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lMoka3aHo, YTO MUKPOIKCTPAKLNOHHOE KOHLEHTPUPOBaHNE NPUMECEN U3 BOAbI C ynbTpa-
3BYKOBbIM AMNCMNEPrMPOBaHMEM SKCTpareHTa NpeBoCcxoamnT No 3PPEKTUBHOCTM KanenbHY MUKPO-
3KCTPaKUUI0 U MUKPOIKCTPAKLMIO C AUCNIEPrMpOBaHMEM BCOMOraTenbHbIM KOMNOHeHTOM. Kanun-
NSAPHbIA COOP MUKPOSIKCTPaKTa YMNPOLLAET ero 0TOOP U yCTpaHsIeT NOTEPU IKCTPaKTa, CBSA3aHHbIE
C ero ucnapeHvneMm. [JocTUrHyTbl Npeaensl obHapyxeHnst aupoB o-pTanesow kucnotel 10-510-6

M/, He yCcTynaroLme NyywyM MUPOBbLIM pesyrbTaTam.
Knroyeenie cri0ea: MUKPOIKCTPAKLMOHHOE KOHLIEHTPUPOBaHWeE, yrbTpa3ByKoBOe AMCTepri-
pOBaHwue, KanumnnsipHblii CGOp MMKPOIKCTPaKTa, Npeaerbl 06HapyXeHus.

KpbinoB BaneHTMH AnekceeBu4 — 3aBeaylowmin kadeapon aHanNUTUHECKON XUMUU
HHI'Y um. H.N. Jllo6aueBckoro, 3aBeaylowmm naboparopmen aHarIMTM4eCKom XMMun BbiCO-
kounctbix BewectB UXBB PAH, nokTop XMMUYECKUX HayK.

O6nacTb Hay4YHbIX MHTEpPECOB: aHanUTU4YecKas XMmus, Xpomatorpadus, xpomaro-
Macc-CMneKTPoOMeTpUsl, KOHLIEHTPMPOBaHMe NpUMecen, MeTPONorus.

ABTop 60onee 200 ny6nukauummn.

BonkoBa Bepa BacunbeBHa — maructpaHT xumuyeckoro cdakynoteta HHI'Y um. H.U.

JNo6aueBckoro.

O6nacTtb Hay4HbIX UHTepecoB: aHanuUuTu4eckasa XmMmMmus, xpomaTorpaqwm, XpomMaTto-
MaccC-CneKTpomMeTpus, KOHUeHTpupoBaHue npwmeceﬁ.

ABTop 10 ny6nukaumm.

CaBenbeBa Onbra AnekcaHapoBHa — MarucTpaHT xummyeckoro cakynosreta HHI'Y um.

H.WN. NNobauyeBckoro.

O6nacTb Hay4HbIX UHTEPECOB: aHaNUTU4YecKas XUMUA, XpomaTorpadus, xpomarto-
Macc-CNeKTPOMeTpPUs, KOHLLEHTPMPOBaHUE NPUMeCei.

ABTOp 3 ny6nukauun.

BBegeHue

BakHbIM 3aTanom no6oro aHanuTU4ecKoro npo-
Liecca siBnsieTcs npeaBapuTenbHas nogrotoska obpasua,
KOTOpasi BKIHoYaeT pasfeneHne 1 KOHLEeHTpUpoBaHmne
npumecen onpegensiemMbix BeLecTs. 9To Hanbonee
TPYAOEMKMIA 3Tan aHanm3aa, CyLLEeCTBEHHO BIUSIOLLMNA
Ha HageXHOCTb Y TOYHOCTb ONpPeAeneHnsi NpUMeCen.
B HacTosiwee Bpems BbigBuratotca TpeboBaHus no
NoBbILIEHNIO 3HEKTUBHOCTU KOHLEHTPUPOBAHMS,
€ro MYH1aTpu3aLmnmn, 3HaYNTENbHOMY COKPALLEHWIO
06beMa TOKCUYHBIX pacTBOPUTENEW, aBTOMaTU3aLUn 1
OPraHNYHOCTM COMETAHMS C METOLAMMW ONPEAeneHust.
AKnaKoCTHO-KMOKOCTHAs SKCTPaKLUS ABMSETCS OAHUM
13 METOO0B KOHLEHTPUPOBaHUSA NPUMECEW, LLIMPOKO

NPUMEHSIETCS B aHANUTUYECKOM NPaKTUKE, MO3BONSET
NPOBOAUTb OTHOCUTESNbHOE N abCOMNITHOE KOHLEH-
TpUpoBaHue NpMMecen caMmomn pasnmyHoON NpUpoabl.
TeM He MeHee, TpaaANLMOHHAA XNOKOCTHO-KNOKOCT-
Has 9KCTPaKLNSA UMEET CyLLeCTBEHHbIE HEQOCTaTKU:
ncnonb3oBaHme 60nbLMX 06 bEMOB LOPOrOCTOSLLMNX
pacTBopuTeneWn, TpyaHOCTM aBToMaTtusauum. Cepbés-
HOWM NpobnemMon ABnAeTCs yTUnmM3aumsa TOKCUYHbIX
3KCTpareHToB, 06bEMbI KOTOPbIX MOTYT AOCTUraTh
[EeCSATKOB M COTEH MUNMUNNTPOB. PPEKTUBHOCTL
KOHLIEHTPMPOBAHWS C MOMOLLIbIO TPAANLNOHHOW XNa-
KOCTHO-XMAKOCTHOW SKCTPaKLMM (MAKPOIKCTPAKLMN)
YacTo HegocTaTouvHa.

