Ha npaBax pykonucu

ToamaueBa Haraausa I'enHaabeBHaA

HoBpblii MoAX0 K HCIO0JIb30BAHUIO MEUKPOIMYJIbCHHI VISl U3BJICYCHUS U
KOHLUEHTPUPOBAHHUS OPraHu4YecKuX ruApoGoOHbIX COeAUHEHHH € MOCTeAY UM
XpoMaTorpapuyeckum onpeaeaeHueM

02.00.02. — AHanmuTU4ecKass XUMHUs

ABTOPE®EPAT
JUCCEPTAlMU HA COMCKAHUE YYEHOHN CTEIIEHU
KaH/AM/IaTa XUMUYECKUX HAyK

Mocksa 2017



Pabora BrimosnHeHa Ha kadenpe aHaaTuTHIECKON XxumMun Xumudeckoro akyiasrera PI'BOY
BO «MockoBckuii TocyaapcTBeHHbIN YHHBepcuTeT uMeHu M.B.JlomonocoBa» MI'Y umenu
M.B.JlomoHOCOBA).

Hayunwii pyxosooumens: JTOKTOp XUMHUUYECKHUX HayK, mpodeccop
IIuporos Anapeit Biaaguvuposuy

Oguyuanvhvie onnonenmal: JOKTOp XMMHUYECKHX HayK, B.H.C.
®enotoB Iletp CepreeBuu
WMHCTUTYT r€OXUMUU U aHATUTUYECKOM
xumun uM. B.M. Bepnanckoro PAH

JTOKTOpP XUMHUUYECKHUX HayK, TOIICHT
SAmkun Cepreii HukonaeBuu

®I'bOY BIIO «Camapckuit
rOCY/IapCTBEHHBIA TEXHUYECKHI
YHUBEPCUTET»

Beoywas opeanuzayus: ®I'bOY BIIO HannoHaabHbIH
uccaenoparenbckuii CapaToBckuii
rocyapCcTBeHHbIl YHUBEpPCUTET UMEHH
H.I'. YepHbIIEBCKOI0

3ammra coctoutcs «7» uroHA 2017 roma B 16 u 30 mmH B ayn. 446 Ha 3acemaHuu
nuccepranuonHoro cosera JI 501.001.88. mo xumuueckuM Haykam npu MOCKOBCKOM
rocy1apcTBEHHOM yHuBepcutere uMeHu M.B.JlomonocoBa no anpecy: 119991, Mockaa,
Jlennnckue ropsl, MI'Y, 1. 1, ctp. 3, Xumnuueckuii paxynbrer.

C nmuccepranueil MOKHO O3HAKOMHUTBCS B OmOnnoTreke Xumudeckoro ¢gakynprera MI'Y u
Ha caiTe xXmMmuueckoro ¢akynprera http://www.chem.msu.ru. Texct aBTOpedepara
pa3merieH Ha caiite BAK Poccun http://vak.ed.gov.ru.

ABTopedepar pa3ociaH «__ » 2017 rona.

Y4eHslil cekpeTapb
nucceprarmonHoro cosera /[ 501.001.88,

KaHIUJaT XUMUYECKUX HAYK ///A g O.B. MoHorapoBa
e



OBIIASA XAPAKTEPUCTHUKA PABOTbBI

AKTYaJIbHOCTh pa®oThl. [[oMCK HOBBIX CIIOCOOOB SKCTPAKIIMKU U KOHIEHTPUPOBAHUS
LIEJIEBBIX KOMIIOHEHTOB SIBIISIETCS aKTyajbHOU 3agadeidl. CylIecTBYIOIIME HA CETOJHAIIHUN
JI€Hb CIIOCOOBI KCTPAKIIMKM HE BCEIr/1a CIIOCOOHBI KOJIMYECTBEHHO U3BJIEKATh ONPEEIsIEMbIE
COEIMHEHUsI U3 O0BEKTOB CO CIIOKHOW MaTpUIlel, U 4acTO BKIIOYAIOT B ce0s HECKOJIbKO
JONTUX CTaAui MpOoOOMOATOTOBKH, YTO MPUBOJUT K 3HAYUTEIHHOMY YBEIMYEHUIO OOIIEro
BPEMEHM aHaJM3a U IOTPEIIHOCTH OIpeeseHus. B mocienHue roapl B aHAIUTHYECKOU
XUMUH [IUPOKO MCHOJIB3YIOT OpPraHU30BaHHBIE CpEeAbl WM MHUKPOAIMYJIbCUU. Takue
CUCTEMBI O0JIaJJAIOT PSAOM YHUKAJIBHBIX CBOMCTB. MUKpoSMynbcuu 001a/1al0T OONbIION
COJIOOMIM3UPYIOIIEH E€MKOCTBIO U CHOCOOHBI  OJHOBPEMEHHO  pacTBOPATH  Kak
rUApOQUIbHBIE, TaK U THUAPOPOOHBIE COECAUHEHHUS. DTO MO3BOJIAET NMPUMEHATh UX A
CONMIOOWIM3AIMM W yHNaJeHUs pa3IuYHbIX BHJOB 3arpsA3HEHUil, B MEAHUIMHE U
KOCMETOJIOTUH, B XUMHUYECKOM aHalIW3€ JJs W3BJICUEHUS pA3IMYHBIX [0 MPUPOJIE
COeIMHEHUN M3 OOBEKTOB CO CJIOXKHOM Marpuueil. Bapbupyss coctaB MUKpPO3MYIbCUI
MOXHO M3MEHSATHh CBOMCTBA OPraHU30BAHHBIX CPEJ, TEM CaMbIM BIIMSISL HA CEIEKTUBHOCTD U
YyBCTBUTEILHOCTh XHUMHUYECKOro aHanuza. llojg geiicTBMeM BHEHNIHUX (aKTOPOB
(TemmepaTypa, A00aBKM MOHOB METAJUIOB, W3MEHEHHS] COCTaBa) MHUKPOAMYJIbCUU MOTYT
TEPSITh TEPMOJUHAMUYECKYIO CTAa0MIBHOCTh M PAacCIauBaThCi Ha JBE HECMEIIMBAIOIINECS
(da3pl: BOJHYIO U OPTaHUYECKYIO, MpudeM ruapodoOHbIe COeMHEHUS OYAYyT MepEeXoIuTh B
opranuueckyto ¢asy, a TuipopuibHbIE — B BOJHYI0. MUKPOIMYIIHCUH MEHEE TOKCHUYHBIE U
OoJsiee AelIeBbIE M0 CPABHEHUIO C JPYTUMHU PACTBOPUTENSM, YTO SIBJSETCS €IIe OJHHUM U3
MPEUMYILECTB TaKUX CUCTeM. B muTepaType BcTpeuyaroTcst paboThl 10 MCHOIb30BaHui0 MO
B IIPOOOIOATOTOBKE MPU OMPEACIICHUH METAIOB, OMOIOTUYECKU-aKTUBHBIX COSIMHEHHUIA,
HO UX OY€Hb Maslo. B cumily 3TOro, mpeiacraBisieTcsi aKTyalbHbIM pa3padoTaTh CHOCOOBI
U3BJICYEHUS. U OJHOBPEMEHHOIO KOHIEHTPUPOBAHUS OPraHMYecKUX TuApoPOOHBIX
COCJIMHEHUN U3 CIIOXKHBIX CMeceid M OOBEKTOB CO CIOXKHOW MaTpUIICH C TOCIEAYIOIUM
XpoMaTorpapuueckuM aHajau3oM. Takod MOAXOJ TMO3BOJUT 3HAUYUTENBHO YHPOCTUTH
npouecc MpoOONOJArOTOBKM, YMEHBIIMB O00Ilee BpeMs aHaiu3a M YBEIUYHB €ro
YyBCTBUTENLHOCTh. Ellle OJHON aKTyanbHOW 3amadyeil, KoTopas paHee He Oblia
NpeACTaBiI€Ha B JUTEparype, SBISETCA  MCIOJB30BAaHUE  MHUKPOOMYJIbCUOHHOU
MpPOOOMOATOTOBKA C TMOCIEAYIOIMM Tra3oXxpoMaTorpauueckuM aHajiu3oM C Macc-
CIIEKTPOMETPUYECKUM  JACTEKTUPOBAHHWEM, 4YTO  MOXET  3HAUYMUTEIIBHO  IIOBBICHUTH
CEJICKTUBHOCTD Pa3CIICHUs U YyBCTBUTEIbHOCTD ONPEAEICHUS LEIEBbIX KOMIIOHEHTOB.

Heas padoThl cocTosna B pa3paboTKe NOAX0Aa K UCMOIb30BAaHUI0 MUKPOIMYJIbCUU B
KaueCTBE IKCTPAreHTOB JJIsl PA3JIMUHBIX COCAMHEHUN U3 0OBEKTOB CO CIIOKHOM MaTpuUIleH
MOCTIEAYIOIIUM PACCIOEHUEM MHUKPOSIMYJIbCUU M KOHIIEHTPUPOBAHHEM T'HMIPO(OOHBIX
COeMHEHUH B ONHOM w3 oOpa3oBaBmmxcs (a3. JocTrkeHHe TOCTAaBICHHON Ienu
MpeAycMaTpUBaJIO PEUICHUE CIEAYIOMMX 3a1a4:

e  BpigBiIeHHE MNPEUMYIIECTB HCIOJIb30BAHUS MHUKPOSIMYJIbCUH B KAaueCTBE
HKCTPAreHTOB NPU W3BICUCHUU OPTaHUYECKUX THAPO(POOHBIX coenMHEHUI M3 00BEKTOB
CO CJIO)KHOW MaTpULEH;

e  lI3ydyeHue BIMSHUS COCTaBa MHUKPOAMYJIBCUM Ha CTENEHb pPacHpeaciICHHS
OpraHUYECKHX TUIPO(POOHBIX COSTUHEHUI MEXIy ABYMs (pa3zaMu: BOJHOU U «MaCIOM,
00pa3yIOLUMMHUCS MTOCIIE PA3PYILIEHUS MUKPOIMYIbCHH;

e  [lpumeHeHuMe MHMKPOIMYJIbCHM I U3BJICYECHHS U OJHOBPEMEHHOTO
KOHILICHTPUPOBAHUS PA3JIUYHBIX [0 NPUPOJE COCAUHEHUH W3 IIOYBBl Ha IpUMEpE
MOJIMIMKINYECKUX apOMATHUECKUX YTIEBOJAOPOIOB U TUATKUI(PTANIATOB;
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e  U3yuenue BO3MOXHOCTHU HCIIOJIb30BaHMS MUKPO3MYJIbCUOHHON
IPOOOIMOATOTOBKH C MOCIEAYIOIUM MacC-CIEKTPOMETPUUECKUM I€TEKTUPOBAHUEM.

Hayunas HoBu3Ha. IIpennoskeH HOBBII MOAXOM K M3BJICUEHUIO U OJIHOBPEMEHHOMY
KOHLEHTPUPOBAHUIO TUAPOPOOHBIX OPraHUYECKUX COETUHEHUH, COCTOSIINNA B IPUMEHEHUN
Mukposmyibcuii Ha ocHoBe JIJICH B kauecTBe OKCTpPareHTOB JJisi HW3BJICUEHUS
ruApoPOOHBIX COSUHEHUH € MOCIEAYIONUM HX pacciauBaHUEM C MTOMOIIBIO CYXUX COJIeh
KaJlbliisl U oOpa3oBaHUEM JIBYX HecMeluBaroumxcs (a3 (OpraHM4ecKodl U BOIHON),
KOHLEHTPUPOBAHUEM LIEJIEBBIX KOMIIOHEHTOB 3a CUET YMEHBbUIEHHs 0011ero oobema ¢asbl ¢
MOCTEAYIOIIUM XpOMaTOrpauIeCKUM OIpeeICHUEM 11EeBbIX KOMIIOHEHTOB.

Ha mpumepe MOMMIMKIMYECKHMX apOMATHUYECKHX YIJIEBOJOPOJIOB IOKa3aHO, YTO B
9TOM CIIy4ae JAOCTUIAETCsl BBICOKAsl CTENEHb U3BJICUEHMS, YBEIMUYEHUE YYBCTBUTEIBHOCTU
METO/Ia, YIPOIIEHNE TPOOOTIOATOTOBKY U COKpAIlleHHE OOIIEr0 BPEMEHH aHaIu3a.

Y cTaHOBIIEHO, YTO TOCIIE pa3pylIeHHuss MUKPOIMYJIbCUI Ha OCHOBE JOJCIIICYIb(aTa
HaTpHsI C TIOMOIIBIO COJIEW KaJIbLIUS OCTATOYHAs KOHLEHTpPAIHs MOBEPXHOCTHO-aKTUBHOIO
BellleCTBa B oprannyeckoil (¢asze ocraercs Huxke 0,025 wr/a. 310 mno3BOJSET
KOMOMHHMPOBATh MHUKPOAMYJIBCHOHHYIO MPOOOMOArOTOBKY C JaJbHEHIIMM aHaUu30M
opraHnueckoi (a3pl METOJIOM Ta30BOM Xpomartorpaduu ¢ Macc-CIEeKTPOMETPUUYECKUM
JIETEeKTUPOBAHUEM, YTO NTOKA3aHO HA MPUMEpPE OIpeNeIeHUs TUATKUI(TaIaToB B MOYBE.

N3ydyeHsl 3aKOHOMEPHOCTH W3BJICUYECHHUS U KOHIIGHTPUPOBAHUSA THIPOPOOHBIX
OpPraHMYECKHX COCJIUHEHHUHA C HCIOJIb30BAaHUEM MHKPOAIMYIbCHM, a TakkKe YCIOBUS
ocaxzaenus JJICH n3 MUKpOAIMYIIbCHII C TOMONIBIO CYXOro XJIOPUAA KAJIbIUA.

Ha mnpumepe onpenenenuss auankuindraiaToB B BOJAE IIOKa3aHa BO3MOKHOCTh
MPUMEHEHHUS] MUKPOAMYJIBCUN Il U3BJICUEHUS M OJHOBPEMEHHOTO KOHIIEHTPHPOBAHUS
COEIMHEHUH U3 BOAHBIX OOBHEKTOB.

