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(57) Pedpepar:

Cnoci6 BM3HayYeHHA CynpoBigHMX AOMIWOK AnbaMKy MeToAOM BUCOKOE(EKTUBHOI PigNHHOI
XpomaTorpadii, npu £KOMy MOBHE XpomartorpadiyHe po3AineHHs KOMMOHEHTIB A0cAraeTbes
BVKOHAHHSM MNpW rPajgieHTHOMY enioloBaHHI 3 BUKOPUCTaHHAM sk pyxomunx ¢as 0,1 % posunHis
TPMATOPOLTOBOT KUCNOTU Yy BOAI Ta Yy aueToHITpumi, Ha KOMOHLi, 3anoBHEeHINn cunikarenem
okTageuuncuninebHuM. MNMporpama rpagieHTHOro entoBaHHSA: vYac (xB)/% P® A: 0/90; 5/90—65; 15/65;
25/65—90; 30/90. Yac xpomaTtorpacyBaHHa 35 xB, LWBUAKICTb MOTOKY pyxoMoi a3u 1 mn/xs, 06'em
ifxkekuii 50 Mk, TemnepaTtypa konoHkn 25 °C. [leTekTyBaHHS 34iNCHIOTb 3a JOBXUHU XBUMi 210 HM.
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KopucHa mogene HanexuTb Ao ranysi dapmadii, 3okpema o cnocobiB xiMiYHOro aHanisy, a came
00 cnocobiB BM3HAYEHHI CYNPOBIAHMX JOMILLOK METOAO0M BUCOKOEEKTMBHOI PiAMHHOT XpomaTtorpadii
(BEPX) i Mmoxxe ByTM BUKOPUCTAHUIN NPU KOHTPOIHO SKOCTI NiKapCbKuX 3aco0iB.
Y nitepaTypi onuMcaHO Ta 3anateHToBaHO [1] cuHTE3 auHamky (auMbeHaunamigy ManoHoBOI
KMCNOTW) BiAMNOBIAHO 4O CXEMMU:
(0] (0]

A

NH, N N
CH,(COOEt), + 2 . H H

2 3

Cxema cuHTe3y LinboBOro npoAykty (3) BKMHOYAE OOHY CTafilo, a came - peakuilo amigyBaHHS
gietunmanonaty (1) 6eHsunamiHom (2). Onupatoumcb Ha 3a3HayeHy CXemy, AOMILIKaMW CUHTe3y
AnbaMKy MOXyTb OyTU BMXiOHI NPOAYKTU CUMHTE3y. [INA KOHTPOMO CYNpOBIOHWX OOMILIOK AMbGamKy Y
nitepaTypi onucaHwi meToa Xpomartorpacdii y ToHkomy wapi copbeHty (TLWX) [2] B cuctemi
PO3YMHHUKIB H-ByTaHON - NbOAsHA ouTOBa KMcnoTa - Boga (40:10:1). ABTOpy NPOMOHYIOTL LiEn MeToq
ANsi BU3HAYEHHS CYnpoBigHMX AOMIWOK AnbamKy siK y cybcTaHuil, Tak i y kancynax gnbamky. OgHak
meTog TLX € meHwWw 4yTnuemnMm Ta JO3BOMSE NULLE NPUOMM3HO BCTAHOBUTU KifTbKICHUIM BMICT JOMILLOK.
OepxasHa ®apmakones YkpaiHu [3] pekomeHOye y LUbOMY BUMNaAKy BMkopucToByBaTu metoa BEPX,
AK HANBINbL YYTNNBWI | CENEKTUBHUM IHCTPYMEHTaNbHU METOO0M aHarnisy.

Ak npoToTUNy BUOGpaHO crnocib BU3HAYEHHSA AMDaMKy Yy KPOBi METOAOM 3BOPOTHOMA3HOI PianHHOT
xpomatorpacdii [4]. YmoBu aHanizy: xpomartorpacidHa korioHka Xterra poamipom 4 x 250 Mm,
3anoBHeHa COpOEHTOM 3 NPMBUTOD Pa30l OKTadeuuncunikarens, 3epeHHst 5 MkM; pyxoma dasa A:
aleToHITpuUN, AerasoBaHuii inbTpauieto kpisb inbTp NMOP-16; pyxoma dasa b: doccatHumn dydep,
aerasoBaHui dinbTpauieto kpisb inbTp MNMOP-16; pexum entotoBaHHSA -rpagieHTHUA; LWBUAOKICTb
noToky - 1 Mn/xe; Temnepatypa TepmocTtaTa konoHkn 30°C; aetekTyBaHHs Y®P-cnekTpodoToMeTp 3a
OOBXMHU XBUIi 254 HM; 06'em npobu 100 mkn.

