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MpepnoxeH meToa noTaLUOHHOTO BbAEIEHUS SKCTPaAKTa NP ANCNIEPCUOHHOM XUAKOCTHO-KUAKOCTHOM
MUWKPOIKCTPaKLUMOHHOM KOoHUeHTpupoBaHumn (OXKKMI) moHo-, An- u TpuxnopykcycHbix kucnot (XYK).
B kayecTBe akcTpareHTa ncnonb3oBaH MeTun-mpem-6yTunosbii acpup (MTE3), ero amynbruposaHue
OCYLLECTBNSANM C MOMOLLbIO YNbTPa3BYKOBOro BO3AencTBMSA. KOHLEHTpMpoBaHWe NpoBOAMIN B aMnyne
obbemom 27 M, KOTopasi OCHallleHa Kanunnspamu ans otbopa MMKPOKONMYECTB IKCTpakTa U 0TBOAOM
ans 6apboTnpoBaHus Bo3dayxa. [ponyckaHne Bo3ayxa Yepes aMyrbCUI0 IKCTPareHTa OCyLLEeCcTBEHO ¢
nprYMeHeHneM BOCbMMKaHanbHOro kanunnsapHoro 6apbotepa. [ins ymeHblueHnsa pactsopumoctn MTBO
B BOZIE V1 NOBbILLIEHNS 3P EKTUBHOCTM KOHLIEHTpUpoBaHns XYK ncnonb3oBanu BbicanvsatoLLyo JobaBky
(Na,SO,). Ansa noHoxpomatorpadudeckoro onpeaenexus XYKnposoannu saameHy opraHu4eckoin MaTpuL
9KCTpaKkTa Ha BoAHyt. Moka3aHbl npenmyLecTsa roTaunmoHHoro cnocoba Ageamynscudukaum nepes
LIeHTPUMYXKHbIM: JOCTUMHY Tl KO3 MDULIMEHTbLI KOHLEHTPUPOBAHUS XITOPYKCYCHbBIX KUCIOT B 2-3 pa3a 6onbLuue,
a npepensl obHapyxeHusa XYK B Boge noHmxkeHbl Ao 510 = 410 mr/n, BpeMs BblAeNeHUst aKCTpakTa
yMeHblLUeHo 6onee 4Yem B Tpu pasa. [paBunbHocTb onpegeneHus npumecen XYK B Boge noareepxaeHa
meTodom fobaBok. [okazaHa cTaTucTMyeckas He3Ha4MMOCTb CUCTEMATUYECKON NOrPELLHOCTY MO CPaBHEHMIO
CO cnyyariHol. PaspaboTaHHas MeToamka KOHLEHTPUPOBAHNS B COYETAHMM C MOHHOW Xpomatorpaduei
nossonset onpenenaTb koHueHTpauum XYK B 40-1250 pa3 MeHbLune, 4eM HopMupoBaHHble CaHlMuH un
BOS. 370 faeT BO3MOXHOCTbL MPOBOANTL BbICOKOYYBCTBUTENBHOE onpeaeneHne XYK B Boge 3a4onro 4o
HaCTYNNeHWs KPUTUYECKUX SKOMOTMYECKUX COCTOSIHUN.
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The flotation-assisted liquid-liquid microextraction method of mono-, di -, and trichloroacetic acids
(CAAs) has been developed. Methyl tert-butyl ether (MTBE) was used as an extractant. The emulsification
was performed by the ultrasonic irradiation. The microextraction procedure was carried outin a 27 ml special
tube. It was equipped with the capillaries for sampling the extract and an air outlet. A salting-out additive
(Na,SO,) was used to reduce the solubility of MTBE in water and to increase the extraction efficiency of CAAs.
The air passage through the emulsion of the extractant was carried out using the eight-channel capillary
bubbler. The organic matrix replacement was applied for ion chromatographic determination of CAAs with
the conductivity detection. Current study showed the advantages of the flotation-assisted demulsification
over the centrifugal one. The concentration factors of chlorinated acetic acids were 2-3 times higher. The

134



Ananutuka v KoHTponb.  2021. T. 25. Ne 2.

detection limits of CAAs in water were reduced to (510 - 410-® mg/l). The extraction time was reduced
by more than three times. The trueness of the determination of CAAs impurities was confirmed by the
addition method. The statistical insignificance of the systematic error in comparison with the random error
was shown. The developed method of preconcentration in combination with ion chromatography made it
possible to determine the concentrations of CAAs 40-1250 times lower than the normalized SanPiN and
WHO. This allowed conducting a highly sensitive determination of CAAs in water long before the onset of

the critical ecological state.