IIpakTnuyeckasi 3Ha4YUMOCTb. [IpOAEMOHCTPUPOBAHO 3HAYUTENIBHOE YIPOIIEHUE
MPOLEAYPbl M3BJICUCHHUS] U KOHIICHTPUPOBAHMS LIEJIEBBIX KOMIIOHEHTOB M3 OOBEKTOB CO
CJ0XKHOM MaTpuuei. Bpems noaroroBku cokpamiaercs B 4,5 pasza (¢ 90 no 20 MuHyT) npu
KOJIMYECTBEHHOM M3BJICYEHUH BEIIECTB.

Pa3paboTraH BBICOKOUYBCTBUTENbHBI W CEJIEKTUBHBI METOJ OMNpeAeseHUs NecATd
MOJIMIUKIMYECKUX apoMaTHdeckux yriaeBoaopoaoB (ITAY) B pa3nuuHbIX THUMAX MOYB C
MCII0JIb30BAHMEM MHUKPO3MYJIbCUU B KAUECTBE SKCTPAr€HTOB € MOCIEIYIOIINM PAaCCIOEHUEM
MUKpPOOMYJIbCUU U KOoHUeHTpupoBaHue IIAY macnsHoi daze ¢ mocnemyromum BIKX
aHAJIM30M U (IIyOpUMETPUYECKUM JeTeKTHpoBanueM. CteneHp u3BiedeHus Boie 90% nms
BCEX HMCCIIENyeMbIX COSAMHEHNH, a IOJIy4YeHHbIE Tpeiesibl OOHapykeHus B 5 — 20 pa3 HuKe
MpeiesIoB OOHAPYKEHHUS aTTECTOBAHHBIX METOIUK.

[IponemoHCTpUpoBaHa ~ BO3MOKHOCTb  MCIOJb30BAaHUS  MHUKPOIMYJIbCUH B
MpoOOMOATOTOBKE Il W3BieueHus guankwidptanatoB (JAP) u3 mnouBel U uX
KOHIICHTPHPOBaHUS B MacisHOW (a3e ¢ MOCIeayIomuM BBICOKOYYBCTBUTEIbHBIM
razoxpomarorpaduueckuM aHajInu30M C MacC-CIIEKTPOMETPUUECKUM JIETEKTUPOBAHUEM.

Pazpabotan BBICOKOUYBCTBHTENbHBIH MeTon onpeaencHus JAD B Bome ¢
HCIIOJIb30BAHMEM MHUKPO3MYJIbCUU B KAUECTBE SKCTPAr€HTOB € MOCIEIYIOLIUM PacCIOCHUEM
MHUKpPOIMYJIbCUU U KOHLeHTpupoBaHue JIAD B macnsHoil daze ¢ mocnenyrommm BIKX
aHAJIM30M U CHEKTPOPOTOMETPUUECKUM JIETEKTHUPOBAHUEM.

Ha 3ammuTy BbIHOCATCS cJieyIONIUe MMOJI0KEeHNS:

e  BiusHue cocTaBa MUKPO3MYJIbCUU W YCIIOBUN IPOBENEHUS 3KCIEPUMEHTA
(Temnepatypa, BpeMs) Ha KOI(PGUIIMEHT KOHLIEHTPUPOBAHUS COSTUHEHUM B MACIISTHOM
(haze nocine paccianBanus MDO.



e  VYcnosug nonaHoro ocaxaenus JJICH npu pacciianBaHud MUKpPO3MYJIbCUM Ha
ocHoBe /I/ICH ¢ nmoMo1pb coiei KajabIus.

e  BiusHue mnpupoasl BemecTtBa  (TUApodoOHOCTH) HA  CTENEHb  €ro
pacnpeneneHust MeXIy IByMs (azamu.

e  VYcioBus U3BIEYEHUS M KOHUEHTpUpPOBaHUS O€H3(a)lupeHa U3 IOYBHI C
nocieaytomum BOXKX ananuzom.

e  VcioBUS  BBICOKOUYBCTBUTEIBHOIO, JKCIPECCHOTO U  CEIEKTUBHOTO
onpenenenus 10 ITAY B mnouBe € HCHOJB30BAaHHEM MHUKPOIMYJBCHM B KAadeCcTBE
AKCTPareHTOB.

e  Ompenenenue nUankua(TaIaToB B MIOYBE METOJIOM ra30BOi Xpomarorpaduu ¢
Macc-CIEKTPOMETPUYECKHMM METOJOM aHajlu3a C HCIOJIb30BAHHMEM MHUKPOSIMYJIbCUN B
poOOMOATOTOBKE.

e  VYcioBHs U3BJICYEHHs U KOHLEHTpUpoBaHUs JJAD u3 BOABI € MOCIEAYIOIIUM
BOXX ananuzom.

Anpodanusi padorsl. OCHOBHOE cofiep)KaHuEe pabOThl U3IIOKEHO B § MyOIUKalUsX.
Pe3ynpTaThl  uccnenoBaHust  JOKIAAbIBaNUCh  Ha  Bceepoccuiickas — KoH(epeHUus
«AHanuTudeckas xpomarorpadus U KamwuisipHbIM anexktpodopes» (Kpacuomap, 2013),
"Teopus u mpaktuka xpomatorpaduun" (Camapa, 2015), 30th International symposium on
chromatography ”Communicating separation science for the future” (3ansOypr, ABcTpus,
2014), «Pomp separation scienceé B pa3BUTHHM NPOPLIBHBIX HAIpPABICHHH COBPEMEHHOM
Hayku (HaHO- ¥ Omoxumust)» (Amiep, 2016).

IMyoaunkauuu. OcHOBHOE coliep)kaHue pabOThI U3JI0KEHO B 7 paboTrax: 3 cTaThu U 4
Te3uca JOKIJIAJI0B.

JInyHbIi BKJIAA aBTOpa. JIMUHBINA BKIIAQJ aBTOpPA 3aKIKOYACTCS B IIOCTAHOBKE 3a1a4
WCCIIEOBaHUs, IUIAHUPOBAHUU U IIPOBEACHUU IKCIIEPUMEHTOB HETOCPEICTBEHHO aBTOPOM,
oOpaboTke, aHanm3e u OOOOIIEHWH TOJNYYCHHBIX pe3yJbTaTOB, HAMHCAHUHM CTaTEeH,
MOATOTOBKE JIOKJIAJIOB U BBHICTYIUICHUSAX Ha KOH(EPEHIIHIX.

Ctpykrypa m o00beM padoTbl. Jluccepramusi COCTOMT U3 BBeIeHUs, 0030pa
JTUTEPATYphl, HKCIEPUMEHTAIBHON YacTH, 3 TJIaB OOCYXIEHHUs pe3yJabTaToB, OOIINX
BBIBOJIOB M CIHUCKa LMTUPYEeMOM nuTepartypbl. Marepuan usznoxeH Ha 113 crpanunax
MAIlIMHOMMCHOTO TEKCTa, COACPKUT 28 PUCYHKOB, 32 TaONHI], B CIHCKE IUTUPYEMOMU
nuTeparypsl 158 HanMeHOBaHUe.

OCHOBHOE COIAEPKAHUE PABOTbBI
BBenenne

Bo BBegeHun 0060CHOBaHA aKTyallbHOCTh BBHIOPAHHON TeMbI, C(HOPMYITUPOBAHKI 11T
WCCIICIOBAaHUsI M TIOCTaBICHHBIC 3aJaud, IOKa3aHa Hay4yHas HOBU3HA palbOTHl U ee
MPaKTUYECKask 3HAYUMOCTb.

O030p JuTEepaTypsbl

B mepBoil rnaBe cucTEeMaTHU3WPOBAHBI CBEACHHS O CTPOCHMM U CBOMCTBAx
MUKpPO3MYJIbCUI M MUIEIUISIPHBIX pacTBOpPOB. PaccMOTpeHO WX TNpHUMEHEHHE B
MPOOOMOATOTOBKE JJISi M3BJICYEHUS OHOJIOTHMUECKU-aKTUBHBIX M JPYTHUX OPTaHMYECKUX
COEJIMHEHUN U METAJJIOB U3 Pa3InYHBIX OOBHEKTOB.

B  pasgene  «Iloaumukiaunyeckue — apoOMaTUYECKHE — YIJIEBOJOPOABI M HX
XpoMmarorpapuueckoe OIpeNeIeHne» PpacCMOTpPeHbl mpuMepsl ompexaenenus [IAY ¢



MIOMOLIBIO Pa3JIMYHBIX METO/I0B aHAJIN3A, a TAKXKE NPUMEHEHHE MULEIUIIPHBIX PACTBOPOB U
MHUKPOAMYJIbCUH I UX COJFOOMIIN3ALNY U U3BJIEUEHHS U3 0ObEKTOB OKPYIKAIOLIEH cpeibl.

B paznene «/luankungranarel: CBOHCTBA M CIOCOOBI  XpOMarorpapuyeckoro
oIpezieNIeHUsD» MpeACTaBIEHbl Hau0oJiee paclpocTpaHeHHbIe MeTo bl onpezenenus JAD B
00BEKTaX OKPYKAIOLIEH cpeibl U pacCMOTPEHbI MPUMEPHI MCIOIb30BAHUS MULEIUISIPHBIX
pactBopoB U MD mns ux ompenenenus. CrenaHHble HA OCHOBaHMM 0030pa JIMTEpaTyphl
BBIBO/IbI TIOJTBEPKJIAI0T aKTYaIbHOCTh BEHIOPAHHOM TEMbI UCCIIEIOBAHUS.

ArmapaTypa, MaTepHuajJbl H TEXHUKA IKCIIEPUMEHTA

OKCIIepUMEHTHl TMPOBOAWIM Ha Xpomatorpaduueckux cuctemax Agilent 1200,
CHa0XEHHBIX OMHAPHBIM TPAAMEHTHBIM HACOCOM, OHJIAH JETa3aTOpOM IOABIKHOW (ha3bl,
aBTOMATHYECKUM yCTPOHCTBOM BBOJIa MPOOBI, TEPMOCTATOM KOJIOHOK, THOTHO-MaTPHIHBIM
nerektopom (Agilent Technologies, CIIIA). Coop maHHBIX U 00pabOTKY XpomMaTorpaMm
IIPOBOJIUIIM C TIOMOIIBIO MporpaMMmHoro obecreuenus Chemstation (Agilent Technologies,
CIIA); Agilent 1100, ocHameHHOro OWHApHBIM TPaJUEHTHBIM HACOCOM, OH-JIAliH
JIera3aTopoM TOJBMKHOM (ha3bl, TEPMOCTATOM KOJIOHOK, JHOJHO-MATPUYHBIM JI€TEKTOPOM
(Agilent Technologies, CIIA). [lns cbopa u 00paOOTKM JaHHBIX WCIOJIB30BAIU
nmporpaMMHo-anmapaTHbiii  kommiekc  «Chemstation»  Bepcuum  A.10.02.; ra3oBbiif
xpomatorpad Agilent 7890B, cHaGkeHHBIN aBTOMATHYECKHM YCTPOWCTBOM BBOJA MPOOBI
Agilent Autosampler 7693, wmacc-ciektpomerpom Agilent 5977A MSD (Agilent
Technologies, CIIIA). COop maHHBIX U 00pa0bOTKy XpOMaTorpaMM MPOBOIMIN C TIOMOIIBIO
MPOrPaMMHOTO  oOecIrieueHust MassHunter ~ (Agilent  Technologies,  CIIIA),
cuekrpooromerpe UVmMIni-1240 (Shimadzu, Snownus). Jljis perucTpanuud CIEKTPOB
TIOTJIONIEHUSI UCCTIEAYEMbIX COSIUHEHUI MCIOJIb30BalU CcrieKTpodoToMeTp Y D—BUANMOTO
nuanazona Cary 60 (Agilent Technologies, CIIIA). B pabore ucnonp3oBaiu CleayroIIne
xpoMatorpaduueckue komonku: Synergi 4u Hydro-RP 80A (250 x 4,6 MM, pa3mep 4acTHII
— 4 Mxm) (Phenomenex, CIIIA), Eclipse XDB-C18 (150 x 4,6 mm, pa3Mep 4acTuIl - 5 MKM)
(Agilent Technologies, CIIIA), Luna C18 (2) (150 x 4,6 MM, pa3mep 4acTull — 5 MKM)
(Phenomenex, CIIIA), a Taxxe yHUBepcalbHYIO TpeakonoHKy s BOXX Security Guard
C18 (Phenomenex, CIIIA), HP-5MS (30m x 250 mxm % 0,25 mxm) (Agilent Technologies,
CIIA).

O061mmii MOAX0 K HCIO0JIb30BAHUI0O MUKPOIMYJILCHIA 1151 KOHIEHTPUPOBAHUS
ruapoPooHbIX coequHeHuii (Ha npumepe Cyaana III)

MD o00nagar0T TOBBIIIEHHOW COMIOOMIM3UPYIOMEH E€MKOCThIO U CIIOCOOHBI
OJHOBPEMEHHO pAcTBOPATh pa3Hble IO NPUPOJE COenuHEHHUs (TMIpPO(UIbHBIE U
ruapodoOuHeie). [lpuuem, ecnum ucnonp3oBath MO THHa «Macio — B — BOJAE», TO
ruipooOHBIE COCAMHEHUS MEPEHIyT B MACISHYIO KaIllio, a THAPO(UIbHBIE — B BOJHYIO
¢a3zy (puc. 1 A). Ecam kakum-nmmbo obOpazom pazpymuts MO, To o0pa3yrooTcs 1Be
HeCcMemuBaronecs (aspl, TpUYEeM COCIWHEHHs, HaXOAWBIIMECS B HHUX OyOyT
CKOHIICHTPHUPOBAHHKI 32 CUET YMEHBIIIEHU 00bema Kax 1o u3 a3 (puc. 1 b).



