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Mpopyktbl cepun Bond Elut ¢
copbentom Plexa PCX komnanuu
Agilent — kaTtnoHoo6meHHan
1BepaotasHan akcrpakumna (TOJI)

[TyTb K NOBbILLEHHOW YYBCTBUTENbBHOCTU MpPU
buoaHanuae metogom KX-MC 6naroaaps
YMEHbLLUEHHOW MOHHOW CYNpeccuu

Metoaunyeckana nHopmaumd

(OapmaueBTMYECKUE CPEACTBA U )KEHEPUKMU C Marnoi
MOMEeKYNnApHON MaccoM

Beepenue

B chapmaueBTMYECKOI MPOMBILLINIEHHOCTH B MpoLecce pa3paboTku NeKapCcTBEHHbIX
CpeACTB Ype3BblyaliHO BaXKHo pa3paboTaTh M NPOBECTM BaNuAaLMio CKOPOCTHBIX, HO He
XEepTBYIOLMX YYBCTBUTENIbHOCTbIO MeTO0B 6U0aHanu3a. VloHHaa cynpeccua ABnaeTcA
04 HO# U3 camblX pacnpocTpaHeHHbIX NPo6IeM Ha NyTU K 3TOM LieNu U NPUBOAUT K 3aHU-
XeHuto 06Hapy>XXMBaeMbIX COAepXaHWU, HETOYHOCTM Pe3ynbTaToB, a TakXXe K NOBbILIe-
HWI0 pacxoA0B U 3aTpaT BpeMeHU Ha TexHuyeckoe obcnyxusaHme obopyaoBaHua. XoTa
npu pa6oTte ¢ 6uonoruyeckumMmu o6pa3LaMm MOHHOI CYNpPeCcCUM NONHOCTbIO M3bexarb
HEBO3MOXHO, ee c/ielyeT MakCMMarbHO YMEHbLUIATh.

Mpupoaa ruapokcunupoBaHHOW noBepxHocT copbeHTa B npoayktax Bond Elut Plexa
PCX xomnaHuu Agilent nossonaet UM BblAeNATbCA CPEAM APYTUX MPOAYKTOB ANA KaTUO-
Ho6MeHHOUM T®3J, y KOTOPbIX MPUCYTCTBYIOT aMUAHbIE OCTaTKW HAa MOBEPXHOCTHU copbeHTa.
Hanuune amMuaHbIX 0CTaTKOB NPUBOAMUT K YCUITEHUIO B3aUMOAECTBMA MeX Yy coOpbeHToM
AnAa TOJ v aHA0reHHbIMYM BelecTBaMu 6uonornyeckoit npo6bl, 4T0 U MOXET Hemocpea-
CTBEHHO NPMBOAUTL K MOHHOW cynpeccum B xoae 6uoananusa. bnaroaaps ruapokcu-
nuposaHHo# noeepxHoctu copbeHT Bond Elut Plexa PCX ymeHbLwaeT B3aumogeiicteue
MexX Ay coOp6eHTOM U 3HA0TeHHbIMMU BelecTBaMu B 6uonorudeckux o6pasuax, Takum
06pa3om noBbllLaA YyBCTBUTENbHOCTb. [IpMBeeHHOE HUXE UCTIbITAaHWE JEMOHCTPUPYET
yeTKkue ZokasaTenbcTBa TOr0, YTO NPU UCMONb30BAaHUM MOHOAMCNEPCHOTO NONIUMEPHOTO
cop6eHta Bond Elut Plexa PCX ana TO3 noHHana cynpeccua ymeHblUAeTcA, a YyBCTBYU-
TeNbHOCTb NOBbILIAETCA.
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BewecTtBa u metoguku

PeaktuBbi u pactBopbl ana TOJ
2% pactsop H,PO, passectu 20 mkn H,PO, 8 1 mn H,0

2% MypaBbMHaA Kucnota passectut 20 MKN MypaBbUHON KUCNOTbI

81mnH,0
Mertaton (MeOH) cTeneHb YUCTOTbI Y.A.a. UMK BbllLie

MeTtaHon 1 aueToHUTpUn
B cooTHowweHumn 50:50

5% ammuak B pacteope 50:50
MeTaHoma 1 aLeToHUTpUn
wennn 50:50

Meton TOI

Bce npo6bl 6binu NoABeprHyThl UCCIIEA0BAHUIO NOCPEACTBOM
0AHOW U ToW Xe meToankn TO3I.