O PEKTUBHOCTL KNOKOCTHO-KUOKOCTHOM 3KC-
Tpakuum xapakTepmusyeTcst TakKuMm napameTpamm Kak
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CTeneHb U3BMNeYeHUs o U KOIMPULMNEHT KOHLEHTPU-
poBaHus K. CTeneHb U3BreYeHns o npeacraenset
coboW OTHOLLEHME abCOMTHOMO KONMYecTBa NpUMecH
m_B 9KCTpaKTe K abConoTHOMY KONMUYECTBY NPUMecH
m_ B MICXOAHOM BO[JHOM pacTBOpe:

a=ls (1)

KoadhpuuUmneHT KOHLEHTPUPOBaHNSA — 3TO OT-
HOLLEHNEe KOHUEeHTpauun npumecun C B IKCTpakTe
K KOHUEeHTpaumu npumecy C_B NCXOQHOM BOOHOM
pacTBope:

K- @)

B knaccuyeckom MakpO3aKCTpaKUmMm CTPEMATCA
K MOJTHOTE U3BMEYEHMS aHanuTa. ATo BO3MOXHO Mpu
comsmepuMbix o6bemax Boabl V. 1 akcTpareHta V..
3amMeTHOro yBenu4eHns KOHLEeHTpaUmm aHanuTa npum
3TOM He NPOUCXOAMUT.

B nocnepgHue rogbl co3gaH MeTo XKUOKOCT-
HO-)KNOKOCTHON MMUKPOIKCTPaKLMN, OCHOBAHHbLIN
Ha MCMNoNb30BaHUN MUKPOOOHLEMOB 3KCTPAreHTOoB,
He npeBbiwatowmx 50-100 mkn [1, 2]. O6bem ake-
TpareHTa B 3TOM crny4yae Ha 1.5-3 nopsgka MeHbLue
obbema aHanuanpyemom Bofbl, YTO, Kak BUOHO U3
CooTHoLeHus (3), BeOeT K pe3KkomMy YBENNYEHUIO KO-
apumumeHTa KOHUEHTpUpoBaHUs K 1 NpUBIMKEHUIO
€ro K KoadpuumeHTy pacnpeaenerus D:

rar A ®
K D 7V,

CB$3b CTENEHN N3BEYEHNS C KOIPPULMEHTOM
KOHLIEHTPMPOBaHUA UMEeeT BUg

oc=K-% . (4)

Ha puc. 1 npeactasneHa 3aBucuMocTb a Kot
COOTHOLIEeHUsA 06beMOB BOAHON (hasbl M 9KCTpareHTa
V./V_ Ans pasnuyHbix 3Ha4eHnin koathpmumeHTa pac-
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Puc. 1. Ces3b k03 umumeHTa KOHLEHTPMUPOBaHUSA K
N CTENeHW N3BMEeYEeHNst o. C OTHOLEHNEM 00bEMOB
BOAbI M aKkcTpareHTa V., /V, npu pasnunyHbix koadu-
umeHTax pacnpegenenus D: 1 —50; 2 —100; 3 - 200;
4 -500; 5 - 1000; 6 - 5000
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npeaenenHus. 3asmcumocTsb o ot V./V. obosHaqeHa
MyHKTUPHOW nuHnen, a Kot V./V, — cnioLHom.

M3 puc. 1 BugHo, 4To Npm pearbHbIX COOTHOLLE-
HusAX V_/V_ ot 500 go 1000 ans aoctatouHo 6onbLumnx
KoagpdpuumneHToB pacnpeaenernsa 100-1000, cteneHb
naeneyeHna He npesbiwaeT 0.2-0.6. MNpn aTom go-
CTUratTCs 3HaYNTENbHbIE KO3I(PULNEHTBI KOHLIEH-
TpupoBaHusa — Ha yposHe 100-500. KoadbdbuumeHT
KOHLIEHTPUPOBaHMs, Taknum obpasom, sBnseTcs bonee
MHOPMaTMBHOWN XapaKTEPUCTUKON 3PHEKTUBHOCTH
KOHLIEHTPUPOBaHUs, YeM CTENEHb M3BneyeHns. CrnegyeTt
OTMETUTb, YTO 06BEMBI 3KCTpakToB 0T 1 o 100 MKn
GrM3KM K MakcMManbHbIM 00 bemMam BBOOUMbIX NPO0
B METOAaX ra3oBOW W1 XXMAKOCTHOM XpomaTorpadguu,
NMO3TOMY MUKPO3KCTPaKLMOHHOE KOHLEHTPUPOBaHme
OpPraHN4yHO COYETaeTCs C HAMWN.

Pa3spaboTaHo HeCKOMBLKO pa3HOBUAHOCTEN MUKPO-
3KCTpaKUMOHHOro MeToaa. NepBoHayYanbHO UCMOSb-
30Banacb kanenbHast MUKpO3KCcTpakums [3]. Mpumecu
KOHLIEHTPMPOBANUCh B Kanie skcTpareHTa o6bemMom
1-2 MK, Haxo4MBLLEWCS Ha KOHYUKE UTTbl MUKPOLLINPU-
ua, norpy>eHHown B Bogy. OcobeHHOCTbIO KanerbHON
MUWKPO3KCTPaKLUN IBNSAETCS HEYCTOMYMBOCTL Kanu
Ha KOHYMKe Mrbl. [N NoBbIlWEeHWs cTabunbHOCTU
npoLiecca MUKPOKOHLIEHTPMPOBAHNA NpeanoxeHa
MeMbpaHHas MUKpPO3KCcTpakumsa. Mnkpoobbem akc-
TpareHTa nomeLyancs B MOPUCTbIV Kanunnap 13 no-
nunponuneHa. O6bem akcTpareHTa gocturan 50 M.
O6a cnocoba MMKPOIKCTPAKLIMN UMEIOT CYLLLECTBEHHbIV
HeZOCTaToK, CBA3AHHbIV ¢ HeOGONbLUON NnoLanbio
KOHTaKTa 3KCTpareHTa 1 Bogbl. ATO NPUBOLMT K He-
paBHOBECHbBIM KO3(hULMEHTAM KOHLLEEHTPUPOBaHMUS
UIM K BECbMa NPOSOITKUTENBHOMY 3KCMEPUMEHTY,
pocTuratowemy 12 u. [4]. PeweHne aton npobriemsl
3aknoyvaeTcd B ANUCneprupoBaHnm akCTpareHTa, npea-
noxeHHom B 2006 rogy Pesau c coaBTopamu [5]. B
OCHOBE KOHLIEHTPMPOBAHWS NEXUT NONy4YeHNe dMyfb-
CuM 3KCTpareHTa B pa3e aHaNM3npyemMoro pacteopa
¢ obpasoBaHueM vYacTuy, cybMUKPOHHOro pasmepa.
OT0 pesKo yBeNMYMBAET NOBEPXHOCTb MAacCOOOMEHa,
paBHOBECKWE B CUCTEME yCTaHaBNMBAETCH He bonee Yem
3a MUHYTY [6]. HegocTaTkoM NpennoxeHHOro Metoaa
SIBMISAETCA TO, YTO AKCTPAreHT BBOAST B BOAHYIO dhasy
C MOMOLLIbIO TPEeTbEro KOMMOHeHTa — gucnepraTopa,
KOTOPbIN XOPOLLO pPacTBOPSAETCS B 9KCTpPareHTe u
Boge. [pncyTcTBUE B CUCTEME TPETHENO KOMMOHEHTA