® ruapododHoe coeqHHEHHE
@ THAPOQH.IBHOE COCAHHEHHE

Puc. 1. Wmmoctpauus npumeHenuss MO aisd M3BICYEHHS U IOCIEAYIOLIETO
KOHIIEHTPUPOBAHMSI LIEJEBBIX BEUIECTB. A — COMOOMIN3aUs THAPOPOOHBIX COETMHEHHH B
MHUKPO3MYJIbCUOHHOM Karule, a TuApOoQMIbHBIX B BOAHOW ¢a3ze. b — oOpa3oBaHue nBYX
HecMemuBaonmxcst (a3 mocne paspymeHus MO W KOHIEHTPUPOBAHUE IIENIEBBIX
KOMITOHEHTOB 3a CUET YMEHbIIEHUs1 00beMa Kaxaou u3 (as.

[Ipn noGamneHun cojiell JBYXBAJEHTHBIX METAUIOB (KalbllWsl, MarHusi, CTPOHIUS,
Oapus) k MO Ha ocnose JIJICH nabmromaercst paccioeHre CUCTEMBI ¢ 00pa30BaHUE JABYX
HecMemmuBaronmxes ¢a3. B ocHOBY 3TOro mporiecca TOJOXKEHO CTEXHOMETPHUECKOE
ypaBHEHHE:

2JUIC" + Me®" => Me(JUILC); |,

rae Me — moH JBYXBAJIEHTHOIO MeTasuia

[Ipn wucnonb3zoBaHuu cojell Oapuss M MarHus oOpa3yeTcsi pbIXJIbIM  Oenblid
TBOPOXHUCTBIA OCAJ0K, KOTOPBIN IUIOXO OTHENSETCS HEHTPU(PYTUPOBAHUEM U 3aTPYAHSIET
otOop opranuyeckou ¢aspl. [loaTomy msa 3To¥ nenu ObuT BbIOpaH xJopua Kaibiud. [Ipu
3TOM O0Opa3yoIIuiics Ha TpaHUIE pasfena ABYX (a3 ocagok JoAeHwiIcyiabdara Kaablus
(Ca(AAC);) we  wmemaer orOOpYy  OopraHMuYecko  ¢a3zpl H  JajbHEHIIeMy
XpoMaTorpapuueckoMy aHaln3y.

Beu10 ompeneneHo KOJMYECTBO HOHOB KaNbIHs, HEOOXOIUMOE IS pacclanBaHUS
MHKPOAMYJIbCUH M MakcumanbHoro ocaxnaenus [JJICH. [na storo k pactBopam MO
coctraBoB JIJICH / u-rexcan / n-Oyranon / Boga (3, 0,8, 8, 88,2 % no mac.) u JJJICH / »-
rekcaH / uzo-nentanon / Boaa (3, 0,8, 6, 90,2 % no mac.) 700aBIsIIA Pa3IuYHOE KOJTHYECTBO
TBEPAOT0 XJIOpUJA KAJIbIHS TaK, YTOObl KOHCYHBIC KOHIICHTPAIMM HWOHOB KAaJBIHS B
MuKpoamyascuu O0butn 0,05 MM, 0,07 MM, 0,14 MM, 0,35 MM u 0,7 MM (puc. 2).

Puc. 2. Mukposmynbscus coctaBa JIJICH / n-rekcan / uzo-nenranon / soga (3, 0,8, 6,
90,2 % mno mac.) nociie 100aBieHUs pa3IMYHON KOHIIEHTpauuu xjopuaa kanpuus: 1 - 0,05
MM, 2 - 0,07 MM, 3 — 0,14 MM, 4 — 0,35 MM, 5 — 0,7 MM.
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Haiineno, 4To TOJNBKO TIpU KOHILEHTpauuu xiopuaa kKaubius 0,7 MM B
MUKPOIMYJIbCUH (J€CSITUKPATHBIN H30BITOK MO OTHOIIEHHIO K MPUCYTCTBYIOLIEMY B
cucteme JIJICH) HaumHaeTcsi ee pacciauBaHue M 0Opa3OBaHME JABYX HECMEIIMBAIOIIMXCS
¢a3. [lo nurepatypHbIM JaHHBIM, IPUCYTCTBUE MOJSAPHBIX OPraHUYECKUX COETUHEHUU (B
JaHHOM  ciiydyae -  andpaTHYecKWe  CHOUPTHI  H-OyTaHOT M 430-TICHTaHOI),
comoOmnu3upoBanubix B muneiuie JIJICH, oGecnieunBaet CHIbHYIO 3alIUTY OT OCAXKICHUS
JJICH B npucyTCTBUM XJIOpHIa KaJIbIIHSI.

PaccnanBanue mpoBoAWiIM TMyTeM A00aBICHHUS H30BITKA CYXOTro XJIOpUIA KaJbIIHs,
OTOMY 4YTO NpHU 100aBJIEHUH H30BITKA BOJHOTO PAcTBOPA ATOM K€ COJM OCAXKJACHUSI COJIeh
JNJACH wu paccnauBaHusi MUKPOSMYJIBCMHM Ha JBE€ HecMmeluBawomuecs ¢(a3pl He
MPOUCXOMI0. BO3MOXKHO, 3TO MOKHO OOBSICHUTH 00pa30BaveM Y4YacTKOB IEPECHIIIECHUS,
KOTOPBIE BBICTYNAIOT B POJIM 3apOJAbIIIEH HA KOTOPBIX IPOUCXOUT AAIBHEHMIINI pOCT OcaaKa
Ca(AC)s.

JUis TpoBepKM MPUMEHHUMOCTH MPEAJIOKEHHOIO MOAX0Aa MCIOJb30BAIM KPACUTEIh
kpacubiii Cynas |11, kak npumep cuibHO THApOdoOHOTO coenunenus (logP 7,5). U3 puc. 3
BUJIHO, 4YTO Tpu mpurotosieHun pactBopa Cymana Il B MD, oH paBHOMEpHO
pacnpenensieTcsl o Bce cucTeme, a nociie pacciaoeHus MO B cuity cBoeil rupopoOHOCTH
MOJIHOCTBIO IEPEXO/IUT B OPraHUYECKYIO (a3y.

A B Puc. 3. Mukposmynscus ¢ CynaHom
Il 1o paccimoenus (A) wm 1OCHe
paccnoenus (b).

B pabore ObLIO HW3Yy4YEHO BIUSHHE
~ pa3nuuyHbBIX  (AKTOPOB  (KOHIICHTPAIUS

XJopuaa KaJIbIIHS, KOHIICHTPAITHS
— colIAB, wonmas cuma, pH) Ha
K03 UIIUEHT KOHLIEHTPUPOBAHUS
Cynana Ill B opranunueckoit aze mocne

paccimanBanuss  MDO.  KouTponb  3a

COJIEp’)KaHUEM KPACHUTENS B OPraHUYECKON
¢daze OCyIIECTBISUIM CHEKTPOPOTOMETPHUUECKUM METOJOM (MAKCUMYM MOIJIOIIEHUS ISt
Cynana lll peructpupoBanu npu ninuHe BojHbI /=580 HM). KanubpoBodyHasi 3aBUCUMOCTH
s onpenencuuss Cymana Il Hocuna nuueiinwiii xapaktep (R=0,9999) B nuanasone
koHeHTpanuii 0,5 — 50 MKr/mi1.

JU1g IpoBEPKM MPUMEHUMOCTH MPEAJIOKEHHOIO MOAX0/1a Ucoyib3oBain MO cocTaBa
JACH / wu-rentan (3 / 0,8 % mo wmac.) W pa3iaM4YHOrO KOJHUYECTBA H-OyTaHOIA,
ucronb3dyemoro B KkauectBe CcOIIAB. PaccmauBamu takme MO myrem nobGaBieHus
Pa3IMYHOIO KOJIMYECTBA XJIOPHIA KAJIbLIUS.

s onpeneneHus: HEOOXOAMMOTO KOJMYECTBA MOHOB KajbIUs, JOCTATOYHOTO st
pacciiauBaHusi MHUKPOSIMYJIbCHM M MaKCUMajlbHOro KoHIeHTpupoBaHusi Cynana III B
opranndeckoit dase, k pactBopy Cynana III konnentpanueii 10 mxr/mn B MO cocraBa 3%
JJICH, 0,8% wu-rentana, 6% n-OyTaHona no0aBIsUIM Pa3IMYHOE COAEPIKAHHUE CYXOTO
XJIOpUJIa KalbIUs TaK, YTOObl KOHEYHbIE KOHLEHTPAIMK MOHOB Kalibliusi B MO cocTaBUIIU:
0,07 MM, 0,14 MM, 0,35 MM, 0,7 MM u 1,4 MM.

B nmepBbIX Tpex pacTBOpax C HaWMMEHbIIEH KOHLEHTPAlMEW MOHOB KaJIbLIMS
pacciiauBaHle€ MHUKPOSMYJIbCHUM HE HaOJI0JanM, U CHCTeMa oOcTaBajach cTabuibHOl. B
JIpYTUX pacTBopax ¢ OOJbllIeld KOHIIEHTpAlMell MOHOB KajbIMs HAOMIOAaNu paccilauBaHue
MD na aBe ¢as3pl. B stux cinywasx otOupanu macisHyio ¢a3zy U ONpenessuii B Hel
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kounentpanuto Cynana Il cnekrpodoTomerpudeckum meronom. B tabn. 1 mpencrasiena
3aBUCUMOCTh ko3(dunmenta koHneHtpupoBanus Cynana Il B wmacmsHOW daze oT

KOHIOCHTpAaIU MOHOB KaJIbI[MA.

Tabnuna 1. 3aBucumocts korppunrenta konneHTpuposanust Cynana Il B macnsanoin
¢a3ze oT KOHIIEHTpanKuK HOHOB Kanblus (N=3, P=0,95).

CooTHOIIIeHHE KOJIUYECTBA
JJICH k n100aBJjieHHBIM
MOHAM KAJbLIUSA

Konuenrpanusi HOHOB
KaJblIMs B pactBope, MM

Ko>gppuuuent
KOHIIEHTPUPOBAHMS

1:1 0,07 Paccrnoenue He HaOIr0 1211
1:2 0,14 Paccrmoenune He HaOIIIO 1aTH
1:5 0,35 Paccnoenue He HaOIr0 12711
1:10 0,7 9,8 +0,5
1:20 1,4 7,8+0,2

Haubonpliee KOHIIEHTPUPOBAHUE JOCTUTACTCS TMPH KOHIIEHTPAIUU HOHOB KaJbITUS
0,7MM B M3 (mpu cootnomenuu 1:10). I[lpn mampHeimemM yBeTWYEHHWH KOHIICHTPALUU
MOHOB KanblMs Koddduuuent koHueHtpupoBanus Cynana |l B opranmdeckoil ¢aze
yMeHbInaeTcsa. Bo3MOKHO 3TO CBSI3aHO C BhICATHBAIONIUM 3(G(HEKTOM MOHOB KalbLIUS WU
YBEJIMUYEHHOW PACTBOPUMOCTBIO JOJCUMIICYIb(aTa KalblMsi, KOTOPHIM TpH OOJIBIION
KOHIICHTPALlMM BBICTYIAN B poiu Mmunemooopasyitomero [TAB. [losTomy B manbHeiem
MD paccrnauBanu myTeM A00aBICHHS JECATUKPATHOTO M30BITKA XJIOpHUIA KaJbIUs IO
OTHOILLIEHUIO K pUCyTCTBYtoeMy B cucteme JJICH.

Kosdpdunment wouuentpupoBanus Cymana |l paccumTeiBanm Kkak OTHOIICHUE
KOHIEHTPALUU KPACUTENS, TIOTYYEHHOTO B OPraHMYECKOM CJI0€ Mocie pacciaanBaHus MO, k
koHneHtpanuu Cymana Il B8 MD 6e3 pacciianBaHus.

Jliis ompeneneHusl KOHIIEHTpaluu H-OyTaHOJa, MCTHOJIb3yeMoro B kauecTBe cOlIAB,
npu kotopoi koadduument konuentpupoBanus Cynana |l Mmakcumaneha, roroBunu MO,
conepxamue 3% JJACH, 0,8% wu-rentana, ¢ pa3nuyHON KOHIIEHTpaluel #-Oyranona: 4%,
5%, 6%, 7%, 8% u 10%. B Tabn. 2 mnpuBeneHa 3aBUCHUMOCTH KO3 UIIMEHTA
koHueHTpupoBanus Cyznana Il B opranndeckoil gaze oT KoHUEHTpaK #-0yTaHosna B MO.

Tabnuna 2. 3aBucumocTth Kodpduuuenta koHueHtpupoBanus Cynana Il B
opranuveckoii ¢ase ot KOHIeHTpanuu #-0yranoia B MD (n=3, P=0,95).

Coaepxanue H-0yTanoJa, % 1o mac. KoyppuuneHT KOHIEeHTPUPOBAHUS
4 1,7+0,1
5 4,1+0,2
6 11,4+0,6
7 7,4+ 0,4
8 2,5+0,1
10 2,2+0,1

HaubGonpmmii ko3 PuIMEeHT KOHIEHTpUPOBAHUS HAOMIOAANN MPU COACPKAHUU H-
Oyranoma 6% mo wMac. Ilpum gpyrux konmenrpamusx collAB  koaddunuent
KOHLEHTPUPOBAHUS HAMHOIO HMKE, BO3MOXKHO 3TO CBA3aHO C TEM, YTO KOHIIEHTpalus
collAB Bnuser Ha ocaxaenue JJJCH wnonamu kanpuus u #-OyTaHOJ BCTyHaeT B
KOHKYPHUPYIOIIYIO peakiuio oopa3zoBanus accoruatoB #-0yranon — JIJICH ¢ o6pa3zoBannem
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ocaaka noxaenwicyiabdara kampuus. K Tomy ke, yBenuueHue KoHueHTpauuu collAB
IPUBOJUT K MOBBILIEHUIO €r0 COJEp KaHHs B BOJHOM (paze, 4To BiMAeT Ha KOA(P(ULIHUEHT
KOHLEHTPUPOBAHUS LIEIEBBIX KOMIIOHEHTOB B OpraHu4ecKkou (ase.