Mpoayktel ana TOI

cmetwartb 1 Mn MeraHona ¢ 1 Mn aueToHuTpuna

no6asutb 50 mkn pas6asnenHoro NH,OH k 1 mn
pacTBopa MeTaHONa 1 aLeToOHUTPUIA B COOTHO-

[na cpaBHEHUA MOHHON cynpeccuu oCcyLLecTBNANKU BBOJ X0N0-
cTOi Npo6bl Nna3mbl Ha hoHe HeNpepbIBHOTO BBEAEHMA CMECH
nekapcTBeHHbIX coeanHeHnii (50 Hr/Mn) ¢ nomoLLbIo WNpK-
LleBoro Hacoca co ckopocTbio 20 Mkn/MuH. XonocTble Npo6bi
nnasmbl 6bINKM NOATOTOBMEHDI C MOMOLLbI0 NpoaykToB Bond Elut
Plexa PCX komnaHuu Agilent n AByx cpaBHMBaeMbIX MPoAyKTOB
npu ucnonb3oBaHun MetoAnk T3, onncaHHbIX B NpeAblayLiem
pa3aene. OtcnexuBaHue coAepXxaHua NUNNUA0B B X0Ae aHanu3a
OCYLLECTBNANK Ha OCHOBaHMU Macc-cnekTpansHoro MIRM-
nepexoaa 184— 184.

Ycnosua B3XKX

Konotka Agilent Poroshell 120 EC-C18, 2,1 x 5,0 mm, 2,7 Mkm
(Ne no kar. 699775-902)

96-nyHouHbI nnaHwert Bond Elut Plexa PCX komnanuu Agilent

B3XXX-MC B3XXX-MC cucrema Agilent 1260 Infinity
A 0,1% BoAHbI pacTBOP MypaBbUHOM KUCNOTbI
B 0,1% pacTBop MypaBbUHO# KUCNOTbI B MeTaHone

(10 mr) (Ne no kar. A4968010)
CpaBHuBaemblii 96-nyHouHbI nnaHwer W (10 mr)

CpasHuaemblit 96-nyHouHbIi nnaHwer P (10 mr)

Mpo6a 100 mMkn nNnasmbl KPOBM Yenoseka'
MNpeasaputensHan
o6pabotka Passectu 8 300 mkn 2% pactsopa H,PO,

Ycnosua 1. 500 mkn meTaHona

2. 500 mkn Boab!

3arpyska 400 mkn npo6bl, pa3BeeHHOI BO BpemA NpeABapuTenbHOi
noarotoBku (chaktnyeckoe konuyectso nnaambl — 100 mkn)

MpombiBka

1. 500 mkn 2% MypaBbUHOW KUCNOTbI

CkopocTb notoka 0.4 mn/mun

BeoanMbiii 06bem 10 mkn

'paaueHt Bpema (MuH) %B
0 10
4,0 90
41 10
6.5 10

Temnepartypa
cpeasl)

VcTouHuk noHnsaumm

npo6a (25 °C), konoHka (Temnepatypa oKpyxatoLLei

WOHU3auUnA pacnblfieHUeM B INEKTpUYeCcKom rnone B

pexXxume NonoXuTenbHbIX MOHOB C UCNONb30BaHUEM

TexHonoruu JetStream

2.500 mkn pacTBOpa aLETOHUTPUNA U MeTaHona B cooTHoLeHnn 50:50

JInioupoBaHue

MeTaHona B cooTHoweHun 50:50

Mnan akcnepumenTa

|

%

i

BBeoa xonoctoro o6pasua
nnasmol.

Temnepatypa rasa 350 °C

2 x 250 mkn 5% ammuaka B pacTBOpe aLeTOHUTPUNa 1

CkopocTb notoka rasa 10 n/mun

[laBneHue rasa Ha
pacnbinurens 2,4 6ap

Temnepatypa BcrnomoratenbHoro nepudepuiiHoro rasa
CkopocTb noToka BcriomoratenbHoro nepudepuiitoro rasa

MoTeHuman Ha kanunnape 4000B

B3XXX-MC-MC

cmecutens/
nenutenb
notoka

e Sy

oo m
N
LLInpuueBoit Hacoc — HenpepbIBHbI

BBO/L CMECU NEeKapCTBEHHbIX BELLIECTB
(50 Hr/mn npu 20 mkn/mun)

Puc. 1. Cxema aKcnepumeHma no cpasHEHUK 8eUYUHbI UOHHOU cynpeccuu

1. [nAa kanubpoBKM W UCCNEA0BaHUA TOYHOCTM BOCTPOM3BEAEHUA COAEPKAHMIA B Na3My A06aBNANM NEKapCTBEHHbIE COeAMHEHMA B
COOTBETCTBYHOLLEN KOHLEHTPaUMW. [INA cpaBHEHWA BENMYMHBI MOHHOI cynpeccuu xonocTble Npobbl Nnasmbl 6binn noABeprHyTel TOI.

