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HCIOJIb30BAHUE MUKPOSMYJIbCUM JIJIS1 U3BJIEUYEHUS
3OUPOB 0-OPTAJEBON KUCJIOTHI U3 IOUYBBI

C NOCJIEAYIOIUM PA3JIOXKEHUEM MHUKPOSMYJIbCHH,
OJHOBPEMEHHbBIM KOHHEHTPUPOBAHUEM

N TABOXPOMATOI'PAGNYECKUM ONPEJAEJIEHUEM

HEJIEBBIX KOMIIOHEHTOB

H.I'. TormaueBa*, A.B. Iluporos, O.A. llInuryn

(Mocrosckuii eocydapcmeennbwiil yHugepcumem umenu M.B. Jlomonocosa, xumuveckuil
Gaxyremem, kageopa anarumuyeckou xumuu,; *e-mail: tolmacheva-natali@mail.ru)

Iloka3ana BO3MOKHOCTH HCIOJIB30BAHHS MHUKPOIMYJIbCHII B KaueCTBe IKCTPAreHTOB
3¢pupoB o-pTaneBoii KUCJIOTHI C MOCHASAYIONINM PACCI0CHHEM MHUKPOIMYJIbCHIH, KOHIICH-
TPHPOBAHHEM JHAJIKHI(PTAIATOB B OPraHu4ecKoil (paze 1 MX ra3oxXpoMarorpa@uyecKum
ompee/ieHHeM ¢ Macc-CIeKTPOMEeTPHYEeCKNM JeTeKTHpoBanueM. CTeneHb KOHIEHTPH-
pOBaHUS B 3TOM ciy4ae gocruraer 18, a merox xapaxkrepusyercs HU3KHMH Ipele/IaMu
00HApYKEHHS, XOPOIIel CeJJeKTHBHOCTBIO H BOCIIPOU3BOAUMOCTBIO.

KirroueBble €JI0Ba: MUKPOIMYIbCUHU, AHANKUIPTANATEI, ra30Bas xpomarorpadus, mMacc-

CHIEKTPOMETPUS, KOHUCHTPUPOBAHUC.

MuKposMyNIbCUU MPSIMOTO THMA TNPEACTABISIOT
co00ii TepMOJAMHAMUYECKH CTAOMIBLHBIE MHKpPOTETE-
POTEHHBIE CHCTEMBI, COCTOSIINE M3 MPSIMBIX MULEIIT
(kammu Macia, TOKPBIThIE CI0EeM TMOBEPXHOCTHO-aK-
THUBHOTO BEIIECTBA B BOAHOM (haze).

[ToBepxHocTHO-akTHBHBIE BemecTBa (IIAB) 06-
NaJal0T YHUKAIBHOW ClTOCOOHOCTHIO 00pa30BbIBAThH
MyTeM CaMOOpPTaHU3alHWU arperarbl MOJEKyd (MH-
[EeJUTbl) TPU KOHIICHTPAIMW BbIIIE KPUTHUECKOM
KOHLUEHTpPAaLUUU MULENI000pa30BaHus, CHIKATD
MOBEPXHOCTHOE M MeX(]a3zHoe HaTsDKEHHE B pas-
0aBJICHHBIX PACTBOPAX, COJTOOUIU3UPOBATH pac-
TBOpPEHHBIE BemecTBa. JTu cBoiicTBa [IAB mupoko
UCIOJIB3YIOTCSA B XMMHUYECKOM aHaJIHN3e, YTO M03BO-
JISIET COBEPILECHCTBOBATh U3BECTHBIE METOABI U CO3-
JaBaTh HOBbIE. Tak, MUKPOAIMYIbCHH UCTIOIB3YIOT B
Ka4eCTBE PEAKIIMOHHBIX CPEJ IJIsi XUMUYECKHUX pe-
aKIMii, a TaK)Ke B KAY€CTBE MOJIBIXKHBIX (a3 B Xpo-
matorpaduu. OHH SABISIOTCS XOPOIIUMHU PACTBO-
PUTENSIMH KaK JJI HETIOJSIPHBIX OPTaHUYECKUX CO-
eIMHEHUH, TaK U JJIs1 HeOpraHudeckux conei [1-3].
MeHsist cocTaB MUKPOIMYJIBCUI, MOKHO HU3MEHATH
WX CBOMCTBa (pa3Mep Karelb, COMOOUIN3UPYIOIINE
CIIOCOOHOCTH, TEPMOAMHAMUYECKYI0O M KHHETHYe-
CKyI0 ycToiunBocTh) [4]. Ilpu 3TOM MeHsieTcs u co-
OTHOIIIEHHWE 00bEMOB MACJSTHON U BOJHOU (a3. DTo
MOXXET OBITh HMCIOJB30BaHO JJIsi KOHIIEHTPUPOBA-
HUS OTNpeJensieMbIX KOMIIOHEHTOB B OJHOU U3 a3
MOCJIE PACCIOCHUS MUKPOIMYITbCHIA.

