XpOMATO-MACC-CMEKTPOMETPUYECKOE
ONPEAENEHUE YPUPOB o-pTanesoif
KNCJIOTbI B 6yTnuposaHHOM BOaE

c INCINEPCMOHHBIM mukposkctpakum-
oHHbiM KOHLIEHTPUPOBAHMEM

Moka3aHo, YTO MMKPOIKCTPAKLMS C YNbTPA3BYKOBbIM AMC-
neprupoBaHMeM SKCTpAreHTa sBnferca 3$QPeKTHBHbIM Me-
TOAOM KOHLEHTpMpPOBAHHUA 3PUpOB O-pTANEBOH KHCNOTDI.
Wcnonb3oBanue KanuanspHoro c6opa KCTpaKTa pewaer npo-
6nemy or6opa «nerxoro» KCTPAKTA M YCTPAHSET €ro NOTepH,
(BS3aHHble ¢ ucnapeHuem. MuKpOIKCTPaAKLMUA C ynbTpa3ByKoO-
BbIM AUCNEPrHPOBAHMEM IKCTPAreHTa MO3BONMAA JOCTUIHYTh
npeaenoe o6Hapyxenus 3¢pupoe o-¢pranesoi kucnorel 10—
10" mr/n, He ycTynaiowux NyYw MM MMPOBLIM Pe3yNbTaTaM.
Bnepsbie nokasaHo npucytcTBHe O0-pTANATOB B OTEYECTBEH-
HOil OyTHNMpOBAHHOW BoOAE.

Beegenne

¢bupsl o-praneBoil KUCIOTh! ((PrasaTsr) sIB-

JITIOTCST BEChMA TOKCUIHBIMI COETITHEHUSIML.

[t BOJbI XO341CTBEHHO-IIMTLEBOIO Ha3Ha-
venus Besauiibl [1/1K no o-dranaram cocrasiis-
10T 3—0,008 mr/a1 [1], MoaTOMY 1T OTIpENIETTeHNIS
ATHX COEAMHEHNIT HEOOXOMMO HCTIOIb30BATh BbI-
COKOUYBCTBUTEJIbHBIE METO/bl C IIPEJBApPUTE/Ib-
HBIM KOHIIEHTPUPOBaHUeM. PacmpocTpaHeHHBIM
METO/IOM KOHIIEHTPUPOBAHUS SIBJSIETCS K-
KOCTHO->KU/IKOCTHAsT 9KCTPaKIMs. TpauiinoHHas
JKUTKOCTHO-KUAKOCTHAS 9KCTpaKus (MaKpo-
SKCTPAKINS) UMeeT PSI CYNIeCTBEHHBIX HeI0-
CTaTKOB: MCIOJIb30BaHue OOJbIINX 0OBHEMOB
ZOPOTOCTOSIIIINX PACTBOPHUTENEH, TPYAHOCTU aB-
tomarusarun. CepbEsHoii 1pobIeMoil ABIseTCs
YTUJIN3AINS TOKCUYHBIX IKCTPATEHTOB, OOHEMbI
KOTOPBIX MOTYT JIOCTUTATh JECITKOB—COTEH ML
IPheKTUBHOCTh KOHIIEHTPUPOBAHUS TIPUMeceit
TPA/IMIIMOHHON KUJIKOCTHO-’KU/IKOCTHOH MaKpo-
AKCTPAKITIEN BO MHOTHIX CJTyJasx HETOCTAaTOUHA.
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IbDEKTUBHOCTD KUIAKOCTHO-KUIKOCTHOH
9KCTPAKIIUU XaPAKTEPU3YETCS TAKUMU TTapame-
TpaMM KaK CTelleHb U3BJIeUeHUs o 1 Koadduiu-
et KourenrpupoBanus K. Crernenb n3BJedeHust
Ol TIPEJICTABJISAET COOOM OTHOIIIEHIE aBCOTIOTHOTO
KOJIMYECTBA IPUMECH 71, B 9KCTPAKTe K abCOMOT-
HOMY KOJIMYECTBY IIPUMECH 7, B MCXOJHOM BO-
JTHOM PacTBOPE:
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KoachdummenT KoHIIEHTPUPOBAHUS — 3TO OT-
HOIIEHNE KOHIeHTpaiuu npumeck C B SKCTpaKTe
K KOHIeHTparuy ipumeck C, B MCXOHOM BOJTHOM

pacrBope:
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B kuaccryeckoii MaKpOIKCTPaKIMKU CTPEMSIT-
€51 K TIOJTHOTE M3BJICYEHIII aHATUTA. JTO BO3MOXK-
HO IIPH COM3MEPUMBIX 00beMax Bozbl V1 9KcTpa-
reita V. 3aMeTHOTO yBeIMYeHst KOHIIEHTPAIlH
AHAJIUTA TIPH ATOM He TTPOUCXOINUT.

B mocnennme Tomp co3man METOL JKUIKOCT-
HO->KUJIKOCTHON MUKpoakcTpakiimu (M), ocHo-
BAHHBIN Ha MCIOIb30BAHIN MUKPOOOBEMOB 9KC-
TpareHToB, He npepbiaroux 50—100 mxi [2, 3].
O6bem akcrparenTa Ha 1,5—3 mopska MeHblIie
o0beMa aHAIM3UPYEMOIT BOJIBI, YTO, KaK BUIHO 13
cooTHoIeHUs (3), BEJIET K PE3KOMY YBEJTMUEHUIO
koatbuimenta koutenTpupoBanist K u pubsim-
JKEHUIo ero K KoacduimenTy pacrpeneaeHus D.
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CB#3p crerneny u3BjeueHus ¢ koahdunnen-

TOM KOHI[EHTPUPOBAHUS IMEET BUJI
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Ha puc. 1 npesncraBieHa 3aBUCUMOCTb O U
K ot coornontenust 06beM0OB BOAHOIT (hasbl 1 9KC-




tparenTa V8/Vo 11l pasiM4HbLIX 3HAYEHUIl KO-
adurmenTa pacmpenenenns. 3aBUCUMOCTD 0. OT
Ves/Vo obosnauena myHKTUpHON Junueli, a K or
Ve/Vo — ciionxoii.