Jlia omnpeneneHus: 3aBUCMMOCTH Kod(pduuuenta xoHueHtpuposanus Cypana Il ot
MOHHOM cuiibl, ToTOBUIM pacTBopbl Cynana |ll konuentpanueit 10 mxr/ma B MO cocrtaBa
3% OACH, 0,8% wu-rentana u 6% #-OyTaHona W A00ABISUIA PA3IMYHOE KOJIMYECTBO
XJIOpUJIa HATPHsI, TaK, YTOObI MIOHHAs CHJIa PACTBOPOB COCTaBUJIA COOTBETCTBEHHO 3,5%* 107,
17,5*10%, 35*10% 175*10% M. B Tabn. 3 mnpuBeseHa 3aBUCHMOCTb Kod(dHIHEEHTA
koHteHTpupoBanusa Cynana |1l or noHHOM CHIIBI.

Tabmuma 3. 3aBucumocts kodh¢dunmenta konuentpupoBanus Cymana Il B
oprannveckoii ¢ase ot nonnoi cuisl (N=3, P=0,95).

Wounas cuia, 10°*M Ko>¢puumeHT KOHHEHTPUPOBAHMS
3,5 3,0£0,2
17,5 3,0£0,2
35 3,4+0,2
175 4,5+0,2
Kosdpdunment xonuentpupoBanus Cymana Il B wmacmsgHoit ¢daze mnuHelHO

VBEIMYMBACTCS TPU YBEIWYCHUM HWOHHOW CHJIBI, OJHAKO €€ BIUSHUC OTHOCHUTEIHHO
HEBEIUKO.

Jiis BeisiBneHus: kodgduiuenta konuentpuposanus Cynana Il ot pH rotroBunu M3
cocraBa 3% JJICH, 0,8% w-rentana u 6% u-OyTaHoya ¢ pa3nuyHbiM 3HadeHueM pH: 9,5;
6,63; 5,56; 3,63; 3,10 (pa3mmunbie 3HavyeHuss pH monydanu mgobGaBieHmeM k MD o-
dbochopuoit  kucnorel). Ha puc. 4 mnpenacraBieHa 3aBUCHUMOCTh  KoddduiMeHTa
koHueHTpupoBanus Cyznana |l B oprannueckoit ¢paze ot 3Hauenust pH Mukposmynbcuu.

Puc. 4. 3aBUCUMOCTh
ko3¢ uirenTa KOHIIEHTPUPOBAHUS
z 6 Cynana Ill B opranmnueckoii ¢aze ot pH

E § = 5-? MukpoaMysbeun (N=3, P=0,95).
E_ Eg 45 KoaddunneHT KoHIIEHTpUPOBAHUS
€ UEE 4 kpacutenss kpacHoro Cynmana Il B
S E7 35 MacisSHON (hase JMHEHHO YMEHBIIIAeTCs
g 3 npu  yBenwdenun — pH,  ogHAKo
2 4 6 8 10 HE3HAYUTEIIbHbIE U3MEHEHUS pH
pH OKa3hIBAIOT HEOOJBINOC BIMSHHE Ha
K03 ULIUEHT KOHIICHTPHUPOBAHUS

Cypnana llI.

[TokazaHo, 9TO Ha KOA(PPHUIMEHT KOHIEHTPUPOBAHUS TUAPOPOOHBIX COCAMHEHUN B
oprannveckoi (aze BauseT psAg  (GAKTOPOB: KOHIIGHTPALHMS XJOpUIA  KaJbIUSA,
HeoOxoauMoro Jyist paccioenus M3, cocraB MO (coaepskanne collAB, nonnas cuna, pH).

Takum o00pa3zom, BBIOpaHBI YCIOBHS, NMPHU KOTOPBIX HAONIONAETCS MaKCHUMalbHas
KO3(PUIMEHT KOHIIEHTpUpoBaHus Kpacurens kpacHoro Cymana Il B opranndeckoii ¢ase:
comepxanue H-OyraHona 6% mo Mac., Jo0aBiIeHUE ACCATUKPATHOTO H30BITKA HOHOB
KaJIbLMs 110 OTHOLIEHUIO K npucyTcTByomemMy B cucreme JJICH nns ocaxxnenus [1AB, pH
Y MOHHAs CHUJIa BIUSIOT HE3HAYUTEIBHO.
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MI/le03My.]'IbCI/IOHHOe HU3BJICYCHUE M KOHIHCHTPHUPOBAHMEC NMOJHUIHUHKINYCCKHX
ApOMATHYECCKUX YIVIEBOAOPOA0B U3 NMOYBLI C MOCTCAYHOIINM B3KX anaan3zom

Onpenenenne [TAY, B wactHocTH OeH3(a)nupeHa, B 0OOBEKTAX OKPYKAIOIIEH Cpenbl
SIBJISIETCSl AKTYaJbHOW 3a/Ja4eil Ha CerogHAIIHUN AcHb. [Ipn HU3KkOM coxepxkanuum 11AY B
9KOJOTUYECKUX OOBEKTax Il MX IMOJHOTO MU3BJICYCHHUS M OJHOBPEMEHHOI'O OMpEeIeTICHUs
HE0OXOAMMO T0100paTh MOIXOASIINN PAaCTBOPUTENH U CITOCOO KOHIICHTPUPOBAHMS, TaK KaK
npsiMoit BBOJ 00pasiia B KOJIOHKY XpoMartorpada Bo3MOXEH B pelkux ciydasx. [lockonbky
U3BJICUCHHE OPTaHWYECKHUMH PACTBOPUTEISIMU - TIPOIleCC JUIMTEIBbHBIA M HE BCerjaa
POTEKaeT KOJWYECTBEHHO, OBLIO MPEIJIOKEHO HCIOJb30BaTh MD i W3BICUYCHUS U
OJIHOBPEMEHHOTO KOHIIeHTpupoBaHus [TAY u3 noussl.

Bce TIAY Onaromapss HamU4YUIO HECKOJIBKUX COTPSKEHHBIX YTIEBOJOPOIAHBIX KOJEI]
obmagaroT BBICOKMM Kod(hduimeHTOM pacnpenenacaus okranoin/Boga (logP > 3.4).
[Ipeanonaraercs, 4To M3-3a BBICOKOW TUApo¢doOHOCTH ToCie pacciamBaHus MO OHM Bce
MeperIyT B OpraHudeckyro ga3y u OyayT KOHIEHTPUPOBATHCS B HEM.

Omnpenenenne 6eH3(a)IupeHa B HOUYBE

Ha mpumepe ompenenenusi OeH3(a)nupeHa B TMOYBE, KaK OJHOTO W3 Hambosee
pacrpocTpaHeHHBIX M KaHIieporeHHbix [IAB, Obu1 momoOpan coctaB MD, mpu KOTOpOoM
Ha0JII0/1a7ICsl MaKCUMAJIbHBIM KOA((OUIIMEHT KOHIEHTpUpOoBaHus. s onpeneneHus: Mabix
konuuecTB OeH3(a)mupeHa Obul BeIOpaH Mertong O®D-BOXX c¢  dayopumerpuyeckum
netektupoBanueM. KannOpoBouHasi 3aBUCUMOCTD JIJIsl OTpeiesieHus] OeH3(a)nupeHa Hocuia
nuHelHbIH xapaktep (R=1) B nuana3one konmenrparwmii 0,001 — 0,5 Mxr/mi.

Jis  BbIOOpa yCIOBHM MaKCHUMAalbHOTO KOHIICHTPUPOBaHUS OeH3(a)nupeHa B
oprannueckoi ¢asze BapbupoBaiii coctaB MD (tun wmacna, Tun collAB u ero
KOHIEHTPALINIO) U YCIIOBUS pacciiauBanus MO.

b1 poBesieH cpaBHUTENBHBIM aHAIU3 H-TIPONIaHoJa, H-OyTaHoJa, H-TIEHTAHONA, U30-
MIEHTaHOoJa, H-TeKCaHoJIa, H-OKTaHoJa B kauecTBe COITAB. ['oToBHIIM MOzENbHBIE PaCTBOPHI
ball ¢ konnenrpanuei 0,05 mxr/mi B mectu M3 caeayromiero coctasa: 3% JIJICH, 0,8% w
—-rexcana u 8% collAB (mepeuncnens! Beimie). [locie dyero moOaBisiiain IeCATUKPATHBIN
M30BITOK cyxoro xmopuaa kambius it ocaxnaeHus JJICH u paccroenus MD u
BBIJICPKUBAJIM IOJIYYEHHYIO CMECh B YJIBTPa3BYKOBOW BaHHE B TedueHwe 10 mMuH, 3areM
orOupanu opranuueckyro (aszy u ompeaemnsuin ball metomom O®-BIOXX-DJIIA. s
Kaxaoi M3 ObU10 MPOBEJEHO MO TpU MapaylienbHbIX onbiTa. Ha puc. 5 A mpencraieHo
cpaBHeHHne kod(pduiuenta koHmeHtpupoBanus ball B opranumyeckoit ¢aze mocie
pacciauBanust MO ¢ paznuunbiMu collAB ¢ pactBopom ball 8 M3 (¢ = 0,05 mxr/mi) 6e3
pacciIoeHusl.

MuKpo3MynbCUH, B KOTOPBIX HCIIOJIB30BAIN H-TIPONAHOJI, H-T€KCAHOJI U H-OKTaHOJI B
kayecTBe colIAB, okazanuce HEYCTOWYMBBIMU, MOITOMY B JaibHEimiell pabore uX He
npuMmeHsuii. HauOonblllee KOHIIGHTpUPOBAHME HAOMIOJANM TPH HUCIOJb30BAHUU  U30-
neHTaHosia. Koa@puuueHT KOHIEHTpUPOBaHUS MPU ATOM COCTaBWI 7,2 MO CPAaBHEHHUIO C
pactBopom ball B MD 6e3 ocaxaenus. Ilpu ucnonp3oBanuu x#-OyTaHona M H-TIEHTAHOJA
KOO(PUIMEHT KOHUEHTPUPOBAaHUS MeHbIne u coctaBuin 4,5 u 4,1 COOTBETCTBEHHO.
Bo03M0HO 3TO CBA3aHO € TEM, YTO 3a CUET HEPA3BETBICHHOI'O YIIE€BOJOPOJHOTO paguKaia
H-OyTaHON M H-TICHTAHOJI B OoJbIIel creneHu oOpasytoT accorumatsl cnupt — JJICH, Tem
CaMbIM TIPEMSATCTBYS €ro TMOJHOMY OC@XKICHHIO, paccilaumBaHuio (a3 u mydmiemy
KOHIEHTPUPOBAHUIO.

UccnenoBana  3aBUCHMOCTh  Kod(duimenta  koHueHtpupoBanus  ball ot
koHueHTpauuu colTAB B M3. I'otoBuiu crangaptaeie pactBopsl ball konnentpanueit 0,05
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Mkr/Mn B MO cocraBa, JICH / w-rexcan / (3; 0,8 % mo macc) ¢ BapbHpyeMBIMH
MacCOBBIMH JIOJISIMU u30-TieHTaHona (2, 4, 6, 8 % mo macc.). Ha puc. 5 b npencrasiena
3aBUCUMOCTh KO3 ¢uiuueHTa KoHUeHTpupoBanusa ball B opranmueckom cioe mocie
paccioenuss MO ot konuentpauuu collAB. [lpum KoHueHTpamuu wuso-nieHTaHona 6%
Ko3(ppuireHT koHueHTpupoBanus ball B opranmdeckoil (aze mMakcumaneH. ITO XOpOIIO
KOppeJupyeT ¢ pe3yjibTaTaMu, MOJyYeHHBIMU B IJ1aBe 3 MpH ONpEAENICHUM 3aBHUCUMOCTU
koa¢pdunmenta konuentpupoBanus Cyznana |1l B oprannueckoi ¢aze ot cocraBa MD.

8 - A b
"
<]
- |}
= E 6 3
£85 - =
= o =
= ¢ I :
o & 4 - I g =
k=al E B
2 23 A S
=5 =
Z
1 - =
0 1 1 1 J
0
H3onentaHon  H-OyTaHoOI H-NeHTAHOJI Be3 2 4 6 8 10
pacciioenns Konuenrpauus collIAB, %

Puc. 5. 3aBucumocts koddduimenta koHueHtpupoanus ball or: A — mpupoasl
collIAB, b — ot konneHTparuu colIAB (u30-nenranona) (=3, P=0,95).

[IpoBeneno cpaBaenue ko3 duimenta konmneHrpuposanus ball B opranmdeckoii daze
nmocie pacciamBaHus MO TpU KCMONB30BAaHUM PA3NAYHBIX THIIOB Macei: H-TeKCaHa, H-
renraHa, O€H305la, TOJyoOJia, AWXJIOpITaHA M IHMKIOTEeKcaHa. ['OTOBHIM MOJENbHBIC
pactBopbl ball konmnentpanueir 0,05 mxr/mn B msatu MO cocraBa: IJICH / macna
(nepeuncnensl Boime) / uzo-nentanon (3, 0,8, 6 % mo mac.). Ha puc. 6. npencraBieHs
JUarpaMMBbl pactpe/IeJICHUS aHAIMTOB JIJISL Pa3IMYHbBIX TUIIOB Maclia.

5 1

Koadppuument
KOHL,eHTPpUPOBaHUA
N w N

=
1

o

lenTaH [ekcaH BeHson Tonyon

Puc. 6. Jluarpammel pacnpeaencuus ball mis pasznuuHbix THMOB «Maciay (N=3,
P=0,95).

W3 pe3ynbTaToB BHIHO, YTO NpPHU HCHOJIB30BAaHMM O€H30/Ia B KauyecTBE Maclia
koa¢pdunment koHueHtpupoBanus ball B opranunueckoil ¢aze makcumaneH W JOCTUTAET
4,4. Ilpn ucnonap30BaHUM H-TENTaHA, H-TEKCaHa U TOIYOJIa B KauecTBEe Maces KO (UIUEHT
KOHLIEHTPUPOBAHUS ropas3io MeHbllle U aocruraer Bcero 1,2 — 1,4. Kak BunHo u3 puc. 6
KOX(PHUIMEHT KOHLIEHTPUPOBAHUS MPH HCIONb30BaHUU OeH3ona B 3,1 — 3,7 pa3 Oounblie,
BO3MOJKHO 3TO CBSI3aHO C TeM, 4yTO Mexay moiekyiaamu ITAY u Genzona oOpasyrorces m-n
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CBSI3U, 3a CUYET KOTOpBIX yBeiaumuuBaercsa mepexoi [TAY B MHKpPOIMYIbCHOHHYIO KaILTO.
[Ipn ucnosnb3o0BaHUM TONyOda KOHUEHTPUPOBaHUE B 4 pa3 MEHbIUE [0 CPABHEHUIO C
OEH30JI0M, 3TO MOKHO OOBSICHUTH IPUMEPHO YETHIPEXKPATHOM pa3HUIIEH B paCTBOPUMOCTH
3TUX «Macem» B Boje. [Ipu MCMOab30BaHUM LUKIOTEKCAHA M JUXJIOPMETaHAa B KauecTBE
macia — ball coBcem He KOHIIEHTpUpOBaJIcS B oprannyeckoi (aze. [loaTomy B nanpHeumen
paboTe B KauecTBE OpraHN4ecKoi (ha3bl UCMOJIb30BAIA OCH3OII.