Keywords: chlorinated acetic acids, ion chromatography, liquid-liquid microextraction, flotation-assisted

demulsification.

BBEAEHUE

CoBepLueHCcTBOBaHME CNocoboB xuakodasHoro
MUKPOIKCTPAKLIMOHHOIO KOHLEHTpupoBaHus (XKPMI)
UMeeT MPUHUMNManbHoOe 3Ha4YeHne ONns pasBuTus
aHanMTU4Yeckon Xummnn. XKNAKOCTHO-XMAKOCTHAsA MU-
KPO3KCTPaKUMsi B COMETaHUN C XpomaTtorpaduyeckm-
MW U CNEeKTparibHbIMWU METO4AMM aHanm3a LWNPOKO
NPUMEHSIETCS AN NOBbLILLIEHUSI YYBCTBUTENBHOCTM U
3pbheKTUBHOCTM ONpeaeneHns MarnblX KONMYeCTB Npu-
MECHbIX KOMMOHEHTOB B CaMblIX Pa3fiMYHbIX BELLECTBAX.
Cpeau pasHoBugHocTen XKOMO HanbonbLuee npume-
HEHWe HaLLO AMCNEePCUOHHOE MUKPOIKCTPaKLMOHHOE
KOHLIEHTPMPOBaHNE, OCHOBAHHOE Ha YNbTPa3ByKOBOM
3MynbrMpoBaHum aKkcTpareHTa [1, 2].

OpHUM 13 rmaBHbIX HanpaeneHwn passuTtus XKOM3
ABMNSETCA aBToMaTM3aums. BelgeneHme akCcTpakTos, B
GObLUMHCTBE CyYaes, NPOBOASAT LLEHTPUYrMpoBaH1em.
K coxxaneHuto, LeHTpUdYrMpoBaHMe OCMNOXHSIET aBTO-
MaTu3aumio AUCNEePCUOHHOIO XNAKOCTHO-KUAKOCTHOIO
MUKPOIKCTPAKLIMOHHOTO KOHLEHTpUpoBaHus (AXKMI).
Kpome Toro, CyLlecTByeT pUCK pa3pyLUeHUsi EeMKOCTEN
CTEKNSAHHbIX KOHLEHTPaToOpOB Npu LieHTpudyrmposa-
HuK. Mo3TOMy NO YPOBHIO aBTOMaTM3auumM OHa MNoka
elle OoTCcTaeT OT TBepAodasHOM MUKPOIKCTPaKLUN.
AnbTepHaTVBHBIM BapMaHTOM BblAENEHNst 9KCTpaKTa
aBnseTcs hrnotauus.

MWKpPO3KCTPaKLMOHHOE KOHLEHTPUPOBaHUE C
dnoTaumoHHbIM BblaeneHnem akctpakta (PMJ3) ctano

Puc. 1. Cxema npouecca daotaumm: 1 — nysbipek Bo3ayxa,

2 — 4aCTWLbl 3MYSIbIMPOBAHHOMO 3KCTPaAreHTa, 3 —
BOZHan $asza, 4 — IKCTPAKT.

Fig. 1. Scheme of the flotation process: 1 — air bubble, 2 —

particles of emulsified extractant, 3 — water phase,
4 — extract.