HenocrarkoM MHKpOIMYIBCHH SIBISIETCSI TO, YTO
OHU SIBJIAIOTCS CJIIOKHBIMH CHCTEMaMH, BKJIIOYAIOIIU-

mu Boxy, IIAB, a uHornma u apyrue KOMIOHEHTHI, KO-
TOpBIC HEJb3s UCIOJIb30BaTh B T'a30BOM XpoMaTorpa-
(uu ¢ Macc-CreKTPOMETPUIECKUM JIETEKTUPOBAHUEM
(I'’X-MC). YcTpanuTh Menaroiiee BIUSHAE STHX KOM-
MOHEHTOB MOXHO IMYTEM DPa3pyIICHUS] MUKPOIMYITb-
CHH, YTO MPUBOIUT K 00Opa30BaHUIO JBYX HECMEIIH-
Baromuxcs asz: «Macio» W BoaHas (asza, mpudem
MacisHas (opraHudeckas) (asza MmoaxoauT AJT BBOIA
ee B ['X-MC.

Jlist paccnoeHus MUKpPO3MYJIbCUU HAa OCHOBE J10-
nenuicyiabdara Hatpus (JIJICNa) npumenstor comu
[IEJIOYHO3EMENIBbHBIX METaJuIOB, O0pasylolye He-
pactBopuMmsbie conu ¢ JJICNa, ymamsss Takum crio-
cobom ITAB u3 cucrtemsr [5]. B nanHoii pabore ans
paccnauBanus [IAB mpennoxeHo MCHOIb30BaTh
COJTU KaJIbIHsI.

Ienp naHHOW pabOTHI COCTOsIA B M3YYCHUU BO3-
MOYKHOCTH NMPUMEHEHHUSI MUKPOIMYJIbCUIL Ha OCHOBE
JJICNa B xauectBe [IAB. UccnenoBanue npoBoauan
MU Pa3HOM COJEPKaHUM Macjia B KauyecTBE DKCTpa-
TeHTa TPU H3BJICYCHUU 3(PUPOB o-(PTajaeBON KHUCIIO-
Tl (JJA®D) 13 1OUBBI ¢ OCEIYIOIUM Pa3I0KEHUEM
MHUKPOSMYIIBCU C TIOMOIIBIO XJIOPH/1a KAIbIHS U Ol
HOBPEMEHHBIM KOHIIEHTPUPOBAHUEM OIPEACTSIEMBIX
KOMITOHEHTOB B O/IHOH u3 ¢a3. B Takom ciydae npo-
OorojiroroBka obpasia co CIOKHON MaTpuiei cBo-
JUTCSI K HECKOJIBKUM MPOCTHIM M MaJIO3aTPaTHBIM 1O
BpPEMEHHU CTaausM (pacTBOpeHHe/cMermBanue MD,
paccioeHne v HeHTPUPYTUPOBAHUE), @ KOHLIEHTPHPO-
BaHUE (TANAaTOB B OJHOW M3 (pa3 CHMKAET MPEICIIbI
OoOHapyKEHHUSI.
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BKCHepHMeHTaHLHaH HacTb

Ilpubopvr u mamepuanvt. B xome paboOThI HC-
HOJIb30BAJIU CIIEAYIOUINE PEAaKTHBBI: AUMeTHIdTanar
(AM®, «TCIEuropenvy», benbrus), audtundranar
(12®, «TCIEuropenv», benbrust), nuOyrundranar
(Ab®, «TCIEuropenvy», benbrus), OeH3UIOyTHII-
¢ranar (Bb®, «TCIEuropenv», benbrus), mustui-
rekcundranar (ISP, «TCIEuropenvy», benbrus),
noaenmicynspar Harpus («Pancreacy», Wcmanus),
n-0ytanon («Carl Rothy, I'epmanns), uzo-aMunoBsIit
crupt («POChy, TTonbma), v-rekcan («Panreacy, Hc-
nanus), anetroHuTpui («Panreacy, Mcnanus), xmopua
kaipuus («Mercky», [epmanus).