[loctpoena 3aBUCHMMOCTh  KOX(Q(ULMEHTAa KOHLIEHTPUPOBAHMUS OT BPEMEHU
nepemernuBanus MO Ha ynbTpa3BykoBoi Oane. [IpurotoBmin ctangapTabie pacTBophl ball
koHnentpanuen 0,05 mxr/ma B atu MO cocrasa: JJICH / 6en3on / uzo-nentanon (3; 0,8;
6 % 1o Mmac.). JloGaBmnsnu u30bITOK Xopuaa kanbius 1 ocaxaeHus JIJICH u paccnoenus
MD u BbIIEpKUBAIM TOJYYEHHBIE CMECH Ha YIbTPAa3BYKOBOM OaHE B TEUYEHHE Pa3HBIX
npomMexxyTkoB BpemeHu oT 0 go 30 MuUHYTBI ¢ maroMm B S5 MUHYT. 3aBUCHMOCTH
K03 dUIIMEeHTa KOHIIEHTPUPOBAHHUS OT BPEMEHHU paccianBaHus MPUBEECHBI HIDKE Ha pHC. 1
A.

HaubGonpimmii ko3QPuiueHT KOHIeHTPpUPOBaHKs HAOII0JaIu TIPH paccianBaHuu MO
B TeueHue 10 MUHYT, nanbpHelillee NepeMelIuBaHue B YIbTPa3BYKOBOM BaHHE MPUBOIUT K
CHIKEHHUIO K03(PUIIMeHTa KOHIIEHTpUpOoBaHus. Bo3MoxkHO, 3TO cBsi3aHO ¢ TeM, uto ball
HayMHAET MUTPUPOBATH U3 00BEMaA OpraHUUECKOU (pa3bl K rpaHule pasziena AByX (a3 u/miu
copOMpOBaTHCS HAa 00pPa30BaBUIEMCS OCAIKE JOACIUIICYIb(aTa KaabIus.

Jis  mpoBepku  3aBUCHMOCTH  KoddduineHta KoHueHTpupoBanus ball ot
TEeMIEpaTypbl Obljla IPUTOTOBJIEHA CEpUsl MOJENbHBIX pacTBopoB ball ¢ koHueHTpauuen
0,05 mkr/ mn B MO cocraBa: JIJICH / 6enzon / uso-nenranon (3; 0,8; 6 % mo mac).
[TpoOupku Ha 2 M ¢ MO momemanu B TepMOCTaT Ha 15 MHUHYT W BBIAECPKHUBAIM TPU
paszabix Temmepatypax: 30, 40, 50 u 60 °C. Ha puc. 7 b mpexacraBieHa 3aBUCUMOCTH
koa¢pdunnenta konueHTpupoBanus ball B oprannyeckoil gaze ot TeMiepaTypsl.

9 - A *® 61 B
s 3
z 8 5
Q7 g
Q. = 4
So 5
z 3
a5 I3 -
z4 3
g 3 ; 5 L
: g
g2 31
= 1 =y
% O ! 1 1 | -g 0 1 1 1 1 f
) x
2 o 10 20 30 20 20 30 40 50 60 70
Bpems, MUH Temnepartypa, °C

Puc. 7. 3aBucumocts kordduimenta konenrpupoBanus ball B opranndeckoit ¢aze
oT: A - BpeMenu pacciauBanus M3, b - ot remmneparypsr (n=3, P=0,95).

BunHo, 4To mpHM MOBBIMIEHWH TeMIOepaTypbl KOAI(P(GUUIUEHT KOHIEHTPUPOBAHUS
pacTeT M JOCTUraeT Makcumyma npu Temneparypax okosno 50 °C. Ilpu nanbHeimem
yBeIn4YeHUU TemiepaTypsl 10 60 °C oHa MeHseTCs HE 3HAaUUMO.
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Takum 00pa3oM, HA OCHOBAHHWH TIOJYYEHHBIX 3aBUCHMOCTEH BBIOPAHBI CIIEIYIOIIHE
YCIIOBUSL TPU KOTOPBIX JOCTUTAETCS MaKCUMAalbHBIA KOA(P(GUIMEHT KOHIIEHTPUPOBAHUS
ball B opranuueckoii ¢aze npu pacciauBaHuu MO myrem AoOaBlieHHs] K HEW HOHOB
KaJIBIIUS:

colIAB - uzo-nenranon

«Maciay - OEH30II.

Konnentpanust colIAB — 6%.
Bpewms paccrnauBanus M3 10 MunyT.
Temnepatypa 50°C.

B kauecTBe mnpuMepa aHanmu3a peambHOTO OO0BEKTa BbIOpaH oOpas3ell MOYBHI,
OTOOpaHHBIH BOJIHM3U ra3zoBOro MECTOPOXKICHUS «KamMeHnHOMBICCKOE-MOpEY,
pacrosio’keHHoro B akBatopuu O0ckoi ryosl Mexxay MbicaMu Kamennsiit u [lapycusiii. Ha
puc. 8 mpencraBieHa XpoMaTorpaMmma, mojrydeHHas pu uspiedenuu ball ¢ momompero MO
cocraa: [IJICH / 6enson / uso-nenranoi (3; 0,8; 6 % mo Mac).

I v.e.

——
=]
=]
=

L'

)

: : i 5 1 11 IR, MHH

Puc. 8. Xpomarorpamma o0pasia mo4Bbl. YCIOBHUS XpOMAaTorpaduyecKkoro aHalimusa
npeAcTaBiaeHbl B Tabn.15. M3Bnedenue mpoBoawim ¢ momompbio MD cocraBa JIJICH /
oenszon / uso-nentanoin (3; 0,8; 6 % no mac). Haiinennas konuentpanus ball B oobexte 1,4
+ 0,1 MKr/KT.

XapakTepUCTUKU XPOMAaTOTpaduyIecKoro ornpeaeneHus 0eH3(a)mupeHa MpUBEICHBI B
TabI. 4.

Tabnuia 4. XapakTepuCTUKU XpOMaTorpaguiyecKoro pasenaeHus 0eH3(a)nupeHa.

Tun Macia Haiineno ball R ¢ Ommkaitmum N, TT/m u
MKT / KT ITHKOM
Benzon 14 2,4 13100 1,1

Onpenenenue 10 npuopuretunx IIAY B mouse

Omnpenenenne necsatd npuoputeTHbix [IAY (madranuu, anenadruien, ¢ayopew,
duyopanTeH, nupeH, OcH3aHTpaleH, xpuseH, Ocu3(b)dayopanren, Oen3(K)diayopanrew,
6en3(a)nupen) npoBoawtn MetogoM BDOXX ¢ ¢dayopumeTpudeckuM IETEKTHPOBAHHEM.
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[TapameTpbl  QuryopuMETpPUYECKOTO TPATUEHTHOTO JIETEKTHPOBAHUS TPEICTABICHBI B
tabn. 5. KanubGpoBounsle 3aBucuMoOcTH i BceX [IAY HocunIM JMHEHHBIM XapakTep B
nuanaszone konreHtpamui 0,001 — 0,5 Mxr/m.

Tabnuia 5. [Tapamerpsl guryopumeTpudeckoro aetekrupoBanus [1AY.

Bpewms Bpewms
ITAY YIACPKUBAHUSA, | TEPEKIIOUCHUS, | Apossymcncrmss HM | Aucnycxarms, HM
MHUH MHH
Hadranun 15,6 280 355
AnenadtuneH 16,8 0-17,5 280 355
dmyopen 17,0 280 355
®dnyopaHTeH 18,1 250 420
[Tupen 18,4 175-194 250 420
benzanrpariexn 18,9 250 420
XpuseH 19,8 19,4 - 20,0 270 390
bens(b)dayopanten 20,2 0.0 - 21.0 290 410
bens(K)pnyopanrten 20,3 ’ ’ 290 410
bens(a)nupen 21,4 21,0-25,0 365 412

[Tocne MUKpPOAIMYJIBCMOHHOM 3KCTPAKUMU U paccioeHuss MD mojlydeHHbIE Mpeebl
oonapyxenuss (0,1 — 0,7 MKI/KI) CYIIECTBEHHO HWXKE MPEICIOB JOMYyCTUMBIX
koHueHTpauuii (I1JIK), yctaHoBIEeHHBIX ATre€HTCTBaMH IO OXpaHE OKPYKaIOIIEW cpeibl
Kananet m lNommanauu u gy HekoTopbix I[TAY u Hmxke IIJIK, ycraHoBieHHOro mist
O0en3(a)nupena B mouse B Poccun.

OnpeneneHbl CTENEHW HU3BICUCHUS AecaTH npuoputTeTHbix 1TAY ¢ ucnonbs3oBanuem
MDD coctasa JIJICH / 6en3oxn / uzo-nenranon / Boga (3; 0,8; 6; 90,2 % mo mac.) B KauecTBe
AKCTpPAreHTa U3 pa3HbIX TUIIOB MTOYB.

Brino BeIOpaHO TpH THIA TOYB: MECOK, IIIMHA U BepXoBoi Topd. MeTomom “BBeeHO-
HaiijieHo” ompenenwin creneHb uspineueHus 10 [TAY u3 stux mouB ¢ gob6aBkamu 100
MKT/KT 1 20 Mkr/kr xaxmaoro ITAY c ucnons3oBanmemM MD B kadecTBe 3KcTpareHra. K
TOYHOUM HaBecke MouBkl (2 T) mobasmsui 30 M1 MD U nepeMennBaiy Ha yJIbTPa3ByKOBON
BaHHe B TeueHue 30 MuH. Pesynbrarhl mpezactaBieHbl B Tabn. 6. Ilpu nomyuenuu
pe3ynbTaToB ObLIO yuTeHO coaepkanue [TAY B “xonocroit” mpobe.

Tabnuna 6. Crenens u3Bnedenus 10 [TAY u3 pa3nuyHbIX TUIIOB MOYB: MECKA, TJIUHBI
U BEepX0BOro Topda, ¢ ucrnonp3doBanueM M3 (n=3, P=0,95).

BBeneno Crenenb u3BjaeueHus, %
CoennHeHue (100aBKa), B "
MKTI/KI IMecox I'nuna cpxoBon
Topd
Hadrams 100 100+ 5 106 £5 110+ 7
20 105+5 98 +5 92+6
Anesadruen 100 102+5 92+6 103+5
20 107 +6 102+5 98+ 4
®uyopen 100 103+5 92+4 92+5
20 108 + 5 97 £4 91+5
®ryoparTen 100 105+ 6 92+6 95+5
20 103+5 99+5 99+4

15




BBeneno Crenenn usBjaeuenus, %
CoennHeHue n00aBKa), -
( MKF/KF) Ilecok I'imnna Bepxosoii
Topd
Iupen 100 105+5 100 +£5 92+5
20 102 +5 102+ 5 93+4
BeH3aHTpaIICH 100 95+4 91+5 92+5
20 103+5 93+6 96 +5
XpHsen 100 99+4 103+5 97+5
20 104+ 5 100+ 5 92+6
Bens(b)dyopanTen 100 96 +5 100+ 5 96 +5
20 9% +5 B +4 97+5
Bens(K)biyopanTen 100 9%5+5 96 +5 101+5
20 94+ 4 94+5 91+5
Bems(a)mupen 100 102+5 93+5 94 +5
20 92+5 99+6 92+5

[TokazaHo, YTO MHKPOAMYJIbCHS TAKOI'O COCTaBa SIBISECTCS XOPOIIUM 3KCTPAreHTOM
npu usBieueHun 10 paccmarpuBaeMbix I[IAY w3 paznuyHeix TUNOB 10YB. CTENeHb
n3BieueHus Bcex [1AY maxomgurces B quamnasone 90 — 105 % u c1a0o 3aBHUCUT OT THUIIA ITOYB.

Ha puc. 9 npencraBieHsl XpoMaTorpaMMbl MOJIETBHBIX cMecel aecsta [TIAY B MD
0e3 pacciiauBaHUs M B OPraHUIECKOM CJI0€, 00pa30BaBIIEMCS TIOCIIC pacCIanBaHMS.

6 Puc. 9. XpomaTtorpaMMmsI
wlire 1 monelbpHBIX cMmeceir 10 ITAY B

; MD 06e3 paccrnauBanus (A) u B

OpraHUYECKOM cloe,
oy e e 00pa3oBaBIIEMCS noce
1 8 ) pacciianBaHusI MD (b),

noysydyeHHele metoaom OD —
i 9 : , BOXX - ®JIJI. Komonka Luna
C18 (2) (250 mm X 4.6 MM, 5
MKM), DIIOEHT: A —
anetonutpwi, B —  Boxa.
B I'panuentnsiii pexxum: 0 MuH -
/\5 ) 40% A,0 — 5 mun — 40% A,5 —
R

15 mua 100% A,15 — 20 muH —
N A 100% A, 20 — 25 mun — 40% A,

2 U

7
T T
# 16 ]

A e—— CKOpOCTH TIOTOKa OJoeHTa |
wi/mMuH. [Iporpammupyemoe rpagueHTHOE (QIIyopUMeTpUUecKoe neTekTupoBanue. O0beM
BBOAMMOI TpoOsl - 20 mkin. Temneparypa kononku 30 °C. Iluku: 1 — wadranun, 2 —
aneHadtuiien 3 — ¢payopeH, 4 — ¢uyopaHTeH, 5 — nupeH, 6 — OeH3aHTpalleH, 7 — XpUu3eH, § —
oens(b)dayopanren, 9 — 6ens(kK)dayopanten, 10 — 6eH3(a)nupeH.

