A) wansrAuLdNTuvesaITaEaIBIIRsgIUlevLealusanyuea (Usuns/

Y as a&’ 8 = 4=i' = B3
USuas) fuiudildfe AUsunes 0.05 lulasies

mdniureIasaraENINTEIUBYLeA

& i

Tueanvuea (Usums/U5ums) Huildie
é 584,843
3 1087.771
L 1332534
e 5700.931
50 11539.911
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50

10000 ‘ y =235.03x-275.33
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UM 0.2 (9) uansnsmAsgILTetENsaT AT WY Wealus DN uEaTIEA A

1A309 (GC-FID) 731015 0.05 lalasans

M15197 0.2 (1) uansdAnuiiduesmsaranunssuenuealusenuea (Usinns/

= o dy 8 sJ = =
USunas) Auiuitldfie fusuans 0.1 Lulasans

AN UYRIA ST MBI IR I TLeG

Tueanyuea (Ysums/U3ams) Wunlann
g 899.055
2 1382.907
= 2851.803
e 6996.512

50 13442.727
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3.50 y =0.0773x- 0.0259
555 | R*=0.9959
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0.00 —2= = N
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concentration (%v/v)
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U7 n.4 () uan NI NNIATE UITMIORduTlAinvetEnsazatunmIguIen TWes
< v ow ow = a
Tueenmiuea Mrudududenas 2, 5,10, 25 uag 50 (Vaums/J3unms)

Auesdlnlulnsg

=] o ] & = -
7157199 n.4 (n) LLamﬂ'iam'sﬂaauwumﬁwmmmﬁasmaumsgmmmuaa‘luaanmuaaw

AMtLduSeEaY 2, 5, 10, 25 uag 50 (Usues/USinns) fuesalalulvss

o uéfe
ANUduTuTBIEsaTaTY
levnualuoanuea @TAZANBUINTE  ATHYAILUINTFIU ﬁ']‘iﬁ‘éﬁﬁ’lﬂﬁ.]’]ﬁ?iﬁ_’lu
(Uinms/Usums) oML VLB RN
ordlalulnsa
2 663.619 2860.313 0.2320092
b 1055.462 2712977 0.3806241
10 2155.245 S5273.113 0.6584695
25 4831.626 2721.108 1.7756098
30 BBL3.TT0 2479.778 2.3444720

50 15278.639 3929.472 3.8882168
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(U3u1ms/U50103) Auunlane

MduTRIETAzASNINT UV ILRE

lusanniuea (Usuns/usung) Ny
10 2149.182
25 7049.766
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JUM 2.1 (9 namluansuavessnsay (1 ; 1) VIFTATAIBNINSFIUENUeRl UL FBRen

UDALUANTANR

= i v o !
A5 V.1 (A) LANIAIAMULTNDUYDIDRSIEI (1 : 1) VYOI TALANLUINTFIUANUDA Y

o N e ed--~
UfaeenyIuea (Usues/ASues) funuiilena

ﬂmLﬂifu%'waaaﬁazmammgmLamuaa

lusanviuea (Usuns/Usumg) il dita
e 284.790
< 1729.426
o 5216.408
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UM 9.1 () namluansuavessnTEdI (2 ; 1) VONENIALAWLINTFIUON DA UL
panynIuealuNsann

- ! v s I
A13199 U1 (9) waneAIANMINT USRS IEI (2 1 1) VBIAIBLANYLINTFIUEVILDA LU

Ureeanmuea (Usues/suims) fuiuildie

mmL%’miummmia::mUuwmigwummuaa

v

- 2 Wuildfia

lusenniuea (USuins/J3uns)
10 627.925
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2.2 fnwaruiiiesvasnisadin
lumsnaaessginsadaansasaemnsgiueniuealuth  Aeudududoray 25
(USuns/U3ums) dwoenmuea vhnsaiagn 5 ads Wemdmaliuiveusesnisass
TnethAmududuild fuumaieds (2) Andeauuinmsgy (Standard Deviation;
SD) LLaz%’aaax‘ummﬂﬁmLuummjgfmz%’uﬁ’wé (%Relative Standard Deviation; %RSD) 84

ANSANM

A59991 2.2 (1) LANINANITNARBIBATIEIUEYUBARDaNYLE ] lnevinnsanagl 5 A

Sruuadandiiiinisade uilae Finutulngd (uni)

il 2262.40 3.112

2 2088.31 3.063

3 2400.55 3.145

a 2466.18 3.150

& 2228.84 3.130

Anay 2369.26 3,120
Phu‘]'w.uuu'm'ﬁgm 111.24 0.033

9%RSD 4a.70 1.062
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’lum*:mmmuajwaﬁ%‘im31sv‘msﬂisLﬁumﬂﬂ"}%’aaawaqmﬁmwﬁﬁuné’u Toe

