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Vicnonb3oBanune npoaykros Agilent Bond
Elut Plexa ana cHu>xeHna MoHHOM
CYnpeccum 1 ynyyllueHma
YYBCTBUTENbHOCTU XXMAKOCTHOU XPOMATO-
macc-cnektpomertpum (XKX-MC)

MeTtoanyeckne pekomeHAaLUM

(apmaueBTMYeckue CpeacTBa M AXKEHEepPUKM C Marnoi MonekynapHom
Maccoi

AHHOTauuAa

B otnuuue ot apyrux npoayktos ana TO3I, ncnonbaoBaHme NonuMepHbix cOpbEHTOB
Agilent Bond Elut Plexa cHu>aet noHHyto cynpeccuto, obecrneunBas nyudilyto
YyBCTBUTENbHOCTb, HU3KME NpeAenbl 06Hapy>XeHUA U npeaenbl KONMYECTBEHHOIO
onpeaeneHud. lMpu akctparupoBaHuu 6eta-6110KkaTopoB AOCTUrAOTCA BbICOKME
K03(hhMLIMEHTbI KOPPENALMKU U TOYHOCTb OMpeaeneHna coaep>KaHuii Npu HU3KUX
OTHOCUTENbHbIX CTaHAapTHbIX oTKNoHeHuAx (% RSD).

Beenenue

WoHHaa cynpeccua YacTo ocnoXHaAeT npoBeaeHue 6uoaHanmaos metoaom XKX-MC,
Np1BOAA K 3aHUXKEHUIO onpeaenAemMbIX coep>kaHuii U HETOYHOCTU peayrnbTaTos,

a TakXke BbI3biBaeT yBeNMUYeHUe 3aTpat U BpeMeHU Ha peMoHT npubopa. lMpu pabote
¢ 6ronornyeckumu o6pasLamu HEBO3MOXHO COBEPLLIEHHO UCKMIOYUTb MOHHYIO
cynpeccuio. 0AHaKo, ecnm BO3MOXHO, ee Hy>Ho uaberatb.

B otnnune ot NpoayKTOB-KOHKYPEHTOB, MMEIOLLIMX aMUAHbIE OCTAaTKM Ha NOBEPXHOCTU
copbeHra, Agilent Bond Elut Plexa umeeT ruapokcMnupoBaHHy0 NOBEPXHOCTb.
Hanuune amuaHbIX 0CTaTKOB MOXET NPUBOANTL K YCUIIEHMIO B3aUMOAENCTBUA MeEXAY
copbeHtom aAna TO3 u sHA0reHHbIMU BelliecTBaMu 6MoNormyeckux npob, 4To MoXeT
HenocpeACTBEHHO NMPUMBOAMTL K MOHHOI cynpeccum B xoae buoaHanuaa. bnaroaapa
TMAPOKCMIMPOBaHHOM NoBepxHoCTH Ucnonb3oBaHue Bond Elut Plexa ymeHbluaer
B3auMozeicTBue Mexxay cop6eHTOM U 3HAOreHHbIMU BeLLlecTBaMu B 6UOMOrMYecKux
o6pasuax, NoBbILLIaA YyBCTBUTENbLHOCTb. B JaHHOM Npumepe Mbl NpeacTaBnaem
0YeBUAHbIE A0Ka3aTeNbCTBA TOTO, YTO MPM MCMOMb30BaHUM MOHOAMCIEPCHOTO
nonumepHoro copbenta Bond Elut Plexa ana T®J noHHaAa cynpeccua ymeHbLLaeTcA,
a YyBCTBUTENLHOCTb NoBbilaetcs. [poboii mocnyxuna nnasma KpoBu Yenoseka

¢ nobaskoit 6eTa-6rnokaTopoB.

