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(54) cnocCib BUSHAYEHHA TUPEOCTATUKIB (MPONIITIYPALIUN, METUNTIYPALUI) B CEYI TA MEAI
3A OOMNOMOI'OK0 MACCIMNEKTPOMETPA 3 IOHHOIO NMACTKOIO

(57) Pedpepar:

Cnocib BU3Ha4YeHHS 3anmnLIKOBMX KifTbKOCTEWN TUPEOCTaTUKIB y Cedi Ta Mefi nonsrae B AoCnigpkeHHi 1 1
(20,05 r) ana meny abo 1cm® (x0,05 CM3) ONs cedi NigroToBneHoro 3paska. 3pasok ekcTparyTb 3a
Jonomorow etunaueTtaTty 3 gopaBaHHam ENTA Ta 2-mepkantoeTtaHonom. [opatotb 6e3BogHMN
HaTpito cynbcaT, CcTaBnATb YNbTPa3ByKoBY OaHio, LeHTpudyryioTb. BunapiowTb HagocagoBun
€KCTpaKT Mig NMOTOKOM a30Ty [0 CyXOro 3anuiiky. [epuBaTusyoTb 3 6ydepHMM pO34MHOM aueTtaty
amoHito i 3-noabeHsun Gpomigom. JoaawTb METAHON i NEPEHOCATb PO3YMH Y Bianky And aHaniay, 3
noganblUnMM OOCHIMKEHHAM Ha PIOUHHOMY XpOoMaToMac-CnekTpoMeTpi 3 ioHHow nactkow "VARIAN
500-MC" i3 piaMHHUM 6rokom Pro Star.
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KopucHa mopgenb [03BONSiE BU3HAYaTW 3anuLLKOBY KiMbKIiCTb TUpeocTaTukiB (MeTunTiypaumn,
nponinTiypauun) B mMeai Ta cedi, Ta HanexuTb A0 ranysi BeTepvHapHOi MeauuMHKW, 30Kpema Ao
Oioximii Ta Tokcukonorii, i Moxe 6yTn BUkopucTaHa B pobOoTi HayKoBO-BUPOBHMYMX nabopaTopili.

KopucHa moaenb He Mae aHasnoriB B YKpaiHi.

B ocHoBy KopucHOi Mogeni noctaeneHa 3agadva po3pobka yHiBepcanbHOro Ta LBMOKOro cnocoby
BUSABMNEHHSA 3a5ULLIKOBUX KiflbKOCTEN TUPEOCTATUKIB, TakUX K MeTUNTiypauun i nponinTiypauun B cedi
Ta Mefi, CyTTEBE CKOpPOYEHHS Yacy Ha MnpobonigroToBKY, 3MEHLUEHHS BUTpaT peakTuBiB, nocyay,
3HWKEHHS1 cobiBapTOCTi cnocooby.

lMocTtaBneHa 3agjaya BUPIWYETBCA TUM, WO CMOCIO BU3HAYEHHHA 3anULLKOBUX KifTbKOCTEN
TMpEeOoCTaTUKIB y cedi Ta meai nonsarae B gocnigxeHHi 1 r (£ 0,05 r) gns meay abo 1cm® (£ 0,05 CM3)
AN cedi NigrotToBNEHOro 3pasKy, SIKMA eKCTparylTb 3a AOMOMOrol eTtunauetraty 3 AodaBaHHAM
EOTA ta 2-mepkantoeTaHonom, fogatoTb 6e3BoAHMIM HaTpilo cynbgar, CTaBnAaTb YNbTPa3BYKOBY
BaHto, LeHTpUdYryioTb, BUNapOTb HA4OCaA0BUIN €KCTPAKT Mig NOTOKOM a30Ty A0 CyXOro 3arivLuKy,
aepvBaTusyloTb 3 OydepHUM po3vMHOM aueTtaTy amoHito i 3-ogbeHsun Gpomigom, [opalTb
MEeTaHOI i MEPEHOCHATb PO34YUH Yy Bianky Ans aHanisy, 3 noganblmMM AOCHISKEHHAM Ha PigUHHOMY
XpomaTomac-cnekTpoMeTpi 3 ioHHoto nacTkoro "VARIAN 500-MC" i3 piguHHUM 6rokom Pro Star.

KinbkicHe BW3HA4YeHHsT MacOBOI KOHUEHTpauii TUpeocTaTuKiB NpoBOAATb 3a AOMNOMOroko
30BHIWHBLOrO CTaHAapTy 3a 34iNCHEeHMM nonepedHbo  KanibpyBaHHAM  Xxpomartorpada 3a
rpagyloBanbHUMKU  po3yYnHamMu. loeHTudikauilo NpoBoAsiTb 33 YacOM YTPUMAaHHS, HasiBHICTIO
BigMOBiAHMX iOHIB Ta CMiBBiQHOLEHHAM iIXHbOI iIHTEHCUBHOCTI.

lMpn BMKOHAHHI BMMIPIOBAHHA TMPEOCTaTUKIB LLUASXOM PiAMHHOT XpomaTtorpadii 3 BUKOPUCTaHHAM
iOHHOI NacTKN HeOBXiAHO AOTPMMYBaTUCHA TaKMX YMOB:

TemnepaTypa HaBKonuLLHbOro cepegosuwa 18-25 °C (z 2);

aTmocdepHui Tuck Big 84 go 107 klMa (ig 630 go 800 mm pT. CT.);

BigHOCHa BororicTb NoBiTps (npn 20 ‘C) 40-80 %;

MpegcTtaBneHi Ang QOCniAXEHHS 3pa3kv NOBWHHI ByTn 6e3 aHomanin, 4iTko igeHTudikoBaHumu,
0e3 yLWKOMDKEHHS YNakoBKW, 3 He3aKiHYeHVM TepMiHOM NpuAaTHOCTI. 3pas3kyM Ha 4ac AOCHIMKEHHS
NOBUHHI 36GepiraTucst Npuy BiANOBIAHMX YMOBaX, PEKOMEHAOBAHUX BUPOBOHNKOM.

Ona nigrotoBkM npobu noTpibHO BigidpaTM AocTaTHIO KiNbKicTb 3paska, He MeHwe 100 r,
peTenbHO roMoreHisyBaTtu. apanenbHo 3 JOCNiMXYBaHUM 3pa3koM FOTYETbCH 3pa3oK 3 A06aBKoo,
npoba KOHTPOI0 YNCTOTU peakTuBiB abo pedepeHc-maTepianis.

MpoueaoypHuii nigxig Ao igeHTMdiIKauii TUpeocTaTuKiB 3@ KOPUCHOK MoAenno npoBoaATb
HaCTYMHUM YMHOM:

1. EkcTpakuis

1.1 3Baxytotb 1r + 0,05 (1CM3) rOMOreHi30BaHOro 3pasky B LeHTpudyxHy npobipky Ha 15 cm’,
nonaots 10 Mm® 0,1 M poaunHy EOTA.

1.2. Oopatotb 15 Mm® 2-MepkanToeTaHony.

1.3. lopatotb 5 cm® eTmnaueTary.

1.4. 3akpyuyloTb KPULLIKOKO Ta 3anuiiatoTb Ha 1 XB.

1.5. DogatoTb 3 r cynbdaTy HaTpito 6e3BogHOro Ta 3miwyroTb Ha BopTekci 30 c.

1.6. CtaBnaTb Npobipky B ynbTpa3BykoBy GaHo Ha 10 xB.

1.7. Uentpudpyrytotb 10 xB. 3a TemnepaTypu 4 °C 3i weuakictio 5000g.

1.8. Bigbupatotb 3,5 cm® 3 BEPXHbOTO LWapy B LLEeHTpUdYKHY Npobipky Ha 15 oM.

1.9. Ocag yTunisytoThb.

1.10. BunapoBytoTb B TOLi a30Ty 3a Temnepatypu 50 °C gocyxa.

2. NepuBaTtnsadis.

2.1 opatotb 1 cm® 0,2 M 6ychepHOro po3unHy aLeTaTy aMOHilo.

2.2. 3akpy4ytoTb KPULLKOHO i 3anuwatoTb Ha 10 xB.

2.3. Nogatotb 150 MMm® po3umnHy 3-iion6ensun Gpomiay (3-1BBr) Ta amiluyoTb Ha BopTekci 15 c.

2.4, IHKybytoTb 10 XB. 3a KIMHATHOI TeMnepaTypu.

2.5. NogatoTb 1 cm® MeTaHOnNy Ta 3MillY0Tb Ha BopTekci 15 ¢

2.6. KinbkicHO nepeHocaTb po3ynH B HPLC Bianky Ha 2 oM.

KoHdpirypauisa piguHHoro xpomatomac-cnekrpomeTtpa 3 ioHHow nactkoio "VARIAN 500-MC" 3
piaMHHMM ©nokoMm "Pro Star": rpafieHTHUMIA Hacoc, aBTocamnnep, TepmocTaT KOSIOHOK, Mac-
CMEeKTPOMETP 3 iIOHHOK NacTKOK rOTYThb 3riAHO 3 IHCTPYKLUIE 3 ekcnnyaTauil npunagy Ta 3ajatTb
pobouyi napameTpu.
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KoHdpirypauis Ta pexum poboTu:

Xpomarorpad: VARIAN 500-MC
KonoHka Varian, Polaris 5 C18-A, S 2.0 x 50mm
Temnepartypa TepMocTaTy KOJTOHKN 40 °C
Temnepartypa aBTocamnnepa 5°C
O6'em iHxekuii (neTni) 25 mm°
Pexunm BBegeHHSA npobu aBTOMaTU4YHUI
Butparta pyxnuBoi gasu (entoeHTy) 0,2 cM°/xB
MpanieHT (pyxoma dhasa) 65 % meTtaHon B 0,5mM po3ymHi
baj PyX aueraTy amoHito (A)
Tabnuuga 1
CniBBiOHOLLEHHS rpafieHTIB:
Yac MobinbHa dasa A, % LLIBMAKICTb NOTOKY, CM°/XB
0-7,5 xB. 100 0,20
Tabnuuga 2

MapameTpun BBeAEHHNA AaHMX ANS NPOBEAEHHS AOCHiIAKEHb Ha PiAMHHOMY XPOMaTOM ac-CnekTPOMETPi
3 ioHHOoW nactkoto "Varian 500-MC" i3 piguHHuM 6riokom Pro Star.