[o HeponikiB cnocoby MOxHa BigHECTM YMOBWM XpomaTorpadyBaHHs, SKi He 3abesneyyloTb
HanexHoro xpomaTorpadiyHoro po3aineHHs nikieB OCHOBHOI PEYOBMHU Ta CyNpPOBIgHNX AOMILLOK, Ta He
MOXYTb OyTW BUKOpPUCTaHi NpU KiNbKICHOMY BM3HA4YeHHi CynpoBigHMX Aomiwok. KpiM uboro cnoci6
3aCTOCOBYETLCA MNyLe Ans KifbKiICHOro BU3Ha4YeHHsa Anbamky y 6ionoriyHux pignHax.

3agada KOpPUCHOI modeni nonsira€e y CTBOPEHHI NPOCTOro cnocoby BU3HAYEHHS CYMNpPOBIAHUX
OOMIWoK Yy cybcTaHuii metogom BEPX, sakun 6u mir 3abesneuntn noBHe xpomaTorpadivyHe
po3dineHHss gubamky Ta CynpoBigHUX AOMIWOK OeH3annamiHy (gomiwka A) Ta gieTurnMarnoHarty
(omiwka B) i3 pisH1uMuK rigpodinbHUMK BNAacTUBOCTAMM, @ TaKoX 3abe3neuynTn HeobXiaHy TOYHICTb Ta
BiTBOPIOBAHICTb pe3ynbTaTiB aHarnizy npy npoBeAeHHi KOHTPOIO SKOCTI.

MocTaBneHa 3agaya BUPILLYETLCHA TUM, LLO KifbKICHE BM3HAYEHHS CYNpPOBiAHMX OOMILLIOK AMbamKy
30INCHIOITL METOOO0M BMCOKOEMEKTMBHOI PiaNHHOT XpomaTtorpadii, 3rigHO 3 KOPUCHOK MOAENso,
noBHe xpomaTtorpadiyHe po3fiNeHHs KOMMOHEHTIB [OCAraeTbCA NpU rpafieHTHOMY €enioloBaHHI 3
BUKOPUCTaHHAM K pyxomux a3 0,1 % po3unHM TpudTOPOLITOBOI KUCMOTU y BOAI Ta Y aueToHITpuni,
Ha KOSOHLUi, 3anNOBHEHIM cunikarenemMm oKTageuuncuninsH1mM; nporpama rpagieHTHOro entolBaHHA: Yac
(xB.)/% P® A: 0/90; 5/90—65; 15/65; 25/65—90; 30/90; yac xpomaTorpadyBaHHsa 35 XB; LUBUAOKICTb
NoToKy pyxomoi casn 1 mn/xe, o6'em iHxekuii 50 mkn, Temnepatypa KonoHku 25 °C; geTekTyBaHHSA 3a
DOBXNHKN XBUsi 210 HM.

Bci napameTpu 3asiBrneHoro cnocoby BM3HAYeHO OOCiIAHUM LUSIXOM.

MponoHoBaHi ymMoBUM XpomaTtorpadyBaHHs 3abe3nevyioTb NOBHE PO3AINEeHHS OOCNimMKYBaHMX
peyoBuH. [na entoloBaHHSA OOMIWKM A ONTUManbHOK € pyxoMa pasa i3 BMICTOM aueToHITpuny
6nmabko 10 %, a gna po3gineHHs nikiB gomiwky B i anbamky HeoOXigHO 36iNbWMTU entotoYy cuny
pyxoMmoi a3n 3a paxyHoK 30inblLueHHs BMICTy aueToHiTpuny Ao 35 %, Tomy 3anponoHOBaHO
NPOBOAUTU PO3AiNeHHS OOMILIOK i OCHOBHOI PEeYOBUHW MpU rpafieHTHOMY erloloBaHHI. Y BKasaHuX
yMOBax 4Yac YTPMMYBaHHS MiKy OCHOBHOI pevoBUHM cknagae 6nusbko 21,5 xB, miky Aomiwkm A -
Oonnsbko 3,4 xB, niky gomiwwku B - 6nunseko 17,0 xB.