[Momaoty ocaxnenus JJICNa ompeaensnu Ha
ckaHupymoieM crnekrpodoromerpe «UVmini-1240»
(«Shimadzu», SAnonust). Crenenp n3pneueHus Qrana-
TOB U MX pacrpeielieHHe MEX/y OPraHHYECKOM U BO-
JHOH (pa3aMu ONpeAeIsUTH C MTOMOIIBIO KUIKOCTHOTO
xpomatorpacda «Agilent 1100», ocHaennoro 6unap-
HBIM TPaJUCHTHBIM HACOCOM, OH-JIaliH JIera3aTopoM
NOJBIKHO (pa3bl, TEPMOCTATOM KOJIOHOK, IMOIHO-
MaTpu4HBIM JeTekTopoM («Agilent Technologiesy,
CIIA). C60p u 00pabOTKy JaHHBIX MPOBOAWIH C
NOMOIIbIO MPOTPAMMHO-ANIAPATHOTO KOMILIEKCa
«Chemstation» Bepcuu A.10.02. Jlnst onpeaeneHus
¢TanaToB B NMOYBE MCIOIb30BAJIN T'a30BbIH XpoMma-
torpad «Agilent 7890B», cHabkeHHBIN aBTOMATH-
YECKHUM YCTPOHCTBOM BBOJIa MpoOBI «Agilent Auto-
sampler 7693», wmacc-ciektpomeTpoM «Agilent
5977A MSD» («AgilentTechnologies», CIIIA).
COop naHHBIX M 00pabOTKY XpomaTorpaMm IMpo-
BOJIMIM C TIOMOINBIO TNPOTPAMMHOTO obecreye-
Hust MassHunter («AgilentTechnologies», CILIA).
Jus oTOopa adMKBOT MCIOJIB30BANIH aBTOMAaTHYE-
CKHE€ J103aTOpHI C AHMAna3oHaMU YCTaHOBKH OTOH-
paemoro obvema B mHTepBasax 10-100, 20-200,
100—1000 u 1000-5000 mxa (penen 10myCTUMON
OTHOCHTEIBHON IOTPEIHOCTH H3MEpeHHsl He 00-
nee +£5%, «Labmatey, [Tonbia). B3semmuBanue Tou-
HBIX HaBECOK mpoBoamin Ha Becax «ExplorerPro»
(«OhausCorporation», CIIA), TOYHOCTH KOTOPBIX
coctamsuia 0,0001 T [ns uenTpudyrupoBaHus
o0pasnoB wucnoib3oBamu HeHTpUPyry «CM-50»
(«Elmiy, JIarBus). /{5 npoBeieHust yiabTpa3ByKOBOH
KHUJIKOCTHOHM 3KCTPaKIUHU MPUMEHSIIN YIBTPa3BYKO-
Byto BaHHY «Y3B» (IIK® «Candup», Poccus).

Ilpuzomognenue mukpoamynpcuii. B pabore uc-
MOJIB30BAJIM  JIBE MHKPOAMYJIBCHH TPSMOTO THIIA:
MBI (3% OJCNa, 0,8% n-rexcana, 8% u-OyTaHona,
88,2% Boawl) 1 M2 (3% JAJACNa, 0,8% w-rexcana,
6% uzo-nientanona, 90,2% Bozpl). HaBecky JIJICNa
pPacTBOPSUTM B TOYHO M3MEPEHHOM KOJIMYECTBE BOIbI
B YJIBTPa3BYKOBOW BaHHE, 3aT€M BBOIWJIN HEOOXOAHU-

MO€ KOJIMYECTBO H-T€KCaHa M CIHMPTA U CHOBA Iepe-
MEIIMBAJIHU B YIBTPA3ByKOBOW BaHHE IO 00pa30BaHMS
MUKPOAMYIBCUH (~5 MHH).

Yenoeusa BIKX ananusa. B xone paboTbl HCTIONB-
3oBanu kostoHKy Eclipse XDB-C18 (150%4,6 mwm, pa3-
Mep vactuil 5 MkM) («Agilent Technologies», CIIIA).
O0bem BBOUMOM TpoObl 10 Mk, PaGodast Temrie-
patypa konoHkH 20 °C. CKopoCTbh MOAa4Yu AIIOEHTA
1 mu/muH. [TogBmkHas ¢aza — aleTOHUTPHII:BOAA,
rpaJueHTHOE IIOUPOBAHNUE.