passuBatbed ¢ 2012 roga [3-9]. MeTopg cdnoTaumm 3a-
KntoyaeTcst B 06pa3oBaHum KOMMNIEKCOB «My3blpek ra3a
—yacTuuay 1 ux BCMbIBaHUM HA MOBEPXHOCTb KUAKOCTM.
[ocTurHys NnoBepXHOCTUN BOAHON (hasbl, My3bIpbKM rasa
CXJI0MbIBAKOTCS, NIErKNe 3KCTpareHThbl (C NIOTHOCTLIO
MeHbLUEN, YeM Y BObl) arpermpyroTcs B OTAEMbHbIN
BEPXHWIN CNOW, Tshkenble (C 6onbLuen NNOTHOCTbIO, YeM
y BOAbI) OCEAaloT Ha HO KOHL,EHTpaTopa. OTOT MeTOA
ahheKkTUBEH AN BblAeNeHns YacTuy, ruapodobHoro
xapakTepa. MeToq Halen WMpoKoe NpUMEHeHWe B
nogroTtoBke Boabl 4ns nuTbeBbix Lenen [10]. MNpuHumn
dhrnoTaumm cxemaTnyHO N306paxeH Ha puc. 1.
[MaBHOE 4OCTOMHCTBO 3TOro cnocoba Aeamynb-
cudmKaLmm COCTOUT B BO3MOXHOCTM MCNOMb30BaHWs
H6onblumx 06bemMoB Npobbl (4o 35 MmN B Ny6nukauusx).
OTmeueHa 3KCNpeccHOCTb (noTaLMOHHON Ae3MYIbCH-
dvkaummn. MakcumaneHoe Tpebyemoe Ans BolaeneHuns
aKCTpakTa Bpems He npesbiwaeT 10 muHyT [4]. Ons
npoBeaeHns PMO npeanoxeHol NPOCTbIE YCTPONCTBA,
no3BonsoLLme ocyLecTBnaTb 6apboTmpoBaHme rasa
yepes aMynbCUL IKCTpareHTa v oTéupaTb MUKPOOOHLEMBI
BblenuBLLErocs aKkcTpakta. B nutepatype onucaHo
B6apboTnpoBaHune rasa Yepes CTEKMAHHbIV Kanunnsp,
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Puc. 2. Peanmsaumsa R KMI-OM?3: 1 n 3—-6apboTnpoBaHmem
rasa u3 CTeKkAsHHOro Kanunnspa (3, 4]; 2 — un3
MeTaNMYeCcKom Urnbl [5]; 4 —xummdecknm obpasoBaHnem
ny3blpbKoB [6]

Fig. 2. Implementation of DLLME-FME: 1 and 3 —by bubbling
gas from a glass capillary [3, 4]; 2—from a metal needle
[5]; 4 — by chemical bubble formation [6]
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NpUNasiHHbIN K KOHLEHTPATOPY, UMW UIMY MEAULMHCKOTO
wnpuua (cm. puc. 2).

OddekTnBHOCTE PMOI onpepensieTcs obuien
NMOBEPXHOCTbLIO Ny3blpbkoB HapboTUpyemoro rasa.
Yem MeHblUe cpegHui pa3mMep nysblpbka rasa, Tem
Gonblue ero yaenbHas NOBEPXHOCTb 1 ahheKTUBHEE
aeamynbcudmkaumsi. Bo Bcex onncaHHbIX B niutepaType
yCTaHOBKaXx MCMONb30Barics TONbKO OAWH KaHan nogayn
rasa B XMOKOCTb, BHYTPEHHWUI iuaMeTp ero CoCTaBnsn
1.6-0.4 mm. 310 He cnocobecTBOBaNo o6pasoBaHUIo
MEIKMX Ny3bIPbKOB M MOHWXano aheKTMBHOCTb Ae-
amynbcudukaummn. C gpyron CTOPOHbI, NpY pasMmepe
ny3blipbkoB MeHee 0.1 MM 3aMeTHO yMeHbLIaeTcs
CKOPOCTb MX MOABEMA, YTO BEAET K 3aMef IEHMIO Bbl-
[eneHus akcTpakTa. [losTomMy onTuMarnbHble pasmepbl
MWKPOMY3bIpbKOB rasa AosmkHbl cocTaBnaTb 0.1-0.2 Mm.
3amMeTHOE NOBbILLEHNE CKOPOCTY BblAENEHNS 3KCTpaKTa
JOCTUTHYTO C 06pa3oBaHNeEM MUKPOMY3bIPbKOB YIMEKUC-
NOro rasa HenocpeACcTBEHHO B CAMOM KOHLEHTpaTope
no peakuun pactTBopmmoro kapboHarta ¢ kucrnotou [6].
[ns yKpynHeHnst MMKPOMNy3blpbKOB 40 ONTUMAasIbHOro
pa3mepa B TeyeHne 30 cek. Mcnosnb3oBanocb MHOMO-
KpaTHoe obny4eHune KOHLEeHTpaTopa yrnbTpa3ByKOM.
HepocTatku aToro metoga cBs3aHbl C HEOOXOAUMOCTbHO
BBeAEHMS BONbLIOro KONMYecTBa AONOSHUTENbHbIX
peareHToB, KOTOpble MOTyT 3arpsi3HNTbL obpasey, 1
NOBbICUTb (YXyALWNTb) Npegen obHapyxeHus.