KoaddunmeHT KOHIEHTpUPOBAHUS PACCUUTHIBAIN KaK OTHOIICHHWE ITUIOMIAN TIHKA,
MOJTYYEHHOTO TPHU aHaJIM3€ OpPraHWYecKoW (a3bl, 00pa3oBaBIICHCS TOCIE PACCIauBaHUS
MD, Kk mjomaay nuka, MoJydeHHOTo 0e3 paccrnauBanuss MD. Buano, uto K03 QHUITMEHTHI
KOHIICHTPUPOBAHM JIeKaT B auamnaszone 5,2 (ans ¢uyopena) — 6,5 (i HadrammHa) u
MpaKTHYeCKU He 3aBUCAT OT logP (B muanazonax logP 3,4 — 6,6). [TonydeHHbIC pe3ysIbTaTh
XOpOIIIO COTJIACYIOTCSA C TCOPETHYCCKHMMH JIAHHBIMHU, PACCYMTAHHBIMH KaK OTHOIICHUE
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obrema MD 1o paccnamBaHus K 00BEMY OPTaHMYECKOTO CJIOS, 0OPa30BABIIETOCS IOCIIE
paccianBanus 3Toi MO.

JInst OLleHKH MPaBWIBHOCTH TPEIJIOKEHHOTO TMOAXOJa IMOJYYEHHBIE PE3YIbTaThl
CPaBHWIM C Pe3yJbTaTaMu ABYX arrecToBaHHbIX Metoauk [TH/] @ 16.1:2.2:2.3:3.62-09 u
IMHI ® 16.1:2:2.2:2.3:3.39-2003 (MYK 4.1.1274-03). B mnepBoii MeTOAHWKE aHAIHUTHI
AKCTParupoBalld IUATUIOBBIM 3(pupom Ha ¥Y3-BaHHE, 3aT€M KOHIICHTPUPOBAIU C TTIOMOUIBIO
yHnapuBaHUs Ha MECYaHOU OaHe J0 CIEOBBIX KOJIUYECTB PACTBOPUTEIIS U MEPEPACTBOPSIIU
B aleTOHUTpHIIe. BOo BTOpOl METOAMKE B KaU€CTBE IKCTPAreHTa UCIOJIb30BaIU XJIOPUCTHIN
METUJIEH, aHAJIUThI SKCTPArupoBaid Ha Y 3-BaHHE, MOJYYEHHBIN SKCTPAKT AEKAHTHUPOBAIH
yepe3 OyMakHbI (PUIIBTP, KOHLIEHTPUPOBAIN C MOMOIIBIO yIIAPUBAHUS U TIEPEPACTBOPSIIH
B aneronutpuie. [Ipenenst oOHapy eHuUs Il aTTECTOBAHHBIX METOJMK U MPETI0KEHHOTO
NoJIX0Ja MpejcTaBieHsl B Tabd. 7. Pe3ynbTaThl mokazaiu, 4TO MPEIJIOKEHHBIM MOAXO0.
o0jamaer B HECKOJIbKO pa3 OoJNbIIEH UYyBCTBUTEIBHOCTHIO IO CPaBHEHHUIO C
paccMaTpuBaeMbIMH ATTECTOBAHHBIMU MeTOAMKaMu i Beex 10 [TAY.

Tabmuma 7. CpaBHeHHsI TIpeAeiIoB OOHApY)KEHUS TMPEIOKESHHOTO IoaAXoda ¢
aTTECTOBAHHBIMH METOIMKAMHU.

c Com | “fire” | Com
PETHEE MIT/KT 16.1:2.(2:2.':2[:3.62-09) (MY 4.1.1274-09)

Hadramun 0,7 20 -
Auenaruien 04 - -
QuryopeH 0,7 6 -
dyyopanTen 04 20 -
IIupen 0,2 20 -
BeH3aHTpaleH 0,1 6 -
XpuseH 0,3 3 -
Bens(b)payopanren 0,2 6 -
bens(k)dayopanTen 0,2 1 ~
Bens(a)nupen 0,1 1 >

Jns  cpaBHeHMsT TOJHOTHI u3BJIedeHus I[IAY w3 1OYBBI C HCHOJIB30BaHUEM
MPEJIOKEHHOTO TMOJX0/Ia U aTTECTOBAHHBIX METOJMK HCIOJIB30BAIM [ OCYIapCTBEHHBIN
cranaapTHbiid oopazer] (I'CO) mouBbl ¢ aTTECTOBAHHBIM 3HAaUY€HHEM AJiI1 HEKOTOpbIX [TAY
(Tabi. 8).

Tabmuna 8. CpaBHEHHE MOJTHOTHI HM3BJICUCHHUS C MCIIOJIB30BAHUEM IMPEIOKECHHOTO
MoJIX0/a U aTTecToBaHHbIX MeToauK (N=3, P=0,95).

CreneHb
K Crenens u3Bieuenus, %
OHLIEHTpALUs U3BIICYEHUS C
Coenunenue ITAY B I'CO, UCIIOIb30BAHUEM (ITHT ®
MT/KT MPEI0KEHHOTO 16.1:2.2:2.33.62- | , 1%[?:{03
1.1274-03)
noaxona, % 09)

[Tupen 173 £ 11 91+5 93+5 60=+5

bensanrtpanen 22+2 91£5 98+ 6 89+4

bens(b)dnyopanten 13+1 103 +4 103 £ 4 93+5

bens(K)dayopanrten 6,2+0,7 101 +5 97+4 104 + 4

bens(a)nupen 8,6+0,5 95+5 101 +5 99+5
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Pesynbrarel moOKazanM, YTO TMPU MCHOJIB30BAHUM MPEIJIOKEHHOIO TMOAXoAa H
Metoauku ITHJI @ 16.1:2.2:2.3:3.62-09 nocTturaercsi BbICOKas CTENEHb W3BJICUCHUS IS
Bcex uccienyemoix [IAY, koropas Haxoautcs B quamnasone 91 — 103 %. B meroguke MYK
4.1.1274-03 cTeneHb U3BICUCHS MUPEHA U OCH3aHTpaIleHa HUXKE.

[IpoGomoaroToBKa ¢ HMCHOJb30BaHHEM MO BKIIOYAET HECKOJIBKO IMPOCTHIX IIaroB:
IPUTOTOBJIEHHE MDD, OSKCTpaKlMs aHaJWTOB, pacCIauBaHHE MHKPOIMYJIbCUHU, OTOOP
oprannyeckoi (aszbl u neHTpudyruposanue. Bech nponecc npodonoaroroBku 3anumaet 20
MUHYT, B TO BpeMs kak s [TH/[ @ 16.1:2.2:2.3:3.62-0 nmpoGonoaroroBka 3anumaer 60
MuHyT, a aa1 MYK 4.1.1274-03 — 90 munyt. IlpeanokeHHBIH MOIXO0M CYIIECTBEHHO
COKpaIiaeT BpeMsi IPOBECHUS aHalI3a M0 CPABHEHUIO C aTTECTOBAHHBIMU METOIUKAMHU.

Ha npumepe onpennenns ball B mouse ¢ ucnonszoBanue MO coctasa JIJICH / 6enzon
| uzo-nentanon / Boma (3; 0,8; 6; 90,2 % mo Mac.) B KadecTBE JKCTPAreHTOB C
nocienyromum aHaauzoM O® - BOXX - ®JIJ[ Obutn ompeneiaeHbl METPOJIOTHYECKUE
XapaKTEPUCTUKH MPEITIOKEHHOTO TI0IX0/1A.

[Ipenu3noHHOCTh MPEMJIOKEHHOTO TOAXOJa OICHUBAIU IyTEM  ONpeaelICHUS
CXOJIMMOCTH Pe3yJbTAaTOB IMOBTOPEHHEM aHaldM3a Ha 6 mpobax OJHUM XUMHKOM B OIUH
JIEHb Ha OJHOM O0OPYJOBAaHUH U ONPEEICHUSI BHYTPUIA00PATOPHON MPEIU3UOHHOCTH TPH
aHajM3e B OAHOW JabopaTopud OJHOM M TOM XK€ NpoObl C MOJHBIM MOBTOPEHUEM
MPOIICAYPHI PUTOTOBJICHUS TTPOOBI M BBITIOJTHEHUSI H3MEPEHUM IPYTUM XUMHKOM.

CXoauMOCTh OIICHUBAJIM IyTEM pacdeTa OTHOCHTEIBHOTO CTaHJIAPTHOI'O OTKIOHEHUS
(RSD), momy4eHHOTO MO TOCIEA0BATCABHBIM OIPEACICHUSAM, BBIMOJHEHHBIM OJHUM
XUMHUKOM B OIWH JeHb. OIEHKY BHYTPHUJIA00OpAaTOPHOW MPEHH3UOHHOCTH IIPH
YCTaHOBJICHHOM JIOBEPHUTEIILHOM HHTEpBalie ompeaessuid 1o F-xkpurepuio ®dumepa u t-
kputepuro CthroficHTa. Pe3ynbrarel npencraBieHsl B Ta0n. 9. IlokazaHo, 4To MeToauKa
obOmamaer xopomei cxogumocthio (RSD wmenee 5%) wu  BHyTpmiabopaTopHOU
MPEUM3UOHHOCTHIO, BBUIY BBIMOJHEHUS BCEX KPUTEPUEB MTPHUEMIIEMOCTH.

Tabauma 9. BHyTpuiabopaTopHasi MpeM3HOHHOCTD ONpeIecHus OeH3(a)mupena

Haiineno ball B mouBe, MKI/T
Ne onbITa, MOKa3aTe b (BBegeno 200 Mkr/r)
Xumuk 1 XHUMHK 2
Cpennee 189,3 198,5
SD 9,7 14,9
RSD, % 2,3 3,3
Pacuetnblii kputepuiit @umepa Fp,cq. 2,37
Ta6mmunenii kputepuin Gumiepa F,q6,.(0,95, 5, 5) 5,05
PacueTnslii kputepuii CThIOAEHTA tyycy. 1,21
Tabauunbiii kputepuii CThrogenTa t,, (0,95, 10) 2,23

CraOWIbHOCTh aHAIM3UPYEMBIX PAcTBOPOB IPU KOMHATHOM TEMIEPATYpE H3ydalH
npu 25 °C. AHanu3 npoObl MPOBOAMIN Cpa3y IMOCie MPUTOTOBIeHHs, uepe3 30 MUHYT,
yepe3 60 MUHYT U jgajiee A0 TeX MOp, MOKAa pa3HUIA C MEepPBOHAYAJIbHBIM H3MEpPEHUEM
coctaBuina Oosee 5,0%. YcCTaHOBIEHO, YTO PACTBOp SIBJISETCS CTAOWIBHBIM B TEUCHUE
48 gacos.

B xone uccnenoBaHuss poOAaCTHOCTH METOJMKHM YCTAHOBJIEHO, YTO BapbHUpPOBAaHUE
napamMeTpoB XpomarorpadMpoBaHMs: COCTAaB TMOABIKHON (asbl (aneToHuTpuiaa =5%),
temrieparypa kosnoHku (£10°C), ckopocTs moaBmwxkHON (a3sl (+0,2 MI/MUH) HE OKa3bIBaCT
3HaYMMOT'0 BIMSHUS HA KOJUYECTBO HaifieHHOTO OeH3(a)mupeHa B mouBe. OTHOCUTENBHOE
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otksioHeHue He npesbiaer 10,0%. YMeHblieHrne BpeMeHU SKCTPaKUy Ha 5 MUH IPUBOJIUT
K HEJIOCTOBEPHBIM PE3yJIbTaTaM.

N3 pe3ynbTaToB BUAHO, YTO MNPEIJIOKEHHBIM moaxoj omnpeneneHus ball m npyrux
I[TAY B mouBe ¢ HCMOJB30BAHUEM MHKPOIMYJIHLCHUOHHOTIO H3BJICUYEHHUS C MOCIEAYIOIIUM
aHammzoM BOXX - @JIJI xapakTepusyeTcs MpUEMIIEMOM MPaBUIBHOCTBIO U
BOCIIPOU3BOJUMOCTBIO.

Takum oOpazom, MO Mory ObITH HCIOJIb30BaHbI B KauecTBe 3kcTparentoB 10 [TAY u3
pa3IMYHBIX THUIIOB IOYB C MOCIEAYIOIMIMM pacciioeHneM MDD U KOHLIEHTPUPOBAHHEM
oTpezieNiieMbIX KOMIIOHEHTOB B OpraHuyeckoil ¢aze ¢ mocieayrommum BIXKX anamuzom.
[IpemnoxeHHbIE  TOAXOA  XapaKTEpPU3yeTCs  HUBKUMH  TpeAeiaMu  OOHapy>KeHHs,
3HAYUTENBHO YIPOLIAET MpoLecc MpoOONoJAroTOBKH, YMEHbIIAs 00Ilee BpeMs aHalIu3a, U
yMEHbIIIaeT 001ee YUCIO CTaUi, UTO CHUYKAET MOTPEIIHOCTh OMpeIeTICHUsI.

Mukpo3MyJIbCHOHHOE U3BJIeYeHHEe H KOHIEHTPHPOBaHHe THAJKWI(PTAIATOB U3
no4ssl ¢ nociaeaywmum I'’X-MC anaanzom

OnpeneneHre THATKWIGOTAIATOB B IOUYBE

st KOMOWHHUPOBAHUS MHUKPOSMYIHCUOHHOM poOOIOATOTOBKH U
razoxpomarorpaduueckoro MeTo/1a aHanmn3a c Macc-CIeKTPOMETPUUECKUM
JNETEKTUPOBAHUEM HEOOXOIMMO YOETUTHCA B TOM, YTO B OpraHUYECKOH (paze, B KOTOPYIO
MepexoaT 1eneBbie TuapodoOHbIe coenuHeHus, oTcyTrcTByroT coiu JJICH, xotopsie
HeXenaTenbHbl 1 aHanu3a MetogoM ['X-MC, Tak kak SBISIOTCS HEJNETYYUMU U MOTYT
OCelaThb HAa COCTaBHBIX YaCTAX CUCTEMBbI (MH)KEKTOpPE, KOJIOHKE, MCTOUYHHUKE HNOHM3ALMU U
Ap.).