— Aancnepratopa MOXeT yBenu4yBaTb paCTBOPMMOCTb
npumecen B BOAHOM dhase 1, crnegoBaTteribHO, YMeHb-
waTb KO3 PULUMEHT KOHLIEHTPUPOBAHUSA NPUMECEN.
BosHukatoT Takxe npobrnemMbl, CBA3aHHbIE C YUCTOTON
aucneprartopa. B 2008 rogy Peryapo ¢ coaBTopa-
MU NPUMEHUNU ANA AUCNEePrupoBaHns 3KCTpareHTa
ynbTpas3BYyKOBOE U3ryvyeHue [7]. 3To No3BOSMMIIO OT-
KasaTbCsl OT BellecTBa-agncnepratopa. B kavyectse
NCTOYHUKA yNbTPa3BykKa MCNOMb3YHT ybTPa3ByKOBOM
BONMHOBO/ MY YNbTPa3BYKOBYHO BaHHY. [1poTekaHune
YyNbTPa3BYKOBOro AMCNEepPrMpoBaHus naeT 3a cyeT
KaBMTaUuMm — npouecca obpa3oBaHns B XXMOKOCTU
NyNbCUPYHOLLIMX MUKPOMY3bIPbKOB (KaBEPH, MONOCTEN),
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Puc. 2. Bo3sgelicTBue ynbTpas3ByKOBOW BOSHbI HA
kanno. lNosicHeHNs B TekcTe

3anofIHEHHbIX MapoM, ra3om unmn ux cmecolto [8]. Ha
puc. 2 npeacTaBneHbl MMKpodoTorpadmm OTAENbHbIX
CTagun ynbTpasByKOBOro BO3AENCTBUS Ha Kansko
akcTpareHTa [9]. N3 nsobpaxeHus 1 BUAHO, 4TO Ka-
nns cnfoLwwmBaeTcs B TOHKUA guck. N3obpaxkeHus 2,
3 — Ha nepudepUnHON YacTn gncka NosBNAKTCA 1
YBENUYMBAKTCA KanuUmsipHble BOJSHbI, BbI3BaHHbIE
napameTpuyecKkon HeyCTOM4MBOCTbIO 0bpasoBas-
werocsa avcka. MsobpaxeHune 4 — amnnutyaa BOSH
OOCTUraeT BeNnYMHbI, CPaBHUMOW C TOMNLLMHOM AUCKa.
M3o06paxeHns 5, 6 — anck pacnagaeTcs Ha OTAenbHble
MUKpoKannn. MMKpoaKCTpakLMOHHOE KOHLEHTPUpOo-
BaHWe C yNbTpa3BYyKOBbIM AUCMEPrUpoBaHUEM IKC-
TpareHTa siBNAeTCcs BeCcbMa 3(p(peKTUBHLIM METOA0M
KOHLleHTpUpOoBaHusi. [prMepbl MUKPOSKCTPaKLMK C
yNbTPa3BYKOBbIM AUCNEPTUPOBAHMEM MOJTYYEHbI C
3KCTpareHTamMmu, MMeLLMMUN NAOTHOCTb BonbLUYIO,
yem Boga[7, 10-12]. PaboT no NpMMEHEHNIO «TErKUX»
9KCTpareHToB HaMM1 He Ha4EHO.

B HacTosiwer paboTe, Ha npumepe onpeaeneHus
npumMecen — acpmpoB o-PpTaneBomr KUCNOThI B BOAE, pac-
CMOTPEHO MUKPOIKCTPAKLIMOHHOE KOHLIEHTPUPOBaHWE
C yNbTPa3ByKOBbIM ANCNEPTMPOBAHNEM SKCTpareHTa.
Odumpbl 0-pTaneBon KUCNOTbl BbiIOpaHbl B KAYECTBE
aHarnuToB, TaK KaK OHW ABMSOTCSA BECbMa TOKCUYHBIMU
N MOTYT coaepXXaTbCs B MMTbEBOW BOAE U MULLEBbIX
npoadykTax. B kayecTBe akcTpareHTa Mcnonb30BaH
H-OKTaH, UMEOLLMIN NAIOTHOCTb MEHbLLIE, YeM Y BOAbI.
PaccmoTpeHo BnMsaHUE pasnuyHbiX hakToOpoB Ha
3(pPEKTUBHOCTb MUKPOKOHLLEHTPUPOBAHUS.