Agilent Technologies



Bewecrea u MeToauku

PeaktuBbl u pacteopbl ana TOI
2%-4 BoAHbIN pacTBop ammuaka  Passectn 20 mkn pas6asnexroro NH,0H 8 1 mn H,0
Meraton (MeOH)

5%-i metaHon

cTeneHb YUCTOTbI 4.A.a. UMK Bbille
Passectn 50 mkn metaHona 8 1 mn H,0
MeTtaHon 1 aueToHUTpUn

B cooTHoLWeHum 50:50

Meroauka TOI

cMmewatb 1 mn metaHona ¢ 1 mn auetoHuTpuna

Bce npo6bi 6binu noaseprHyTbl 06pabotke NocpeaCTBOM OAHOM U Toii e meToaukn TOI.

96-nyHouHbIi nnaHwer Bond Elut Plexa komnanuu
Agilent (10 mr) (Ne no kat. A4969010)

CpasHuaembliit 96-nyHouHbii nnanwet W (10 mr)

Mpoayktel ana TOI

CpaBHuBaemblit 96-nyHouHbIi nnaHwer P (10 mr)
Mpo6a 100 MKn nnasmbl KPOBM Yenoseka'

MpeasapurensHaa o6pabotka Passectu B 300 mkn 2% BoAHOro pacTBopa ammuaka

Ycnosua 1. 500 mkn meTaHona
2.500 mkn BoAbI
3arpyska 400 mkn npo6bl, pa3BeAeHHOI BO Bpema

npeaBapuTenbHON NOATOTOBKU (chakTnyeckoe konuyectso nnaambl — 100 mkn).

MpombiBka 500 mkn 5% metaHona

[Baxkabl no 250 Mkn pacTBopa aueToHUTpuna
B MeTaHone B cooTHowweHumn 50:50

JIniouposaHue

MocraHoBka JKCnepuMmeHTta

[inA cpaBHEHMA NOHHOM CYMpeccun OCyLLIECTBRAMNM
HenpepbIBHbIA BBOA CMECH NEeKapCTBEHHbIX COeANHEHMU
(50 Hr/mn) ¢ nomoLLbio LINPMLEBOTO Hacoca co CKOPOCTbH
20 mkn/muH. Mpu 3TomM BBOAMNK XONOCTY0 NPoby nnasmbi.
XonocTble Npobbl NMasmbl 6bINK NOATOTOBNEHbI C MOMOLLbHO
npoayktoB Bond Elut Plexa komnanuu Agilent n aByx
NPOAYKTOB-KOHKYPEHTOB MpU UCMoNb3oBaHUK meToauk TOJ,
onucaHHbIx Bbile. OTcnexusaHue coaepxxaHua NUNUA0B

B X0/le aHanK3a oCyLLeCTBNANM Ha OCHOBaHUU Macc-
cnekTpanbHoro nepexoaa 184 — 184m/z. Ha puc.1 nokasaHa
MOCTaHOBKa 3KCMepuMeHTa.
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Puc. 1. Cxemamuyeckoe uzobpaxeHue NoCMaHo8KU 3KcnepuMeHma

cpasHeHuA uoHHol cynpeccuu.

1ﬂ]‘lﬂ KanubpoBKM U UccneL0BaHMA TOYHOCTU BOCNPOU3BEAEHUA COAEPXKaHWUIA B Nnasmy

nobasnanu NekapcTBeHHble CoOeAMHeHUA B coomeTcmy}ou.leﬁ KOHLUeHTpauuun. Ona CpaBHeHuA

BENUYMHBI MOHHOW CYNpeccum XomnocTbie Npobbl Nnasmbl 6binu nogsepraytsl TOI.