KomnoHeHT MaTepuHCbKMI iOH [ovipHi ioHn
MeTtunTiypaumn 357 126,5 108,7
MponinTtiypauun 385 136,6 126,5
2-mepkanTobeHanmigason 364,9 147,5126,5

Yac Buxofy TMpeOCTaTuKiB 3aneXxuTb Bif LWBUAKOCTI MOTOKY, BUTPATU NI0EHTY, TUNYy aHaniTUYHOI
KOMOHKW. BukopucToByloum iHWKI npunag abo KOMOHKWM iHWOro Tuny, YMOBU MPOBEAEHHS aHanisy,
nopsigoK BUXOAY KOMMOHEHTIB Ta BIQHOCHMIM Yac yTPUMaHHSA MOXYTb 6yTu iHWInMMW.

YMOBV BUMKOHaHHS BMMIpIOBaHb MigndraioTe nepesipui i, npu noTtpebi, koperyBaHHIO: - Mpu
nepexogi Ha iHWu xpomaTtorpad;

npw 3aMiHi KONOHOK;

nicrns peMoHTY By3niB XpomaTorpada, Lo BNMBalTb Ha YyTNMBICTb AeTeKTopa.

XpomaTtorpad kanibpyloTb No rpaayloBanbHUX pO34YMHAX TMPeOoCTaTuKIiB 3 ypaxyBaHHAM MaTpuui
(mepn, ceva).

Tabnuusa 3

Banigauinni gaHi.

Mexa KinbkicHOro BusHayeHHs, | MakcumansHO AONYCTUMUIA PIBEHD,
Ne Hassa nokasHuka
MKI/Kr MKI/Kr
Ceva
1 | Metuntiypaumn 4,02 10
2 |[lMponunTiypauun 3,90 10

OTpuMmaHHi BanigauiiHi gaHi HaBegeHi B Tabnuui 3 ceigyaTtb Npo Te, WO MeToauka po3pobrieHa B
OHOINOBCE npuaatHa Ons BkasaHWxX BuUAIB MpoAaykuii, AaHWMA cnocib € [OCUMTb 4YyTnvMBUM, LWo6
AEeTeKTyBaTV OaHi pedoBUHU. Tak, SIK Y BiOHOLIEHHI CMOMyK, ANSA SIKUX BCTAaHOBMEHA MakCMMalbHO-
gonyctumun piseHb (MIOP), NokasHWK MeXi KiNbKiCHOro BU3Ha4YeHHs NoBuHeH ByTu meHwe MIOP.

Hawa meToavka [03BOMSE 3a 4OCUMTb KOPOTKUIA NPOMIKOK Yacy A0CniauTy 3pa3ok Ha O4HOYACHO

JeKinbka MoKasHUKIiB, WO 3HAYHO EKOHOMWUTb Yac, PeakTUBU, i B CBOK 4epry 3HMXYye cobiBapTiCTb
JOCNiIKEHHS.
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®OPMYJIA KOPUCHOI MOJEN!I

Cnoci6 BM3HAYEHHSA 3anULUKOBUX KiNbKOCTEM TMPEOCTaTUKIB Yy cedi Ta Mepdi, WO nondrae B
pocnigxkenHi 1 r (20,05 r) gna meay abo 1cm® (20,05 CMS) Ans cedi NigroToBneHoro 3paska, sKumn
eKcTparyloTb 3a AONOMOrol eTunauetaty 3 gogaBaHHaM ELTA Ta 2-mepkantoeTaHONoMm, A04a0Tb
Oe3BogHUM HaTpito cynbdaT, CcTaBnATb YnbTpa3BykoBy 6aHio, UeHTpudyryoTb, BUNaproTb
HaJoCadoOBWU eKCTpakT nig MOTOKOM asoTy OO CyXOro 3anuiiky, AepuBaTusyloTb 3 OydepHum
pPO34YMHOM aueTaTy aMoHito i 3-noabeHsnn OpomMigom, goOarTb METAHON i MEepPeHOCATb PO3YUH Y
Bianky 4ns aHanisy, 3 noganblumMm AOCHIIKEHHSM Ha PIGMHHOMY XpOMaToOMac-CneKTPOMETPI 3 iOHHO
nacTkoto "VARIAN 500-MC" i3 piguHH1M 6riokom Pro Star.

Komn'toTepHa BepcTka M. Maueno

MiHicTepcTBO €KOHOMIYHOrO PO3BUTKY | TopriBMi Ykpainu, Byn. M. 'pyluescbkoro, 12/2, m. Kuis, 01008, YkpaiHa

0N “YkpaiHCbKWM iIHCTUTYT iHTenekTyanbHOI BnacHocTi”, Byn. [nasyHoBa, 1, M. Knis — 42, 01601