[lonnoty ocaxnenuss IIAB mnocie pacciioeHuss MHUKPOSMYJIbCHA TpH J0OaBICHUHU
M30BbITKA CONHM KallblUS OMPEICNsId CIEeKTPOGOTOMETpUYECKH. MeToJ OCHOBAaH Ha
oOpa3oBanuu B 1Ieno4HoM cpene wuoHHbIX map JJICH ¢ MeTuiaeHOBBIM CHHHM,
AKCTPAKIMH dTUX MOHHBIX Map XJIOPOPOPMOM C MOCIEAYIONMEeH 00paboTKOM MOTyYEHHOTO
OKCTpPaKTa KUCJIOTOW ISl YCTpaHEHUs Memaromux (GakTOpoB M M3MEPEHUU ONMTHYECKOM
IUIOTHOCTH TOJIYYCHHOTO JKcTpakTa npu jummHe BOiHB 650 HM (COCT 31857-2012).
[TonyyeHHble pe3ynbTaThl MOKa3alM, YTO MpU AOOABIEHUM JECATUKPATHOTO M30bITKA
CyXOro XJIOpuJa KajJblHs IO OTHOWICHWIO K KoinuyecTBy mnpucyrctBoBasmero J[JICH B
cucreMe, konneHTpanus [IAB okaszamace menbie npeaena odnapyxkenus (0,025 mkr/m),
YCTAHOBJIEHHOTO HCIIOJIb3yEMON METOAMKOW, YTO IO3BOJISIET IMPEANOJaraTb OTCYTCTBHE
Heneryuyux [IAB B cucreme nocie pazpymenus MO. DT0 MO3BOISAET ONPENETATh LEIEBbIE
KOMIIOHEHTBI B OpPraHWYECKOM CJI0€ C TOMOIIBI0 Ta30BOM Xpomarorpaduum ¢ macc-
CIIEKTPOMETPUUYECKUM JE€TEKTUPOBAHUEM.

B kaudectBe 00BekTa mccaenoBanus OblTM BeIOpaHbl JJA®D. DTOT Kiacc coenMHEHUI
IIUPOKO TIPUMEHSAETCS B KAdeCTBE IUIACTU(PUKATOPOB TMPH M3TOTOBJICHHH OBITOBOM
XUMUYECKOU MPOAYKLIHUH, CTPOUTEIBHBIX MAaTE€pPUAIOB, OJEXK]IbI, MUILIEBBIX YNAKOBOUYHBIX
MaTepualoB U MEJMLIMHCKOW mpoaykiuuu. WX ompeneneHne B 00BEKTaX OKpYKaroIlen
Cpebl SIBISETCA BAKHON aHAIMTHYECKOM 3a/Jaueil Ha ceroaHsAITHUN AeHb. KanubpoBouHbie
3aBucuMocTd 1 Beex JA®D HOcWIM JIMHEHHBIM XapakTep B IUAINa30HE KOHILIEHTPALMMI
0,005 — 5 MKr/mi.

b1 mpoBeneH  CpaBHUTENbHBIA  aHANW3  JOKCTPArMpyolied  CIoCOOHOCTH
aneronutpmwia, M31 cocrtaBa JIJICH / n-rekcan / n-6yranon / Boga (3; 0,8; 8; 88,2 % 1o
Mac.) 1 MD2 cocraBa JIJICH / n-rexcan / uzo-nearanoin / Boaa (3; 0,8; 6; 90,2 % mo mac.)
o otHomeHnio K JJA®D u3 nmous. Jlyig 3TOro 0TOMpany BO3AYIIHO-CYXYI0 HaBECKY MOYBHI
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no0apisii TOYHO u3BecTHoe koymuecTBO JAD. [locne vero mo0aBisiM 3KCTpPareHT U
MOMEIIAJIA CMECh B YJIbTPa3BYKOBYIO OaHt0. /{7151 KaK10T0 SKCTpareHTa OblI0 IPOBEACHO 0
TPH MapaJuIeTbHBIX OMbITa. Pe3ynbraTel npeacrasieHsl B Tadm. 10.

Ta6nuna 10. Crenenp uzBnedeHus 3GUpoB o-PpTaneBoi KUCIOTHI (B %) U3 TIOYBHI C
IIOMOIIBIO AlETOHUTPUIIA U MUKposMyascuii (N = 3, P = 0,95).

Coenumene Crenenp u3BiedeHus, %o
ALeTOHUTpUI MO1 MD32
MO 101 +£5 92+5 77 +£3
2D 97+5 99 +5 83+4
JAb® 101 £5 97 +4 81+4
bb® 101 +£5 100+ 5 92+5
oI 102+5 95+4 95+5

N3 mony4eHHBIX pe3ysbTaToB cienyet, yTo MO1 Tak ke, Kak 1 aeTOHUTPHII XOPOIIO
sKcTparupyet Bce paccmMoTpennble JJA®D, B To Bpems kak MDO2 xyxe skctparupyetr JAD
13 MOYBBI, IO3TOMY B JJaJIbHEUIIIEM OHA HE UCIIOIb30BAJIACH.

beimo wmsyueno pacmpenenenue JJAD wmexay BoAHOM W opraHuyeckou ¢aszamu,
oOpa3ylomuMucss mociie paccioeHus MO1, B 3aBucuMoctd 0T uX KodhduimeHnrta
pacnpeneneHus OKTaHoJ/Boga. [lms 3Toro roToBWIM  pacTtBopel dTHX JAD B
MHKPOSMYJIBCUM M pacciavBaivd ux ¢ nomompro ocaxacHus [JICH necarukpaTHeIM
M30bITKOM xJlopuaa Kamelus. Metomom BDOXX ompepensuin xkonuentpanuio JIAD B
BOJHOMW M OpraHnueckoi (ha3ax mocie paccianBaHus. 3aBUCUMOCTb pacipeesaeHus 3pupos
o-raneBoit kuciotel or ux logP mnpencrasieHa Ha puc. 10. Bonee ruapodobubie D,
Bb® wu JIOI'® mnonaHOCThIO NEPEeXOonaT B OpraHuyeckyro a3y IMpH pacciIOCHUU
MHKPOIMYJIbCUU.

100 T HB(D o LI[3F(I)
95 - BB®

JIBD

JAM

Crenens pacnpenaejienus, %
(o}
=
1

70 T T T T 1

0 2 4 6 8 10
logP

Puc. 10. 3aBucumocts pacmpenenenus JMD, IbD, JIb®, bb® u [A2T'D mexay
OpraHM4eckod ¥ BOAHOM ¢aszamu mocie pacciaoeHuss MD1 or ux kodddunmuenrta
pacnpenencuus okrtaHoi/Bona (n = 3, P =0,95).

Jls1 ompeienieHus MPaBUIBHOCTH MPEITI0KEHHOTO TTOAX0/a TOTOBUIIM HABECKH TOYB C
TOYHO wu3BecTHOM KoHUeHTpanued bb®d, Abd u JD2I'®D, uzBnekain uX ¢ MOMOUIBIO
anetonutpmwia 1 MD1 u ompenensiim MeronoM ['X-MC, koTopelii obnmamgaer psaoMm
MPEUMYIIIECTB 10 CPaBHEHHIO C IPYTMMH METOJAaMH, TJaBHBIM 00pa3oM — BO3MOXXHOCTH
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HAQ/IKHO HACHTH(HUIMPOBATH COEOUHEHHS MO Macc-criekTpy. Ha puc. 11 mpencraBiens
XpOMAaTOrpaMMsl SKCTPAKTOB I10YB.

Puc. 11. Xpomarorpammsl
9KCTPaKTOB u3 MOYB,
nosryaeHnble MetosoM ['X-MC ¢
, UCIIOJIb30BAHUEM AllETOHUTPHUIIA
(A) mw MD1 (b) B KkaudecTBe

l skctpareHToB. Koimonka HP-5MS
“ : (30m x 250 MM X 0,25 MKM),

| noaBwkHas  (aza -  Tenui,
". ‘ CKOpOCTb IIOTOKa OJJoeHTa 1
O0beM  BBOIHMMOIL

!l / mpobsl - 1 mxn. TemnepatypHbIit
"'TDfB rpaaueHt: ¢ 40 oC o 130 °C co
: ckopocteio 50 °C /mum, ¢ 130 °C
m0 250 °C co CKOpPOCTBIO 5
°C/mun, ¢ 250 °C o 300 °C co ckopocTtbio 10 °C/mun. Temnepatypa uctounuka 230 °C.
Macc-creKTpoMeTpUYecKoe IeTCKTUPOBAHUE POBOIWIN MO CICAYIOIIAM HOHaM: M/Z 77,
91, 149, 150, 163, 167, 177. Iluku: 1 — Ab®, 2 — bBb®, 3 — 12T O.

KoaddunneHT KOHIIEHTPUPOBAHUS PACCUUTHIBAIM KaK OTHOIICHUE IUJIOMAAN TIHKA
TP SKCTPAKIMK TUATKUAI(PTAIATOB MUKPOIMYIBCUEH C MOCIEAYIONUM €€ PacCIOCHUEM U
aHAIM30M MacigHOM (a3pl K IJIOMAAM MHKAa TOJYYEHHOIO TMpH AKCTpPaKUUU
anetoHuTpwioM. Ko3ppuiuueHT KOHLEHTPUPOBaHUSA  JUAIKWI(PTATIATOB  JIOCTHTAET
npuMepHO 18, 4TO XOpOoIIIo coriacyercs ¢ TeOPETUYECKA MaKCUMaIbHO BO3MOXHOM. Takxke
MO>XXHO OTMETUTb, YTO IpPHU KOHIIEHTPUPOBAHMM C THOMouUIpl0 MDD Ha Xpomarorpamme
MOXHO  PErUCTPUpPOBATh MUKW JAPYruX  (MIPUMECHBIX) KOMIIOHEHTOB, KOTOPBIC
MPUCYTCTBYIOT B OOBEKTAaX B CJIEMOBBIX KOJMYECTBaX M 0€3 KOHIEHTPUPOBAHUS WX
OIpezieNIEHNEe HEBO3MOXKHO.

[Ipennoxxenupiit moaxo ObLT UcToNb30BaH st onpenenenus JJb®, bb® u JIOI'D B
IByX oOpasuax mouB. /[l CpaBHEHHMsT B KayecTBE HSKCTPAreHTOB HCIOJIb30BaJlU
aneroHuTpwsi u MDO1 (c mnocinegyroumuM ee paccioeHueM). IlomyyeHHble JaHHBIE
npeacTaBieHbl B Taou. 11.

- ‘ H '~  MJI/MHUH.
14
I

Bpesis ¥1epanEanus, s

Ta6nuua 11. M3sneyenune JJAD u3 AByX MOYB C HUCIIOJIB30BAHUEM AllETOHUTPUIIA U
MD31 B kauecTBe 3kcTpareHToB (N = 3, P = 0,95).

Haiinennas konnentpanus JJA®, mxr/r
OnpenensemMblii ITousa 1 ITouBa 2

KOMITOHCHT AKCTPAreHT — AKCTPAreHT — AKCTPAreHT — AKCTPAreHT —
MD1 ALlETOHUTPUII MDO1 ALlETOHUTPUII

JAb® 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 | 0,00850,0005 | ke mperena
OoOHapyXEeHUS

JA2I'd 0,100 £ 0,006 0,096 + 0,005 0,078 £ 0,004 0,080 + 0,005

Ha mpumepe onpennenust JJA® B nmouse ¢ ucnonb3oBanue M3 coctaBa JJICH / wu-

rekcan / u-Oyranon / Boma (3; 0,8; 8; 88,2 % mo mac.) B KayecTBE JKCTparcHTa
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nocnenyromuM ananu3zoM ['X-MC Obumi omnpeneneHbl MEeTPOJIOTUYECKUE XapaKTePUCTUKU
IPEI0KEHHOTO MOIX0/1a.

[Ipeun3noHHOCTh MPEATIOKEHHOTO TOJAXOAAa OIECHUBAIM IYTEM  OIpENeICHUs
CXOMMOCTH PE3y/IbTaTOB MOBTOPEHUEM aHAIM3a Ha 6-TH MpoOax OAHUM XWMHUKOM B OJHH
JIeHb Ha OJTHOM O00OPYIOBaHUU U OTIPEIeNICHUs BHYTPHIIa00paTOPHOIN MPEUU3MOHHOCTH MPU
aHaiM3e B OAHOM J1abopaTopuud OJHOM M TOH K€ MpPoOBl C TMOJHBIM MOBTOPEHUEM
MPOIEAYPbI MPUTOTOBICHHS MTPOOBI M BHITOTHEHHSI U3MEPEHUH JPYTUM XHMUKOM.

CX0IMMOCTh OLIEHHMBAJIA MYTEM pacdyeTa OTHOCUTEIHHOTO CTaHAAPTHOTO OTKIOHEHUS
(RSD), moiy4eHHOro IO TOCIEI0BATEIbHBIM OINPEICIICHHUSM, BBITOJHEHHBIM OJHUM
XAMHKOM B OIuH JeHb. OIeHKy BHYTpHIa0OpaTOpHOW NPEHU3NOHHOCTH NpHU
YCTaHOBJIICHHOM JOBEPUTEIHFHOM HWHTEpBajie ompeaensuin nmo F-xpurepuro ®dumepa u t-
kputeputo CtbrofieHTa. PesynbTatsl mpenctaBieHsl B Tadn. 12. Tlokazano, 4To mMeToauka
obOnamaer xopomed cxomumocthio (RSD wMenee 5%) wu  BHyTpmiabopaTtopHOU
MPEIU3HOHHOCTHIO, BBUAY BBIITOJIHEHUS BCEX KPUTEPHEB MPHUEMIIEMOCTH.

Tabmuma 12. BayrpmiabopaTopHas npelnu3noHHOCTh onpeaencHus [JAD.

