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C uenblo NoBbILIEHNUSI YyBCTBUTENBHOCTM MOHOXPOMAaTOrpaduyecKoro onpeaeneHms MoHo-, au-, n
TpuxnopykcycHou kucnot (XYK) B Boge npeanoxeHo npeaBapuTenbHOe 3MyNIbCUOHHOE MUKPOIKCTPaKLM-
OHHOE KOHLEHTPMpOBaHWe. OMYbrMpoBaHne 3KCTpareHTOB OCYLLECTBISANN C MOMOLLIO YbTPa3ByKOBOIO
BO3/eNCTBYSA. B kKayecTBe aKCTpareHTOB MCNOMb30BaHbl ANATUMOBBIN M METUN-mpem-6yTUnoBbIA 3dupsl.
[MpoBeaeHHOe cpaBHeEHWe 3KCTpareHToB nokasano npevMyLiectsa MetTun-mpem-6yTunosoro adupa:
cTabunbHy0 arperaumio B oTaenbHyo dady nocne AUCneprupoBaHns, OTCYTCTBME NOTEPb IKCTpareHTa
Ha CcTagusix aHanusa BCNeacTBue netyyecTtu. [Ansa CHMXKEHUSA NpeaenoB obHapyXeHUs 1 ynydlleHums
NoHoxpomaTtorpaduyeckoro pasgeneHus XYK npoBogunm 3aameHy opraHM4eckon Matpulbl 9KCTpakTa
Ha BOAHYIO NyTEM MCMapeHns aKCTpareHTa npy KOMHaTHOW TemnepaType U pacTBOPEHWS CyXOro octaTka
B antoeHTe. OcyllecTBeHne AaHHOW onepawlmmn No3BOMUIO TakXke YCTPaHUTb CIOXHOCTU, CBSA3aHHbIe
C aHanM3oM OpraHM4Yeckux 3KCTPaKTOB METOAOM MOHHOMN XpomaTtorpadum ¢ KOHOQYKTOMETPUYECKUM
OETEKTMPOBaHNEM. DKCNEePUMEHTANbHO AOKA3aHO OTCYTCTBME NOTEPb MCKOMbIX aHANUMTOB Ha AaHHOWN
cTagmun. YcTaHoBMNeHbl 3aBUCUMOCTN 3PAEKTUBHOCTUN MUKPOIKCTPAKLMOHHOIO KOHLIEHTPUPOBaHUS OT
pasnuyHbIX MapamMeTpoB npoLiecca (Bpems yrnbTpa3ByKOBOro BO3AEeNCTBUSA, BPeMS LeHTPUdyrnpoBaHus,
06beM SKCTpareHTa, KOHLeHTpaums coneBon gobasku). JocTUrHyTel npeaensl obHapyxeHus 1-10-3 —
810 mr/n, yto B 20—600 pas3s Huxke, YeM NpeaernbHO AonycTuMble 3HadYeHuUst ans XYK B nutbeBoi Boge.
MpenmyLecTBaMmu MeTOAMKN Nepes onyo6nnkoBaHHbIMM paboTaMm SBNAOTCA TaKXKe yaaneHue MeLlaroLmx
npumecen Ha ctagum KoHueHTpupoBaHus XYK, manbie 06beMbl Mcnonb3yemMoi Boab! (4.1 M) n BBOAUMOMN
B XpomaTorpad npobbl (50 mkn). OTHOCUTENbHAas NOrpeLIHOCTL onpeAeneHns He npesblwaeT 25 %.
lMpeonaraemasa metogmka anpobupoBaHa aHanuaom obpasLos BoAoNpoBoAHoOM Bogbl. OBHapyKeHbl
MOHO- 1 AUXIIOPYKCYCHAs KUCNOTbI, X COAepXaHue He npeBbiwano 3HadeHun MOK.

Knroyesbie croea: XNOPYKCYCHbIE KUCMOTbI, MOHHAsA XpomaTorpadusi, MUKPOSKCTPaKLMOHHOE
KOHLEHTpMpOBaHMe.
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In order to increase the sensitivity of the ion chromatographic determination of chlorinated acetic
acids (CAAs) in water, an emulsion microextraction preconcentration was proposed. The emulsification of
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extractants was performed by the ultrasonic irradiation. Diethyl and methyl tert-butyl ethers were used as
extractants. The comparison of extractants showed the advantages of methyl tert-butyl ether: stable aggregation
into a separate phase after the dispersion, no loss of extractant at the analysis stages due to volatility. To
reduce the detection limits and improve the chromatographic separation of analytes, the organic matrix of
the extract was replaced by water. It was achieved by evaporating the extractant at room temperature and
dissolving the dry residue in the eluent. Also, this operation eliminated the difficulties associated with the
analysis of organic extracts using the ion chromatography with conductivity detector. The absence of loss of
the analytes at this stage was experimentally proven. The dependences of the efficiency of microextraction
preconcentration on the various process parameters (ultrasonic exposure time, centrifugation time, volume of
extractant, salt additive concentration) were established. The detection limits reached were 1-10-*—8-10-3 mg/I,
which are 20-600 times lower than the maximum permissible values for CAAs. In addition, the advantages
of this preconcentration technique over the published works were the simultaneous removal of interfering
impurities, small volume of water samples (4.1 ml) and chromatograph injected volume (50 pl). The relative
standard deviation did not exceed 25%. The proposed method was tested by analyzing the samples of tap
water. Mono- and dichloroacetic acids were detected, their content did not exceed the MAC values.
Keywords: chlorinated acetic acids, ion chromatography, microextraction preconcentration.