400 °C

12 n/mux



Tabn. 1. lpo6ei

Pesynbratbl n 06cyxpenue

mc-mc Jueprua Hanpaxetue Ha Mo Bcem aHanuTam 6bINM NONyYeHbl XOPOLUIWE pe3ynbTaTthl pasje-
pla logP  MRM-nep P P MEHUA M YAEPXKNBAHUA, Y4TO OTPAXEHO Ha puc. 2. XpomaTorpammbi
AueGyronon 9.40 n 337.2 > 1161 20 128 Ha puc. 3 6bINKM NONyYeHbl B X04€ HENPepbIBHOTO BBOAa CMECH
PaHuTaMH 8,20 027 3152 - 176,1 12 92 NeKapcTBEHHbIX BELLECTB C BBE/1IEHUEM XONOCTbIX MP0O6 Nnasmbl,
Hazmonon 9,67 0,81 310,2 - 254.1 12 92 KOTOpble 6bINMM NOATOTOBMEHbI C NOMOLLbIO KaX/A0ro U3 npoayk-
AveHonon 9,60 016 2672 - 1901 1 @ 108 AnA TOJ. Mony4eHHble AaHHbIE AEMOHCTPUPYIOT, YTO npul
ucnonb3oBaHumn copberta Bond Elut Plexa PCX komnanuu Agilent
Mponparonon 942 348 26021162 16 92 MOHHAA CYNPecCuA MeHbLie, YeM Npu UCNONb30BaHMM CPaBHUBa-
Mpokaukamua 9,32 0.88 2362 >1201 16 92 eMbIX MpoAykToB AnA TOI 0T KOHKYPEHTOB.
Mertonponon 9,70 1,90 268,2 > 116,2 16 92 o
(BHYTpEHHMiA Takxe ¢ nomoubto Bond Elut Plexa PCX aocTturattca oTnuyHbIii
cTaHgapr) npesen o6Hapy>eHMA U Npeen KONMUYECTBEHHOTO ONpeseNieHus.
MccneaosaHme TO4HOCTM BOCNpOU3BEI€HUA COAEpPXKaHUA NPOBO-
AMNOCb ANA TPEX pa3HbIX ypOBHEN KOHLEHTpaLUuu (HU3KOro, cpes-
Hero u Bbicokoro, n = 6), a AaHHble B Tabn. 2 FOBOPAT 0 BbICOKOM
TOYHOCTM ONpeAenAeMbIX COAEPXKAHUN U HUBKOM 0CTAaTOYHOM
cTaHaapTHom otknoHeHun (RSD). ina Bcex coeanHeHuit Habnto-
JlaeTcA Xopowan NUHeRHoCTb ¢ KoaduumeHTom Koppenauuu R?
He xyxe 0,995 (puc. 4).
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Puc. 2. Xpomamozpamma ¢ macc-cnekmparnbHbIM 0emeKmuposaHueM 0714 npobbl nna3Mbl ¢ 006aekol aHanu3upyembix coeduHeHul, o6pabomanHoli ¢ NoMouwbio NPooyKmoe

Bond Elut Plexa PCX komnanuu Agilent (5 He/mn kaxcObili)



x103
2,54
2,44 ‘
2,34 \
2.2 | ——— Agilent Bond Elut Plexa PCX
217 KonkypeHt W
207 — KoHkypeHt P
1.9
|
1,74
1,67
1,54
|
1,44
1.3
1.2
1,14 ]
1,0
0,97
0.8
0,74
0.6
0.5
041 (
]
0.3 N
0.2 W
1)1 WA A
0.1 . N e e et e ol o R I,
T T T T T T T T T T T T
05 1,0 15 2,0 25 3.0 35 4,0 45 5,0 55 6.0
Yucno oTcyeToB B 3aBUCUMOCTM OT BpEMEHM PErucTpaLmum curHana (MuH)
Puc. 3. OmcnexcueaHue cooepxcanua nunudoe npu eeedeHuu xornocmol npobsl nna3mbi ¢ nomowbto MRM-nepexoda 184 — 184 m/z
Aue6yronon — 9 yposHe#t, ucnonb3osanu 9 yposHeii, 9 Touek, PanutuanH — 9 ypoBHei, ucnonbaosanu 9 yposHei, 9 Touek, ucnonb3osanu 9 Touek,
x10' Jucnonb3osanu 9 Touek, 0 Npo6 AnA KOHTpoONA KayecTsa x10'1 0 npo6 AnA KOHTpONA KayecTsa
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MponpaHonon — 9 ypoBHeii, ucnonb3osanu 9 yposHen,