MNITAATIENRIDE19ATDRLLOANDTaE PNTUANNUMANLILTUIITIDE 19T N5 1R

A158TAIBUINTFIU UALAITBLALUDINITIATIZRAUNSU Tauanifanisng

o o I8 = L3 s Qo s = LS
M99 A. (1) Nﬁﬂ'ﬁﬂ'm'lm“lﬁ']ﬂ’}iﬂﬂaﬂi‘llﬂ\‘iﬂ’]i?lLﬂT]ﬁﬁﬁUﬂﬁU A1MTUNITIATIZNIN

Usuiaueniuea

m’mL‘i’r’u‘ﬁ’waamsaxmstmgﬂuLamuaa TDUAZUDI
A8819 adadi (USums/J51mg) NTILATIZIIAU
fogify  Wdvady  finsaeny név
45197 1 49.90+0.61 50 100.63+0.61 101.45
2 43.95:0.61 50 96.28+0.61 104.66
Taluna 1 12.55+0.54 50 66.27+0.54 107.44
2 13.20£0.54 50 70.10+0.54 113.80
[EDITRE 1 14.95+0.08 50 67.70+0.09 105.50
. 14.85+0.08 50 67.05+0.09 104.40
\es 1 6.25+0.06 50 61.75+0.07 111.00
2 6.25+0.06 50 61.25+0.07 111.00
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3.2 Anw1AUEIY9935n1531AS 19
'Lum'smaawxﬁwm‘sﬁnmm'mLﬁawaﬁ%’mﬁLﬂ‘mvﬂmaLWﬂﬁﬂLLﬁaIﬂimIﬂn'i'ﬁ?'d v
=y L3 ai' 25 L2 7 = =Y o =

MTIATIEETazaIeNInIgIUeNueanAududuiavar 25 (Usuns/usunng) thunde

Fududuiu 10 aga

] - [ V) a a
ﬂqtiﬁ A.2 (TJ) LLEWNE‘I'W'iﬁ:ﬁa'1Em’lﬁliﬁ’lma“muaaﬂﬂ’l’mmmm‘iaElaa‘i 25 (U‘ill’lmi/ﬂiiﬂﬁli)

Aununlann Tneviinisandi 10 A

fuitlievetansazany Muilldnaves G
_—— wunlafiavos
ASINn WINTFIULDUDR A50¥ALUINTHIU STl
aoazdlnlulvsd L0YUa
1 1.99 5917.876 2979.744
2 1.96 1758.234 897.528
3 1.96 1559.218 795.59
4 1.96 1516.59 774.784
8 1.98 7108.899 3588.997
6 1.94 1327.904 683.531
Fi 1.97 1237.919 628.326
8 1.99 1715.606 863.045
9 2.00 1523.043 $2.511
10 2.02 2171.929 1075.141
Anadey 1.98 - :
Adsauumnsgu 0.02 - -

%RSD 1.16 - =
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3.3 Anw@adrdangalun1snsaadn (Limit of Detection, LOD) uay

%ﬂﬁi’]ﬁ'ﬂﬁnqmmmﬁmﬂxﬁﬁau‘%mzu (Limit of Quantitation, LOQ)
1) msmAn LOD (e blank laffidanas Awnalldan

LOD =y, + 35,

s

e yg = daunu y

Sp = AAnuAamaauluwwny v

lnefl ArAuaameaululwILNY y (Random error in y-direction, S,,,) A1ulEaIN

Wo ¥ = Aeseienuldonniasasils

AMARINAITUNUAT X A9l UALNSIAURS

B
]

= TIWIUPAUUNTINLIRI 1Y

vnnsEsn RS uladldasazasnsguenvealusanviuea A
vindudewaz 5, 10, 20, 30, 40 uaz 50 (Usums/Al5ums) ¢ ldaunsidumss y = 0.0309x

+0.4875 mmﬁagﬂ
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2.50
g R | y =0.0309x + 0.4875
a <00 R2=0.9913
= |
e 150
= l
-
=]
- 1.00‘
™
1=
=]
2050
]
& |
0 10 20 30 40 50 60

concentration (%v/v)

o @ a i l
3N .3 (n) novluasspuduiusenihsnnsansaraensgueniuealusenmuead

AT LR

o v P o o I ¥
A1590 A3 (n) uansvayaathlumuime S, tnaldlusunsu Microsoft Excel

concentration _|
A ¢ y 1 b ¥-°

10 0.7688 0.7965 -0.0277 0.0008

20 1.1394 1.1055 0.0339 0.0012

30 1.4490 1.4145 0.0345 0.0012

40 1.6540 1.7235 -0.0695 0.0048

50 2.0542 2.0325 0.0217 0.0005
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S,pe =005 = S,

wnuasluaunsiieswiam LOD agld
LOD =y, + 35,
= 04875 + 3(0.05)
LOD = 0.6375

~ 0.64 Y%v /v

1exd

2) msmA1 LOQ wie blank laifidayaay drwnailéann
LOQ = 105,
\ilo S, = yesiaunu y

wnuAasluaun1siied LM LOQ ayla

LOQ = 105,
=10 x 0.4875
LOQ = 4.875

ATUIINNITIATIERAELAAT LOD Wiy 0.64 % (vAY) wazen LOQ iU 4.875 % (v/v)
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