BBEJEHUE

XnopopraHnyeckme coeanHeHns, B TOM Yucrne
XIOPYKCYCHbIE KUCMOTbI ABASIOTCSA OAHUMU M3 Hanbonee
OMacHbIX 3arpsi3HEHNI MUTBEBOW BOAbI. ATV COEANHEHNS
CNOCOOHbI HAakanIMBaTbLCs B OpraHn3me, okasblBas KaH-
LieporeHHoe n Tokcmyeckoe Bodaenctame. OCHOBHbIMU
NCTOYHMKaMM XMOPYKCYCHbIX kncnoT (XYK) asnstoTcsa
NpOMbILLMEHHbIE NPeanpuaTUus u obessapaxuBaHme
NPUPOLHOV BOAbI XJTIOPOM M TMMOXIIOPUTOM HaTpus [1].

Hanbonee pacnpocTpaHeHHbIM METOAOM Onpe-
aenerns XYK saBngaetcs razoBas xpomatorpadus ¢
npegBapuTenbHbIM MEPEBOAOM aHaNMTOB B METUIOBbIE
ahumpsl 1 nocnegyoLen xxunagkogasHonm Mnkpo- [2-10]
1 makpoakcTpakumen [10-16]. MNpeaensl obHapyxeHus
MaCC-CMeKTPOMETPUYECKOTO AETEKTUPOBaHNS COCTaBNSAOT
1-10-% — 1-10-3 mr/n, anekTpoHHo-3axBaTHOro — 5-107 —
1-10-5 mr/n. MNpumeHeHne kanunnspHOro anekTpodopesa
C Macc-CnekTPOMETPUYECKON perncTpaLmen no3Bonmuno
[OCTUrHYTb Npeaeno obHapyxenus 7-10-°— 110 mr/n
[17]. Mpsimoe noHoxpomaTorpaduyeckoe onpegeneHne
XYK ¢ koHOyKTOMETpUYecknm getektnuposarmem (NX-
KO) c npegenamu obHapyxeHus 3.6-10- — 8:10-2 mr/n
onucato B [18, 19]. lNpumeHeHne gBYMEPHO NOHHOMN
xpomaTtorpadun [20, 21] NO3BONMMAO NOHU3UTL Npe-
aenbl obHapyxeHus o 3-10-4—1.7-10- mr/n. B gpyrux
paboTax [22-28] Ansi CHWXeHWs NpeaenoB obHapyxe-
Hus XYK noHoxpomaTtorpadmnyeckomy onpeaeneHumto
npeaLwecTBOBano ycTpaHeHe MeLLIatoLLEero BINSHNSA
OCHOBHbIX NMPUMeCHbIX KomnoHeHTos (Cl, SO,*, CO,%).

Llenbto paboTbl siBnsinack pa3paboTka METOANKM
UX-KL onpepenenna XYK B nuTbeBon BoAe € nNpea-
BapUTENbHbIM XUAKO(A3HbIM MUKPOIKCTPAKLIMOHHbLIM
KOHLEHTPMPOBAHMEM.

SKCNEPUMEHTAJIbHAA YACTb

PeakTnBbl. Paboune pactBoOpbl XITOPYKCYCHbIX
KMCNOT rOTOBWIMM M3 COOTBETCTBYIOLLUX PEAKTMBOB U
[EVNOHN30BaHHOMN BOAbI (MOHOXTOPYKCYCHAS KNCIOTA «4.»
TY 6-09-13-674-78, auxnopykcycHas kucnora «4.» TY
6-09-11-1926-85, TpuxnopykycHas kucnota «4.» TY 6-09-
1926-77); N5t NPUroTOBIEHUS 3MOEHTA UCTONb30BaNM
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rmgpokeng kanus «x.Md.» (FOCT 24363-80) 1 TMpO3uWH
«x4.» (TY 6-09-5093-84); 4ns MUKPOIKCTPAKLMOHHOTO
KOHLIEHTPUPOBAHWS UCNOSb30BaNMUCh ANATUMOBBIN NP
«xM.» (TY 2600-001-45682126-13) u meTnn-mpem-0y-
TUNOBbLIN 3gpup «xM.» (TY 2632-118-44493179-08).

MaTtepwuansl n o6opynoaHue. >KnakocTHbIN
xpomartorpad LC-20ADsp coupmbl Shimadzu, Becbl aHa-
nuTndeckme Shimadzu AUX320, ueHtpudyra Warszawa
type 310, ynbTpasBykoBas BaHHa NCB-lanc 1335-
05, cTeknsHHbIE LEeHTPUMDYXKHBbIE amMyrbl EMKOCTbIO
5 mn, mukpogosatopsl HTL 20-200 mkn v DragonLAB
TopPette Pipettor 2-20 mkn.