W3 puc. 1 BuzpHO, 9TO MPU PeaNbHBIX COOTHO-
menusix Ve /Vo 500—1000 st mocratodno 6oJib-
mmx koaddunmenton pactpezesnenus: 100-1000,
crerieHb u3Bederns He mpesbimiaet 0,2—-0,6. [1pu
3TOM JIOCTUTAIOTCS 3HAUUTEbHBIE KOa(hhUIeH-
ThI KOHIleHTpupoBanusi — Ha yposre 100-500.
KoathdummenT KoHIEHTpUPOBAHNS, TAaKUM 0Gpa-
30M, siBaIsieTcs Gosiee MH(OPMATHBHOI XapakTe-
pUCTUKOH 3 (EKTUBHOCTU KOHIIEHTPUPOBAHNS,
9yeM cTelleHb u3Bredenus. Crenyer OTMETUTb, YTO
oObembl 9kcTpakToB 1—100 MK/ OIM3KY K MaKCH-
MaJIbHBIM 0ObeMaM BBOAMMBIX TIPOO B METOaxX
Ta30BOI W JKUAKOCTHON XpoMartorpadun, moaTo-
MY MHUKPOSKCTPAKIIMOHHOE KOHIICHTPUPOBAHUE
OPraHNYHO COYETAETCS C HUMH.

PazpaboTaHo HECKONBKO PasHOBUIHOCTEH
MUKPO3SKCTPAKIMOHHOTO MeTozia. [lepBonauambro
ucroJsb3oBasach KanejabHas MO [4]. Ilpumecu
KOHIIEHTPUPOBAJINCH B KallJie 9KCTpareHTa 00h-
eMoM 1-2 MK, HaXOAMBIIEHCS Ha KOHYU-
K€ WTJIbI MUKPOIITIPUILA, TIOTPYKEHHON B BOJLY.
OcobeHHoCThI0 KamerbHo MO sIBisieTcst Hey-
CTOMYMBOCTD KaIlJIM Ha KOHYMKe UIJbL s 1mo-
BBILIEHVsT CTAOMILHOCTH TPOIECCa MUKPOKOH-
TIEHTPUPOBAHUS TIPETTOKeHa MeMOpaHHast M3,
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MukpooObeM 9KCTpareHTa MOMEMIAICS B I10- KOro
pUCTBIiT Karmuuisap u3 nosunporuiena. O6bem
skcrparenTa gocrurai 50 M Oba meroga MO
MMETOT CYIeCTBEHHbBIN He/I0CTATOK, CBSI3AHHBIN C
HeGOJIBIION TIONIA/IbI0 KOHTAKTa SKCTpareHTa
BOJIbL. JTO MPUBOAUT K HEPABHOBECHBIM KOd(P -
a
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Puc. 1. CBa3b kK09 puIneHToB KOHIIeHTpUpoBanus K 1 U3BIeUYeHns &

¢ cooTHOIIeHneM 00bEMOB BOJIbI U akcTparenta Ve/Vo. 1 — D

=50;2 —D=100; 3 — D =200; 4 — D = 500; 5 — D = 1000;

6 — D = 5000.

IMeHTaM KOHIIEHTPUPOBAHUS WJIM K BeCbMa ITIpo-
NOJDKUTETEHOMY SKCIIEPUMEHTY, TOCTUTAIOIEMY
12 4 [5]. ITpopeiB B MO mpomsomien B 2006 .,
Korjia ObLIO TIPE/VIOKEHO TIPOBOIUTD KOHIIEH-
TPUPOBAHUE C TUCIIEPTUPOBAHUEM IKCTPareHTa
[6]. B ocHOBe KOHIIEHTPUPOBAHUS JICKUT MOJTY-
YyeHHe 3MYJIbCUN 3KCTpareHTa B (ase aHAIN3U-
PyeMoro pacTBopa ¢ 06pa3oBaHNEM YaCTHUIL CyO-
MHUKPOHHOTO pazMepa. JTO PE3KO YBeIIIIBaeT
MOBEPXHOCTh MacCOOOMEHA, PABHOBECHE B CHCTe-
Me ycTaHaBBaercs He Oosee yem 3a 1 mu [7].
HemoctaTkoM TIpesio;KeHHOTO MeTofia SIBJISIET-
sl TO, 4TO SKCTPAreHT BBOJAT B BOJHYIO (hasy ¢
TIOMOIIBIO TPETHETO KOMITOHEHTa — [HCIIePreH-
Ta, KOTOPBII XOPOINO pPacTBOPsIETCS B 3KCTPa-
reHte u Bojie. IIpucyTcrBue B cucteMe TPeThero
KOMITOHEHTa — JUCIIEPTeHTa MOXKeT YBeJN4u-
BaTh PACTBOPUMOCTD TIPUMeceli B BOZHON (hase W,
CJIe/IOBATENIbHO, YMEHbIaTh KO3(uIineHT KoH-
IEeHTPUPOBaHUsT TpuMeceli. Bo3HUKaOT Takke
1pOGJIEMBI, CBSI3aHHbIE € YMCTOTOM JUCTIEPreHTa.
B nanbHeiinem g UCTIEPrUPOBAHUS 9KCTPa-
TeHTa TIPUMEHWJIN YJIBTPAa3BYKOBOE W3ITydeHue
[8]. DTO TIO3BOMINIIO OTKA3ATHCS OT BENECTBA-/INC-
nepreHta. C 3TOro MOMeHTa YJIBTPa3ByKOBOI Me-
TOJ IUCTIEPTUPOBAHII CTAT AKTUBHO PAa3BUBATh-
s, B IIEPBYIO 0Yepenb, 3a pybexom. B Poceun
ele HeT OnybINKOBAaHHBIX JAHHBIX O JUCTIEPru-
pOBaHUM yIBTPa3BYKOM. [lepBast paboTa, MOCBS-
IMEeHHAsT MUKPOIKCTPAKIIMOHHOMY KOHIIEHTPH-
POBAHUIO C JIUCIIEPIUPOBAHNEM YJIBTPa3BYKOM,
MIPE/ICTAaBIE€HA TBOPYECKIM KOJITEKTHBOM aBTO-
POB HACTOSIIEN CTAThH.

