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HPLC ILE PREMIKS,

Yiiksek Kimyager Ozan HALISCELIK
ANT TEKNIK CIHAZLAR -
Servis Miidiir Yardimaisi

KONU:

irai katki maddelerinde
hammadde olarak
eklenmis serbest amino

asitlerin HPLC ile analizi.

CALISMANIN AMACL:
Ulkemizde ¢ok az
laboratuvarda gergeklesen
serbest amino asitlerin
uygulamalari, bu ¢alismada
genelde tercih edilen floresans
dedektorlii bir HPLC sistemi
yerine UV dedektorlii bir HPLC
sisteminde denenmis ve kesin ve
giivenilir sonuglara ulasiimistir.

METOD VE MATERYALLER:
Caligma yeni nesil kompakt

HPLC sistemleri olan LC2030C

Plus cihazi ile gergeklesmistir

ANALITIK KOSULLAR:
LC Kosullari,

Cihaz
Model
Kolon
Mobil Faz A

Mobil Faz B

Akis Oram

Kolon Finn Sicakhig
Dedektor

Enjektor Hacmi

Analiz Suresi

Oto Ornekleyici Sicaklign

: Shimadzu HPLC

: LC2030C PLUS

: Shim-pack 0DS 150*4,0mm

: 20 mM Potasyum Fosfat Tamponu pH 6,9 : 800

mL

suya 1,73 g KZHPO4 ve 1,37 g KH2PO4 eklenir ve
cozilerek 1000 mL hacme su ile tamamlanir

: ACN - MeOH - Su [45 - 40 -15]

: 1.0 mL/dk (Gradient program)

:40°C

: 338nm ve 262nm

D11 ul

: 29 dk

14 °C
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GRADIENT PROGRAML:
Time Module Command Value
1 5,64 Pumps Solvent B Conc. 13
2 540 Pumps Solvent B Conc. A
3 1411 Pumps Solvent B Conc. 37
& 18,81 Pumps Solvent B Conc. 70
5 19,75 Pumps Solvent B Conc. 100
6 25,329 Pumps Solvent B Conc. 100
7 26,33 Pumps Solvent B Conc. 11
8] 2= Ste
TUREVLENDIRICI HAZIRLIK: TUREVLENDIRME PROGRAMI:
3 -MPA; 10 uL 3-MPA sivis1 ¢eker
ocakta 10 mL pH=9,2 0,1N Borat Potiextment X
Tamponunda ¢oziiliir Mode:. [ 5
OPA; 10 mg OPA 5 mL pH=9,2 0,IN '
Borat Tamponunda ¢oziiliir Source Séthings
FMOC; 4 mg FMOC 20 mL ACN’de Tray Number Vial humber Offset Volume (L)
goziiliir Auoseting v [ = |
*0,1 N Borat Tamponu; 0,618 g Borik :
Asit 89 .n.lL suda ¢oziiliip derisik NaOH R'::"e'“ S‘r ey VM i)
¢ozeltisi ile pH’s1 9,2°ye ayarlanip 100 mL AReagent 1: E J 1 | EI
hacme tamamlanir
ElReagent 2 I E
NUMUNE CALISMASI: [ Reagent 3: | 1 1 [3 ] 0
1 g veya 1 mL giibre / premiks
numunesi 100 mL 0,1 N HCI’de direkt S e = —
olarak ¢oziiliir Mixing Count: 4 | Mixing Yolume: | 5 |
*0,1 N HCI ana ¢ozgen Mixing Upper Air: @Use  (OMotUse Wait Time: =
BILESENLER: Camment:
» Aspartic acid
» Glutamic acid
» Serine
» Glutamine
» Histidine
» Glycine o ] e T
» Threonine '
» Citrulline
» Argir}ine SONUCLAR VE DEGERLENDIRME:
» Alampe Kromatogramlar
» Tyrosine Farkl derisimdeki standart mix ¢ozeltisi kromatogramlari (338 nm’de)
» Cystine
» Valine a
o D2 N o G 11 e
» Methionine e e 1
» Trytophan o i
» Phenylalanine =
) Isoleucine i
» Leucine -
» Lysine
» Hydorxy proline - | |
» Proline -

*Bu belirtilen bilesenler 0,1 N HCI1
ile ¢6ziilmis, kalibrasyon Dis Standart
Yontemi ile ¢izilmistir, konsantrasyon
birimi g/100g’dir

B

¥ ow ow ou

[ 1
| | | Ik
_-A-L'L rL_:.-- i, J‘ 'I" l‘i_—t_iﬂ_n_ill-f{.lﬁrL_JLA!\_ﬂ—A_/
TR MooM B om0 oW oW omooW = W th W W M om

www.gidateknolojisi.com.tr 35



@\ZI - Beyaz Et Uriinleri & Baharat »

ORNEK STANDART KROMATOGRAMI (338 NM) .. oo ovr
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Peak Table Compound Group (Calibration Curve

GroupHt| Group Name Conc. Uniit
1 Toplam Amino Ast 14,952 | g/100g
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KALIBRASYON EGRISi:
Area

900000

Cone.
Y=aX+Db
a=139616
b=176253
R”"2=0,9988364
R=10,9994180
RSS = 6,899006e+008
Integration  Identification CQuanbiative Compound Group  Performance Custom QO Check  Retenton Index
Groupt! Mame | Conc.(l) Conc.(2) Conc.(3) Conc.(4) Cone.(5) Conc.[6) | Uit Type
1 i 0321 06442 12554 3.2 442 g0y Target
Integration  Idenbfcaton  Quanstatve Tompourd | Grouwp Performence Custom | QC Chedk  Retention Irdes
[ iow Hame Tipe | Channd Rt Tmo |  Concil) Conc 13 Cone (3) Conc. (4} Conc.(5] | Canc.iBl Groun#
1 = | Tegm [Drectan . [E ] [ES] [T [EEE 1
ddanc scd | Tage _ | Detacter &.C LFiFN L] 00784 | Qs QTG A 0368 i
E Sere Target | Detectar - C 2581 | a 001315 ol A B35 bia 1
i Gltamne Target | Detector A- C 1800 [] (1] (1] 1] 0.1 0z 1]
E Habdre | Tagel | Detector A 455 ] e | a0 | E] E] x
O — [Datecior AL 514 B854 T ai% s bieh i
7 Tapet | Dwemer AT L 57 L] T fiel 0.5 1]
2 Cinibrs Target | Dtecior R-C 5,591 [l Q.02 G0 01 02 1
5 [ Argarine Taget [ Detecior A-C ;905 [ [T71k] 0545 0087 FiE 0435 1
0 Amwe Tage [ Cietexcior A F806 | (] BOiTs [I73) G046 AL [F51] 1
1] Tymsre Tamet | Debexcior & T B37E | [} 002265 005 L7306 0.2265 | 0.453 1
[18 | Cymwne Tomget | Dotectar A-C %810 | ] 0415 am e 0r5 ) 03 1
13 vaing Targer {Dotoctor A0 11,456 ¢ 00147 Qs aLsss 0.7 05 1
T Methicrine Tage [ Detector A- 11,780 | [ 03 1
15 Trytoghan Tapet [Detecior A-C 13,008 [ [} 1
16 i | Dtector - C 13,485 413 1]
?_.%ﬂm__ﬁ et e _ !
[ 18 Leuere Target | Dtpcteor &= 14,500 EE]] 1
13 Lysrw Tage | Delesior Ao 15,98 | [ .35 1
[} 02 1
! o i 1:
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