S MpencTaBneH cnocob 13BNeYeHNA 1 NOCNeAyLLEro KONMYECTBEHHOro
' : Agilent Technologies OnpefeNeHnA KOHCePBaHTOB (6eH30/HOI 1 COPOMHOBON KCNOT B Macnax 1
'——Authorized Partner Laboratory cnpedax MeTo0M MUKPO3MYJTbCUOHHOM KUAKOCTHOM xpomatorpacun. Metog
XapaKTepuayeTcA HU3KUMM Npeaenamm 06HapPY>KEeHNA 1 IKCNPEECHOCTbIO.
ABTOpbI
AB. [nporog (Andrey Pirogov) J1.C. BeepneHue

Cokonosa (Lidia Sokolova)
MpencraBneH cnocob u3BNeYeHUA 1 NOCNeyHLLIEro KONMYECTBEHHOTO

MoCKOBCKMH r0CYapCTBEHHbII onpeaeneHna KoHcepBaHToB (6eH30MHON 1 cOp6MHOBOIA KMCNOT B Macnax u
yHusepcutet nmern M.B. cnpefiax MeTojoM MUKPO3MYbCUOHHOM XMAKOCTHO Xxpomarorpadmun. Metog
JlomoHocosa, Xumundeckuit XapakTepuayeTca HU3KUMU npeaenamm 06HaPY>KEHNA 1 3KCNPEECHOCTbHO.
thakynbTer.

Yxxe 6onee AecATM NET MUKPOIMYbCUM UCTIONb3YHOT B KAYECTBE MOABUKHOIM
thasbl B BbICOKO3HEKTUBHOI XKMAKOCTHON XpomaTorpachuu. 310T pexkum BIXKX,
Ha3bIBaeMblii MMKPO3MYTIbCUOHHOM XWaAKOCTHOI Xxpomatorpadpueid (MIXKX),
npeacTaBnAeT pacTyLUMii HTepec 6naroaapa CBOEN YHUKanNbHOM CeneKTMBHOCTH
Mo CPaBHEHWIO C BapuaHToM 06pallieHHO-(ha30Boi XKMAKOCTHON Xpomartorpacum
11 MIPU 3TOM XapaKTepu3yeTcA J0CTaTo4YHO BbICOKON 3(DAEKTUBHOCTbLH. 3TOT
MeTO[, ABNAGTCA 0YeHb MEepCNEeKTUBHBIM, NOCKONbKY COCTAB MUKPO3MYIIbCUM,
CMOMb3yemoii B KaUeCTBE MOABWKHOI hasbl, MOXKHO BapbUPOBATh B LLIMPOKMX
npegenax u, Takum 06pasom, MMEHATb 3MHOMPYHOLLIYIO CUIY, YTO aeT BO3MOXKHOCTb
0HOBPEMEHHO B M30KPATUYECKOM PEXMME OnpeaenaTb rnapotunbHble n
rMapoobHbIe COeaNHEHNA.

OpHum 13 Hanbonee nepcneKTnBHbIX HanpaBneHmM ABJIAETCA BO3MOXXHOCTb
MCNoJ1b30BaHNA MVIKpOSMyJ'IbCVIﬁ B I'IpOGOI'IO,ElFOTOBKe. Nx YHUKalbHaA
como6|/|n|/|3|/|py+0u4aﬁ cnoco6HOCTb NO3BONAET U3BNEKATh BELLECTBa DGSHML{HOM
MpUPOAbI N3 CITOXKHBIX Matpul aHann3npyembix 06bEKTOB.
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3KcnepumeHTaanaa 4yacTtb

O6opyanoBaHue
1200 Binary Pump G1312A
1200 Degasser G1379A
1200 Autosampler G1379A
1200 Thermostatted Column Compartment G1316A
1200 Diode Array Detector G1316A

ViamepeHue n o6paboTtka AaHHbIX

Column Agilent Eclipse XDB-C18. 4.6x150 MM, SMkm
Part No. 993967-902
Mobile phase Mukpoamynbena: 2% nopeumncynbdar HaTpua,
0.6% H-rentaH, 6% H-6yraHon, pH 3
Elution /13okpatnyeckoe
Flow rate 1 Mn/MuH
Column temperature 30°C
Injection volume 20 mkn
Needle wash 2 CeK aLeTOHUTPUIOM
Wavelength 240 Hm
Slit 4 Hm
Data rate 80 Hz
Flow cell CraHpaptHaA - 13 mkn
[pobonoarotoBka PeakTtuBbli

MeToa noaxoanT ANA aHanu3a CNMBOYHBIX MAcen 1 cnpeaos,
HaxoAALLMXCA B NpoJayke B PO3HMYHOI 1 onToBoii cetax PO.
HaBecky macna maccoii 0.5r nomellany B nnacTukoByto
npo6upky 1 aobasnanu 10 Mn mukpoamynbcum coctasa 2.0%
popeunncynbara Hatpua, 0.6% H-rentana u 6% H-byraHona
(pH 3). Mpobupky NomeLLany B yNbTPa3ByKOBYH BaHHY Ha

10 muH. Mocne atoro B npobupky Tuna «3nneHaopd»
eMKOCTbI0 2 Mn oTbupanu 1Mn Npobbl 1 3arpy>kanu B

LeHTpudoyry. Lientpudpyrmposanm 2 munyTbl npu 16 000 06/MuH.