B nanHoii paGote it KOHIIEHTPUPOBAHMUS
abUPOB 0-PTATEBON KUCTOTHI UCCAETOBAH METO]T
MO ¢ ancrieprupoBaHueM <«JIETKOTO» 9KCTpPareH-
Ta TP TIOMOIIN YJIBTPa3BYKOBOTO BO3/EHCTBHUS
1 KaMUIIPHBIM cOOPOM 9KCTPaKTa, TTPOBEICHO
CpaBHEHHUE HTOTO METO/IA C JIUCTIEPCUOHHON MO,
WCIIOJIb3YIONIEH BellecTBO-/IUCIEPreHT.

Marepuansbi  MeTofbl HCCNEROBAHKS

eaxmuevl. J17151 nccyieJoBaHUI NCIIOIb30BaI

mamermidragar (IM®) q. (TOCT 9657-

61), muarmwidranar (AID®) u. (TY 6-09-
3663-74), mubyrundranar (ABM®) u. (ITOCT
2102-78), 6uc-(2-armiarekcui)dranar (JAITD)
u. (FOCT 8728-88), munonuidranar (AHD) u.
. a. (TY 6-09-2800-75). B xauecTBe sxcTpareH-
Ta IIPUMEHSIM H-0KTaH X. 4. (MPTY 6-09-3748-
74), OUMIIIEHHBIN PesieeBCKOM AUCTUILIATIET [9)].
#-OKTaH yIOBJIETBOPSIET TPEOOBAHSIM, TIPE/IbsIB-
JIZEMBIM K aKcTpareHTam Juit M3. On masopac-
TBOPUM B BOJIE U UMEET HEBBICOKYIO JIETYUECTD.
Kpome Toro, n-okTaH He BbI3bIBAeT 3aTpy/He-

B.A. Kpbinos u ap.//BOLA: XUMMA nu SKONOTNSG Ne 6, uionb 2013 r. c. 85-92



HUIl TIPU Ta30XpoMarorpauyeckoM orpejiesie-
o ramatoB. O6bEM 9KCTpareHTa COCTABJISAT
10 MK

He6oubImoii 06beM aKCTpareHTa He MO3BOJISL
MIPOBOINTH MHOTOKPATHBIHA 0TGOP 06pa3oBaBIie-
ToCsl 9KCTPAKTa. YBeTndeHne 00bheMa TIPUBOJIIIIO
K YMEHbITEHUT0 KOd(PPHUIMEHTOB KOHIIEHTPHPO-
BaHWA TPUMeCEH 13 BOJIBL.

B kauecTBe BbIcasMBaioniell 00aBKU MC-
nosibzoBasin xaopus Hatpud (FTOCT 4233-77).
Bombie pacTBOpBI ¢ 33J]aHHON KOHIIEHTpaIei
Kaskoro ¢ramara 3-108-105% (macc.) roToBu-
JIM Ha OCHOBE GUIMCTU/UIMPOBAHHON BOJIBI METO-
JIOM TIOCTIEeIOBATELHOTO pasbasienmst. TourocTh
MPUTOTOBJIEHUSI PACTBOPOB KOHTPOJUPOBAIN
B3BEIINBAHIEM Ha 3JIEKTPOHHBIX Becax Shimadzu
AUX220 epBoro k1acca TognocTu. Tak kak ¢ra-
JIATBI TPYAHOPACTBOPUMBI B BOJIE, PACTBOPHI TOTO-
BUJIV C UCTIOJIb30BAHMEM 3THJIOBOTO CITUPTA 0.C.U.
20-5, ountiennoro pexrudukarmeii [10].

[l mpoBenienuss MO ¢ aucnieprupoBaHu-
€M TPETLIM KOMIIOHEHTOM B KayecTBe BEIeCTBa-
TCTIEPTEHTA WCTOIb30BAIN TOT K€ DTUIOBBIH
CTIUIPT.

MO ¢ ducnepeuposaruem yavmpaseykom.

KonreHTprupoBanue MPOBOAWIN B IIEHTPU-
(dysKHOI TIPOOMpPKE, K BEpXHEH 4acTH KOTOPOM
ObLI TIPUTIASTH KaJTMOPOBAHHBIN KAIMJLISIP [HaMe-
tpom 1,40+0,05 mm. Karusuistp tipejiiastayen st
cb6opa MUKPOIKCTPAKTA U BIEPBbIE MPUMEHEH B
paborax [11, 12]. Cxema 11poBezieH st KOHIIEHTPHU-
POBAHU TIPEZICTaBIeHA HA puc. 2. B meaTpudyx-
HYIO TTPOOMPKY MOMENTAI 3 MJI aHAIU3UPYEMO-
0 BOZHOTO pactBopa. Mukporimpuiiem Hamilton
701N BHOCHIM B Hee 10 MKJI 9KCTpareHTa —
H-OKTaHa, OTHOBPEMEHHO BO3/IEIICTBYS Ha BOIHBIN
PacTBOP YJIBTPa3BYKOBBIM U3JTyueHueM (puc.2, a).
Obutyderuie TIPOBOIMIIN B YIIETPa3BYKOBOH BaHHE
mones GY 3560. YacroTa yJIbrpasByKOBBIX KO-
sebanmii cocrasiisiia 42 KIiL, MOIITHOCTD U3JTyYe-
g — 60 Br. Yacrora 42 It cormacno [13] Bxo-
JIUT B MHTEPBAJ YacTOT, HanboJiee TOXOISIINX
JUISt TIPOBEJICHUS aMYJIbTPOBAHMS, TIPU 3TOI va-
CTOTe He MPOUCXO/IAT XUMITIeCKIe TIPeBPaIeHUs
npuMeceil M 9KCTpareHTa, HexKeJaTeslbHble s
M3. B pesysbrate 00pa3oBbIBAIACH IMYJIHCUS
OPTAaHUYECKOTO IKCTPAreHTa B BOJHOM PaCTBO-
pe (puc.2, 6). ArperpoBanue 4acTHI] SMYJIbCUK
B OT/Ie/IbHYTO (ha3y OCYIIECTBIIANN TEHTPUDYTH-
poBanueM. /[ 9TOTO UCTIOMB30BAIHN TIEHTPUPY-
ry IJIH-2 (MPTY 42-1742-63 N2509). C 1e-
JIBIO TIPE/IOTBPAIIEHUST MCTIAPEHNs 9KCTPareHTa
KaIIsIp MeHTPUYKHON TIPOOUPKI 3aKyTIOPHU-
Baa TPYOYaTON IIOJMITUIEHOBOM 3aryIylIKOM.
[Tocne 1eHTprucyrupoBaHus KCTPAKT CKATLIN-
BaJICS B KAMWUISIPE B BUJIE CTOJMOMKA KUTKOCTH
(puc.2, 8), 13 KOTOPOro MUKPOIIIIPUIIEM OTOHPa-
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Puc. 2. Cxema 11poBejieHISI KOHIIEHTPUPOBAHUS C YJIBTPA3BYKOBBIM
JIUCTIEPTUPOBAHUEM HKCTPAreHTa.