Yenosua I'X-MC ananuza. Vicnonb3oBanu KO-
nouky HP-5MS (30mx250 mxmx0,25 mxm) («Agilent
Technologies», CIIA), noasuxHas (aza — Tenui,
CKOPOCTh TOTOKa AmoeHTa 1 mi/mMuH. OOBEM BBO-
qumoit mpoObl 1 Mki. TemmeparypHbli TpagueHT: ¢
40 o 130 °C co ckopoctbto 50 °C/mun, co 130 o
250 °C co ckopoctrto 5 °C/mun, ¢ 250 mo 300 °C
co ckopocthto 10 °C/mun. Temneparypa HCTOUHHKA
230 °C. Macc-CueKTpoMeTprIecKoe JIeTEeKTHUpPOBa-
HUE MPOBOAMIIN 10 CIEAYIOUTUM HoHaMm: m/z 77, 91,
149, 150, 163, 167, 177 [6].

Ilpobonoozomosxka nouewvt. J|ns u3BICUCHUS
JA® u3 11o4B HaBECKY BO3IYITHO-CYXOH MOYBHI (5 T)
MOMEIATH B KOHWYECKYIO TUIOCKOJIOHHYIO KOOy Ha
100 mu. Jlo6aBnsmu 10 Mi1 SKCTpareHTa, mocie 4ero
KOJIOy TIOMEIIAJH B YABTPa3BYKOBYIO OaHro Ha 10 MuH.
OtOupanu |1 MI 3KCTpakTa M IEHTpU(yTUpoBan
npu 16 000 06/MuH B Teuenune 3 MuH. 3areM OTOH-
paiy HaJOCaJ0YHYIO JKUJIKOCTH JUIsl JaJbHEHUIIEro
XpoMaTorpauaecKoro aHajausa.

[Ipu ncnonb30BaHUN MUKPOIMYIIBCUU B KadeCTBE
9KCTpareHTa Mocje SKCTAPKIHUHM B YIbTPa3ByKOBOMH
OaHe K cMecH J00aBsId U30BITOK (IO OTHOLICHHUIO
k JIJICNa) cyxoro xjopuaa Kajbllds M ITOMEIIAIN
B YABTPa3BYyKOBYIO OaHIO Ha 5 MUH IJISi OCaKICHUS
JICNa u paccioeHusi MUKPO3MYIbCUH, MOCIE YEro
oTOMpany «MacisiHyo» ($azy u HeHTpUuQyrupoBaiu
pu 16 000 06/mMuH B Teuenue 3 MuH. 3aTeM OTOMpaH
HaJI0OCAJOUHYIO KHJKOCTh JUISl JaJbHEWIIero xpoma-
TOrpaMIeCcKOTo aHAIIH3a.

PesynbTathl 1 uX 00cyxaeHHe

Panee B nutepaType ObLIT mpemsioKeH CHOCO0
ynanenus JIJICNa u3 pacTBopa ¢ moMonsi0 100aB-
neHust conerr Oapus [5]. HemocTaTkoM MCmONB30-
BaHMs coneil O6apus nis ocaxaenus JICNa sBis-
eTcst 00pa3oBaHUE PHIXJIOTO 0EI0T0 (TBOPOKHUCTOTO
BHJA) OcCajka JIoAeHmiIcyiabdara Oapus, 4TO 3a-
TPYIOHSET OTOOp OpraHu4ecKod (a3bl U JalbHEMH-
muii Xxpomarorpaduueckuii aHaiu3, MOITOMY MBI
JUISL OTOM 1€ MCTOJBb30Bald XJIOPHJ KaJbIIHS.
I[Ipu »TomM ocamok gomenuicynbhara KadbIus
(Ca(aJC),), xoTopklii 06pa3yeTcs Ha rPaHUIE Pa3-
nena aByx (as, He MeniaeT 0TOOpy OpraHUYeCcKOu
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Puc. 1. O6pasubl MukposMyinbecun MO1 ¢ pa3HOi KOH-
ueHTpanueil xmopuaa kaneuud, MM: 1 - 0,05; 2 — 0,07;
3-0,14;4-0,35;5-0,7 MM