Y NOPIBHAHHI i3 NPOTOTUMOM KOPWUCHA MOAErNb XapakTepusyeTbCs HaCTYMNMHUMW nepesaramMmu: no-
nepwe, rMOBHE pPO34iNeHHA MiKy OCHOBHOI pevYoBMHM Ta CYNpOBIOHMX AOMIWOK, Mo-gpyre,
NPOMNOHYETBLCA BUKOPUCTaHHS BinbLL NPOCTMX PYXOMMKX has.

KopucHa mofens inocTpyeTbCs NPUKNazgoMm.

Mpuknag 1. BunpobosByBaHun po3dmH: 50 Mr (TodHa HaBaxka) cybcTaHuii Avbamky nomiwanu y
MipHY konby micTkicTio 25 mn, gogasanu 15 mn auetoHiTpuny P, obpobnsnu npotarom 5 xB Ha
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ynbTPa3ByKoBi HaHi 40 MOBHOMO PO3YMHEHHSA Ta AO0BOAMMM O6G'EM PO3UMHY OO0 MO3HAYKM TUM XKe
PO34YMHHUKOM, peTenbHO nepemiwyBanu. dinbTpyBanu Kpisb MemMOpaHHUA inbTp 3 AiameTpom nop
He Oinbwe 0,45 MKM.

Po3umH nopiBHsAHHS (a): 1,0 Mn BMNpoGOBYBaHOro PO34MHY MOMIlLannM y MipHY Konby MICTKICTHO
100 mn, goBoann 00'eM PO34MHY aLUETOHITPUIIOM P 00 NO3Ha4ku Ta nepeMillyBarnu.

Po3umH nopieHsaHHA (b): 5,0 M po34nMHy NOpPIBHSHHA (a) NoMiwann y MipHy kondy micTtkicTio 50
MI1, 4OBOAMIN 06'€M PO34MHY A0 NO3HAYKKU Ta NepeMillyBanm.

Po34ymH nopiBHAHHS gomiwku A: 1 mn 6eH3unamiHy P nomiwanu y MipHy kondy mictkicTio 50 mn,
ponasanu 30 mn aueTtoHiTpuny P, o6'em po3unHy JOBOAUNM A0 MO3HAYKM TUM XE PO3YMHHUKOM Ta
nepemiwysanu.

PosunH nopiBHAHHA gowmiwku B: 1 mn gietunmanoHaty P nomiwanu y mipHy konby mictkictio 50
mn, gogasanu 30 mn aueToHiTpuny P, 06'em po3unHy JoBOAUNM A0 MO3HAYKU TUM Ke PO3YUHHUKOM
Ta nepemiwysanu.

Po3unH ans nepesipkn npuaatHOCTI XpomaTtorpadiyHoi cuctemu: 5,0 Mn po3ymHy NOPIBHAHHS (),
5,0 Mn po34nHy NOpPIBHAHHSA AOMILWKM A Ta 5,0 MN pO34YMHY NOPIBHAHHA OMILKK B nomiwanu y mipHy
kon6y MmicTkicTio 20 Mmn, AoBoAMM 06'eM PO34MHOM aLETOHITPUNY P 40 No3Hayku Ta nepemiwysarnmu.

Yci po34MHN BUKOPUCTOBYHOTb CBIKOMPUIOTOBIIEHVMMU.

YmoBn xpomaTtorpadyBaHHs: piguHHUM xpomatorpad Varian "ProStar” 3 piogHo-maTpuyHUM
aeTtektopom. Hepyxoma pasza: konoHka xpomatorpacpivHa 150x4,6 MM, 3anoBHeEHa curnikarenem
oKTageuuncuninbHMMm ans xpomatorpacii P Symmetry® C18, i3 po3mipom yactok 3,5 mkm. Pyxoma
dasa A: 0,1 % posunH TpudTtopouToBoi kucnotm Py Boai P; pyxoma ¢asa B: 0,1 % posunH
TpudTOpOLTOBOI KMCnoTu P y aueToHiTpuni P.

pagieHTHa nporpama xpomartorpadyBaHHs HaBedeHa y Tabnuui 1.