JIM QTMKBOTY 9KCTpakTa 00beMoM 1 MK (puc.2, 2)
u BBo/MIM ee B xpoMatorpad. Temneparypa, mpu
KOTOPOIT TIPOBOIIIN KOHIIEHTPUPOBAHNE, COCTAB-
Jsuma 25+1 °C.

[l1g pacueta koahpuimenTa KOHIIEHTPUPOBA-
HUI TIpuMeceli o dhopmyste (2) TPOBOIIIIN aHa-
JIN3 SKCTPAKTA TIPU COOTHOIIEHIH 0OBEMOB BOJIbI 1
akcrparenTa 1:1. B aToM ciryuae BO/y 1 9KCTpareHT
MOMEIAJIN B CTEKJISTHHBII OI0KC 00BeMOM 5 MJL.

M3 ¢ ducnepeuposanuem mpemvum KOMnoHeH-
moM.

B tuenrpudyxkHyio mTpoOUPKY BBOAWIN
3 MJI HccremyeMoro pactBopa, sateM 0,25 mu
aTtaHosa, cojepxamiero 10 MKs aKcTpareHTa.
O06pa3oBaBITYIOCS IMYITBCHIO TIEHTPI(YTHPOBAIIN
B TedeHUe 3 MUH IIPU CKOPOCTU BPAIeHHs POTO-
pa 6000 o6 /muH. [lerTprdyriupoBayie aMyJIbCHH
MPUBOANIIO K BBIIEJIEHUIO 9KCTPAKTA B BEPXHEH
YacTu MPOOUPKHU B KaJIMOPOBAHHOM KaruJuisipe. 1
MKJI TIPOOBI KOHI[EHTpaTa 0TOUpaIi MUKPOIITIPHU-
IIeM W BBOAWIN B WCIAPUTENh XPOMATO-MacC-
CTIEKTPOMETPA.

Ananuz sxcmpaxmos. Onpenesienue mpu-
Meceil TPOBOAMUIN C TOMOITBI0 XPOMAaTO-Macc-
ciekrpometpa Focus DSQ II ¢ kBapymosbHbIM
Macc-aHaJIM3aTOPOM, HEPTHS HOHU3MPYIONINX
anekTpoHOB cocTaBisia 70 aB. [leTektmpoBanue
MPOBOMUINA B PEXUME CEJIEKTUBHOTO HMOHHOTO
CKaHWPOBAHUS 110 JIMHUSAM MacC-CIIeKTpa, KOTO-
pBIE XapaKTepU30BATHNCh MAKCUMATbHBIM COOT-
HOIeHneM curHaI/myM. CKaHMpyeMble MOHBI:
m/z 163 — i IM®, m/z 149 — /19O, /IbD,
JITD u JHO. [l xpomaTorpadudeckoro pas-
JeTIeHsT TprMecei MICII0Ib30BaIN KBApIIEBYTO Ka-
musipayio kosonky RESTEK 800-356-1688 ¢
XUMITYECKH TIPUBUTOI HeoABIKHOM hazoit RTx-
5 (30 m-0,25 mm-0,1 mMrM). B kauecTBe rasa-Ho-
curesist mpuMensin resmit Mmapku 60 (TY 0271-
011-45905715-02). Tazoxpomarorpaduueckoe
pasnesieHue OCYIIECTBISIN B PeKIMe ITPOrpaM-




MHPOBAHUS TEMIIEPATypbl: HAYAJIbHYIO TeMIle-
parypy 50 °C momnep:xuBaiu B Tedenue 1 MuH,
Jlayiee TeMIepaTypy KOJIOHKHM YBEJIUYUBAIU CO
cxopoctbio 40 °C/mun no T = 120 °C, 3arem
co ckopoctbio 10 °C/mun no 280 °C, a1y Tem-
nepaTypy mnojjiepkuBam B Tedenne 10 muH.
Temneparypa ucnapuresst coctasisiia 170 °C,
unrepdeiica xpomarorpad) — Macc-CIeKTPOMETP
— 300 °C. IloTok raza-HOCHUTENS Yepe3 KOJOHKY
cocrasssin 1 mur/mMuH. [lesienue 10ToKa B IIEpPBYIO
MUHYTY TIOCJIE JIO3UPOBAHSI HE ITPOBOIIOCE, A B
naspHetinem coctasiisiio 1:10. Bo Bpems Bbixo-
JIa OCHOBHOTO KOMIIOHEHTA — H-OKTaHa, IIUTaHue
KaTO/Ia OTKJIIOYAJIN JIJIsI IPEJOTBPAIEHHST BHIXO-
na ero u3 crpost. KommyectBeHnoe orpe/esenne
MPUMeCeil B 9KCTPAKTE TPOBOININ METOIOM a0-
COJIIOTHOM TIPAJlyMPOBKK 110 ILIOMIA/SIM [THKOB.
IpaynpoBouHble 3aBUCUMOCTH CTPOUIIU TIPU TI0-
MoII 00Pa3IOB CPaBHEHWsI, KOTOPbIE TOTOBUJIM
HAa OCHOBE H-OKTaHa B aMIIyJiaX U3 KBapIEBOTO
CTEKJIA C TIPUTEPTHIMU TIPOOKaMu. J[ranasoH KoH-
HeHTparuii pactBopos cpasHenust: 1-108-1-103%
Mmacc. Maccy BelectB KOHTPOJUPOBATIU C TIO-
rpemnHocThio 0,0001 1.