OkcTpareHTbl. XYK ABAS10TCA NONAPHBIMU COeAnHE-
HWUSIMU, XOPOLLIO PaCTBOPUMbIMU B BOAE Y OPraHN4eCKmX
pacTBOpPUTENSIX, TaKMUX KaK CMUPTbI, KETOHbI, MPOCTLIE U
CrnoXxHble 3upbl. [103TOMY B Ka4eCTBe 3KCTpareHToB
HamMu BbIOpaHbl AU3TUNOBbLIV U METUN-Mpem-0yTuno-
BbIi (MTB3) adhmphbl. 3T BeLecTBa XapakTepusyoTcs
OTHOCMUTENBHO HU3KOW TeMMNepaTypon KUNeHus. 3To
obnervaet nx adhekTUBHOE yganeHne npu 3ame-
He MaTpuubl 9KCTpakTa. PaHee aTu aKkcTpareHThbl B
MUKPOIKCTPAKUMOHHOM KOHLEeHTpupoBaHun XYK He
NCMNOMnb30Banvchb.

MuKpO3KCTpakLMOHHOE KOHLIEHTPpUpoBaHue
XIOPYKCYCHBbIX KucnoT. lNpouecc ocylwecTBnsanu B
CTEKMAHHOW ueHTpudyxHon amnyne [29] o6bemom
5 mn. B BepxHeln yactu amnyrnbl NpUnasH Kanunnsp
anameTtpom 2.50 + 0.05 mm onist oT6opa MUKPOIKCTpaKTa.
CornacHo paborte [16], npu 3HavyeHun pH meHee 0.5
BCE TP KNCINOTbI HAXOAATCH B MOSEKYNSAPHON hopMe.
[MoaTomy Ans nosbiWeHUs 3PEKTUBHOCTU KOHLEH-
TpupoBaHusa XYK opraHMyecknm aKCTpareHToM mx
nepeBOAUY B MOMNEKYNSPHYIO (hopMy JOOaBNEHNEM K
aHanumaunpyemow Boge (4.1 mn) 250 MK KOHLEHTPUpOo-
BaHHoOM cepHon kncnotbl (FTOCT 4204-77). MonyyYeHHbIN
pacTBOpP NEPEHOCUIN B CTEKIAHHYH LIEHTPURYIKHYIO
amnyny v gobasnsanm akcTpareHT. Ang ymeHbLeHuns
ncnapeHus aKCTpareHTa amnysny 3akpblBanu CUITUKO-
HOBOW 3arnyLwkon. [jucnepruposaHne akcTpareHTa
OCYLLECTBMANU B yNbTPa3ByKOBOW BaHHe, NMbo me-
XaHun4ecknm cnocobom. lNocne gucneprupoBaHns
3KCTpareHTa amnyny ¢ o06pa3oBaBLUENCH IMYITbCUEN
nomMeLuanu B LeHTpudyry ons otaeneHus aKkcTpakra.
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50 MKn 3moeHTa
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Puc. 1. Cxema npoBeeHNA 3aMEHbI OPraHUYECKOM MaTpULbI
3KCTPaKTa Ha BOAHY0. 1 — OpraHWUYecKmid IKCTPaKT.
2 —pacTBOp ONpeaefeEMbIX KOMNOHEHTOB B 3/IOEHTE,
BBO/MMbIN B XpomaTtorpad.

Fig. 1. Replacement scheme of the extract’s organic matrix
with the agueous one. 1 —organic extract. 2—solution
of defined components in the eluent introduced into
the chromatograph.

3ameHa MaTpuubl 3KkcTpakTa. OpraHudeckue
BELLLECTBA, MCMOSb3yeMble B KAYECTBE IKCTPareHToB.,
cnocobHbI BrIOKMPOBAaTL aKTUBHbIE LLEHTPbI OYHKLNO-
HanbHbIX FPYNN MIOHOOOMEHHbLIX cOpOeHTOB. [oaTomy
ONd ynydweHns noHoxpomaTtorpaguyeckoro pas-
OeneHnst n CHUXeHWs npeaenos obHapyxeHns XYK
NpPOBOAUNY 3aMEHY OpraHN4eCKON MaTpULbl SKCTpaKTa
Ha BogHyto. Cxema yganeHus npegcrasneHa Ha puc. 1.
OKCTpaKT nepeHocunu B yawwky Netpu guametpom 1.8
CM 1 NPOBOAUNN NCNapeHne aKkcTpareHTa. Vicnapexve
OCYLLECTBIANN B BbITSXKHOM LUKady Npy KOMHaTHON
TemnepaType co ckopocTbto 4-10-4 mn-cm2-¢”'. CornacHo
nutepaTypHbIM gaHHbIM [31], NpK Takon CKOPOCTH
ncnapeHus He MPOUCXOOUT HEPaBHOBECHOTO yHOCa
nccriegyemMblx BELLECTB U gocTuraeTtcs Hanbonee
nonHoe yganeHue akcTpareHTa. [nowaab 3epkana
ncnapeHus coctaensana 2.5 cm?. KoHevHast macca
ocTaTtka B yawke NeTpu ymeHbLuanacb 40 YPOBHS
1-2 mr. B HeM KOHLeHTpupoBanucb TpygHoneTyyme
NPUMeCHbIE KOMMNOHEHTHI (TeMnepaTypbl KUNEHUS
MoHoxnopykcycHor (MXYK), auxnopykcycHon (OXYK) n
TpuxnopykcycHon (TXYK) kucnot coctasnsioT 189, 194 n
197.5 °C, cootBeTCTBEHHO [29]). CnenoBkle KonmyecTsa
3KCTpareHTa xpomaTorpadmyeckomy onpeaeneHumto
npumecen He mewanu. K octatky gobasnsanm 50 mkn
3r10eHTa 1 NepemMeLLvBani CTEKIAHHOM Nanoykomn
(1 MuHyTa), OTOMpPanM WNpPKULEM 1 BBOAWIM B XpoMaTorpad.