¢da3pl ¥ ganpHEHIIEMy aHAJIU3y, B OCHOBY KOTO-
pOro MOJI0KEHO CIEAYHHIee CTEXMOMETPUUYECKOE
paBHOBecCHUE:

2JIUICNa + Ca* > Ca(J|JIC), + 2Na'".

beuto ycTaHOBIIEHO HE00XO0OUMOE KOJIMYECTBO
Ca”" s paccianBaHusl MUKPOAIMYIbCUH U MaKCH-
ManbHOTO ocaxaenus JIJICNa. Jlns aToro x pacTBo-
pam MD1 u M32 noGaBnsanu pa3HOE KOJIMYECTBO
TBEPAOI0 XJIOPHUJA KaJIbLUA TaK, 4YTOObI KOHEUHBIE
KOHLEHTPALUU MOHOB Ca™ B MHKPO3MYIbCUU CO-
crasisu 0,05; 0,07; 0,14; 0,35 u 0,7 MM (puc. 1).

BugHo, 4TO TONBKO MPU KOHLIEHTPALUHU XJIOpUAa
kanbiust 0,7 MM B MUKPOAMYIIbCUU (I€CATUKPATHBIN
n30bITOK 110 oTHOIIeHHIO K JI/ICNa) HaunmHaeTcs ee
paccinanBaHHe W 00pa3oBaHUE JBYX HECMEIINBAIO-
muxcst ¢az. [lo nuTeparypHbIM JaHHBIM, MPHUCYT-
CTBHE HOJISIPHBIX OPraHUYECKUX COECAUHEHUH (B JaH-
HOM cilyyae — anupaTH4YecKue CIHUPTHI), COITIOOU-
nmuszupoBanHblx B Munemie JIJICNa, obecrieunBaeT
cubHYH0 3amuTy ot ocaxaeHus J[JICNa B mpucyt-
CTBHUH XJIOpUJA Kanblus [7], MO3TOMY Jis pacciioe-
HUS MUKPOAMYIbCUU TpeOyeTcs: OONbIIon n30BITOK
COJIM KallbLIHSI.

[MomaoTy ocaxnenus [IAB B opranudeckom cioe
MOCJIE PACCIOCHUSI MUKPOAMYIILCUI NPU 100aBICHUH
M30BITKA COM KaJIbIHsI OTPEICIISUIN CIEKTpOodoTOME-
Tpudecku. MeTox OCHOBaH Ha 00pa30BaHUM B IIe-
nouHo# cpene nonusix map JJICNa ¢ MeTHIeHOBBIM

CHUHHM, SKCTPAKIIUU ATUX HOHHBIX Iap XJI0pohopMoM
¢ ocneayromei 00padoTKOM MOIyYeHHOIO 3KCTPaK-
Ta KHCIOTOM JJIsl yCTPAaHEHUS! MEIIAonX (aKkTopoB
1 U3MEPEHUH ONTHYECKOH INIOTHOCTU MOJIYyYEHHOTO
JKCTpakTa npu JnuHe BoiaHbl 650 HM [8]. Pesynbra-
THI TTOKa3aJIH, YTO IPU JOOABICHUH JECATUKPATHOTO
(10 OTHOILIEHHUIO K KOJUYECTBY IPHUCYTCTBOBABIIETO
JJICNa B cucteme) U30bITKa CyXOro XJOpUAa Kalb-
s, koHteHTpanus [TAB okazamack MeHbIIE Tipee-
na ooHapyxkenus (0,025 MKr/i1), yCTaHOBJICHHOTO HC-
MOJIb3YEMON METOAUKOM.