JKkcnepuMeHTanbHas 4YacTb

PeakTuBbI M BCoMoraTesbHble BellecTBa.
[nauccnegosaHun ncnone3oBanu agumetundranar
(AM®) y. (TOCT 9657-61), guatundtanat (A3®P) u.
(TY 6-09-3663-74), pnoytundTanat (AB®) u. (TOCT
2102-78), buc-(2-atunrekcunycpranat (43Ard) u. (FOCT
8728-88), apuHoHundtanat (AH®P) u. . a. (TY 6-09-
2800-75). B kauecTBe aKCTpareHTa NpUMeHsinn H-OKTaH
X. 4. (MPTY 6-09-3748-74), 04ULLEHHbIN PINeeBCKOM
anctunnsaumen [13]. H-OkTaH ygoBneTBopsieT Tpe-
OoBaHMAM, NpeabsABAEeMbIM K 3KCTpareHTam Ans

MUKPO3KCTpakumu. OH ManopacTBOPUM B BOAE U MEET
HEBbICOKYI0 NneTy4ecTb. Kpome 3T0ro, H-oKkTaH He Bbl-
3bIBAET 3aTPYOHEHUI NPU razoxpomMaTorpadmnyeckom
onpegenexHun ptanartos. B kayecTBe BbicanueatoLLen
nobaBku ucnone3osanu xnopug Hatpus (FTOCT 4233-
77). BogHble pacTBopbl C 3aaHHON KOHLEHTpaunein
Kaxxgoro acpmpa craneson kucnotbl 3-10-8-10°% mac.
roTOBU/IN Ha OCHOBE OMAUCTUNNIMPOBAHHON BOAbI
MeTOAOM nocriejoBaTenbHOro pasbasneHuns co B3Be-
wmBaHneM. Tak kak dptanatbl TPyaHOPACTBOPUMbI B
BOAE, pacTBOpPbI FOTOBUIN C UCMOMb30BaHNEM STUITO-
BOro CNu1pTa, OYULLIEHHOrO pekTudunkaumen [14]. Ana
npoBeAeHUS MUKPOSKCTPaKLIMM C AUCneprupoBaHmem
TPeTbMM KOMMOHEHTOM B KayeCTBe BellecTBa-guc-
nepraTtopa Ucrnonb30Barnu TOT Xe 3TUMOBbIN CNNPT.
O61bem akcTpareHta. O6bem akcTpareHTa
coctasnan 10 mkn. MeHblune o6beMbl 3aTpyAHSAOT
3-5 pa3oBbii 0TOOP anNMKBOTLI AKCTPAKTa Ha aHanms.
YBenuyeHne obbema NpMBOANUT K YMEHbLLEHUIO KO-
3P PULMEHTOB KOHLIEHTPUPOBAHNS NPUMECEN.
KoHueHTpupoBaHue ¢ ynbTpa3ByKOBbIM AMUC-
neprupoBaHueM. KOHLEHTpMpOBaHMe NPOBOAUN B
LeHTpUy>KHOM NPpoBKMpKe, K BEPXHEN YacTn KOTOPOWN
Obin NpUnasiH kKanMbpoBaHHbIM Kanunnsp AMameTpom
1.40 £ 0.05 mm. Kanunnsap npegHasHadeH ansi cbopa
MUKpPO3KCTpakTa. Cxema npoBeAeHNs KOHLEHTPUPO-
BaHMs npeacTasrieHa Ha puc. 3. B ueHTpudyxHyto
nNpo6upky nomeLtanu 3 M aHanmM3npyemoro BOGHOMo
pacTtBopa. Mukpownpuuem Hamilton 701N BHocunu B
Hee 10 MKN 3KCTpareHTa — H-oKTaHa, O4HOBPEMEHHO
BO3JENCTBYS Ha BOOHbIV PAcTBOP YNbTPa3BYKOBbLIM
nany4veHuem (puc. 3, a). ObnyyeHne nposogunm B
ynbTpa3BykoBow BaHHe mogenu GY 3560. YacTtoTa
yNbTPa3ByKOBbIX konebaHuin coctaBnsna 42 kl'y, MoLu-
HOCTb nM3ny4deHus — 60 BT. YactoTa 42 kI, cornacHo
[8], BXOAMT B MHTEpBAN YacToT, HaMbonee NOAXOAALMNX
Ons npoBeAeHns SMyNbrMpoBaHuUs, MPU 3TOW YacToTe
He NPOUNCXOAAT XMMUYECKUe npeBpaLLeHnsi npumMecen
W 3KCTpareHTa, HexenaTernbHble AMs MUKPOIKCTPaKLMK.
B pesynbraTe obpasoBbiBanach aMyrbCus opraHu-
YeCKOoro aKCTpareHTa B BO4HOM pacTsope (puc. 3, 6).
ArpermpoBaHue YacTuL, 3MynbCUU B OTAENbHY0 hasy
OCYyLLeCTBNASANN LeHTpudyruposaHmem. [ins atoro
ucnonb3osanu ueHTpudyry LIJTH-2 (MPTY 42-1742-
63 N2509). C uenbto npegoTBpaLLeHns ucnapeHus