[ns nogTBepXX4eHUs NONHOTbI U3BNEeYeHus
NMPUMECHbIX KOMMNOHEHTOB ObININ NPUrOTOBMEHBI UC-
KyccTBeHHble cmecn XYK B MTB3 ¢ KoHueHTpauuen 1,
517 mr/n nyTeM pacTBOpeHUst onpeaeneHHoN HaBECKM
Kaxxgon kncnotel B MTBED. 3atem onpeaeneHHbin
06bEeM Kaxx[oro pacTeopa nepeHocHniy B YaLuky MNetpum,
NPOBOAMIUN UCAPEHNE MaTpULibl, K OCTaTKy obaBnanm
3MOEHT U NoMyYeHHble Npobbl aHanM3npoBanu Ha
xpomarorpade.

MoHoxpomaTtorpacmyeckoe onpegeneHne xmo-
PYKCYCHbIX KMCroT. B paboTe ncnonb3osanu aMmHOKUC-
NOTHbIV AMHOEHT Ha OCHOBE TMpo3uHa (1MM Trpo3smHa /
1mMM KOH, ckopocTb noToka 2 Mi/M1H) 1 KOHOYKTOME-
TpyYecKkoe AeTEKTMPOBaHNE. AHanNMTUYEeCKasi KOJIOHKa
4x150 mm cogepkana LeHTpanbHO-NPUBUTON aHNOHUT
«KaHk-Act» B OH-cbopme, nogaensitowas KornoHka
4x150 mm Gbina 3anonHeHa kaTnoHnTom KY-2x8 B H*-

dopme. Temnepatypa cuctembl coctasnsna 32 °C. Beog
NpoO6kl OCYLLECTBAANM NPU NOMOLLM NeTNN-go3aTopa
o6bemom 50 Mk

PE3YJIbTATbI U UX OBCYXAEHUE

Bri6op akcTpareHTa. Anatunosbin acoup n MTES
rnooyepeaHo noasepranv AUCNEPrMpoBaHNIo B LIEH-
TpudyxHom Npobupke ¢ Bogow. MNMocne o6pasoBaHns
3MybCUM PACTBOPbI LLeHTpUdyrupoBani. YCTaHOBMNEHO,
YTO B CIyYae AU3TUNOBOro achmpa nocne ueHTpudyru-
pOBaHWs Ha CTEHKax MPOBMpKM 0BpasyoTCs yCTONYMBbIE
Kannu MUNIMMeTpOoBOro pa3Mepa, He arpermpyroLmecs
B TeueHne 8—10 MuHyT. [lonsa 3ToMn YacTu aKCTpaKkTa
coctaensana 20-30 %. OT meToga AncneprupoBaHus
aT10T achbdhekT He 3aBucen. Cnegyet nobaButb, 4YTO
KOHLIEHTPMPOBaHUE OCITOXHAETCS BECbMa BbICOKON
neTy4yecTbio AMATUIIOBOro admpa, NPUBOAALLEN K
HeBocnpoussoAnMbIM pedynstataMm. MTES ctabune-
HO arpermpoBarsncsi B otgenbHyto dasy. lNoatomy B
AanbHeNnwWmnx nccnegoBaHnsx UCnonb3oBancs Me-
TUN-mpem-0yTNNoBbIN achup.

Beibop cnocoba aucnepruposanus. B pabote
NPYMEHEHBI YNbTPa3BYKOBOWN M MEXaHNYECKUIA CMOCOObI
ancneprupoBanus. ConoctasneHue cnocobos amc-
nepryupoBaHusi NPOBOAWIN CPAaBHEHNEM LOCTUTHY ThIX
3HaYeHu cTeneHn nssneyeHns R n KoapmUMEHToB
KOHUEHTpUpoBaHua K nccrnegoBaHHbIX aHanmToB,
OOCTUTHYTbIE C UCMOMb30BaHMEM YNbTPa3BYKOBOTO U
MeXaHU4eCcKoro AmcneprupoBaHus.