MpokanHamna — 9 ypoBHeit, ucnonb3osanu 9 yposHei, 9 Touek,

x10'] 9 Toyek, ucnonb3osany 9 Touek, 0 Npo6 AnA KOHTpONA KayecTsa X;“f;: ucnonb3osany 9 Touek, 0 Npob AnA KOHTPoNA KayecTBa
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Puc. 4. Kanu6poseoyHsie kpusbie 0na wecmu 6ema-6110kamopos 8 0eeamu pasnuyHbix koHyenmpayusax (0,01, 0,05, 0,1, 0,5, 1, 5, 10, 50 u 100 He/mn)
Tabn. 2. Kpamkoe onucarue 0arHbIX, nomy4yeHHbix ¢ Bond Elut Plexa PCX komnanuu Agilent
5 Hr/mn 50 ur/mn 100 vr/mn
Mpeaen konu- Haitpennoe Haitpennoe Haitpennoe
YecTBEeHHOIo copepxa- copepxa- copepxanue
NMpeaen o6Hapy- onpeaenexua Hue (% or Hue (% or (% ot uctun- Koathdmumenr
pKa log P XeHua (Hr/mn)  (Hr/mn) uctunHoro) RSD, % uctunHoro) RSD, % HOro) RSD, % Koppenauuu, R?

ArteHonon 9,60 0,16 0,05 0,1 109,0 1,2 95,6 23 95,5 33 0,997
Haaonon 9,67 0.81 0,01 0,05 1108 14 120,7 15 95,4 1.6 0,998
AuebyTonon 9,40 1.7 0,01 0.1 113.9 0.9 108.6 2,0 98,7 24 0,999
Mponpaxonon 9,42 3,48 0,05 0.1 120,2 1.1 1035 2,7 93,6 25 0,999
Mpokaunamua 9,32 0.88 0,05 0.1 93,0 21 104,5 1.8 96,9 39 1
Panutnant 8,20 0,27 0,05 0.1 90,7 1.9 96,4 2,7 91,1 3.9 1
BoiBoabi

Mpu ucnonb3osavum copberta Bond Elut Plexa PCX komnaHuu
Agilent noHHaa cynpeccua MeHbLUe, YeM NPU UCMONb30BAHUN
npoayktoB aAna T®J o1 koHKypeHTOB. HU3kue npesen obHapyxe-
Hua (0,01—0,05 Hr/mn) 1 npeaen KONMYECTBEHHOTO onpejeneHus
(0,05—0,5 Hr/mn) pocturatotca 6naroaapa yMeHbLEHHOW MOHHOM
cynpeccuu. [locTuralotca BbiIcokue KoahhuLMeHTbl Koppenauum

(R?He xyxe 0,995) n xopowana TOMHOCTb BOCNPOU3BEAEHUA COAEPXKaA-

HU npun o4eHb XopoLiem 0CTaTOYHOM CTaHAAPTHOM OTKJTIOHEHUMU.

HNononuurenbHaa uucopmauma

MpeactasneHHble faHHble OTPAXKalOT XapakTepHble pesynbraThl.
[na nony4yeHna AoNonNHMTENbHOW MHG)OPMaLMK O HALLMX MPOAYKTaX

M ycnyrax nocetute Haw Be6-caiit: www.agilent.com/chem.



www.agilent.com/chem

KomnaHua Agilent He HeceT OTBETCTBEHHOCTU 3@ BO3SMOXHbIE OLUMOKM B HaCTOALLEM
[OKYMEHTe, a TakXe 3a y6bITKW, CBA3AHHbIE UMW ABNAIOLLMECA CIEACTBUEM MONTYYEHUA
HaCTOALLEro A0KyMEHTa, 03HaKOMIEHWA C HUM W €r0 UCMONb30BaHUA.

VHchopmauma, onucaHua n TexHUYECKME XapaKTePUCTUKM B HAaCTOALLIEM JOKYMEHTE MOTyT
6bITb M3MEHEHbI 6e3 NpeaynpexxAeHuA.
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