Tabnuuga 1
pagieHTHa nporpama xpomMmartorpadgyBaHHs

Yac xpomartorpadyBaHHs, XB P® A % P® B, %
0-5 90 10

5-15 90 — 65 10 —» 35
15-25 65 35

25-30 65 — 90 35— 10
30-35 90 10

LWBnAakicTe NOTOKY pyxomoi dasu: 1 Mn/xs;

Temnepatypa konoHku: 25 °C;

HeTtekTyBaHHs: 3a JOBXUHW XBUAi 210 HM;

O6'em iHxekuii: 50 mMk.

XpomaTtorpadpyBanu po3ynHHUK (BnaHk-xpomatorpama), po3uuH Ond nepeBipku NpuaaTHOCTI
xpomaTorpadiyHoi CUcCTeMM.

Ons igeHTudpikauii  AOMIWIOK BMKOPWCTOBYBanM Xpomatorpamy po3ymHy AN NepeBipku
npuaaTHOCTI XxpomaTtorpadhiyHoi cuctemu. BigHOCHI Yacu yTpuMyBaHHS (4ac yTpumyBaHHS AMbamKy
6nmabko 21,6 xB). Nopsigok BMxoQy MikiB Ta BiAHOCHI Yacu yTpUMyBaHHs: GeH3unamiH (qomiwka A -
0,16); pieTunmanoHaT (gomiwka B - 0,79).

XpomaTorpadyoTb po3dnH NopiBHAHHSA (D), PO34MH MOPIBHAHHS (a) Ta BUNPOBOBYBaHMI PO34YUH
He MeHLe 3 pasiB.

XpomarorpadiyHa cuctemMa BBaXaeTbCs NPUAATHO, AKLO: - KoediliEHT CMMeTpii OCHOBHOIO MKy
Mae He MeHwe 0,8 i He Ginble 1,5; - BigHOCHe cTaHgapTHe BigxuneHHst (RSD, %), po3paxoBaHe Ans
NMoLWi OCHOBHOMO MiKy PO34YMHY MOPIBHAHHS (@), HE Mae nepeBuLLlyBaTU 3a3HayeHi 3HadyeHHdA [2]
(Tabnuug 2).

Tabnuugs 2
BigHocHe cTaHgapTHe BigXnneHHs
KinbkicTb
napanensHux 2 3 4 5 6 7 8
iHXXeKLLin
RSD, % 0,32 0,84 1,20 1,48 1,72 1,93 2,11
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HopmyBaHHs:

- gomiwka A: nrowa nika He mae nepesuvwyBat 1,5 NNoLWi OCHOBHOMO Mika Ha XpomaTtorpami
po34mHy nopieHsAHHS (b) (0,15 %);

- gomiwka B: nnowa nika He mae nepesuwyBat 1,5 NNoOLWi OCHOBHOrO Mika Ha Xpomarorpami
po34mHy nopieHsHHS (b) (0,15 %);

- Oyab-sika iHWwa gomilka: nnowa nika He Mae nepesuvwyBat 1,0 nnowi OCHOBHOroO Mika Ha
XpomaTtorpami po3vmHy nopieHsaHHSA (b) (0,1 %);

- CymMa JAOMILIOK: cyMa nnoly ycix nikis He mae nepesuwyBaty 1,0 nnowli OCHOBHOro nika Ha
XpomaTorpami po3vmHy nopisHsaHHS (a) (1,0 %);

- He BpaxoOBYKOTb: MikW, MMAOWA $SKUX CTaHOBUTbL MeHwe 0,2 nnouwi
XpomaTtorpami po3ymHy nopiBHAHHS (b).

Takox He BpaxoBYylOTb MikK, SKi 3@ Yacamy YTPUMYBaHHS cniBnagatoTb 3 BiANOBIAHVMY MNikaMu Ha
©naHk-xpomaTtorpami.