CteneHb n3BneyeHuma XYK paccunteiBanu no

dopmyne:

C -V
o ope ope
R%=—"F—>". 100,
Couery Vs

(ucx)
roe CB(UCX) — UcxogHas KOHLEHTpaUus onpeaensieMbix
BELLEeCTB B BOAHOM pacTsope, Mr/, V, —obbem ncxoa-
HOro BOAHOro pacTBopa, M, Vope — 0ObeM 3KCTpakTa,
M. KOHUEHTpaumio aHanuTa B aKCTpakTe Cope (mr/n)
paccuYnTbIBanu No COOTHOLLEHUIO:

Con V.
C — Ken an R

ope
ope

roe C,  —9KcnepumeHTanbHas KoHueHTpaums XYK s
pacTBoOpe aMtoeHTa (Mocne 3aMeHbl MaTpuLIbl AKCTPaKTa),
mr/n, V, —o6bem pacTBopa anoeHTa, paBHbin 0.05 mn,
V,,, — 06beM aKkcTpakTa, Mr.

KoadbpmumeHT KoHUeHTpupoBaHusa K paccum-
TbiBanu Kak OTHOLLUEHWE KOHLEeHTpaLuMmn aHanuta B
opraHuyeckom akcTpakTe C, K KOHLEHTPaLWUW aHanuTa

B NCXO0OQHOM BOAHOM pacTBoOpe CB(ucx):

K Cope

CB(ucv) .

PesynbtaThl UCCNefoBaHUs BNusSHUSA cnocoba
aucneprupoBaHus aKcTpareHTa Ha a(pPeKTUBHOCTb
KOHLIEHTpMpPOBaHUs NpeacTaBneHsl B Tabn. 1. ns
AaHHOWM Tabnuvubl BUAHO, YTO 3HAYEHMS CTEMEHUN U3-
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Tabnnuya 1
BausaHue cnocoba AMcneprupoBaHna SKCTPareHTa Ha cTeneHb U3BaeveHnsa R 1 KO3dOULMEHTbI KOHLEHTPUPOBaHMA K aHa-
NMTOB
Table 1
Influence of the method of dispersing the extractant on the recovery (R) and the preconcentration factor (K) of the analytes
AnanuT MexaHuyeckoe aucneprupoBaHue YnbTpa3ByKoBOE AWCNeprupoBaHue
R, % K R, % K
MXYK 23+2 3.5+04 50+5 8+0.9
OXYK 13+1 2+0.3 45+ 4 7+0.8
TXYK 9+t1 2+0.3 31+3 5+0.6

BNeYeHnst n koadurLmeHTa KOHLEHTPUPOBaHUS Mpu
MeXxaHW4YeCKOM QUCNeprupoBaHnm B 2-3 pasza MeHbLLUE,
4YeM npu ynbTpa3BykoBoM Bo3aenctamn. O4eBMaHO, 4TO
NP1 MEXaHN4YeCcKoM OUCNEPTNPOBaHNM PaBHOBECHOE
KOHLIEHTPUPOBaHWe He focTuraetcs. Hanbonee BeposTHOM
NPUYMHON SBNAETCH pa3mep YacTuL, SMySbrMPOBaHHOTO
aKcTpareHTa. Npyn MexaHn4eckomM AUCneprupoBaHun
OH COCTaBMSIET COTHU MUKPOH, NPW yNbTPa3ByKOBOM
— AecdaTtble Jonn MukpoHa [32]. Peskoe yBenuyeHue
NMOBEPXHOCTM MaccoobmMeHa npu ynsTpa3ByKkoOBOM
OVCNEePrupoBaHnmn BEAET K YCKOPEHUIO JOCTUXEHUS
pPaBHOBECHOTO KOHLIEHTpMpoBaHus. [loaToMy B AanbHen-
e paboTe Ncnonb30Bancs UMEHHO yrbTPa3ByKOBON
MeTon AUCMEPrMpoBaHus.

BnnsiHne BpeMeHmW ynsTpa3BykoBOro BO3AENCTBUS
Ha 3P PEKTUBHOCTb KOHLIEHTPUPOBaHUS. PesynbTaThl
nccnenoBaHnsa npeacTaBneHbl Ha puc. 2. BugHo, 4to
KO3 hUumneHTbl KoHUeHTpupoBaHus XYK gocturatot
HanbornbLlero 3Ha4YeHus Yyepes 2.5 MUHYTbI. Takum
obpasom, 418 JOCTUXKEHUSI MexXdasHOro paBHOBECKS
NP1 MCNONb30BaHUK yrbTPa3ByKOBOro BO3AENCTBUSA
OO0CTaTOYHO 2.5 MUHYT.

BrnivsHme npodonmknTenbHOCTU LeHTpudyru-
pOBaHus Ha 3PPEKTUBHOCTb AeaMyNbCurkaLnm
npencTasneHo Ha puc. 3. BugHo, 4to ctatncTmyecku
3Ha4YMMOro U3MeHeHUst 06 bema SKCTpaKTa Npu LEHTpU-
dyrnpoBaHum 6onee 10 MUHYT He NponcxoauT. Taknum
obpasom, 10 MUHYT BbINKN NPUHATLI KaK ONTUMarbHOe
Bpems LeHTPUEYrMpoBaHus.
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Puc. 2. 3aBUCUMOCTb KOIDOUUMEHTOB KOHLEHTPUPOBAHMA
XYK OT BpeMeHM yNbTpa3ByKOBOro BO34eNCTBUA.
1-TXYK, 2 — AXYK, 3 — MXVYK.