Puc. 3. Cxema npoBefeHUs1 KOHLEHTPUPOBAHUS C
yNbTPa3BYyKOBbLIM ANCNEPTMPOBaHNEM 3KCTpareHTa
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3KCTpareHTa kKanunnsp LeHTpudyxHon npobupkm 3a-
Kynopusanu Tpyb4aTon NonmMaTUneHoBON 3arfyLUKON.
Mocne ueHTpuUdyrMpoBaHms aKCTPAKT cKannuearncs
B Kanunnsipe B Buge ctonbuka xmuakocTtu (puc. 3, 8),
13 KOTOPOro MMKpoLunpuuem oTbupanu anvkBoTy
3KcTpakTa o6bemom 1 Mkn (puc. 3, 2) n BBOOUIM €€ B
xpomaTtorpad. Temneparypa, npy KOTOPON NPOBOAUNN
KOHLIEHTpMpOBaHue, cocTaBnsana 251 °C.
[nsa pacyeTa KoadpumLmeHTa KOHLEHTPUpPOBa-
HUSA NpumMecer no dopmyne (2), aHanM3 NCXogHON
BOAbl MPOBOAUIIN NPY COOTHOLLIEHUN 06 bEMOB BOAbI
N aKcTpareHTa 1:1.
KoHueHTpupoBaHue C TPeTbMM KOMIMOHEH-
TOM — AucnepraTopom. B LeHTprdy xHyt0 Npobupky
0o6beMoM 3 M € Kanunnsipom Ans cbopa aKcTpakTa
npv nomoLmn MuKpownpuua seogunm cmeco 0.25
MIT 3TaHona — gucnepratopa n 10 Mkn akcTpareHTa
— H-okTaHa. Npun aTom o6pasoBbiBanacb aMynbCUst
aKcTpareHTa. 3aTem NonyyYeHHyY CUCTEMY LIEHTPU-
dyruposanu. B pesynsraTte NponUcXoauno BblaenexHme
3KCTpaKkTa B Kanunnsape LeHTpudyxHON Npobrpku B
BMAE CTONOUKA XUOKOCTW.
XpomaTo-macc-cnekTpoMeTpuyeckoe onpe-
AeneHue npumecen. OnpeneneHue npumecei npo-
BOAWITM C MOMOLLIbIO XpPOMaTO-Macc-CcnekTpomeTpa
Focus DSQ Il ¢c kBagpynornbHbIM Macc-aHanM3aTopom,
3HEPrus NOHN3NPYHLLMX SMNEKTPOHOB cocTaBndana
70 aB. [JeTekTnpoBaHne NpoBOANNN B peXnMe ce-
NEKTUBHOIO MOHHOTO CKaHMpPOBaHUA No Hambonee
WHTEHCMBHbBIM NIMHNUAM MacC-CrnekTpa, KoTopble xa-
pakTepmn3oBanncb MakcMMarsbHbIM COOTHOLUEHNEM
curHan/wym. CkaHupyemble NoHbl: m/z =163 — gn4a
avmveTundTanata, m/z = 149 — ana gu(H-6ytun)dpra-
naTa, AuHoHundTanata u buc-(2-aTunrekcundTranara).
[nsa xpomaTorpadunyeckoro pasfaeneHus npumecen
MCMonb30Bany KBapLeByH KanumnsipHyt KOMOHKY
RESTEC 800-356-1688 ¢ xumunyeckn npMB1UTON HE-
noaswxHow pason RTx-5 (30 M x 0.25 Mm x 0.1 MKMm).
B ka4ecTBe rasza-HoCUTENS NPUMEHSANN refiuii Mapku
60 (TY 0271-011-45905715-02). laszoxpomaTorpa-
dmyeckoe pasgerieHme OCyLEeCTBANN B peXMMe
nporpamMmMmpoBaHnsa TemnepaTypbl: Ha4anbHYO
Temnepatypy 50 °C nogaepxvBanu B TeveHue 1
MUWH, Janee TemnepaTypy KONOHKM yBenn4mBanu
co ckopocTbto 40 °C/mnHpgo T = 120 °C, 3atem co
ckopocTbto 10 °C/mun go 280 °C, aTy Temnepartypy
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nogaepxusanu B TedeHne 10 MuHyT. TemnepaTy-
pa ncnaputens coctasnsana 170 °C, nHtepdenca
xpomaTorpad-macc-cnektpomeTtp — 300 °C. INoTok
rasza-HocuTens Yyepes KONoHky coctasnan 1 mn/
MWH. [leneHune noTtoka B NepPBY MUHYTY nocne
0031POBaHUSA He MPOBOAMUIIOCH, @ B AallbHENLLEM
coctansano 1:10. O6bem Npobbl, BBOAUMOW B KOJIOH-
Ky, cocTaBnsan 1 Mkn. Bo Bpems BbIxoga OCHOBHOIO
KOMMOHEHTa — H-OKTaHa, NTaHne KaToaa OTKMYanm
Ons NnpefoTBpalleHus Bbixoga ero u3 ctposi. Konum-
YecTBEHHOE onpeferneHne NpUMecei B aKCTpakTe
NPOBOAWAN METOA0M abCONOTHOM rpagyMpoBKY MO
nnowagsm nukos. MpagyMpoBOYHbIE 3aBUCMMOCTH
cTpounu nNpu nomMoLm o6pasLoB CpaBHEHMS, KOTO-
pble FOTOBUIM Ha OCHOBE H-OKTaHa B ammnyrax u3
cTekna c nputepTbiMu Nnpobkamu. MNMorpelwHocTb
B3BELUMBAHMWS UCXOLHbIX BELECTB U pacTBOPOB
coctaBngana 0.0001 r (Becbl Shimadzu aux 220 ).
[nana3oH KOHUEHTpaLNn pacTBOPOB CPaBHEHUS
cocTtasnan 1-10-%-1-10° % mac.

Pe3ynbTaTbl 1 X 06CcyxxaeHue

OKcTpareHT u ero uncrtota. Ha puc. 4 u 5
npvBefeHbl XpomaTorpaMMbl H-OKTaHa 4o U nocre
OYNCTKM PANEeEeBCKON UCTUNTIALNEN.

Kak BUHO 13 xpomaTorpamm, B UCXOLHOM H-OKTaHe
o6HapyxeHbl oMby TundTanar n buc-(2-aTunrekcun)
dranat. B tabn. 1 npuBeaeHo cogepxaHue btanatos
B MICXOOHOM H-OKTaHe U H-OKTaHe Nocre OYNCTKM pa-
neesckon guctunnaumen. Nocne ouncTku pranathl
He 0GHapyXXeHbI.

Bpewmsi o6nyyeHus ynsTpasBykom. Viccnegosanm
BMUSIHNE BPEMEHM 00Ny4EHMS CUCTEMbI YNIBETPA3BYKOM
Ha KOHLUeHTpupoBaHue B uHTepBare oT 10 ¢ 40 8 MUH.
3aBMCMMOCTb KO3hPULIMEHTA KOHLEHTPUPOBAHUS OT
BPEMeHU 0bny4eHust npeacTaBneHa Ha puc. 6.