Ycnosua BIXKX

KonoHka Agilent Poroshell 120 EC-C18, 2,1 mm 45,0 mm,

2,7 mkm (Ne no kar. 699775-902)

Mpu6op >KMAKOCTHbII XpOMaTo-mMacc-CneKTpomMeTp

Agilent 1260 Infinity
MoasuxHan asa A 0.1% BoAHbI pacTBOP MypaBbUHOI KUCTIOTbI

MoasuxHaa dasa B 0.1 % mypaBbUHOI KUCTOTbI B METaHONE

CkopocTb notoka 0.4 mn/muH
Beoaumbliii 06bem 10 mkn
I'paaneHt Bpema (muH) % B

0 10

4,0 90

41 10

6.5 10
Temnepatypa npo6a (25 °C), konoHka

(temnepatypa okpyxatoLuei cpesbl)

McTounuk noHmsaumuu WOHU3aLUA pacnbifieHneM B 3f1IeKTpU4eckom none
B peXXume NnonoxuTenbHbIX NOHOB C
MCnonb3oBaHUEM TEXHONOMMMU TEPMOTrpaANEHTHON

thokycuposku JetStream
Temnepatypa rasa 350 °C
Mook rasa 10 n/muu
Nasnexue B pacnbinutene 2,4 6ap (35 pyHTOB Ha KB. AK0iiM)

Temnepatypa BcrnomoratenbHoro
nepudepuitHoro rasa 400 °C

Ckopoctb notoka
BCMOMOraTenbHoro

nepudepuitHoro rasa 12 n/Mun
MoTeHuman Ha kanunnape 4000 B
Mpo6bi
MC-MC Jueprua Hanpaxenue Ha
bera-6nokarop pKa log P i tparmentope
Auebyronon 9,40 1.7 337.2n116,1 20 128
Haponon 9,67 0.81 3102 2541 12 92
AreHonon 9,60 0,16 267,21 190,1 12 92
Mponpakxonon 942 348 260,21 116,2 16 92
Muugonon 9,25 1,75 249,21 116,1 12 92
Mertonponon
1,90 26821 116,2 16 92

(BHYTpEHHMiA cTaHaapT)

Pe3ynbratbl u 06cyxpaenune

Mo Bcem aHanuTam 6GbInNy NOMyYeHbl XOPOLLUE pe3yrbTaTbl
pasaeneHua U xopollee yep)XnBaHue, 4To 0TPaXKeHo Ha puc. 2.
Ha puc. 3 nokasaHo, 4To CHUXXEHWE UOHHOI Cynpeccuu
ob6ecneynrno Gonee BbICOKYO YyBCTBUTENbHOCTb. Ha pucyHke
noka3aHO COBMeLLieHWe XpomaTorpamMmm no UOHHOMY TOKY AnA
Hajornona, nonyyYeHHbIx ¢ Tpema npoayktamu ana TOJ. Bo Bcex
CMy4anx BBOAMNU XONOCTY0 Npo6y U 0AHOBPEMEHHO
OCYLLIECTBNANN HenpepbIiBHOE BBEEHWE CMECH NTeKapCTBEHHbIX
cpeacts. Mpu ucnonbaosanun Bond Elut Plexa curtan 6bin
BbllLIE, YeM ANA APYrUX NPOAYKTOB B TeYEHWe NoYTU BCEro
aHanu3a. Ha puc. 4 nokasaHo coBmeLLleHMe XpoMaTorpamm o
MOHHOMY TOKY MOHa-NpoAykTa ana nepexoaa 184 - 184 m/z
nony4yeHHbIx ¢ Tpema npoayktamu ana TOJ. MonyyeHHble
[JlaHHble 1eMOHCTPUPYIOT, YTO NPU UCNONb30BaHNK copbeHTa
Bond Elut Plexa noHHaa cynpeccua MeHbLuUe, YeM Y ApYIux
npoayktoB ana TOJ.
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Yucno oTcyeToB B 3aBUCMMOCTM OT BDEMEHU PErncTpaLmm curHana (MuH)

Puc. 2. Xpomamozpamma no uoHHOMY MoKy 0714 npobbi Nasmbl ¢ 006a6Kol aHanu3upyeMbix coeduHeHull, o6pabomaHHol ¢ NOMoWbo NPOOyKMos
Bond Elut Plexa komnaHnuu Agilent (5 Ha/mn kaxcdozo aHanuma).
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Ncnonb3osaHue Bond Elut Plexa semoHcTpupyer
6onee BbICOKYH YYBCTBUTENIbHOCTb B OTHOLLIEHUM
aHanuToB AnA 6onblued yacTu Nnepuoaa rpajuenTa
BCNE/ACTBME MEHbLUEW MOHHOW CYNpPECCUM.