Jns mpoBeneHHsT HCCIENOBaHUS MBI BBIOpAIU
JA®. 3TOoT KIacC COETUHEHUN IHUPOKO MPUMEHS-
eTCsl B KayecTBe IMJIACTU()HUKATOPOB MPH HU3TOTOBIIE-
HUU CTPOUTENIBHBIX MaTEPUajoB, OJCKIbI, MUIIEBBIX
YIAKOBOYHBIX MaTe€pHajioB, ObITOBOW XMMHYECKOH U
MEIUITMHCKOW Tpoaykiuu. VX ompenencHue B 00b-
€KTaX OKPYXKAIOLIEH Cpelbl ABISIETCS BaXKHOU aHaU-
TUYECKOM 3a/1aueil Ha CEroAHsIIHUN IeHb. B nutepa-
Type onucaHbl MeToabl u3pneduenus JAD c ucnonb-
30BaHMEM AaleTOHUTPWIIAa B KadeCTBE HKCTpPArcHTa.
Bt mpoBezieH cpaBHUTENBHBIN aHATH3 CIIOCOOHOCTH
aneronutrpwia, MO1 u M32 skcrparuposars [JAD
u3 moyB. st aTOro oTbupany BO3MyIIHO-CYXYIO Ha-
BECKY ITOYBBI ¥ 100ABIISUIA CTPOTO OIPEIETICHHOE KO-
muyectBO JIAD, mocne dero mM0OaBISLTA DKCTPAreHT
W MOMEUIAId CMECh B YIBTPa3ByKOBYIO OaHro. [lns
Ka)XJIOTO 9KCTpareHTa ObUIO MPOBENCHO IO TPH Ta-
paeNnbHbIX onbiTa. Pe3ynbsraTsl, MpeacTaBlIeHHbIC B
Tabm. 1, mokasanu, yro M31 (TaK ke, KaKk M alleTOHH-
Tpui1) xopomo 3kctparupyer JAD ¢ BBICOKUMH TO-
kazarenssmu rupododnoct (b, BB n [A2I'D).
VmeHHO OHU HaIie Apyrux UCTIONb3YIOTCS B KAUeCTBE
1acTu(UKaTOpOB ¥ TPeOYIOT MOBBIIIEHHOTO KOHTPO-
Jsl. YCTaHOBIJIEHO, YTO MHUKpO3Myibcusa MDO2 xyxke
skctparupyetr JAD U3 mouBbl, MIO3TOMY B JaibHEH-
LIEM €€ HE UCII0JIb30BaJIH.

bouto uzyueno pacnpenenenne JAD mexny Bo-
JHOW W opraHuueckoil ¢azamu, 00pa3yrOIIUMUCS
mocie paccioeHuss MO1, B 3aBHCHMOCTH OT HX KO-

Tabnuma 1

Crenens uzBiedenusi (%) 3pupoB o-pTaneBoii KHCIOTHI H3 MOYBBI C TIOMOIIBIO
AleTOHMUTPHJIIA U MUKPOIMYJIbeuii (n =3, P=0,95)

Coennuenue ATIETOHUTPUIT MDO1 MD2
MO 101,245,1 91,7+4,6 77,4439
ADD 96,9+4,8 99,3+5,0 83,0+4,2
JABo 100,7+5,0 96,9+4,8 80,844,0
BBD 100,5+5,0 100,4+5,1 91,7+4,6

JAoIr'o 101,5+5,1 95,2+4,8 94,8+4,7
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a¢ddunenTa pacnpeneneHuss B CUCTEME OKTaHOI—
Boga. [ns aroro roroBuiin pactBopbl JJAD B MUKPO-
SMYJBCHUH U PACClIauBajid UX C TOMOIIBIO OCaXJIe-
Husa [JJICNa u30sITKOM XJI0puaa Kaupius. MeTogoM
B2XX onpenensnu konrentpanuto [JAD B BoaHOM 1
opraHnveckod (azax rmociie pacclauBaHHs. 3aBUCH-
MOCTh pacrpeneiaeHus 3QUpoB o-PTaaeBoil KHCIOTHI
ot ux log P mpencrasiena Ha puc. 2. bonee ruapo-
¢ooubie JIBD, BBD 1 JIDI'® noaHOCThIO ePEeXOasT
B OPraHUYCCKYIO (Da3y Mpu pacCIOCHUH MUKPOIMYJIb-

—
[\
o

cuii, k Tomy xe JIAD co 3nauenuem log P > 4,8 skc-
TParupyrOTCsi KOTHYECTBEHHO.

[Tocie paccioeHHUss MUKPOIMYIbCHH 00pa3y-
IOTCS JIBE€ HECMEIIMBAIOIINEC MEXIY co00i (a3bl
(«macmo» u BomHas), Onaromaps dyemy ruapodo0-
HBIE BEIIECTBA, MOJHOCTHIO MEPEXOAANINEe B MACIIs-
HYIO (a3y, KOHIEHTPUPYIOTCS 33 CYET YMEHBIICHUS
o0bema, MpuyYeM OHU HAXOAATCS B Cpene, MO3BO-
JSIOMIEH HCIOJIb30BaTh Ta30BYI0 XpOMaTOrpaduio
C MacC-CIIEKTPOMETPHYECKUM JICTEKTHPOBAHUEM.