Fig. 2. Dependence of the concentration ratio of CAAs on
the ultrasonic irradiation time. 1 — TCAA, 2 — DCAA,
3-MCAA.

BnusHune obbema akctpakta. O6bem MTED
BapbupoBanu B nHtepane 200—-400 mkn. O6bem
oTbrpaemoro aKkCTpakTa CoCTaBMsiN COOTBETCTBEHHO
ot 100 go 300 MKkn. YMeHbLUeHMEe obbeMa aKcTpa-
redHTa ¢ 400 go 300 MK CBA3AHO C €ro YacTU4YHbIM
pacTBopeHueM B BOAHOM hade. 3aBUCMMOCTb CTENEHN
n3BrieyeHnst npumecern R oT obbema 3KCTpakTa Vope
rnokasaHa Ha puc. 4.

Kak cnegyeT 13 akcnepuMeHTanbHbIX OAaHHbIX,
npu yBenuyeHmn obbema akctpakTta ot 100 go 300

350 p
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Puc. 3. 3aBMCMMOCTb 06BbeMa BblAeNIEHHOro SKCTPaKTa oT
BpeMeHM LeHTPUDYTMPOBaHUA.

Fig. 3. Dependence of the volume of the extract on the
centrifugation time.
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Puc. 4. BanaHne 06bema 3KCTPaKTa Ha CTeneHb 13BneyeHns
R npumeceit (P =0.95, n = 3). 1 — TXYK, 2 — OXVK,
3 — MXVYK.

Fig. 4. Influence of the volume of the extract on the degree
of extraction R(P=0.95, n=3). 1-TCAA, 2 - DCAA,
3 - MCAA.
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Tabnuuya 2
OueHKa BO3MOXKHbIX NMOTepb Npumeceit Npu 3ameHe ma-
TpULbl 3KCTpakTa (P=0.95,n=3)

Table 2
Estimation of possible impurity losses during the replacements
of the extract matrix (P =0.95, n = 3)

Macca onpegensiembix Bewects, m-104, mr
& 300 MK HEXOA- nocne 38M"eHbI op-
Ananut raHn4yeckon matpu-
Horo pacTtsopa (B
MTED) Lbl 9KCTpaKkTa Ha
BOJHYHO
3 31+£0.2
MXYK 15 16 +£0.9
21 22+ 1
3 3.1+0.3
OXYK 15 15+ 1
21 20+ 1
3 3.2+0.3
TXYK 15 16+2
21 22+3

MKJIT NPOUCXOANT BO3pacTaHne CTENEHN U3BMNEYEHMS
BCEX aHaNMUTOB, YTO COrNacyeTcs C TEOPETUYECKUMMU
npeactasneHnsamu [33]. Ana 4OCTUKEHNST MakcMMarb-
HOW CTENeHn U3BneYeHns B AoNyCTMMOM UHTepBarne
06bEMOB 3KCTpaAKTa ONTUMAarbHBIM SBMSETCA 06bEM
300 mkn. B ganbHenwmnx nccnegoBaHnsax oobem aKe-
TpakTa coctasnan 300 mkn, oH ygobeH anst otbopa u
ynpoLlaeT CMeHy MaTpuLbl paCTBOPUTENS.
ViccnepnoBaHme NONHOThI U3BMEYEHUS aHANNTOB
13 opraHnyeckor hasbl Npy 3aMeHe MaTpuLbl AKCTPaKTa.
B naHHOM 3KcnepuMeHTe CpaBHMBAaNM Maccy npumecu
B McxogHom pacteope MTBED n maccy, onpegeneHHyto
XpomaTorpaduyeckm B pacTBOpe 3J0EHTa nocre
yaanenus acgupa. lNMocnegHwow paccynTbiBany no

dopmyne:
m=C,_. -V

IKCn ns

roe C, .. — aKcnepumMeHTanbHas koHueHTpauus XYK
B pacTBope antoeHTa, V. — obbem netnu-gosaropa.
Maccy XYK B ncxogHom pacteope MTED 3apgaBanu
BECOBbIM METOA0M. Pe3yneraTthl akcnepumeHTa (Tabn.
2) cBMOETENbCTBYIOT 06 OTCYTCTBUM CTAaTUCTUYECKM
3HaYMMbIX MOTEPb MPUMECHbBIX KOMMOHEHTOB Ha AaHHOM
aTane aHanusa. Bpems ncnaperma MTED cocTaBnsieT
5 MUHYT.

C

e

L G 21

=

2

=
=

b
-

20 30
Na;S0y, % macc.

40

Puc. 5. 3aBMCMMOCTb KO3POULIMEHTOB KOHLEHTPUPOBAHMA
XYK oT cogepkaHua BbicanmsaTena. 1 — TXYK, 2 —
AOXYK, 3 —MXVYK.

Fig. 5. Dependence of the concentration ratio of CAAs on the
content of the salting out agent. 1 -TCAA, 2—-DCAA,
3 - MCAA.