C yBenuyeHnem BpemeHu 065yyeHms koaddpu-
LMEeHTbl KOHLUEHTPUPOBaHMS (hTanaTtoB Bo3pacTanu,
jocturas K 3-4 MUHYyTaM HEKOTOPOro npeaensHoro
paBHOBECHOro 3HaveHus. [onyyeHHble pesynbTaThl
COrnacylTcsi C NMTepaTypHbIMU JaHHLIMK, NpUBeE-
OeHHbIMM B paboTax no onpegeneHnto otanaTos B
OyTunmpoBaHHou Boae [15] M KOHLEHTPUPOBaHMUIO
2,4,6-TpuxnopanHnsona u3 soabl [16]. Kak otmeyeHo
BblLLIE, MPU AMCNEePrnpoBaHnm TPETbUM KOMMNOHEHTOM

1559

or1c-(2-»TIreRcHI) pranat—_|

-6
Curaan - 107 en. cuera
a

Puc. 4. XpomaTtorpamma MCXO4HOMO H-OKTaHa
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Puc. 5. XpomaTtorpamma H-oKTaHa nocrie O4UCTKU PIAneeBCcKon AUCTUNNSLNEN CO CKOPOCTbIO ncnapeHnsa

6-10* r-cm2-c™

Ta6nuuya 1
CopepxaHve aprpoB pTaneBon KACNOTbl B H-OKTaHe A0 MU NOCME OYUCTKMU PIneeBCKOn AuCTUnnsaumen
(n=3, P=0.95)
H-OKTaH CopepxaHue adupa dranesomt KUCNOTbl, M/
AMo Jiclo) 6% Aoroe AHP
NcxoaHbiv <210 <1103 (8 £1)10°3 (7.0 £ 0.5)-10 <2103
MNocne o4ncTkK <210 <1103 <4103 <4103 <2103

paBHOBeCKEe yCcTaHaBnNnBaeTcs He bonee yem 3a
MUWHYTY. Pasznuuyne, ckopee Bcero, CBSI3aHO C TEM, YTO
obpasoBaHue YacTuL, 3MynbCUW NPy UCNepPrMpoBaHMn
yNbTPa3ByKOM MAET Yepes ApobneHmne KpynHbIX YacTuLy
9KCTpareHTa B Merkue, a B Criyyae AncneprmpyoLwero
areHTa — nyTem yKpynHEeHMs YacTuL, MONEKYNspHbIX
pa3mMepoB 40 CyOMUKPOHHbIX. QdhekTUBHAsS NOBEPX-
HOCTb MaccoobMeHa B nocnegHeM cnyyae 6onbLue,
a Bpemsi AOCTWXKEHUS PAaBHOBECUS — MEHbLLIE.

CkopocTb LueHTpudyrupoBaHus. Viccnegosanm
BNMUSIHME CKOPOCTM BpaLLEHUS poTopa LeHTprudyru
Ha npoLecc KoHUeHTpupoBaHus B nHTepsarne 3000-
9000 06/mMuH. N3yyeHune nokasarno, 4To Npu CKOPOCTAX
BpaLleHus 6onee 6000 06/MMH NponcxoauT pacTpe-
CKMBaHWe LeHTPUdYXHbIX Npobrpok 1 Yactoe oTna-
MbIBaHWE TOHKOIO CTEKIAHHOIO Kanunnspa. Mo aton
NpyYYnHe B Ka4YecTBe onTumarnbHoM Obina BbibpaHa
CKOpOCTb BpalleHus paBHas 6000 06/MuH.

Bpems ueHTpudyruposaHus. Bpemsa LeH-
TpudpyrnposaHus Bapbmposanu ot 1 go 10 muH. 3a
BpeMs 1-2 MUH pOTOp LeHTpUdyrM He ycneBan Ha-

350,
5
300 3
250 3
ke 200
. I 1
150 { - }2
100
50 —7F 1 1 i1
0 2 4 6 8 10

Bpems odayuenns, MuH

Puc. 6. Ipadurk 3aBUCUMOCTU KOI(PPULINEHTOB KOH-
LieHTpMpOBaHUS 3NPOB hTaneBon KNCNOTbI U3 BOAbI
OT BpPeMeHM ynbTpa3BykoBoro obnyyexus: 1 — QM®;
2-09®; 3-[0b®; 4 - O3I®; 5 — AH®

OpaTb Heobxoanmoe Yncrno o6opoToB, N3-3a YEro B
Kanunnsape Bblgenanock okono 50 % nonyveHHOro
3KCTpakTa, a pacTBOpP COXPaHsS onanecueHuumo.
Mpun BpemeHu LeHTpudyrnposaHus 6onee 3 MUH He
NPOMCXOAUI0 CTaTUCTUYECKN 3HAYNMOTO UBMEHEHNS
obbema BblAENSOLLErocs IKCTPaKTa, N03TOMY BpeMs
3 MUH 6bIN0 BbIOPaAHO Kak oNTMMarsibHOE.

BnusaHue conecopepxaHua B obpasuax.
BrnngaHmne conecopepxaHusa Ha KOaUUNEHT KOH-
LeHTPMPOBaHUA nccregoBany Ha obpasLax peyHon,
BOJOMNPOBOAHON N By TUNMPOBAHHOW NUTHLEBON BOAHI,
a TaKk>Xe Ha UCKYCCTBEHHbIX CMECSX, MPUTOTOBIEHHbIX
Ha OCHOBE OMANCTUNNMPOBAHHON BOAbI.