Llenbto HacTosiwen paboTel ABNsAnack paspa-
GoTKka yCTpOWCTBa M METOAMKU AN prOTaLMOHHOIO
BblAENEHUS NETKNX SKCTPAreHTOB (C MEHbLUEN, YEM Y
BOAbI, MMOTHOCTBI) U3 UX 3MYTbCUIA.

3KCNEPUMEHTAJIbHAA YACTb

Peakmuebi. 3 HeKTUBHOCTL hNOTaLMOHHON
4e3MynbCcMdUKaLmMm OLeHeHa Ha NpuMepe KOHLEH-
TPUPOBaHUS XITOPYKCYCHbIX kncnoT (XYK) n3 BoaHbIx
pacTBOPOB METUI-MPem-0yTUNOBbLIM 3PUPOM «X.H.»
TY 2632-118-44493179-08 (MTBJ). [ina npuroTtos-
neHus pabouynx pacTBOPOB MCMOMbL30BaNM MOHOX0-
PYKCYCHYI0 KMcnoty «4.» TY 6-09-13-674-78 (MXYK),
ONXTIOPYKCYCHYO KMCROTY «4.» TY 6-09-11-1926-85
(AXYK), TpMXnOpYyKYCHY0 KUCAOTY «4.» TY 6-091926-
77 (TXYK) n nemoHn3oBaHHyo BoAy, NPUroTOBNEHHYHO
no metoauke [11].

O6opydoeaHue. XXnokocTHbI xpomaTorpad
LC-20ADsp cpmpmbl Shimadzu ¢ KOHAYKTOMETPUYECKUM
OETEKTOPOM M NeTnen-go3aTtopom obbemMom 50 MK.
AHanuTtuyeckas konoHka pasmepom 4:150 mm cogep-
ana LeHTpanbHO-NpUBUTON aHNOHUT «KaHk-AcT» B
OH~-dopme, nogasnstoLlas konoHka pasmepom 4-150
MM — kaTuoHuT KY-2x8 B H*-hopme. TemnepaTtypa
cuctembl 32 °C. O6bem neTnu-go3atopa CocTaBnAn
50 mkn. B kayecTBe antoeHTa UCNonb30BaH pacTeop,
cogepxawun 1MM TnposmHa n 1MM KOH, ckopocTb
noToka coctasnsana 2 mn/mvH. Becbl aHanutuyeckme
Shimadzu AUX320, Hacoc 1Y-23, yneTpa3sykoBasi BaHHa
MCB-Tanc 133505 ¢ MOLLHOCTbIO reHepaTopa ynsTpas-
Byka 50 BT n pabouel yactoTom 35 kI, CTEKMAHHBIN
KOHLieHTpaTop Ans prioTaLMoHHON Ae3aMynbCeudmkaLmm
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€MKOCTblo 27 Mn, Mukpogo3aTtopbl HTL 20-200 mkn u
DragonLAB TopPette Pipettor 2-20.