HukHWiA cnoi sKuaKocTv BBOAUNIM B xpomatorpad.

licnonb3osaHbl cnepytoLve peakTvsbl [Joaeumncynbdat
HaTpua (> 85%, Panreac, EC), H-rentaH (> 99%, Panreac,
EC), v-6ytaHon (> 99.5%, Panreac, EC), dhocchopHan kucnorta
(4.n.a., 85% BoaHbIi pacTeop, Panreac, VcnaHua),

6eHsoat Hatpua (>99%, ZOCh, Monblua), copbat kanua

(> 99%, Panreac, Vicnanna) AuetoHnTpun, KBanudmkaLmm
unctoThl «gradient graden 6bin nonyyeH u3 Biosolve Chemie,
Huaepnaxabl. [levoHn3oBaHHaA BOAA NOMyYeHa C NOMOLLbHO
Milli-Q Integral system, Munnunop, CLUA.




MNoarotoBka antoeHTa MporpammHoe obecneyexue

B cteknaHHyto 6aHKy emkocTtbio 250 mn gobasnanu 91 mn Agilent ChemStation A.10.02.
[Ie1OHM30BaHHOI Boabl 1 2.0 T foaeumncynbgata HaTpus.

PacTBopAnM Npu nepemeLLnBaHum B TeueHne T MUHYTBI.

3atem B 6aHKy aBTOMaTU4YECKIUM [103aTOPOM JJ06aBNANM

0.88 mn H-rentaHa 1 7.4 mn H-6yTaHona. baHky nometanu Pesynbratbi u ux obeyxpaenne
B YNbTPa3BYKOBYH BaHHY Ha 3 MUH. 3aTem No Kannam npu
nepemeLLBaH1M 106aBNANK HOCHOPHYH KUCNOTY [0

pH 3. Monyyanu 100 mn nopgsuskHoii hasbl coctasa 2.0%
popeuuncynbata Hatpua, 0.6% H-rentaHa n 6% H-6yTaHona
(pH 3).

Mpu UCNONb30BaHNM MIUKPO3MYSbCUI B KAYECTBE 3KCTPareHTa
CYLLIECTBEHHO CHIXKAHOTCA BPEMEHHbIe 3aTparbl Ha
npo6onoarotosky (Puc.1).

CpaBHeHue npo6oONOAroTOBKK B ABYX pe>XKMMax

00-BIXX M3XX
PacTBopeHue HaBeckun B MeTaHose PacTBopeHue HaBeckn B MUKPO3MYTbCHN
B ynbTpa3BykoBoii baHe B ynbTpa3sykoBoii baHe
(30 muH.) (10 muH.)
lNepemelLmnBaHne
(20 muH.)
' !
LlenTpuchyrupoaxie LlenTpuchyruposaxme
(5-10 muH.) (5 MuH.)
OunbTpauua
yepes LNpuL-nbTP
(0,45 mkm.)
l \ /
55-60 mun. \_ )
v
Mpoba

Puc.1 OueHka BpeMeHHbIX 3aTpaT Ha Npo6onoaroToBKy B TpaauumoHHom Bapuate (00-B3XKX) u npu ncnonbaoBaHum MUKpoamynbcum B kayecte akcTpareHta (M3XKX).



Ha puc.2 npreeaeHa xpomarorpamMma Xpomarorpamma
KOHCepBaHTOB B cnpeae «Kpemnesckoey ¢ UCronb3oBaHnem
MWKPO3MYTIbCUN B KAYECTBE 3KCTPareHTa y noaABUKHOM chasbl.
[locTuraetca akcnpeccHoe (MeHee b MUHyT) onpeaenexne
LieneBblX KOMMOHEHTOB MpW NOJTHOM Pa3peLLeHinit MUKOB 1
OTZENEHUM UX OT MMKOB MELLIarOLLMX BELLeCTB B MaTpuLie
npoobl.
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Puc. 2. Xpomatorpamma koHcepBaHTOB B cripesie «KpemneBcKoe ¢ UCTosb3oBaHem
MWKPOIMYTIbCUW B KaYeCTBE SKCTpareHTa v noasuskHoii chassl. Konowka: Agilent Eclipse
XDB-C18. 4.6x150 mm, bmkm. IntoenT: 2% noneumncynbdat Hatpua, 0.6% H-rentaH,
6% H-6ytaHon, pH 3. CkopocTb noToka antoeHta 1 mn/muH. Temnepatypa konoxku 30 0C.
06bem Boanmoit npobbl 20 Mkn. CnekTpodhoTOMETpIUYECKO. AETEKTUPOBAHIE NPK
240 Hm. Mukn: (1) - copbuHoBan k1cnoTa, (2) - 6eH3oiiHaA kucnoTa.

HBKOTOpre METPOJIorn4yeckmne XxapakrepmucTukn cnocoba
onpenenexHna npueeaeHbl B Tabnuue 1.

Cop6uHoBan 0.04 0.9992 0.1-500
Kucnorta
bensoitHan 0.06 0.9993 0.2-500
Kucnota
Tabnuua 1
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3akniouenue

PaspabotaH crnocob 3KCrnpeccHoro KonMYecTBeHHOro
W3BNEYEHMA N OIHOBPEMEHHOTO OnpeaeneHua CopenHOBOIA

1 6EH301iHOI KMCNOT B cripeax U Macnax MeTooM
MUKPO3MYIbCUOHHOI XXWAKOCTHO! XpomaTorpacui co
cnekTpocoToMeTpUYeckM feTekTpoBaHuem. Mpeaensi
obHapyxeHua coctasnaoT 0.04 1 0.06 mr/n cooTBETCTBEHHO.
MokasaHo, YT0 NPeAN0XKeHHbIA cnocob No3BoNAET COKPATUTH
o6iLLiee BpemaA NpobonoaroToBKYA (Mo CPABHEHMED C CYLLIECTBYHOLLIMMM),
Kak MuHUMyM, B 4 pa3a, ¢ 60 1o 15 MuHyT.
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