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KONU:
Headspace yontemiyle gaz kromatografide “Kanda Alkol Analizi”.

CALISMANIN AMACI:

Ozellikle adli vakalarda kisilerin kamnda bulunan alkol ve yabanct madde miktarinin promil cinsinden
hesab1 yapilmalidir.

METOD ve MATERYALLER:

Bu calismamizda Shimadzu GC-2010 Plus Gaz Kromatografi sistemiyle kanda alkol tayini yapilmistir.
Uygulama Headspace gaz ornekleme iinitesi ve FID (Alev liyonlastirma Dedektorii) kullamlarak
gerceklestirilmistir.

Headspace sistemleri, GC ve GCMS sistemleri ile gerceklestirilen VOC, bakiye solvent, aroma, koku, alkol
gibi ucucu bilesik analizleri icin ideal ¢coziimlerdir.
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NUMUNE HAZIRLAMA:

2 g ornek tartiir. 20 mL MeOH ilave edilir. 2000 rpm ‘de ve 20 C ‘de santrifujlendikten sonra st faz
siringa ucu filtreden gecirilerek cihaza enjeksiyon yapilir.
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ANALITIK KOSULLAR:

GC ic¢in:

Instrument Parameter

Select Line © Linel

-

¥ sPL1 | i) Column | &3 FID1 | [B General | @ Add. Flow

Column Information { RTx-BAC Plus )

Temperature : W C mlimim
Injection Mode - m s
Sampling Time : 1.00 min .
Camier Gas : He

Flow Control Mode W

Pressure : IF kPa

Total Fow : IW mL/min

Column Flow IF mL/min

Linear Velocity : IW cm/sec

Purge Flow : Ir mL/min

Spltt Ratio : IT
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INJ Program Purge Flow - Redraw
Rate Flow Hold Time | =
0 - 3.0 0.00 (
1] 0.00 0.0 0.00
21 nnn nn nnn d
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Total Program Time : 0.00 min

Advanced...

Length : 300m Fim Thickness :  1.80um
Inner Diameter :  0.32mm 1D
[ |
L
||
Tamam | iptal | |
Instrument Parameter I&'
Select Line f* Linel r
3 sput I Column | (i FiD1 | (B Genersl | @ Add Fow
Temperature : [40.0] C c E :r _______ :r _______ E_ _______ :r _______
Equilibration Time : [0.5 min T %.- : : ; :
Column Information { RTx-BAC Plus ) ﬂ-iéi— ------- ;— ------- ;— ------- ; ------- ;— -------
e e B B e A et o B B S|
Serial Number : 18004 o 1e E i a1 __i'
Installation Date : 17/03/15 Column Gven Temperature Program E—
Column Mz Temp : 240C
Length 00m Rate Temperature| Hold Time |_-_~
0 - 40.0 5.00 L
Inner Diameter : 0.32mm D 11 oo 0.0 0.00
Film Thickness : 1.80 um =Sl_o.on o O >
1| mn 3
Description :
Total Program Time : 5.00 min
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Tamam | iptal
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Instrument Parameter [éj

Select Line (+ Linel ('“

7 seL1] I Column 5 FIDT | [ Genersl | (@) Add. Fow

Temperature [240.0] C =lima J B B H
[v Signal Acquire 5._:’._ _________ boooooonos boooooonos Booooannnn
Sampling Rate - 40 | msec ZE : : :

o e S SN S BTN S S
Stop Time : 5.00 mir [ = = = 12

Delay Time : 0.00 min Flow Program Makesup - Redmaw

Subtract Detector :

=
o
3
m
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Rate Flow Hold Time | =
0 - 30.0 0.00 3
1| 0.0 0.0 0.00
2] non nn nnn 2
‘| i | 3

Total Program Time : 0.00 min

Makeup Gas He H2 Flow : 40.0 mL/min

Makeup Flow : 30.0 mL/min Air Flow 400.0 mL/min

Tamam | iptal | |
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Instrument Parameter [éj

Select Line @+ Linel l"“

7 spL1| I Column | & FID1| [ General @ Add. Flow |

APC1 Pressure - (000 kPa e T r r r
APC2 Pressure - [0.0 kPa i SRR R e e
ﬁPCB Pressure ﬂﬂ kPa .Et LoL. L. L i. LoL L. L i. oLl L. L i. Lol L. L
.....1.5....5;....1.5....!“
APC Program APCI - Redaw
Rate Pressure Hold Time | -
0 - 50.0 0.00 |
1 0.00 0.0 0.00
21 nnn 0o 0 nn e
‘| i | 3

Total Program Time : 0.00 min
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Headspace icin:

kanda alkol.hsm (Update) - H5-20 Method Editor = | B el
File Settings Help
= =
Oven Temp.: 55.0 C Equilibrating Time: 15.00 mir
Sample Line Temp.: 150.0 & Pressurizing Time: 0.50 min
Transfer Line Temp.: 150.0 C Pressure Equilib. Time: 0.10 mir
Load Time: 0.50 min
Load Equilibrating Time: 0.10 mir
Injection Time: 0.50 min
Shaking Level: Meedle Flush Time: 0.00 min
Multi Injection Count: GC Cyde Time: 5.00 min
Comment:
Kanda Alkol Metodu
Ready MUM
L
Kromatogramlar:
Standart analizi ornek kromatogrami
uVv(x1,000,000)
Chromatogram 9
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Standart analizi ornek kromatogrami - karsilastirmah