Mpy 3ameHe MaTpuLbl 3KCTpaKTa NPOMCXOANT
yMeHbLueHne ero o6bema ¢ 300 mkn go 50 mkn. 310
BeZET K AOMOSHUTENbHOMY KOHLIEHTPUPOBAHMIO NPUMECEN.
WHTerpanbHbii KO3 dPUUMEHT K KOHLIEHTPUPOBAHUA
paccuuTbiBancs no dopmyne:

ope

%

o

K

umnm

K -

BnusHue BbicanueatoLwwen obasku. BnvaHue
BblcanueatoLlen gobaekm Ha 3PPEKTUBHOCTb KOH-
ueHTpupoBaHusa XYK ¢ ynsTpasByKoBbIM Ancnepru-
poBaHMEM MccrieoBanu Ha NCKYCCTBEHHbIX CMECSIX,
MPUroTOBMEHHBIX HA OCHOBE AEVNOHM30BaHHOWM BOAbI.
Kak BugHo un3 puc. 5, MakcumanbHble 3HaveHusa K ans
BCEX aHanuToB NnosyyeHbl npy KoHueHTpauun Na,SO,
35 % mac. n 6onee. BospacTtaHne K obycnosneHo
NOBbILLEHNEM MOHHOW CUIbl TPOOLI NPY BBEAEHWUN Bbl-
canueatoLlen JobaBku, UTO B AanbHENLLEM YCUNUBAET
nepexoa aHanuToB B OpraHmyeckyto pasy. Kpome aToro,
NpUMEHeHUe BbiCanuBaTensi CHUXXaeT pacTBOPUMOCTb
3KCTpareHTa B BoAE M yNpoLlaeT ero BbiaeneHne B
OTAeNbHY (hasy npu ueHTpudyrnposaHmm.

Mpepenbl o6HapyxeHna XYK. B Tabn. 3 npu-
BeeHbl AOCTUTHYTble Npefensl ooHapyxeHuss XYK.
PacueT npegena npsmoro obHapyxeHusa XYK B Boge
(C,.,) NpoBOAMNKM NO YTPOEHHOMY CTaHOapTHOMY OT-

Tabnuua 3
CreneHb n3BneveHns, KoaddULMEHTbI KOHLEHTPUPOBAHMA U Npeaenbl 0bHapykeHma XYK
Table 3
Recovery, preconcentration factor and detection limits of CAAs
CMLIH.102’ MUH, Oucn'102‘ nﬂK
Ananurt R, % K K.. : CaHlluH [34], BO3 [35],
mr/n mr/n
C-102 mr/n C-102 mr/n
MXYK 505 8+0.9 48 +5 5 0.1 5 2
OXYK 45+4 7+0.8 35+3 7 0.2 - 5
TXYK 31+3 5+0.6 30+3 25 0.8 500 20
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Tabnuua 4
MoATBEpPXAeHME NPaBUIbHOCTM ONpeaesieHns Cnocobom
nob6aBok (P=0.95,n=3)

Table 4
Trueness confirmation of the impurities determination by
the method of additives (P =0.95, n = 3)

HawngeHo,
[obaeneHo, OnpegeneHo,
AHanut C 102,
x C,0510%, mrin C,_,10% mr/n
Mmr/n © i
0.6 25+04
MXYK 20+04 1.2 3.2+x04
1.8 3.7+0.5
1.0 2104
OXYK 11+£0.2 2.5 3.7+0.5
5.0 6.0+0.7

KJTOHEHWIO CMrHarna XorlocToro onkiTa NyTeM aHanmaa
obpasua Hanbonee YncTon Bogel. Yucno napannenbHbIX
n3mepeHun coctaensno 12. Npeaen obHapyXeHus ¢
NPUMEHEHNEM MUKPOIKCTpakuum C, . paccuuTbl-
Banuaenexvem C . HaUHTErpasbHblil KO3 MUUUEHT
KOHLLEHTPMPOBAHWSA NPUMECH:

_C

MUH

Mumn,oucn
uum

Pe3ynbTathl, Nnony4YeHHble B ONTUMAanNbHbIX
yCrnoBwusiX, NnpeacTasneHbl B Tabn. 3. Kak BugHo us
NnpyBeAeHHbIX AaHHbIX, Npeaernbl 0oHapyxeHns XYK,
OOCTUTHYTbIE C UCMONb30BaHWEM YNbTPa3BYKOBOIo
OVCreprupoBaHus SKCTpareHTa, Ha OOUH-TPU Nopsaka
Hwxe ypoBHs IMNOK, 4To JaeT BO3SMOXHOCTb OnpeaeneHns
[0CTaTOYHO HU3KMX KOHUEeHTpauun XYK B pasnnyHbIx
BOAHbIX 0bpasuax.

AHanus peanbHoro obpasua Bogbl v moaTsepxae-
HWe NpaBuIIbHOCTY onpeaeneHus npumecei. Npoeeaex
aHanus peanbHoro obpasua Bo4OMNPOBOAHON BOAbI
LEeHTpann3oBaHHOW CUCTEMbI MMTbEBOrO BOAOCHA0-
xeHwus (r. HwkHun Hosropog). PacyeT koHUeHTpauum
C, ocyuiecTBnaAnu no gopmyrne:

Cuxcn
C B = Ki .

umnm

3a ucknioyenmem TXYK, aHanutel 66 onpeae-
NeHbl B MATK 06pasuax Boabl u3 BOCbMU. KoHUEeHTpaums
MOHO- 1 OUXMOPYKCYCHOM KMcnoT coctaBuna (2.0 —
5.4)-102 mr/n.