x
o

I
S

Crenenp pacnpeneneHus, %

(=]

1 2

3 4 =

Puc. 2. 3aBucuMOCTb pacupeneneHnus MeXJy OpraHMuecKod n BogHOH (asamu mocie

paccioerns MD1 oT ux ko3P PUIIHEHTA pacTpeIeICHUS B CHCTEMe OKTaHOI—Bona (n = 3,

P=0,95):1-IMD (log P =1,64), 2 - 1B®D (log P = 2,70), 3 — AbD (log P = 4,82),
4 — Bb®D (log P =5,00), 5 — IDTD (log P =8,71)
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Puc. 3. XpomarorpaMmsl 3KCTPaKTOB U3 IOYB,

nonydeHHeie MetogoMm I'X-MC ¢ ucnonb3o-

BaHWEM alleTOHUTpHUIa (xpomaTorpamma A) u MD1 (xpomaTorpamma b) B kauecTBe sKcTpa-

reuToB. Komonka HP-5MS (30mM*x250 mxmx0,25 M
anmoenTa 1 miu/mMuH. O0beM BBOAMMON MpoObl 1 MK

KM), TIOJIBMKHAs (pa3za — reanid, CKOpOCTh MOTOKA
1. Temnepatypusiii rpaaueHTt: ¢ 40 go 130 °C co

ckopocthio 50 °C/muH, co 130 mo 250 °C co ckopocthio 5 °C/muH, ¢ 250 10 300 °C co cKOpOCThIO

10 °C/mun. Temneparypa ncrounuka 230 °C. Macc-

JU 10 cleAyromuM noHam: m/z 77, 91, 149, 150, 16

CIIEKTPOMETPUYECKOE AETEKTUPOBAHUE [IPOBOAU-
3,167, 177. Ilukn: I — Ab®, 2 — Bb®, 3 — A0I'D



BECTH. MOCK. YH-TA. CEP. 2. XUMU. 2017. T. 58. Ne 2

87

TaOnuma 2

H3BaeyeHue I[A(I) U3 IBYX IMOYB C MCIIOJIb30BAHUEM ALICTOHUTPUIIA U M31 B kauecTBe IKCTPAreHToB

Konnenrpauust onpeznensiemoro komnoneHta (C, MKI/T) B cllyyae pa3HbIX
SKCTPareHTOB
OmnpenemnsieMblit
KOMIIOHEHT noyna | noysa 2
MO31 ALETOHUTPUIL MOl ALETOHUTPUIL
JAbD 0,080+0,004 0,083+0,004 0,073+0,004 0,070+0,004
Bb® 0,029+0,002 0,021+0,002 0,0085+0,0005 -
JAoI'®d 0,100+0,006 0,096+0,005 0,078+0,004 0,080+0,005

Jnst ompeneneHusi MPaBUIBHOCTH MPEIJIOKEHHO-
ro IOAX0Ja IOTOBUJIM HAaBECKM IOYB C TOYHO H3-
BecTHOU KoHNeHTpanueid bb®, Ib® u AD2I'D, u3-
BJIEKAJM UX C TMOMOILBIO aneToHuTpuia u MO1 u
onpenensinu MeronoM ['X-MC, xoropslii obnanaer
PSAIOM TPEUMYIIECTB MO CPAaBHEHHUIO C JAPYTHMH
METOJIaMH, TJIaBHBIM 00pa3oM, BO3MOKHOCTBIO Ha-
JNEXHO HACHTU(PULUHUPOBATH COEAUHEHHUS MO Macc-
criexTpy. Ha puc. 3 mpeacraBieHbl XpoMarorpam-
MBI 3KCTPaKkTOB MouB. CTeneHb KOHLUEHTPUPOBAHUS
pacCYUTHIBAIN KaK OTHOIICHHE TUIOIIAU MTUKa MPU
HKCTpaKUUU (TATATOB MUKPOIMYIbCHEH C TOCIe-
OYIOUIMM €€ PacciIOCHUEM W aHaJM30M MAacCJSTHOM
¢a3bl K IUIOIaIM TUKA, TOJTYYEHHOTO MPHU IKCTPAK-
nuu amnetoHuTpusioMm. [lpu wmcmompzoBannu MO1
CTENEeHb KOHIEHTPUPOBaHUs (TaNaTOB JIOCTUTACT
npuMepHo 18, 9TO XOPOIIIO CoTNacyeTcs ¢ TEOPEeTH-
YECKH MAaKCUMaJIbHO BO3MOXKHOM.