3a pesynbTaTamMu OOCNIMKEHHS B CyOCTaHUil AMHAMKY MOXYTb OYTWM NPUCYTHI HAcTyMHi OOMILLKK
(Tabnuug 3).

OCHOBHOIO nika Ha

Tabnuus

Homiwkun cybeTaHuii anbamk

0] (0]
Cy6cTaHList [vbamk HMH
NH,
[omiwka A BeHannamiH
Jomilka B JieTunmanoHar CH,(COOEt),
Howmiwka C - HeigeHTudikoBaHa
Howmiwka D - HeigeHTudikoBaHa

Oowmiwkn A Ta B € gomiwkamu cuHTesy cybetaHuii anbamky, gomiwkm C Ta D - npoayktu
po3knagaHHsa cybcTaHLii.

KinbkicHO BMICT OOMILIOK BM3Ha4anun BiAHOCHO NMOL MiKiB PO34YMHY MOPIBHAHHA (@) Ta PO3YMHY
nopiBHsAHHSA (b). Po3paxyHOK KinbKiCHOro BMICTY AOMILIOK Y cybGcTaHuUii anbamky HaBegeHa y Tabnuui

Tabnuusa 4
PospaxyHOK KinbKiCHOro BMiCTy JOMILLOK CUHTE3Y Y cybcTaHuii gnbamk
Po3umH n(;);)lBHﬂHHﬂ Po3uunH Izg;)IBHFIHHﬂ [omiwka A [omiwka B
Mnouwwi nikis 24576586 2559024 - 3446191
24453164 2544724 - 3364557
CepegHe 24514875 2551874 - 3405374
% DOMILLKN 1,0 0,1 - 0,13
OanHWYHa goMillKa He BusiBneHa <0,15 %
Cyma JoMilok 0,13

TakvuM 4YMHOM, 3asiBIIEHO HOBWUI CMOCIO BU3HAYEHHSI CYNPOBIOHUX OOMILIOK y cybcTaHLuii gubamk

LWINAXOM 3acTocyBaHHA MeTogy BEPX, gkun 3a paxyHOK BCTaAHOBMEHMX YMOB [pafi€HTHOro
xpomaTtorpadyBaHHa 3abe3neyye nNOBHE pPO3AINEHHSA MikiB OCHOBHOI PEYOBMHU Ta CynNpoBigHUX
AOMILLIOK, A03BOSAE KiflbKiCHO BU3HA4YaTM AOMILLKKN LUNSAXOM MOPIBHAHHA MAOL MiKiB i3 nnowamu nikie
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PO34MHIB MOPIBHAHHS (@) Ta (b) i3 BUCOKOI TOYHICTIO, Ta € NEPCNEKTMBHUM Yy 3aCTOCYBaHHSA B aHanisi
CTYNEHI0 YNCTOTKU cyBcTaHuil Aubamk.
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®OPMYA KOPUCHOI MOJENI

Cnoci6 BM3HA4YeHHs1 CYNpPOBIOHMX OOMIWOK AnbamMKy MeTOAOM BUCOKOE(MEKTUBHOI  PiAUHHOI
xpomaTtorpadii, AkMA BiAPI3HAETbLCA TWMM, WO MOBHE XpomartorpadivyHe po3AiNeHHs KOMMOHEHTIB
AOCAraeTbCs 3AINCHEHHAM TPaAiEHTHOTO EnioloBaHHA 3 BUKOPUCTaHHAM SK pyxomux ¢as 0,1 %
PO34MHIB TPMATOPOLITOBOI KUCMIOTK Yy BOAI Ta Y auUETOHITpWNi, Ha KOMOHLi, 3anOBHEHIN cunikarenem
OKTaJeuuncuninbHMM; nporpama rpagi€eHTHoro entoBaHH4A: Yac (xB)/% P® A: 0/90; 5/90—65; 15/65;
25/65—90; 30/90; yac xpomaTorpadyBaHHa 35 XB; LUBUAKICTb NOTOKY pyxoMoi ¢a3m 1 mn/xB, 06'em
itkekuii 50 Mk, TemnepaTtypa KonoHku 25 °C; geTekTyBaHHS 3M4iNCHIOTE 3a JOBXUHM XBUMi 210 HM.
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