NoaTBeEpXAeHME NPaBUNBbHOCTY aHanm3a NPoBOAMIIN
meToaoMm gobasok. M3 Tabn. 4 BUAHO, YTO CTATUCTU-
yeckasi 3Ha4YMMOCTb CUCTEMAaTUYeCcKon NnorpeLwHoCcTr
Mo CpaBHEHWIO CO CriyYanHou He Habnogaetcs. JTo
NoATBEP)KAAET LOCTOBEPHOCTL NOSYYEHHbIX PE3YLTaToB.

Tabnuuya 5
CpaBHeHue paboT no onpegeneHunto XYK c ucnonbsosanHmem UX-KA
Table 5
Comparison of works on determination of CAAs using ion chromatography with the conductivity detection
OkcTpa- MeTop feTekTupo-
Bopa (06b- MeToa npo6o- FeHT, BaHUSA R %; Jlutepa-
AHanut . unm C 103mr/n
eM, Mn) NOAroTOBKM (0bBbEM, (BBOAMMEI 06BEM, (K, urt Typa
MKJI) MKJI)
Boaa pas- MXYK - 8
NIMYHOro
- - OXYK MX-KA (100) - 16 [19]
MPONCXOX-
aexus (0.1) TXYK - 80
MNpenBapuTensHoe MXYK i 37
NuTbesas oCaXaeHue NOHOB NX-K[ c rpagneHT-
ClnSO,%, Beog - OXYK | Hbim anonposanm- - 3.6 [18]
(10)
6onbLuoro obbema eM (500)
TXYK - 35.4
npo6bl
YnaneHue kap- MXYK OeymepHasa NX-K[ ¢ i 0.30, 1.7
Bopa pas- | 6oHaToB 13 nNpoo, rpagueHTHbIM 3Mou-
NIMYHOro KOHLIeHTpMpoBa- i [IXyK | PoBaHuem v Temne- ) 0.34,07 120, 21]
MPOUCXOX- | HWE LieNneBbIX aHa- paTypHbIM Nporpam-
aenus (500) | nuTOB Ha KOMOH- TXYK mupoBaHuem (100 } 046 0.7
Ke-NoByLLKe [20], 750 [21]) ’
Bona pas- 2"”':;03(')‘0“:"2"" MXYK 58 (48) 1
HHOE KOHLEHTPU-
oro MTB3 aHHa
i poBaHue C 3ame- AXYK WX-K[ (50) 51(3%) 2 Ranras
NMPONCX0X- i (400) paboTta
HOWM MaTpuLbl 3KC-
neHus (4.1) TXYK 36 (30) 8
TpakTa

36
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CpaBHeHue ¢ pesynsTatamu gpyrux pabor, rae
ncnonb3oBaHa NX-K[. MNpeanaraemas metoanka Bbl-
rO4HO OTNIMYAETCS OT APYrMX paHee pa3paboTaHHbIX (CM.
Tabn. 5). JocturHyTbie npeaernbsl 0bHapyXeHUst 3aMeTHO
HWxe, yeM B onucaHHblix MX-K[ paboTax. [Npuyem,
06bem BBOAUMON NpoObI B 2—15 pa3 MeHbLLe, YeM B
nccnenoBaHusx, NPUBEAEHHBIX B NUTepaType. TonbKo B
pabotax [20, 21], rae npumeHeHa AByMepHas XpomaTo-
rpadms ¢ go3vpoBaHueM Npobbl 4o 750 Mk, Nnpegensi
0BHapyXeHUs1 HECKOMbKO HuXe. B onyGnukoBaHHbIX
paboTax Mcnonb3oBany Takxe 3Ha4YnMTeNbHO 6OMbLIMIA
o6bem Boabl (10—500 mri), 4TO CBSA3aHO C yaaneHuem
MeLlaLwmx npumecei. OTaeneHve aTux npumecen B
npeanaraemo METOAMKE NPOUCXOANUT OL4HOBPEMEHHO
C KOHUeHTprpoBaHeM XYK, NoaToMy ZONOMNHUTENbHASA
cTaaus aHanusa He TpebyeTcsd, a 00beM UCXO4HOWN
BoAbl cocTaBnseT 4.1 mn. PazpaboTtaHHas meToaunka
No3BONSAET ONpeaensiTb KOHUEHTpaLUU aHanuToB B
20-600 pa3 MeHbLUne, YeM HOpMUpPOBaHHble CaHlNuH
n BO3. CnyyariHasa norpeLlHocTb onpeaeneHnst He
npesbiwaeT 25 %. CtatucTnyeckass HE3HAYUMOCTb
CUCTEMAaTUYECKOM MOrPeLUHOCTM NOATBEPXKAEHA Me-
ToaoM AobaBok.
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