Kak BnaHo 13 puc. 7, coaepxaHue cosnen B BOAHOM
obpasue He 6onee 1 % mac. (kak B Oy TMnMpoBaHHON
NUTbLEBOW, BOAONPOBOAHOM U PEYHOMN BOLE) HE BNUSIET
Ha KO3 pULMEHTbI KOHLUEHTpUpoBaHmAa. HaunHas
¢ koHueHTpaumn NaCl B BogHom obpasue 1 % mac.
n 6onee, NPONCXOAUT CHUXEHME KO3 PMLNEHTOB
KOHLIEHTPUPOBaHUA Nno Bcem achmpam dpTaneson
Kncnotbl. BeposaTHO, yMeHbLUeHne ahEeKTUBHOCTH

400
350
300

250 5
= 35
o 200 i : 5 $4
T T T 13
150
100
b 4 - 4 r 1 2
50 . : 4 2 3
= = = =51
T T T T T T
0 5 10 15 20 25

NaCl, % macc.
Puc. 7. 3aBucMmocTu KO3 PULNEHTOB KOHLIEHTPU-
poBaHus 3MpoB hTaneBon KUCIOTbl OT coaepxa-
Hus coneson gobasku: 1 — AM®; 2 — 093®; 3 — ABD;
4 -[03rd; 5 - AHO
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A B
Puc. 8. LieHTpndyxHble NpobrpKM 4N MUKPOIKCTPAK-
LN «NErkKMMmy» KCTpareHTamm

KOHLIEHTPMPOBAHWS CBA3AHO C TeM, YTO fobaBneHne
COMneBoOW NpMMeCH NPUBOAMUT K 0bpasoBaHMIo B pac-
TBOPE ManonoABWXHbIX TMApPaTUPOBAHHbIX MOHOB,
KOTOPbIE CHMXAIOT CKOPOCTb AN dy3un onpeaensemblx
npyMecen B opraHnyeckun akctpareHT. [NogobHbie
pesynbsTathl NonyyYeHbl aBTopamm apyrux pabot [17, 18].

B panbHenwunx nccnegoBaHnsx oT Bbicanvea-
towen nobaBkM oTKasanuch.

dopma eMKOCTU ANA MUKPOIKCTpakumn. B
paboTe ncnonb3osanu cnocob kanunnspHoro céopa
akcTpakTa. Ero ocylectBnsany ¢ noMoLLbio LLeHTpU-
hy>XHOM NPOBMPKM C KANUMMAPHBLIM CY>KEHWEM, KOTopast
BrepBble NpMMeHeHa B paboTtax [19, 20]. MpenmyLe-
CTBa 37OV NPOBMpPKM HaL paHee UCMONb30BaHHbIMU
€MKOCTSIMM 41151 NPOBEAEHNS MUKPOIKCTPAKLNM B TOM,
4yTO obrieryaeTcs OTOOP 3KCTPaKTa U YMEHbLUAeTCs
KONMYECTBO MCMApPEHHOro aKcTpakTa. [na mukpo-
3KCTpaKkUmMn B HacTosilwen pabote npuMeHanu asa
BMAa NpoOMPOK C KanumnisipoM, CXeMaTUYECKN OHU
n3obpakeHbl Ha pyc. 8. AKCNepMMEHTaNbHO NOKa3aHo,
4yTO Bonee ynobHa npobupka TMna b ¢ KOHyCHbIM 3a-
OCTpEHMEM BepxHen yacTtn. Ha cdepuryeckon Bepx-
Hen YacTn amnyrnbl Tuna A npu LeHTpudyrmpoBaHum
3afepmBaeTcs («MpUIMnaeT») YacTb 3KCTPAKTa, B
pesynbTaTe Yero B Kanunnspe cobupaeTcs He BeCb
ero obbeM, «NoTepm» IKCTpaKkTa yBenn4MBatoTCs
C YMEHbLUEHNEM UCMOSb3YyEMOro obbema n MoryT
pocturatb 20-30 %. 3TK noTepu He yCTpaHaTCH
Oaxe npu yBenMYeHUn CKOpoCTN BpaLleHnsa poTopa
ueHTpudyrn ot 6000 go 9000 06/MuH.

MaTtepuanbHbI“ 6anaHc aKcTpareHTa B 3KC-
TpPaKuMOHHOW cucteme. [poBeaeH KOHTPOMb BO3-

MO>XHbIX NOTEPb 3KCTpareHTa 3a CYeT ero pacTBo-
peHus B BoAe U ucnapexus. [lns aToro npm noMoLLm
LUTAHrEHUMPKYS U3MEPSAnM BbICOTY CTOnbuKa aKc-
TpakTa B Kanunnsipe nocne LeHTpugyrmpoBaHuns 1
paccuyuTbiBanm o6bem BblAENUBLUETOCS IKCTpakTa.
BbicoTa cTtonbuka akcTpakTa coctaBuna BenUYnHy
6.35+0.05 Mmm. OTO coOTBETCTBYET 0O BLEMY SKCTpaKTa
9.8 + 1.4 mkn. MicxogHOe KONMMYeCcTBO 3KCTpareHTa,
BBEJEHHOTO B LLeHTPUAYKHY0 MPOBUPKY, COCTaBNAN0
10 £ 0.1 Mkn. 3TU pesynbTaThl CBUAETENLCTBYIOT O
CTaTUCTUYECKON HE3Ha4YMMOCTM NOTEPb AKCTPareHTa
3a CYET ero pacTBOPEHUS U UCMAPEHUS B XO4e MUKPO-
3KCTpakumn. BeiBOAbI 9KCNeprMeHTa COornacyoTes ¢
Marion pacTBOPMMOCTbIO H-OKkTaHa B Boge (0.66 mr/n)
[21] v ero HeBbicokom neTyyecTsto (T, = 125.7 °C).
AHanuTMyeckne xapakTepuCcTUKN METOAUKM.
Mpepen obHapyxeHUs AN MakpoO3KCTpakumm
C,.. (1:1)) HaxoAuIM N0 YTPOEHHOMY CTaHOAPTHOMY
OTKIIOHEHMIO CUrHana xonocToro onbita. CTaHgapTHoe
OTKIIOHEHWNE paccuYnTbiBanu no nnoLaam, orpaHnym-
BaloLLlen ypoBeHb onyKTyauuii curHana geTekTopa,
OTHOCSLLEerocs Ko BpeMeHu BbixoAda onpegensie-
MOW NPUMECK NP aHanmn3e OYNLLLEHHOrO H-OKTaHa,
KOHTaKTMpOBaBLUEro ¢ 6UANCTUANNPOBAHHOW BO-
pon. Npegen o6HapyXeHUst 4Nst MUKPOIKCTPaKLMK
C HaXoAuWmMnn ¢ y4eTom KoadpduLmeHTa KOHLEH-

MUWH, Aucn

TPVPOBaHUS:

c =Cpan/K - (5)

MWH, Aucn MuH (1:1

HocTurHyTble KOAhPULIMEHTBI KOHLLEHTPUPOBA-
HWs, Npegensl obHapyxeHus C nNOK npumecen
npeacTaBneHbl B Tabn. 2.