Ycmpolicmeo 9ns gpiomayuoHHoOUl 0eamyrnbcu-
¢ukayuu. [ina pnoTaLnMoHHOro BblAeNeHNs IKCTPaKTa
pa3paboTaH KOHUEHTpaTop, M300paKeHHbIN Ha puc. 3.
OH npegcTtaBngaet cobon amnyny n3 MonmbaeHOBOro
ctekna obbemom 27 mn. B BepxHewn yactu amnynbl
pacnonoxeH kanunnsap 1 anametpom 2.50 + 0.05 mm ans
oTbopa MMKpoKonunyecTB akcTpakTa. OTBOA 2 He0OXoaMMm
4ns nobaBneHns BoAbl 4111 BBITECHEHWS 9KCTPaKTa B
kanunnsp 1. K AZOHHOM YacTu KOHLeHTpaTopa npunasH
MONNMPOBaHHbIN BBOA, 3 BHYTPEHHUM AnameTpom 8.15
1 0.05 MM, BHYTPM KOTOPOro HaxoaUTCs TedPNIOHOBbLIN
WwTok 4. BapboTnpoBaHne Bo3agyxa Yepes aMynbCUto
3KCTpareHTa ocyLecTBNANM NOCpeLCTBOM BOCbMU
KBapLeBbIX KanunnapoB 6 BHYTPEHHUM AuamMeTpoMm
0.2 MM, pacnonoXeHHbIX B BEPXHEN YacTu LWITOKa
4. OTBOA 5 CNYXUT ANst NOACOEANHEHUS Hacoca U
nogayv Bosgyxa.

Memoduka akcnepumeHma. AHanu3npyembii
obpaseL, Bogbl 06bEMOM 23 MIT MOMELLASIN B CTEKISHHYHO
npobupky n godasnanu 1.25 Mn KOHUEHTPUPOBaH-
HOW CepHOMN KMCMNOThbl AN NepeBofa XMOPYKCYCHbIX
KUCIOT B MOneKynsapHyto dopmy [12]. Ana ymeHb-
LWEeHNA pacBOPUMOCTU SKCTpareHTa u noBbILLEHUS
APPEKTUBHOCTU KOHLEHTPUPOBAHUS NpUMeECEN B
npoby fobaenanu BeicanueaTenb — cynbaT HaTpus
[12, 13]. 3aTem B npobupkKy wnpuuem seogunu 1 mn
MTEQS ¢ ogHOBpeMEHHbBIM 065TyYEHNEM YNBTPA3BYKOM.
[Mony4yeHHy0 aMynbCUIO NEPEHOCUNN B KOHLIEHTpa-
Top. Ons dornoTaunmoHHOro BbiAENEHNST 3KCTPaKTa C
NnomMoLL b0 NopTaTUBHOro Hacoca [Y-23 nposoaunu
6apboTrpoBaHme Bo3gyxa. CKOpoCTb NOTOKa BO3AyXa
cocTtaBngna 25 mn/mMuH. Temnepartypa B npouecce
KOHLEeHTpupoBaHus coctaBsnana 23 + 0.5 °C. Ons
3amMeHbl opraHuyeckon Matpuubl akctpakta (MTBJ)
Ha BOAHYO0 a3y npoBogunm ncnapeHue agupa B
Yaluke MNeTpu co ckopocTbio 4:10-4 mn-cm?-¢'. Mnowaab
3epkana ncnapeHusi coctaensna 2.5 cm?. KoHeuHyto
Maccy KOHLEeHTpaTa yMeHbLuanu o yposHs 1-2 mr. K
ocTaTky AobaBnanv 50 Mk antoeHTa u nepeMeLLnBany
CTEKISHHOM NanoYkon, oToMpanm WnpuLemM 1 BBOAWUU
B XpomaTtorpad [14].

A b

Puc. 3. YcTpoiicTBo ANs GNOTaUMOHHOM Ae3MyNbCUbUKALMN.
A—06Lmnii Bna, b—yBEANYEHHbIN GParMeHT HUXKHEN
YyacTu.

Fig. 3. Device for flotation demulsification. A— general view,
b — enlarged fragment of the lower part.
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PE3Y/NIbTATbI U X OBCY X AEHUE