CurHan - 106 eg. cuera

BAHWE, yNbTPa-
neprpoBaHme,
chOpP MUKPO3K-

CTpaKTa, npese-
nbl OBHAPYXEHMS

Kniouessie  Pe3ynbratbl U MX 06CyXpeHue

CIIOBA: MUKPO-
SKCTPAKUMOHHOE

UCMOma sKCmpazenma.
Ha puc. 3 u 4 npuBesieHbI XpOMaTOTPAMMBI
H-OKTaHa JI0 ¥ TI0CJIE OYMCTKU PEJIEEBCKOU
UCTUJISIIIACH.

Kak BupHO M3 XpoMaTorpamM, B UCXOIHOM
n-okTane obuapysxenst JIBD u JIITD. B mabn.
1 mpuBesieHO coziepKanue 0-PTajaToB B UCXO/I-
HOM #-OKTaHe ¥ M0CJie OUUCTKU PEIeeBCKOI JIrc-
mussiueit. Tlocre ouncTkn o-pramaTsr He 06Ha-
DY KEHBL.

Bpems 06yuenus yiompassykom.

VccnenoBaay BIUSHNAEC BPeMEHH OOTyIeHUsT
CHCTEMBI YJIBTPA3BYKOM Ha KOHIICHTPUPOBAHUE B
nHtepBasie oT 10 ¢ 10 8 MUH. 3aBUCUMOCTD K03(]-
(urrenTa KOHIEHTPUPOBAHUST OT BPEMEHHU 00Ty~
YeHUST TIPECTAB/ICHA Ha PHC. 5.

Buzto, 4To ¢ yBeauuenueM BpeMeHH 00-
Jiyaerust Ko3(hGUIUEHTbl KOHIIEHTPUPOBAHUST
o-(TasaToB Bo3pacTaiu, 10CTUras K 3—4 MUH He-
KOTOPOTO IPEIEIbHOTO PABHOBECHOTO 3HAUEHUSI.
[Tomyuentibie pe3yJIBTaThl COTJIACYIOTCS C JIATe-
paTypHBIME [[aHHBIMH, TIPUBEIEHHBIMU B PabOTax

KOHLEHTPMPO-
3BYKOBOE MC-

KQNUNASPHBbIMN
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Puc. 3. XpomaTorpamMma UCXO/THOTO H-OKTaHa.
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Puc. 4.

XpomaTorpamma H-OKTaHa MOcJe OJHOKPATHOU pesieeBCKOM
JMUCTUILISIIAN CO CKOPOCTBIO ncmaperst 6-10 r-cm2-cex!.
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110 OTIpesieNieHn o 0-(hTamaToB B Oy TUIMpoBaHtoil  Tabauya 1

Bofie [14] u xoumenTpupoBanmio 2,4,6-tpuxiopa-  Conepskanue ahupos 0-(HTaseBoil KUCAOTHL B #-OKTaHE [0 U IOCTE
HI301a 3 Boabl [15]. Kak ormeueno Boiite, pu  ounctku (n = 3, P = 0.95)

JICIIEPTUPOBAHNH TPETHUM KOMIIOHEHTOM PaBHO-

BecHe yCTaHaBJAMBaeTCsl He Oosee deM 3a 1 MUH. -Orar Conepskanue 3gupa o-PraneBoi KHCIOTHI, MI/JI

Pasznnuue, ckopee Beero, CBSI3aHO ¢ TeM, uTo 00- IM® 150 15D oI D O

pa3oBaHKe YaCTHIL AIMYJILCUN TIPU JIUCIIEPTUPOBA- Viexommmiit | <2107 | <1107 | (8+4)-10° | (7£3)10% | <210°

HUM YJIBTPa3ByKOM HIET IyTeM ApoOJIeHHs KpyTl- Tlocms
HBIX YaCTHI[ SKCTPAreHTa Ha MEJIKKeE, a B CIydae OUMCTKIT <210° | <1-10° <4:10° <4-10° <2107

JICIIEPTUPYIOINIETO areHTa — IyTeM YKPYIHEHUs
YACTHI] MOJIEKYJISIPHBIX PA3MEPOB 10 CYOMUKPOH-

HbIX. IPPEKTUBHASI TTOBEPXHOCTH MacCOOOMEHA B B nanbHeiinmx uccie10BaHUSIX OT BbICATINBA-
TI0CJIe/IHEM Ciydae OOJIbIINE, a BPEMsT IOCTIKEHsT folteit 00aBKU OTKA3aJIHCh.
PaBHOBECHI — MEHBIIIE. Mamepuanvuoiii 6aranc sxcmpazenma 6 IKc-

Cropocmbv uenmpuyeuposanus. MPaxyUoHHOU cucmeme.