CornacHo Tabn. 2 metog AucneprupoBaHuns
ynbTpasBykoM 6onee acpekTMBEH, YeM METOL, ONC-
neprupoBaHus C NOMOLLbIO BellleCcTBa-ancnepratopa.
Takoe e 3aknyeHne cregyeTt U3 CpaBHEHUS Mony-
YEHHbIX pe3ynbLTaToB C NUTepaTypHbIMU OaHHBbIMU
[23], roe ona gumeTtundranara, guatundTanaTa u
anbyTundTanarta npu AMcneprupoBaHuUmn aLeToHu-
TpUNom ObINM NonyYeHbl MeHbLUME KOIPULMEHTHI
KOHUeHTpupoBaHus: 44, 92 n 196 cooTBETCTBEHHO.
OT0 noaTBEPXKAAET NPEANONOXEHNE O TOM, YTO Be-
LLlecTBO-AnNCNepraTop yBennimBaeT paCTBOPUMOCTb
npumMmecen B BOAe, N3-3a 4Yero CHmxKaeTcs adheKkTmB-
HOCTb NX KOHLIEHTPUPOBAHUSI.

MUH, aucn

Ta6bnuua 2

KoadhpumumeHTbl KOHUEHTpUpoBaHus, npeaernsl obHapyxeHusa v MNAOK npumecen npu gucneprnpoBaHnm ynb-

TPa3BYKOM U 3TAHOSIOM

K c C oo, o MM nak,

Mpumech avicnepraTop- s (1:1)° avicnepraTop- mr/n
ynbTpasByk sTavon yNbTPasByk STaron [22]

oMo 60+5 40+5 21073 310 5-10° 310
0o 150 £ 10 70+ 6 1103 6-10° 110 3
0o 260 20 150 £ 12 41073 210°° 310 210"
0oro 290 + 20 220 £ 18 410 1-10-° 210 8-10-
OH® 310 £ 30 240 £ 20 2103 6-10-6 8-10 -
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O heKTUBHOCTB elLLle O4HOIO pacnpoCTpaHeH-
HOro MeTo4a KOHLEHTPMPOBAHUS — AMHAMUYECKON
KanenbHOM MUKPOIKCTPaKLMKM Takxke Huke. Onsa ou-
MeTundTanaTa, anatundTanara un gubytundranara
nony4YeHbl OTHOCUTENBHO HEBLICOKNE KO3 PULNEHTHI
KOHUEeHTpupoBaHus: 28, 59 1 95 cooTBETCTBEHHO [24].
KanenbHas MUKPO3KCTPaKLMs XapakTepuayeTcs MeHb-
LLIEeN CKOPOCTbI0 MaccoobmeHa 1 6onee onNUTenbHbLIM
BPEMEHEM YCTAHOBEHUSA PAaBHOBECUS.

Kak BugHo u3 1abn. 2, npegensl 06Hapy>xeHus,
OOCTUMHYTbIE HAaMW C yNbTPa3BYKOBbIM AUCMEPru-
pOBaHMEM 3KCTpareHTa, Ha HECKOIbKO MOPSaKOB
Hwxe MOK. 3To genaeT BO3MOXHbIM YCTaHOBIEHME
WCTOYHUKOB 3arpsi3HEHNSA 1 OCYLLLECTBIIEHNE NpO-
rHO3MPOBaHUSA Pa3BUTUSA IKONTOTMYECKOW CUTyaLmm
3a40nro 4o Kputnyeckon. [locturHyTble npeaensl
oBHapyxeHus Huxe [23, 24] nnvn HaxogATCsA Ha ypOBHE
Ny4YLWnX MUPOBbLIX pe3ynbsTaTos [25, 26].

3aknoyeHue

MokasaHo, YTO MUKPOIKCTPAKLMOHHOE KOHLIEH-
TPMPOBaHWE NPUMECEW C yrbTPa3ByKOBbIM ANCNEPrMPO-
BaHWEeM 3KCTpareHTa NPeBOCXOAUT Mo 3PPEKTUBHOCTM
KanenbHyt MUKPOIKCTPaKLIMIO M MUKPOIKCTPAKLIMIO C
AncneprupoBaHnemM BCnoMoratenbHbIM KOMIOHEHTOM.
VMcnonb3oBaHue kanunnspHoro cbopa akcTpakTa
ynpoLlaeT ero oToop 1 yCTpaHAET MOTEPU IKCTPAKTa,
CBsI3aHHble C ero ucnapeHvem. MMKpoaKkcTpakums ¢
yNbTPa3ByKOBbIM OUCNEPTMPOBAHUEM SKCTpareHTa
no3Bonuna JOCTUrHYTb NpPeaerioB obHapyXeHus
agmpoB o-pTaneson kucnotol  10-°-10-% mr/n, He
YCTynatoLmx Ny4LmM MMPOBLIM pe3yrbTaTam.
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MICROEXTRACTION PRECONCENTRATION OF IMPURITIES
WITH ULTRASONIC DISPERSION OF EXTRACTION SOLVENT

V.A. Krylov'?, V.V. Volkova', O.A. Saveleva’
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Microextraction preconcentration of impurities with ultrasonic dispersion of extractant exceeds in
efficiency drop microextraction and microextraction with dispersion on auxiliary component. Capillary
gathering of an extractant simplifies its selection and eliminates the losses of an extract connected
with its evaporation. Limits of detection of esters of o-phthalic acid are 10-5-10-¢ mg/I which are not

conceding to the best world results are reached.
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