MamepuanbHbIl 6anaHc akcmpazeHma. Mpu
npoeefeHun M3 BO3MOXHbI BonbLUMe NoTepu ner-
KOneTy4ero aKcTpareHTa, N03TOMy BaXKHbIM SIBMSIETCS
OLeHKa JONN pacTBOPUTENS, YHECEHHOIO ra3oM u
pacTBopuBLLUErocs B Bofe. Beicokoe 3HayeHne notepu
pacTBOpUTENS 3a KOPOTKUA NPOMEXYTOK BPEMEHN
MOXET NPUBOAMNTbL K YHOCY OnpeaensiemblX TpumMecen.
OkcnepuMMeHTanbHoe onpeaeneHme pacTBOPUMOCTH
meTun-mpem-6yTunosoro acvpa B BOAE C KOHLIEH-
Tpauuen cynbdata HaTpusa 24 % macc. nokasano,
4yT0 OHa cocTasnseT 0,5 mn (50 % npobel). O6bem
cobpaHHoro akcTpakTa paBeH 0.3 mn. Toraa oobem
MTBEQS yHeceHHoro rasom coctasnset 0.2 mn. Takum
obpa3som, noTepu pacteoputens npu ®M3 coctaBnsioT
0,7 mn unmn 70 %. 3TO MeHbLUe, YeM NPUBOAUTCS B
nutepaTtype (cBbiwe 90 %) [3, 5].

UccnedoeaHue npodosmkumenbHOCMU
¢ghsiomayuu u 803MOXKHbLIX Momepb npumecell.
3aBncnmocTb Maccebl XYK B aKCTpakTe OT Npogorku-
TEeNbHOCTU Aeamynbcurkaumm nokasaHa Ha puc. 4.
Macca npumecei B akCTpakTe B TpoMexyTke oT 3 40 5
MUWHYT OCTaBanacb NpakTuyecku HemameHHon. MNocne
NATON MUHYTbI OTMeYeH obpaTHbI nepexod XYK B
BOAHYI ha3y. JTO CBA3AHO C YHOCOM 3JKCTpareHTa
6apboTnpyembiM ra3om 1 KOHLEeHTprpoBaHneMm XYK
B OCTaBLUEMCS KCTPAKTE 40 3HAYEHUIN KOHLEHTpaLuuK,
npeBbIaloLLEeNn paBHOBECHYO BeNnYuHy. Noatomy,
3a onTuMarnbHoe BpeMs corioTaumm BeldopaHbl 3 MUH.

Ha puvc. 5 npuBegeHa xpomaTtorpamma npsiMoro
aHanusa BoOoMNpOBOAHOM BOAbI U KOHLIEHTpaTa, nony-
YEHHOro ¢ (POTALMOHHBIM BblAENEHNEM IKCTPaAKTa
(pnc. 6). O4yeBMAHbBI 4OCTOMHCTBA pa3paboTaHHOro
KOHLEHTPMPOBaHUSA — B 9KCTPAKTE OTCYTCTBYHOT Me-
watouime nmkn MmatTpuyHbix komnoHeHTos (Cl, NO,,
SO,*) v noBbILWEHa YyBCTBUTENbHOCTb ONpeaeneHns
nccregoBaHHbIx npumecen XYK.
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Puc. 4. 3asucmmocTb Maccbl XYK B 3KCTpaKTe oOT
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Fig. 4. Dependence of the mass of CAAs in the extract on
the duration of flotation.
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Puc. 5. XpomaTorpamma obpasLia MCxoAHOW BOAONPOBOAHOM
BOZbI.

Fig. 5. Chromatogram of the tap water sample.
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Puc. 6. XpomaTorpamma aKCTpaKTa, MOAy4eHHOro MUKPOIKC-
TAKLMOHHbIM KOHLEHTPMPOBAHWMEM BOAOMNPOBOLHOM
BO/bl C GJIOTALUMOHHbBIM BblAENEHMEM IKCTPAKTA:
MXA —moHoxnopaueTaT, AXA—amnxnopauetat, TXA

— Tpux/0opaLeTar.

Fig. 6. Chromatogram of the extract obtained by the mi-
croextraction preconcentration with the flotation
separation of the extract: MXA —monochloroacetic,
OXA —dichloroacetic, TXA — trichloroacetic acids

CpaeHeHuUe MUKPO3KCMPaKyUOHHO20 KOHUEH-
mpupoeaHusi ¢ hJIoMayUOHHbLIM U UeHMpPUQYXHbIM
ebidesieHueM akcmpakma. [Jns oLeHKu 3 PEKTUBHOCTM
('bJ'IOTaLI,I/IOHHOFO BblAeJieHNUA 3KCTpaKTa pacCyHnTaHbl
CTeneHn n3BneYeHns n KoaMUUNEHTbI KOHLEHTPU-
POBaHUS XITOPYKCYCHbIX KUCIOT U3 BOAHbLIX CMeceNn