NccnenoBany BavsiHuEe CKOPOCTH BpAIeHHS [IpoBesier KOHTPOJTb BO3MOKHBIX MOTEPH KC-
poTopa IeHTPU(YTH HA TPOIECC KOHIIEHTPHPOBA- TpareHTa 3a CYeT ero PACTBOPEHUs B BOJE U WC-
nust B uarepsase 3000-9000 06/ mum. Msydenne naperus. [l 9Toro mpu MOMOTITH IITaHTeHITUP-
T0KA3aJ10, YTO NP CKOPOCTSIX BpaieHus: OoJiee KyJIsl U3MEPSUIM BBICOTY CTOJIOMKA 3KCTPAKTa B
6000 06,/MUH TIPOVCXOMUT PaCTPECKUBAHNE TICH- KammyIsIipe Tocjie MeHTPpUdyTIpOBaHuS U pac-

TPU(YKHBIX TPOOUPOK ¥ YACTOE OTJIAMbIBAHKE
TOHKOTO CTeKJstHHOro Kanuisapa. [To atoit pu-
YMHE B KAUYeCTBE OMTHUMAJIbHOM Oblia BBIOpaHa

ckopoctb Bparieans 6000 06,/ MuH. 300, ! . 3
Bpems uenmpugyauposanusi. 250 3
Bpems nenTpudyrupoBaHus BapbHPOBAIU OT % 200 ’

1 mo 10 mun. 3a 1-2 MuH poTtop eHTpudyTH He

ycrneBaa HabpaTh HEOOXOANMOE YNCI0 000POTOB, 150 { { } 2

13-3a YEero B KAlMJLISIPE BIIEJSLIOCH 0KOJIO 50 % 1001

MOJTYYEeHHOTO 3KCTPAKTa, & PACTBOP COXPAHSJI e | z < 1 I T1

onasiectiennuio. [Ipu Bpemenu renTpudyruposa- 50 < B . =

Hist 6ostee 3 MUH He TIPOUCXO/IAIIO CTATUCTHIECKH r x ; r :

3HAYMMOTO U3MEHEHUSI 0ObEMa BbIIEJISIONIEr0Cst 0 2 4 6 8 10

HKCTPAKTa, OITOMY BpeMst 3 MUH ObLIO BHIGPAHO Bpemst ob.ayuennsi, MiH

KaK OIMTUMAJBHOE.

Brusinue conecodepacanus 6 o6pasyax. Puc. 5. I'paduk 3aBucumoctu koahHUIMEHTOB KOHIIEHTPUPOBAHNIS
Biuanue conecopepskanusg Ha KOa(hGUIMEHT a(hupoB 0-(hTaNeBOil KUCIOTBI U3 BOIBI OT BPEMEHH

KOHIICHTPUPOBAHUA MCCJICOBAIN C MCITOJIb30Ba~ yaBTpasByKoBoro obaydenus: 1 — IM®D; 2 — 19D; 3 — [1BD;

HIIEM BOJIOIIPOBOAHON 1 Oy THJIMPOBAHHOM IIHThE- 4 — JI9TD; 5 — THD.

BOI BOJIBI, & TAK/Ke MCKYCCTBEHHBIX CMeCeld, TIPH-

TOTOBJICHHBIX Ha OCHOBE OWINCTHUJLTMPOBAHHOM

BOJIBL. 400
Kax BusHO 13 puc. 6, Ipu CoflepKaHum CoJieit 3504

B BOZIHOM 0bpasiie Ha yposHe 1% (Macc.) 1 MeHee 300

nsMenenne KoahGuIneHToB KOHIIeHTPUPOBAHNS 250- i B .5

CTaTUCTUYECKN He3HaumMo. Haumnag ¢ koHieH- B3 2004 3 :;

tparmit NaCl B Boxnom obpasiie 1% (macc.) u _ T T [ 13

6oJiee, IPOUCXOANUT CHUKeHUE Kod(P(UIMEHTOB 130“_

KOHIIEHTPUPOBAHIS T10 BceM adupam 0-rasieBoit 100+

KUCTOTHL. BepostHo, ymenbinenue adhdeKkTus- 50+ E E E Ei

HOCTH KOHIIEHTPUPOBAHUS CBSI3aHO C TeM, UTO l . ; :

nobaBjIeHre COJIEBO TIPUMECH TIPUBOAUT K 0 10 15 20 28

06pa3oBaHNIo B PACTBOPE MAJOTOABYIKHBIX TH- NaCl, % macc.

JpaTUPOBAHHbIX MOHOB, KOTOPbIE CHUKAIOT CKO-

poctb nbdysun onpesessieMbIX IpuMecei B op-

TaHUYeCKUH aKcTparenTt. T1oM06HbIe Pe3yasTaTh! Puc. 6. 3aBucumoctn K03(GOUINEHTOB KOHIIEHTPUPOBAHUS 3(DUPOB

OJIy4€eHbI aBTOpaMu Apyrux pador [16, 17]. o-(hraneBoii KNCIOTHI OT conepskanust coseBoit nobasku: 1 — JIM®;
2 — 19®M; 3 — 1bD; 4 — 19TD; 5 — THO.

Murepuun bl And BOAONOArOTOBKH




Tabnuya 2

KoadhduuueHTsl KOHIEHTPUPOBAHUS U [IPEEIbl OOHAPYIKEHSI

HpI/IMeCGﬁ JUIA PAa3JIUYHbIX METOJAOB JINCIIEPTUPOBAHUA

K . Cmumn, ducn, Mr/a
IIpumech G (U1 » M1/ IIAK, mr/a
YnprpazByk | /lucmeprenT-sTanon MI /I YnprpazByk | /lucmepreHnT-sTaHON

- 10 10 310" [1]
AMD 60+5 40+5 210 3-10° 5107 5107 [19]
Jitclo 150£15 70+5 1-10° 6-10¢ 1-10° 3[1]
J1BD 260+20 150£15 4-10° 210 3-10° 210 [1]

E . y 8107 [1]
JOTD 290+30 220+20 410 1-10° 210 610 [20]
JTHO 310+£30 240+20 2103 6-106 8-106 He yCTaHOBJIEHO

CYMTHIBAIM OOBEM BBIIEIMBINETOCS 9KCTPAKTA.
Boicota cromGika sKCTpaKkTa COCTABHJIA BEJIH-
ypny 6,35£0,05 MM. ITO COOTBETCTBYET 00BEMY
akctpakta 9,8+1,4 mki. VcxonHoe KOJMUeCTBO
9KCTPATeHTa, BBEJIECHHOTO B IEHTPUDYKHYIO TIPO-
6upky, cocrapisno 10+0,1 MKa. DU pesy/IsraThl
CBUIETEJILCTBYIOT O CTATUCTHYECKOIN HE3HAYNMO-
CTU TIOTEPh 9KCTPAreHTa 32 CUET €T0 PACTBOPEHNS
u ucniapenust B xozie M 3. BbIBozibI aKCTIEPUMEHTA
COTJIACYIOTCST C MAJION PACTBOPUMOCTBIO H-OKTaHa
B Bojie (0,66 mr/r) [18] 1 ero HeBBICOKOT TeTyde-
croio (T =1257°C).