Not: 1 promil = 1000 ppm

UV(0,000,000)

6.0Chromatogram
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['ata1:1000 ppm std mis_1.ged [CH1) [rataZ: 200 ppm std mis_1.gcd [CH1) [ata3: 2000 ppm std mix_2.ged [CHT)
D ata5: 4000 ppm std mis_T.ged [CHT) [ratak: 500 ppm std mis_1.gcd [CH1) Data?:50 ppro std mis_1.ged [CHT)

Kalibrasyon Egrileri:

Not: ic Standart (ter-Butanol) Degerlendirme Metodu Kullamlmistir

ID=:1 Mame:N=thanol

=)0, 126512279526%x-+0.0

F=0 000452661620 BA2=0 00BO0S612E3T

MeanRF:0, 13336 TBEE245 RFSD:E D6572THDS022003 RFRSD:6, TI15536244
CurveTrpe: Linsar

ZaroThroueh: Weight on Origin

WeightedPagrezzion: Nons

Internal Standand

Ho. Conc. EXCH
1 0,250 1]
2 0,625 1]
3 1.250 1]
4 2 500 1]
5 3,750 [/}

oo L L L

45 min

[ratad: 3000 ppr std mis_1.ged [CHT)
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D=:1 Name:hlethemol

Tx=0.126512270526*x+0.0

F=0 580452661620 P I1=000B005622837

MaznRF.0,13336TREEI4S RFSD:B.065T2TE0502=-003 RFRSD:6, 7225536244
CurveType: Linssr

ZamThiough: Weight on Origin

WeightedRapression:Nons

Int=rnal 5tamdand

No. Conc. Ares

1 0,250 /]
2 0,625 /]
3 1,250 0
4 2,500 /]
5 3,750 /]

0.0 L 1 L

0.0 1.0 1.0 30 ER

D=1 Name:Acetsldshyda

fx)=1, 18300208665 %200

F=0 008803343871 RMI=0S0TTETRI2431

MeanRF:1, 1400085000 RESD:7T,0227T063250=002 RFRSD:6, 16027013001

CurveType: Linssr

e Though: Weirht on Origin

WeightdFegression: Nons

Internal Standand

No. Comnc. Ages

4.8 1 0,250 0
2 0,625 1
3 1,250 1

0T 4 2,500 3
5 3,750 5

30F

20F

1.0F

0.0 L L L

0.0 1.0 2.0 3.0 ER
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D=3 MNameEthenol

Tx=0.25007RRO3 B65 *x+D0,0
F=00000235040020 PR I=09008470158
MeaznRF.0, 256550652744 RFED:1,26021
CurveTyps Linesr

ZapThiough: Weight on Origin
WeightadR epreszion: Nons

56
31435702

Intemnal Stamdand

EFRED:4,2121416379

[ T PP A

oo 1 1 1

D4 MNameTlsopropanol

20, 4540474501 8800

B=000083108044]1 RA2=D 00DS62207413
WeanPF:0 451088531406 RFSD:1 BE0DE130R5 52002
CurveType: Linesr

FaroThrough:Weight on Origin
WeightadRaprezzion Nons

Internal 5tamndand

FFR5D:4, 12148308306
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D=5 Mame:icstons

fxF1.01157911992*x+0.0

F=0000050300TEE R 21=000B130663504

Me=nRF:0 061 812400043 RFSD:6,1524317825 002 RFRED:6.30663048608
CurveThvpe: Linssr

ZeroThrough:Weight on Origin

Weight=dFegrzzzion: Nons

Intermnal Standend

No. Arzg
$hF L o
2 1
3 1
4 2
- § 4
30F
20
1.0}
0.0 1 1 L
0.0 1.0 2.0 3.0 ER
D=6 Mame:tert-Butanol
Tx=0.0%x+0.0
E=00 RM2=00
MeanRF:0.0 RF5D:— RFRED:—
CurveTypa: Linear
ZaroTheough:Weight on Origin
WeightedFeereszion: Nons
Intemal Standand
Numune Analizi Ornek Kromotogrami
uV(x10,000)
2.00f Chromatogram 3
g
9
175 &
150
125
1.00
075
050 °
g g
025 s = 3
£ 5 >
0.00 » L Aw » N y L A/\¢ _ v
1.00 125 150 175 2.00 225 250 275 3.00 325 350 375 4.00 min

Calismalarimiz DICLE UNi. MERKEZ ARASTIRMA LABORATUVARI’nda gerceklestirilmistir.

Desteklerinden dolay1 Sn. Mustafa Abdullah Yilmaz’a tesekkurlerimizi sunanz.

Bu Aplikasyon Notu uygulamanin gerceklestirildigi tarihe ait bilgiler 1s18inda olusturulmustur.
Bu yayinda yer alan bilgilerin referans gosterilerek baska bir yerde kullanilmasi Ant Teknik’in iznine tabidir.
Aplikasyon Notu Ant Teknik tarafindan onceden bildirilmeksizin degistirilebilir.

| antteknik.com |
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