Tabnuua 1
CpaBHeHue cTeneHei nssneyeHns n KoadduumeHTos
KOHLEHTPMPOBaHMA ANA GAOTALMOHHOTO U LLEHTPUYKHOIO
BblaeneHuns aKkcTpakTa (P =0.95,n=3)

Table 1
Comparison of and enrichment factors for flotation and
centrifuge separation of the extract (P =0.95,n=3)

dnotaunoHHoe
AHanut BblAeNneHne HenTpucyruposanie
R, % K R, % K
MXYK 18+2 89+9 50+5 48 +5
OXYK 22+2 108 + 11 45+ 4 35+3
TXYK 1311 657 31+3 30+3
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(tabn. 1). CteneHb nssneyermsa XYK paccuntbiBanu
no dopmyne:

- -

R’% — IKCH IJ’J' 100

&

Biaex ) ’

roe CBW) — UCXoHas KOHLEHTpaLus onpeaensemMbix
BeLLeCTB B BOOAHOM pacTsope, M1, V,—obbem ucxoa-
HOTO BOAHOrO pacTeopa, mi, V, — obbem akcTpakTa
rnocrne 3aMeHbl MaTpuubl, paBHbin 0.05 Mn, C,, _—3Kc-
nepuMMeHTanbHO YCTaHOBMEHHas KoHUeHTpauusa XYK
B 9KCTpaKTe rnocrie 3aMeHbl MaTpuubl, Mr/m.
KoadbdmumeHT KoHUeHTpMpoBaHua K paccuu-
TbiBaIu, Kak OTHOLUEHNE KOHLUEHTpauum aHanuTa B
3KCTpakTe nocne 3ameHbl MaTpuLbl Ha BogHyo C

K KOHLEHTpaLuum B UCXo4HOM BOAHOM pacTeope C

K — C.?.l.'ui
Cﬂlfrrt ¥

aKken

B(ucx):

Kak B1aHO 13 Tabn. 2, npumeHeHne pnoTaumoHHOro
BblAENeHNs 9KCTpaKTa NO3BONMIIO PACLUMPUTb BOZMOXHO-
CTU METOAMKM MUKPOSKCTPAKLIMOHHOIO KOHLIEHTPUPOBaHUs
XYK, no cpaBHEHWIO C NPUMEHEHUEM LIEHTpUYrMpoBaHus
[17]. MoBbIweHne K03 PULMEHTOB KOHLIEHTPUPOBAHWS
oObsiICHsIeTCA BO3pacTaHneM obbema BoAHOM dhasbl
V1, COOTBETCTBEHHO, YBEIMYeHMeM COOTHOLIEHUS
V,/V, B cnyyae priotaunoHHo Ae3amynbendukaumum.
MNpegnaraemein cnocob okazancs 6onee aKCnpPeccHbIM
Mo CPaBHEHUIO C LEHTPUPYXKHbIM. MakcumarnbHbIn
o6bem akcTpakTa — 300 Mkn — Bblaensietcsa nocne 3
MVH (bNOTauMOHHOTO BO3aencTeus. [oTtepun npumecen,
Kak aTo crnegyeT 13 puc. 4 He HabnogaroTcs.

lpedenbi ob6HapyxeHus XYK. B 1abn.2 npu-
BeJeHbl AOCTUTHYThIEe Npeaenbl 06HapyxeHus XYK.
Mpepensl o6HapyxeHus XYK ¢ npyumeHeHneM Mu-
KpoakcTpakumm C 22, C UM3 paccymnthiBani eneHmem
npegena npsmoro obHapyxeHus C """ (HangeH no
3S-kpuTEpUio) Ha COOTBETCTBYIOLLMIN KOIPDULMEHT
KOHLIEHTpMpoOBaHus K.