Ananumuveckue xapakmepucmuki Memoouxi.

[Tosmryuennbie K0a(pOUTUEHTH KOHIIEHTPH-
POBaHMUsT TIPUMeCeil ¥ Tpeesibl OOHAPY KEHsI
npezcrasyiensl B maoa. 2. [penen obHapyskeHus
g MakpoakcTpakuuu (Cuun (1:1)) naxomu-
JI TIO YTPOEHHOMY CTaHZAPTHOMY OTKJIOHEHUIO
CHUTHAJIA XOJIOCTOTO OTbITa. CTaHIAPTHOE OTKJIO-
HEeHIe OIpeNeNaNioch aHATU30M OUYNIIEHHOTO
1-OKTaHa, KOHTAaKTUPOBABIIETO ¢ OGUIMCTUIIN-
POBAaHHON BOJO, TI0 TJIONIA/N, OTPAHUYNBAIO-
el ypoBeHb (PIYKTYaIlil CUTHAJIA TeTEKTOPa,
OTHOCSITIIETOCST KO BPEMEHH BBIXOJIA OTIpefiesie-
moit npumecn. ITpenen obHapyxkerus aias MO
Cmun, ducn HAXOIIIN € yIeTOM Koadduierta
KOHIIEHTPUPOBAHUS:

Cmun, ducn = Cwun (1:1)/K (5)

Jlocruraytere K03 GUIMEHTB KOHI[EHTPH-
POBaHUS, TIpeebl OOHApYsKeHust CMun, ducn 1
[IJIK npumeceii nmpeactaBiensl B maoi. 2.

CorsacHo maba. 2 nucrieprupoBaHue yibrpa-
3BYKOM Oosiee 9h(HeKTHBHO, YeM C TIOMOIIbIO Be-
nrecTBa-aucieprenTa. Jlocturayreie kKoagpuiin-
eHTBbl KoHIleHTpupoBanus B 1.3—2 pasa Bblile, a
npeziesisl obHapyskenus B 1,3—2 pasa ke, ITo
MOZATBEPKAAET MPEANOI0KEHIEe O TOM, YTO Op-
TaHUYeCKOe BeIeCTBO-ANCIIEPIeHT YBEJINYNBa-
€T PacTBOPUMOCTb TIPUIMeECEeH B BOJIE, U3-3a UETO
OHU XY’Ke Tepexo/siT B 9KCTPAKT.

IbdeKTUBHOCTD €llle OJJHOTO PacHpocTpa-
HEHHOTO MeTOfIa KOHIIEHTPUPOBAHUS — IHMHA-
MHIYEeCKON KarmeapHoli MO Takike HIDKe, 4eM
y M3 ¢ yJabsTpasByKOBBIM JUCIIEPTUPOBAHUEM.
Js [IMO, /19D u [IBD mosyyensl 0THOCH-
TEJIbHO HEBBICOKHME KOI(DPUITMEHTHI KOHIIEHTPH-
posanust — 28, 59 u 95, coorBercrento [21].
Kamenprnasgs MO xapakTepusyercs IIUTETbHBIM
BpeMEHeM YCTaHOBJICHNUST PABHOBECHS 1 MEHbITICH
CKOPOCTBIO MaccoOOMeHa.

Kax BugHO m3 mabn. 2, MOCTUTHYTHIE TIpe-
Jesibl 0OHAPYsKEeHKsI Ha HECKOJBKO MOPSIIKOB
nuxke [IJIK. 910 nemaer BO3MOKHBIM yCTaHOB-
JIeHVe NCTOYHUKOB 3arPsSI3HEHUS U TPOTHO3UPO-
BaHUE Pa3BUTHUS IKOJOTUUECKON CUTYaINM 3a-
JIOJITO JI0 KPUTUYECKOTL.

Ananus 06pasioe 600bL.

PesyJibraThl aHAIN3A TPEJICTABIEHBI B MadiL. 3.

V3 maba. 3 cnenyer, uto apupbl o-hraaeBoit
KUCJIOTHI He GBI 0GHAPYKEHBI TOTBKO B BOJO-
[POBOAHOM, OUANCTULINPOBAHHON 1 B OyTHIN-
poBanHoi1 Bojie «CBsATOI NCTOUHUKY, « VALON>
(Tepmanmst) n «Remewal premium spring waters»
(CIIA). B apyrux mcciegoBaHHBIX 00pasiiax
OyTUIMPOBAHHON Bojbl cozepkarue J[ITD u
NBD obuapyxeno wa yposte 0,00002-0,002
mr/i1. B 3apyGeskHbIx paboTax TaksKe IPUBOMST-
cd JIaHHBIE O TIPUCYTCTBUU 0-(prasatoB B OyTH-
JINPOBAHHOU Bojie. BO3MOKHBIM HCTOYHUKOM
mocTyTieHus: a(pupoB o-praneBoii KMUCJIOTH B
OYyTUIMPOBAHHYIO BOLY MOTYT OBITH IJIaCTH-
(hummpoBaHHBIe TPOKTAIKU I/ KPBIIEK. JTO
MTOJITBEPIKIAIOT MTATEHTHBIE IOKYMEHTHI [23, 24],
COTJIACHO KOTOPBIM BCTABKY JIJIST KPbIIIEK U3T0-
TaBJuBaloTcs U3 nojaumepos: [IBX, IIBA, mosu-
CTHPOJIA, MOMUKapOOHATa, TTOMMA(PUPOB 1 T. .,
IacTUOUIIMPOBAHHLIX a(upamu o-praneBoii
kucaorbl. Hanpumep, I[IBX-matepuan mag
BcTaBok comep:kut 35 % JAIT®. Hamu wnccie-
JIOBAHUSI C UCIOJb30BAaHUEM TETPAXJIOPMeTa-
Ha B KauyecTBe IKCTPATEHTA JIS U3BJIE€UEHUS
0-bTanaToB 13 MOIMMEPHBIX YIIJIOTHEHWA KPbI-