Haiineno B mouse, MKI/T
N (BBemerHo 0,5 MKT/T)
0 OIBbITA, MOKA3aTENb B EED oI
Xumukl | Xumuk2 | Xumukl | Xumuk2 | Xumukl | XuMuk2
Cpennee 0,366 0,33 0,394 0,416 0,446 0,518
SD 0,036 0,031 0,030 0,015 0,022 0,030
RSD, % 0,010 0,093 0,075 0,036 0,049 0,059
PacuetrHbliil kpuTepuii
Drmiepa Fppen 1,40 0,26 1,92
TabnuuHbIN KpUTEpUIl
durrepa Fry6,.(0,95, 4, 4) 6,39 6,39 6,39
PacueTrHbI1 KpuTEpHil
CTBIONIEHTA tyacu, 1,69 1,48 4,30
TabnuuHbIN KpUTEpUIl
CrerofeHTa t,6,.(0,95, 8) 2,31 2,31 2,31

B xone uccnenoBaHuss poOacTHOCTH METOJMKH YCTAaHOBJIEHO, YTO BapbHUpOBaHUE
napaMeTpoB XpoMaTorpaupoBaHHs HE OKa3bIBA€T 3HAYMMOTO BIIMSHUS Ha KOJIMYECTBO
HaiiieHHbix JIA® B mouBe. OTHOcHUTeNbHOE OTKJIOHeHHWE He mnpeBsimaet 10,0%.
YMEHbIIIEHNE BPEMEHN IKCTPAKIMU HA 5 MUHYT NPUBOJUT K HEJOCTOBEPHBIM PE3YJIbTaTaM.

N3 pe3ynbTatoB BUAHO, UTO MPEIOKEHHBIM moaxo onpeaeneHus JAD B mouse c
WCIIOIb30BAHUEM MHUKPOAMYJIBCHOHHOTO W3BIEYEHUs ¢ mocienyromum aHanuzom ['X-MC
XapaKTEepU3yeTcs MPUEMIIEMON TPAaBUIIBHOCTBIO U BOCIIPOU3BOJUMOCTBIO.

Takum 00pa3oM TMOKa3aHO, YTO MHUKPOAMYJIBCHUU MPSIMOTO THMA MOTYT OBIThH
UCTIOJIb30BAHbI B KAYECTBE HKCTPAreHToB ruaApoPoOHbIx JJAD ¢ X KOHIEHTPHUPOBAHHEM B
«MacIstHON» (a3ze, oOpa3yromeincs: mocie paccioeHUs MUKPOIMYIIbCHIA, U TMOCIETYIOIIUM
razoxpomarorpauueckuM aHaju30M C Macc-CIEKTPOMETPUYECKUM JleTeKTupoBaHueM. Ha
npumepe omnpenaeneHuss bb® B mouse 2 mokazaHo, yTo mpenensl oOHapyxenus JAD B
MIOYBE IIPU UCIOJIb30BaHUM MD HUXKeE, YeEM MPHU UCIIOJIb30BAaHUM allETOHUTPUIIA B KAUECTBE
9KCTpareHTa. Takoil MOJIXOJ YHIpOIAeT Mpolecc MpoOOMOATrOTOBKH, yMEHbIIas oOriee
BpeMsi aHAJIN3a, U CYIIECTBEHHO CHUXKAET Mpeieibl OOHApYKEHUS.
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Onpenenenre THATKWI(PTAIaTOB B BOIE

[IpenmoxxeHHbId TOAX0 OBLT UCIIOIB30BaH A onpeaenenus JJAD B Boge. [ aToro
ob11 BeIOpaH MeTo 1 OD-BIXKX co criekTpodoToMeTpuyecKUM IETEKTUPOBAHUEM.
OcCHOBHBIE MapaMeTpbl TPaAyUPOBOUYHONW 3aBUCUMOCTH U  XapaKTEPUCTUKU
xpoMartorpadudeckoro ompenenenus JAD npencrabinensl B Tabn. 13. ['pamyupoBouHas
3aBUCUMOCTD JIMHEITHA BO BCEM JIMANIA30HE UCCIEYEMbIX KOHIICHTPALIMIA.

Tabmuma 13. IlapameTpsl TpagyHpOBOYHON 3aBUCUMOCTH JII MOZAEIHFHOTO PAacTBOpPa
HAD.

CoemHente I'panynpoBoyHast R [Tpenen oOHapyxeHus, 5%, %
KpHUBast MKI/MJI
MO y =47,089x — 1,9589 0,9999 0,3 9
JItCIy y =41,654x — 1,1004 1 0,4 9
Jb® y = 35,946x — 1,4017 1 0,5 11
bb® y = 25,954x + 0,1262 0,9986 0,9 13
JAoI'd y =20,528x + 1,6211 0,9985 1,0 15

Jns onpenenenuss JIAD® B Boxe ucnons3oBamm MO cocraBa JIJICH / w-rekcan / u-
oyranoxn / Boaa (3; 0,8; 8; 88,2 % mo mac.).

Jns onpenenenuss ko3hUIIMEHTa KOHIIEHTPUPOBAHUS TOTOBUIIU CEPHUIO0 MOJEIBbHBIX
pactBopoB JIA® B Boje ¢ pa3iauuHbIM ypoBHEM KoHIeHTpauueh Jbd (0,53 — 5,3 Mkr/mn),
BB® (0,55 — 5,5 mkr/mn) u A3T'® (0,5 — 5,0 mxr/mi). K atum pactBopam o0bemom 1 muit
nobasnsn 4 M MO, mepeMelInBaiIl B yJIbTpa3ByKOBOM BaHHE B TeueHue 20 MHH, Mocie
4Yero A00aBIsIA JECATUKPATHBIM HM30BITOK CYXOro XJIOpHJa KalblMs MO OTHOIICHHIO K
npucyrctBytomiemy B cucteme [JCH wu onpenemsiin JJAD® B oOpa3oBaBiieiics
oprannueckor (aze. KoapuimeHT KOHIIEHTPUPOBAHUS PACCUUTHIBAIIM KaK OTHOIICHUE
koHueHTpauuun JIA®D, nonydeHHOHM B opraHuyeckoil (aze k koHueHtpauuu JAD B
MOJICIBHOM ~ PAacTBOpE, KOTOPHIM HCMIOJB30BaIM B  JKcrepuMeHte. [lomydeHHBbIE
KO3 (DUIIMEHTHI KOHIICHTPUPOBAHHUS TIPEICTaBICHBI B Ta0I. 14.

Tabnuua 14. Koadppunuents: konuentpupoanusi JJAD B oprannveckoil aze nocne
paccnauBanus MD (n=3, P=0,95).

CoequHeHHe Beezxeno (100aBka), Kos¢ppuuuenr
MKT/MJI KOHUEHTPUPOBAHUSA

0,53 8,2

Jb® 1,1 8.1
5,3 8,1

0,53 96

BB® 11 o5
53 9,7

0,53 9,8
ASTe 1.1 10,1
53 9,8

W3 monydeHHBIX pe3yJbTaTOB BUJIHO, YTO KOA(POUIIMEHTH KOHIICHTPUPOBAHUS IS
JNb®, Bb® u IDT'® nexar B uatepsaie ot 8,1 no 10,1 u He 3aBUCAT OT ypoBHEH 100ABOK B
MOJIETIbHBIX PACTBOPAX.
Takxum 06pa3oM mokazaHo, uTo MO MOXKHO HCTOIB30BaTh U s u3BneueHus: JJAD u3
BO/IbI, YTO 3HAYUTEIIbHO YBEIMYUBAECT YYBCTBUTEILHOCTD UX ONPEICIICHHUS.
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BrniBoanl

1. Ha npumepe pacnpenenenus kpacurens kpacHoro Cyaana III npeioxen noaxon k
U3BIICYCHUIO U KOHIICHTPUPOBAHUIO THIPOPOOHBIX COSAMHEHHM B OpraHuveckoil dase,
oOpa3zyronieiicss nocne pacciauBanuss MD. [lomyuyeHsl 3aBUCMMOCTH KO3((uLMEHTa
koHueHTpupoBanus Cyznana III ot cocraBa MO u ycnoBuit paccnoenust MO.

2. Ilokazana BO3MOXKHOCTh paccioeHus MD Ha ocHoBe IJICH myrem nmoGamieHus
U30bITKa MOHOB Kaniblus. [Ipu AecITUKpaTHOM M30BITKE MOHOB KaJbIUS MO OTHOIICHHUIO K
npucyrctBytouiemy B cucreMe JJICH MD paccnauBaercs Ha 1Be (as3pl, npuyueM
npoucxomuT mnonHoe ocaxaenue JIJICH, uro mo3BosiseT omnpenensiTh IeJIEBbIC
ruapodo6Hsie (logP > 3,4) KOMIOHEHTHI B OpraHUYecKoi ¢ase.

3. Ha mpumepe omnpeneneHus OeH3(a)iupeHa TMOKa3aHA BO3MOXKHOCTh MPUMEHEHUS
MDD nns uzBnedyenus ball u ero nmocieayromiero KOHIEHTPUPOBAaHUS TIOCIe pacciaoeHuss MO
B oprannueckoit ¢ase. [lomobpan cocra MD: JIJICH / 6enzon / u3o-nentanon / Boaa (3;
0,8; 6; 90,2 % 1o mac.), npu KoTopoMm KodddunreHT konuenTpupoBanus ball nHanGomnbinas
u gocTturaer 5,8.

4. Pazpabotan crnoco0 uisi OJHOBpEMEHHOTO ompezeneHus aecsatd [IAY B mouse c
UCIOJIb30BaHHEeM MO B KadyecTBE HIKCTPAreHTOB ¢ JaibHeWmuM aHamu3zoMm [1IAY meromom
BOXX - ®JIA. Ilpu ucnons3oBanuu MO cocraBa JIJICH / 6en3on / uzo-nenranon / Boaa
(3; 0,8; 6; 90,2 % mo mac.) ko3¢ dunreHTsl KoHIeHTpupoBaHus [IAY nexar B unTeppaie
5,7 — 6,5 u cnabo 3aBucar ot kodpduumenta pacnpenenenus okranon/oga (logP 3.4 —
6,6). JlocTurHyra BBICOKasl CTENEHb W3BIEUEHUA Uil Bcex wucciaenyemeix IIAY (B
muanaszone 91 — 105 %). Onpenenenue [IAY npeninoxxeHHbIM cIOCOOOM 00ECTIEUUBAET B 5
— 20 pa3 Oosnee BBICOKYIO UYBCTBUTEJIHHOCTH, Y€M IO JIBYM aTTECTOBAaHHBIM METOJMKAM
onpezenenus [TAY B mouBe, kK TOMy k€ BpeMs IPOBE/ICHUS aHaIN3a cokpamaercs B 3 — 4,5
pa3a 1o CpaBHEHUIO C ATTECTOBAHHBIMU METOJIUKAMH.

5. Ha npumepe omnpenenenus auankuwidranaToB B IMOYBE IOKa3aHa BO3MOKHOCTh
KOMOMHHUPOBAHUS MHKPOIMYIBCUOHHOW MPOOOIMOATOTOBKH C TMOCIEAYIOIMIUM aHaTU30M
Meroaom ['X-MC. ITogobpan cocrae M3: JIJICH / n-rekcan / H-Oyranon / Bona (3; 0,8; 8;
88,2 % mo mac.), mpu KOTOPOM JOCTUTAETCS BBICOKAsl CTEMEHb HW3BJICUCHUS JISI BCEX
paccmatpuBaeMbix JIAD® B pgumamazone 92 — 100 %. OmnpeneneHa 3aBUCUMOCTD
pacnpenenenust JIA® wMexay BOAHONW u opraHudeckond ¢azoii or koddduimerTa
pactipenenenus oktanon/Boaa. [lokazano, uyro Hanbonee runpododusie [JAD (logP > 4.8)
MOJIHOCTBIO TEPEXOJAT B OpraHuyeckyro (asy nocie pacciauBaHusi, KO3()PHUIIMEHTHI
KOHIIEHTPUPOBAHUS JIJII HUX COCTABJISIOT 18.

6. [IpennosxenHuslit moaxos npuMeneH s onpeneneHus J[bd, Bb® u JIDI'® B Boje ¢
nocnenyomuM aHanu3oM mMetogqoMm OP-BOXKX-Y®. KosdduumeHTsl KOHUEHTPUPOBAHUS
nexar B nuanazoHe 8 — 10. Takod moaxoj ymopomiaer mnpounecc MnpoOOnoJroTOBKH,
yMEHbIIIast 0011Iee BpeMsi aHAIN3a, ¥ CYIIIECTBEHHO CHUXKAET MPEACIIbl OOHAPYKEHHUS.
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6. Tolmacheva N.G., Pirogov A.V., Shpigun O.A. Nanoemulsions in the sample
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Asctpus. 2014. P. 221.

7. TonmaueBa H.T'., ITuporos A.B., llInuryn O.A. Hcnonp3oBanue
MHUKPOAMYJIBCUH I U3BJICYCHUS] M OJTHOBPEMEHHOT'O KOHIICHTPUPOBAaHMs OCH(a)upeHa c
MOCIIEAYIOIMKUM  XpoMartorpaduueckum ompezenenueM. /[ . Tlateiii  Beepoccuiickuii
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COBPEMEHHOM HAVKU (HAHOXMUA WU BUOMEIUIIMHA) — Apnep. 2016.
YcTHBI noKIan

Aemo svipascaem UCKPEHHIOW NPUSHAMENbHOCHb HAYYHOMY DPYKOBOOUMENO O.X.H.,
npog. A.B. Ilupocosy 3a yuacmue u nomowp 6 NOCMAHOBKE 3a0ay U O0OCYICOeHUU
Pe3yIbmamos ucciedo8anus; 0.x.H., npogh. O.A. Llnueyny 3a koucyromayuro no memamuxe
pabomul, 6cem ujieHaM J1aOOpPAMOPUU XPOMAmMocpauu 3a OmM3bleUUBOCb, MENIVIo
ammocghepy u nomowb 8 pabome, Poccutickomy ¢onody ynoamenmanvHulx ucciedo8anull
u Poccutickomy Hayunomy @onoy 3a ouHancogyro noo0oepiucKy npo8edeHHbIX UCCIe008aHUlL
(epanmor PODU Ne 16-03-00257, PODHU Ne 13-03-00394 u PH® 16-13-10079).
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