[MpemnoxkeHHBIA TOX0/] OBLT UCIONB30BaH IS
onpexaenenus [Ib®, Bb® u JISI'® B nByx oOpasiax
I104YB. IIJ'I?[ CpaBHCHHUA B Ka4UCCTBC JSKCTPAIrCHTOB HC-
MOJIb30BaJIM aleTOHUTpWI 1 M31 (¢ mocneayrommum
paccrnoenneM). [lonydeHHble JaHHBIE TPEACTABICHBI
B Tabi. 2 (n=3, P=0,95).

Takum 00pa3oM IMOKa3aHO, YTO MHUKPOIMYJIbCHH
IpPSMOTO THUMA MOTYT OBITh HCIIOJIB30BAaHBI B Kade-
CTBE DKCTPAreHTOB THAPO(YOOHBIX COSAMHEHHI C X
KOHIICHTPUPOBAaHUEM B «MacisiHOW» (ha3e, oOpasy-
FOUIEHCS MMOCTIE PACCIOCHUS MUKPOAIMYJIbCUN, U T1O-
CJEIYIOIMM Ta30XpoMaTorpauuecKuM aHaIu30M
C MAacc-CIIEKTPOMETPUUECKUM JI€TEKTUPOBAHUEM.
Ha npumepe onpenenenns bb® B mouse nokas3aHo,
4TO mpejeabl oOHapyxkeHus JJAD mpu ucnonb3o-
BaHUM MO HUXe, 4YeM NPU HUCIOIb30BAHUH aLETO-
HUTpUJIA B KayecTBE JKcTapreHrta. Takoi Moaxon
YOPOIIAET MPOIECC MPOOOMOATOTOBKH, YMEHbIIAS
oOmiee BpeMmsi aHajdu3a, U CYUIECTBEHHO CHHUKAET
npeesbl 00HaApyKEHUSI.

[Ipennoxen MeToa JUIsl U3BJICUCHUSI aHATIUZHUPY-
€MBbIX KOMIIOHEHTOB MPHU HUX KOHIICHTPHUPOBAHHH B
OJHOU W3 (a3 mpU PaccIOCHUU MHUKPOIMYIbCHUH.
[IpuMeHUMOCTH TaHHOTO METO/a Oblia UCCIIeJOBaHa
Ha ipumepe onpenenenus [JAD B mouBe ¢ UCMOIB30-
BaHHEM MHUKposMynbcun coctasa 3% [IJICNa, 0,8%
n-rekcana, 8% wu-Oyrtanona, 88,2% Bojasl. Koad-
¢unueHT KoHIEHTpUpoBaHus nocturaer 18. JTAD
c log P > 4,8 KOHUEGHTPUPYIOTCS B OpraHUYECKON
(haze KOIMUYECTBEHHO.

Pabora BemonHeHa npu ¢uHaHCOBOM Toaep)kke Poccuiickor GoHma QyHIaMEHTAIBHBIX HUCCIEI0BAHUI
(mpoext Ne 16-03-00257) u Poccwmiickoro HayuHoro ¢onna (mpoekt Ne 16-13-10079).
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THE USE OF MICROEMULSIONS FOR THE EXTRACTION OF PHTALIC
ACID ESTERS FROM SOILS WITH SUBSEQUENT DECOMPOSITION

OF MICROEMULSIONS, SIMULTANEOUS PRE-CONCENTRATION

OF DIALKHYLPHTHALATES IN ORGANIC PHASE AND FOLLOWING
GC-MS DETERMINATION OF TARGET COMPOUNDS

N.G. Tolmacheva*, A.V. Pirogov, O.A. Shpigun

(Chemistry Department of M.V. Lomonosov Moscow State University, Division of Analyti-
cal Chemistry; *e-mail: tolmacheva-natali@mail.ru)

The use of microemulsions for the extraction of phtalic acid esters from soils with subsequent
decomposition of microemulsions, simultaneous pre-concentration of dialkhylphthalates
in organic phase and following GC-MS determination of target compounds was shown.
The coefficient of concentration was 18. Method is characterized by low detection limits,
good selectivity and reproducibility.

Key words: microemulsion, dialkylphthalates, gas chromatography, mass spectrometry, pre-
concentration.
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