B.A. Kpbinos u ap.//BOLA: XUMMA nu SKONOTNSG Ne 6, uionb 2013 r. c. 85-92



Taonuua 3

PesynbraTer anasiusa Boznl, (n = 3, P = 0.95)

Boubiii Copep:xanue npumecu, mr/i-10°
CcbLika
oGpaserr IM® 90 JBD 9T D JAHO
Bosonposojitast <3-10? <6-103 <2-102 <1-10? <6-10° [lannas pabora
Bumncrnnar <3-10? <6-10° <2-10? <1-10? <6-103 ~//-
*«CBSATOI MCTOYHUK> <3-10? <6-10° <2102 <1-10? <6-10° —//—
*<S» <3102 <6-10% 0.08+0.02 2.1£0.5 <6-10° —//—
* «Iumkun Jec» <3102 <6-10° 0.40+0.09 1.8+0.4 <6-10° —//—
«ApXbI3» <3102 <6-10° 0.10+0.02 1.5+ 0.3 <6-103 —//-
7 «VALON» <3.10° <6-10% <210 <110 <610° i
(Tepmanm:t)
*«Re:mnewal premium
spring water» <3-10? <6-10° <2-10? <1-10? <6-10° /-
(CIITA)
*MIHepaTbHasT <1102 (5—12)102 | (8-51)102 | (36 — 65)-102 Oﬁgﬁzfﬁﬁife [22]
S oTIpefieieHre He | oTpeiesieHue He 113 oTpesieieH e He 91 [14]
A IIPOBO/INJIOCH IIPOBO/IUJIOCH ’ IIPOBO/IUJIOCH ’
[Tpumeuanue: * — OyTUaMPOBAHHAS HETa3UPOBAHHAS BOJA
IIeK 6yTbUIOK TaKyKe ITOKa3aJ/il, 4YTO B X COCTaB .]Iumepamypa

pxoaut He MeHee 20% A9I'D u 1.

3axnioyenune

TIePTUPOBAHIEM 9KCTPAreHTa SIBJIIeTcs -

(beKTUBHBIM METOZIOM KOHIIEHTPUPOBAHIII
a(upoB 0-(hTaNeBON KUCJIOTDI, [TO3BOJISIONINM
TPOBOJINTH AHAJIN3 PEATHHBIX BOIHBIX 0OPa3IoB.
Bpewms ipoBeieH st Beero mporiecca He TIPEBBITIaeT
4 MUH, TIPH 9TOM JIOCTUTAIOTCSI PABHOBECHBIE KO-
curmenTs! KoHTIeHTpIpoBaHd 60—310, KoTopHIe
B 2,1-2,7 pa3a TIPeBHINIAOT 3HAYCHUS TIPH KOH-
HEHTPUPOBAHUHN B OT/EIbHYIO Karumo 1 B 1,3—-2,1
pasa TIpU WCMOJIB30BAHUN BEIECTBA-IUCIIEPTEH-
Ta. [IpuMeHeHre KarmisipHOTo cO0pa SKCTPaKTa
periaeT pobieMy 0TOoOpa «JIErKOro» HKCTPAKTa 1
YCTpaHs€eT ero MOTePH, CBSI3aHHbIE C MCTIAPEHTEM.
MO ¢ ynBTpa3sBYKOBBIM MICTIEPTUPOBAHUEM JKC-
TpareHTa IMo3BOJIMJIA JIOCTUTHYTh XPOMAaTO-Macc-
CTIEKTPOMETPUYECKHUX TIPEIESIOB  OOHAPYKEHUST
a¢upoB o-draneoin kucaorer 10°—106 mr/i, He
YCTYHAIONMX JIYYIIIUM MHPOBBIM Pe3yJIbTaTaM.
BriepBrie mokaszaHo mpucyTCTBYE 0-(TAaTATOB B OT-
€UECTBEHHON Oy TUIMPOBAHHON BOIE.

"OKHBaHO, yro MO ¢ yJibrpa3ByKOBBIM [IUC-

Paboma svinonnena npu punancosoi nodoepic-
ke epanma PODU 11-03-00524-a «Paspabomxka
BLICOKOIPDEKMUBHO20 HCUOKODAZHO20 MUKPOIK-
CMPAKUUOHHO20 KOHUESHMPUPOBAHUS NPUMECETL HA-
HOOUCNEP2UPOBAHHBIM IKCIPALZEHNOM>.
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V. A. Krylov, V.V. Volkova, PV. Mosyagin, K.V. Kiryanov

CHROMATOGRAPHY-MASS SPECTROMETRY DETERMINATION
OF O-PHTHALIC ACID ETHERS IN BOTTLED WATER USING
DISPERSION MICROEXTRACTION CONCENTRATION

|t was shown that microextraction with ultrasonic dispersion of extragent is effective method of concentration
of o-phthalic acid ethers. Application of capillary extractant collection is solution of problem of light extract
selection and it decreases extract losses. Detection limit of o-phthalic acid ethers obtained in microextraction
with ultrasonic dispersion of extragent is 10°=10mg/I. Presence of o-phthalates in bottled water was detected

for the first time.

Key words: microextraction concentration, ultrasonic dispersion, capillary extractant collection, detection limits.
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