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BBEJAEHUE

Bona sBasieTcss HeoOXOAMMOW 4YacThIO Cpenbl CYIIECTBOBAaHHMS M OKAa3bIBACT
CYILIECTBEHHOE BJIIUSHUE Ha 370pOBbE desoBeka. OCOOEHHO 3TO OTHOCHUTCS K MUTHEBOU
BojZie. B mocneanue ronapl HaOMIOAE€TCA CHUXKEHUE KayecTBa BOJABI MOBEPXHOCTHBIX
HMCTOYHHUKOB BOJIOCHAOKEHUS, UTO 00OCTPSET MpoOJIeMy YUCTON MUTheBOM BoAbI [1]. B
HACTOSILEE BpPEMSI HEYKJIOHHO BO3pAacTacT AHTPOIIOT€HHAs HAarpy3ka Ha IMPUPOIHbBIC
BOJIOEMBI, SBJISIOIIAECS UCTOYHUKAMU ISl TOJTYYEeHUsI MUTheBOM BOAbl. B Poccuiickon
®enepanun BoisIBIEHO 0K0IO 1000 oyaroB 3arps3HEHHs] OA3EMHBIX BOJ, U3 KOTOPBIX
3/4 pacnonoxensl B eBporeilickoil yactu. [lonoBuna Hacenenusi Poccun ucnonb3yer
JUIsl TIAThSI BOAY, HE COOTBETCTBYIOU[YI0 TMTHEHUYECKUM TPEOOBAaHUSM U HEPEIKO
MPEICTABIISIONTYIO YTPO3Y 310pOBBIO [2].

XJIOpUpOBAaHUE MO-TIPEKHEMY OCTAE€TCSI OCHOBHBIM METOJIOM 00€33apakKMBaHMs
BOJBI JUIsl MUTHEBBIX Leneil. OIHaKO KCIONIb30BAHUE XJIOpA MPUBOIUT K 00pPa30BAHUIO
XJIOPOPraHUYECKUX  COCAUMHEHMM, JOMHUHHUPYIOLIEEC 3HAYCHHE Cpeaud  KOTOPBIX
npuHaiexuT Tpurasoreumeranam (TI'M), KoTopble SBISIOTCS TOKCHYHBIMHU
OpraHUYECKUMHU COCIUHEHMAMU U OTHECeHB! Ko II kinaccy onmacHoCTH.

B 1982 r. EBponetickum cooOiiectBoM (EC) yTBepka€H cMcOK MPUOPUTETHBIX
3arpsA3HEHUN BOJBI, YUCJIO COECIMHEHUHM B KOTOPOM OKa3aJloOCh TAaKUM K€, YTO U B
AHAJIOTHYHOM CITMCKe ATEHTCTBa 1o oxpaHe okpyxkaromieit cpeapt CIIA (EPA).
[lepBonauanbHO B cniucke ObuUT0 129 BemiecTB, mo3aHee k cnucky EC B pazHoe Bpems
OblIM  JOOaBJIEHBl e€nle TpW BewecTBa. B 3TOT CHUCOK BXOAAT OOJBIIMHCTBO
paccMaTpUBaEMBbIX B JAaHHOM pabOTe aHAUTOB.

Kak mpaBmiio, TOKCMKAaHTBHI NMPUCYTCTBYIOT B OKPYKAOLIEH CPEAE B HUYTOKHO
MaJbIX KosinuecTBax. [Ipsmoe ompeneneHue He MO3BOJIAET KOHTPOJIUPOBATH IIPUMECH
Ha YPOBHE IMPEACIIBHO JONYCTHUMBIX KOHILIEHTPALUWW, MO3TOMY HPUMEHSIOT METOJbI
KOHIICHTpUpoBaHus. Kuakocte-xkuakoctHas dkcrpakius (AKIKDI) sBisercs MMpOKo
pacCIpOCTPAHEHHBIM ~ METOJAOM  KOHLIEHTPUPOBAHUSA W IIO3BOJIIET  NIPOBOJUTH