T T T T T T T T
0.5 1 15 2 2,5 3 3.5 4 45 5 5.5 6

Yucno oTcyeToB B 3aBUCUMOCTY OT BpEMEHU PErUCTpaLLlUM CUTHana (MVIH)

Puc. 3. CoemeuweHHble cu2Harbl HA00/10/1a U3 ONbIMOE C Pa3HbIMU NPodykmamu 0na TO3, nonyyeHHble Npu 00HO8PEMEHHOM 88€0€HUU XOT0CMbIX
npo6 nnasmbl U HENPEPLIBHOM 8800€ CMECU J1EKaPCMBEHHbIX 8ewjecms, 0eMoHcmpupyem npegocxoocmeo copbenma Agilent Bond Elut Plexa.
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6,5 —— Agilent Bond Elut Plexa
KonkypeHt W

—— KoHkypeHT P

- —— BBoa noaBuxHoM hasbl

Yucno oTcyeToB B 3aBUCMMOCTH OT BpEMEHW perncTpaummu curiana (MuH)

Puc. 4. OmcnexcusaHue cooepiaHua nunuooe Npu 8eedeHuuU xornocmol npobbl nasmMbl ¢ NOMOUWbIO Macc-cnekmparnbHoz2o nepexoda 184 - 184 m/z,
nokasblearoujee CHUXEHue uoHHol cynpeccuu npu ucnonbs3osaHuu npodykmos Agilent Bond Elut Plexa.

Wcnonb3osanue Bond Elut Plexa o6ecneunBaet npeBocxoAHble npeaensl 06HapyXeHUaA (YpOBEHb
o6Hapyxenua < 0,05 Hr/mn) u npeaensbl konuyectBeHHoro onpeaenenua (< 0,5 Hr/mn). ViccneaosaHue
TOYHOCTM BOCMPOM3BEAEHNUA CoAep>KaHWUA MPOBOAUNOCH NPY TPEX pasHbIX YPOBHAX KOHLEHTPALWiA (HU3KO,
cpeaHeii u BbICOKOIA, n = 6), n cobpaHHble B Tabn. 1 AaHHble NO3BONAIOT CAENaTh BbIBO/ O BbICOKON TOYHOCTH
onpezenaemMbIX COAEPKAaHWUIA U HU3KOM OTHOCUTENbHOM CTaHAAPTHOM OTKNOHEHUM pedynbTatos (% RSD).
KanubpoBouHble KpuBbIe MOCTPOEHbI No AeBATU Toukam (B AuanaszoHe 0,01 — 100 Hr/mn), npu aTom Ana Bcex
COeAMHEeHWIi HabnioAaeTCA 40CTaTOYHO XOPOLLAA MHEHOCTb ¢ KoadtuumeHTamn Koppenauum R = 0,995
(pmc. 5).

Tabnuya 1. Peaynbmamsl uccneo0oeaHus moYHOCMU 80CNPou3ee0eHua cooepxcaull ¢ ucnonbzoeaHuem Agilent Bond Elut Plexa

5 ur/mn 50 ur/mn 100 ur/mn
Mpepen
Mpepen W ] Haiinennoe copepxanue,
% ot % o1 31anoHHoOro % OT 3TanoHHOro Koaddpmument
pKa log P (nr/mn) (wr/mn) 3HaYeHuA RSD (%) 3HaueHna RSD (%) 3Hauenna RSD (%) koppenauun, R

Aue6ytonon 9,40 1.7 0,01 0,05 79.3 05 84,9 0,7 97,0 0.4 0,996
Hagonon 9,67 0,81 0,01 0,05 98,5 0.8 94,7 1.4 1081 08 0,997
AreHornon 9,60 0,16 0,05 05 119,7 2.9 104,0 25 109,0 45 1,000
Mponpaxonon 9,42 348 0,05 05 106,2 37 1099 73 1269 9.7 0,995
Murgonon 9,25 1,75 0,01 0,05 1116 1.3 106,0 3.0 1151 28 0,998
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9 ypoBHeii, ucnonbaosanu 9 yposHei, 9 Touek,

_ ucnonb3oanu 9 Touek, 0 KOHTPONbHbIX MPO6
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R2=10,99685431
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R2=0,99955907

AteHonon

Puc. 5.