Tabnuuya 2
Mpeaensl ob6HapyxkeHna XYK
Table 2
Time limits of CAAs detection
noK
C 102, | C UM3-102, | C °4-102, | CaHluH, | BOS,
Ananut mr/n mr/n* mr/n** C10? C-10?
mr/n mr/n
MXYK 5 0.1 0.05 5 2
OXYK 7 0.2 0.06 - 5
TXYK 25 0.8 0.40 500 20

Mpumeyaus: *C “M9-—npenen obHapyeHna XYK, nonyyeHHbIi
C NPUMEHEHMEM MUKPOIKCTPAKLIMOHHOTO KOHLEHTPUPOBaHMSA
C LEHTPUGYHBIM BblAeNeHnem sKkcTpakTa; **C ®M-—npesen
obHapykeHna XYK, nonyyeHHbI C NpUMEHEHNEM MUKPO-
9KCTPAKLMOHHOIO KOHLEHTPMPOBAHUA C GI0TaLMOHHbLIM
BblOENeHMEM IKCTPaKTa.
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Tabnuua 3
MoartsepaeHuWe npasuabHOCTM onpegeneHna XYK metogom
pobasok (P=0.95,n=3)

Table 3
Confirmation of the trueness of the determination by the
addition method (P =0.95, n = 3)

HanpgeHo, [o6asneHo, OnpegeneHo,
AHanut
C 102, mr/n Cﬂ06-102, Mr/n CCYM-102, Mr/n
0.6 1.5+0.3
MXYK 1.0+0.2 12 22104
1.0 23204
OXYK 1.3+0.3 25 38405

Mpenenbl 06HapyxeHnsa ¢ MCNoNb30BaHNEM
dnoTaumm okasanuck B 2-3 pasa HUxe, YeM C LIEHTPU-
yrnpoBaHMeM HECMOTPS Ha AABYKPATHbIV MPOUTpPbILL B
cTeneHn nseneyeHus (cm. Tabn. 1). 3to obbsacHAeTcH
BO3MOXHOCTbIO 3KCTpakLmm u3 66nbLuero obbema npo-
Obl BOAb! (B LLECTb pa3) N0 CPaBHEHWIO C BblAeNEHNEM
3KCTpaKTa LEeHTPUYrMpoBaHUEM.

Kak BugHo 13 tabn. 2, 4OCTUrHyTble Npeaensi
obHapyxeHnsa XYK Ha gBa-Tpu nopsigka Huxe 3Ha-
yenun MNAK.

ModmeepxdeHue npasunbHOcMu onpedeneHust
npumeced. [NoaTeepxaeHne NpaBMbHOCTY aHanm3a
nposogunu metogom gobasok XYK B peanbHyto Bo-
AonpoBoAHyto Boay (tabn. 3).

W3 Tabnuubl cnegyeT cTaTucTUYECKas He3Hauu-
MOCTb CUCTEMATUYECKON MOrPELLIHOCTU MO CPABHEHNIO
CO CIy4aviHOW, YTO NOATBEPXAAET NPaBUMbHOCTb
MOMyYeHHbIX PE3ynbLTaToB.

3AK/TIOMEHUE

Takum obpasom, paspaboTtaHHas meToamka gno-
TALMOHHOrO BbiAENEHNs IKCTPaKTa B MUKPOIKCTPAKLM-
OHHOM KOHLeHTpupoBaHum XYK nossonuna B 2-3 pasa
NOBbICUTb KO3 PULIMEHTLI KOHLLEHTpUpPOoBaHUA XYKu
NMOHU3UTL Npefenbl OOHapPYXXeHWUst TUX aHANMUTOB MO
cpaBHeHmto ¢ XKM3 ¢ ueHTpudpyrupoBaHmem. Bpems
BbIAEMNEHNSI IKCTPAKTa YMEHbLLEHO A0 3 MUHYT, Y4TO B
3.3 pasa HWxe YeM C MpUMEHEeHUeM LeHTpudyrmpo-
BaHus1. PaspaboTaHHas meToauka KOHLEHTPMPOBAHNSA
B COYETaHMUM C MOHHON XpomaTorpadumen no3sonseT
onpeaensatb koHueHTpauum XYK B 40-1250 pa3 meHb-
e, 4yeM HopmupoBaHHble CaHlnH n BO3. 31o faet
BO3MOXHOCTb NPOBOAUTL BbICOKOUYYBCTBUTENbHOE
onpegeneHve XYK B Boge 3a4onro 40 HacTynneHus
KPUTUYECKMX SKOMOTNYECKNX COCTOSHUN.
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