T T T T T T T T
30 40 50 60 70 80 90 100
KoHueHTpauma (Hr/mn)

9 ypoBHe#, ucnonb3osanu 9 yposHeii, 9 Touek,
ucnonb3osanu 9 Toyek, 0 KOHTPONbHbIX NPo6

8- y=0,077741"x

7* R2=0,99496149
® -
s & Mponpatonon
5 5
e
3 4
2 3-
> -
£ 2-
o -

'I,

0,

T T T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 100
KoHueHTpaumua (Hr/mn)
9 ypoBHeit, ucnonb3oBanu 9 yposHei, 9 Touek,
1 | ¥cnonb3osanu 9 To4ek, 0 KOHTPONbHbIX NPO6

100720373871 " x

3,5+ R2=0,99620955
- _
s 3-
< 5] AuebyTtonon
z _
: 2
g 15-
z _
s 1]

0,5

1 V¥
0,
T T T T

T T T T T T T
30 40 50 60 70 80 90 100
KoHueHTpauma (Hr/mn)

KanubposoyHbie kpusbie 0na namu 6ema-610kamopos, NOCMpPOeHHbIe N0 0e8AMU MoYKam

(npu koHuenmpayuax — 0,01, 0,05, 0,1, 0,5, 1, 5, 10, 50 u 100 He/mn).



BbiBopbi

Mo cpaBHeHuto ¢ apyrumu npoayktamu ana TOI ucnonbaosaHune
copbenta Agilent Bond Elut Plexa cHuxaet uoHHyto cynpeccuio,
yTo, B CBOIO 0Yepe/b, 06ecneynBaet fyyLlyto YyBCTBUTENbHOCT.
JTyywan yyBcTBUTENBHOCTL O6ECNEUMBAET HU3KME YPOBHU
o6Hapy>xenua (0,01 — 0,05 Hr/mn) n npesenbl KONUYECTBEHHOTO
onpegaenenua (0,05 — 0,5 Hr/mn). Kpome atoro gocturatorca
BbICOKME KoadhthuumenTbl Koppenauun (RZ = 0,995) u xopolwuas
TOYHOCTb BOCMPOKU3BEAEHUA COAEPXKaHUM NPU 0YeHb HU3KOM
OTHOCUTENbHOM CTaHAAPTHOM OTKMOHEHUM PesynbTaTos.

NononuurenoHaa nudopmauna

[lononHutenbHy0 MHOpMaLMio 0 NPOAYKTaxX U ycnyrax Hallei
KOMMaHuUM cM. Ha Beb-caiT
www.agilent.com/chem.

www.agilent.com/chem

Komnanua Agilent He HeceT 0TBETCTBEHHOCTM 3a BO3MOXXHbIE OLUIMGKM B HAacTOALLEM
DOKYMEHTe, a TakXe 3a yﬁbITKM, CBA3aHHble UNn ABNAIOLLNECA CleACTBUEM NONyYeHua
HacToALero A0KyMeHTa, 03HaKOMJTIEHUA C HUM U ero UCrnonb3oBaHuA.

VHchopmaumsa, onucann n cneundmkaumm B HaCTOALLEM JOKYMEHTE MOTyT
6bITb U3MEHeH 6e3 NpeaynpexaeHna.

komnanua Agilent Technologies, Inc., 2011
OtneyvaraHo B CLLUA 1 gexabpa 2013 r
5990-8388RU
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