OTHOCUTEIbHOE W aOCOJIOTHOE KOHIIEHTPUPOBAHUE MPUMECEH CcaMOil pas3InyHOU
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npupoasl. Kimaccuueckas XOKD ummeer cymiecTBeHHbIE HEAOCTATKH: MCIOJIb30BAHUE
OONBIMX O0OBEMOB JOPOTOCTOSIINIMX W TOKCHYHBIX PACTBOPHTENCH; 0Opa3oBaHHE
IMYJIbCUI; TPYAHOCTH aBTOMaTU3alMu. OQP(PEKTUBHOCTh KOHLUEHTPUPOBAHUSA C
nomomplo TpaguuuoHHo KJKD wyacto okxasbiBaeTcs HenmocTaTouHOM. CepbhE3HOM
npo0JIeMOil SBIISIETCA YTUIN3ALK TOKCUYHBIX dKCTPAreHTOB, 00BbEMBI KOTOPBIX MOTYT
JOCTUraTh JECATKOB COTE€H MWUIMIMTPOB. KpoMe TOro, MuHMaTIOpu3anus METOJI0B
KOHILICHTPUPOBAHUSA SIBISACTCS OAHUM W3 HANPABJICHUN COBPEMEHHOM AHAIMTHUYECKOU
xuMud. [losTOMy B mOCIIE€IHHE HECKOJIBKO JIET Bce OOJIBIIMIT HMHTEPEC BBI3BIBAIOT
HETPaJUIIMOHHBIE METO/Abl KOHIICHTPUPOBAHUS, B YACTHOCTH, METOJ KHUAKO(]A3HOrO
MUKPOASKCTPAKIIMOHHOTO KOHLIEHTpUupoBaHus. [lpumeHeHune wmeroga KuakopazHOU
Mukpo3kcTpakuuu (ZAK®M?3I) no3Bossser 3PPEKTUBHO KOHUEHTPUPOBATH IPUMECH U
CYILECTBEHHO MOHU3UTH IMPEEN 0OHApYKEHUsS M0 CPaBHEHUIO ¢ Kiaccuueckon XOKD.
KOMD Takke TMO3BOJIUT COKPAaTUTh BpeMs aHajau3a, OOBEAUHUTH MPOIECCHI
HKCTPAKIMU U BBEAECHHUE MPOOBI B MPUOOp B OAHY CTAAHIO, B OTJIMYUE OT 3a4acTylO
NPUMEHSEMBIX Ha MIPAKTUKE MHOTOCTaJAMMHBIX MPOLECCOB.

Takum 00pa3oM, pa3paboTKa HOBBIX METOJOB KOHLEHTPUPOBAHUS JJIsi KOHTPOJIS
XJIOPOPTaHUYECKUX TOKCHKAaHTOB B BOJE PA3JIMYHOIO IPOUCXOXKICHHUS SIBISIETCS

aKTyaJIbHOU MPOOJIEMOI COBPEMEHHON aHAIMTHUYECKOU XUMUHU.

eab uccienoBanus

Heasro  HacTosimel  pabOThl  SBISJIOCH — HMCCIENOBaHUE  KUAKO(DA3HOTO
MUKPOIKCTPAKIIMOHHOTO KOHIIGHTPUPOBAHUS C AUCIEPTHPOBAHHEM DJKCTpareHTa ¢
MEHBIIeH, YeM y BOABl IUIOTHOCTHIO W  pa3pabOTka Ha €ro OCHOBE
BBICOKOYYBCTBUTEJILHOTO  Ta30XpoOMaTorpaMueckoro  ONpeAesieHUus  JIeTy4uX
raioreHoprannueckux coeaunenuit (JI'C) B BOAONPOBOIHOM, MNPUPOIHON U
OyTWIMPOBAaHHOM TNHUTHEBOM  BOJE, O0OECIEUMBAIOUIETO CHUXKEHHE  MPEEsIOB
OOHapy>KeHUsI PUMECEH 10 CPAaBHEHUIO C paHee JOCTUTHYTHIMHU.

M5t 5TOTO OBLIO HEOOXOAUMO PEIIUTH CJAeAYIOIIHE 3a1aUM:
1. YcranoButh ycnoBusi 3¢(HEKTUBHOIO MUKPOIKCTPAKIIMOHHOTO KOHIIEHTPUPOBAHUS

npumeceit JII'C u3 Bogsl.



.

2. Pazpaborate cmoco0 cOopa MUKpOOOBEMa JKCTpPAKTa C MEHBINEH, YeM Yy BOJBI
IUIOTHOCTBIO.

3. Pa3paboraTh METOAWKY BBICOKOUYBCTBHUTEIHHOTO  Ta30XpOMaTorpaduiIecKoro
ONIPENEJICHUs] ~ JICTYYUX  TaJOTCHOPraHWYeCKHMX  COCIMHEHHH B  BOJIE C
peIBAPUTEIHLHBIM KUAKOPAZHBIM MUKPOIKCTPAKIIMOHHBIM KOHIIEHTPUPOBAHHUEM.

4. BbIABUTH HUCTOYHUKHU BO3MOJKHBIX CUCTEeMAaTHUYECKUX MOTPEITHOCTEH
razoxpomarorpaduueckoro onpezaenenus JII'C B Boze.

5. HpOBGCTI/I aHaJIn3 BOJAbI PA3JIMYIHOTO ITPOUCXOKIACHUA]. HOI[TBep,Z[I/ITI) IMpaBUJIbHOCTD
IMMOJIYYCHHBIX PC3YJIbTATOB.

6. YcTaHOBUTH HWCTOYHUKH HEOIPEACICHHOCTH pe3yJbTaTa aHajdu3a W IMPOBECTH €€

KOJIMYCCTBCHHYIO OLICHKY.

Hayuynass HoBu3Ha paborbl. BrepBole pa3paboraHo  kujkodazHoe
MHUKPO3KCTpaKIIMOHHOE KOHUeHTpupoBanue JII'C u3 BOJbI C IPUMEHEHHEM DKCTPAareHTa
C MEHBUIIEH, YEM Y BOJBI INIOTHOCTBIO U €r0 YJIbTPA3BYKOBBIM JHUCIEPTUPOBAHUEM.
BriepBble mnpemioxkeHo YCTPOMCTBO it cOOpa 3KCTPAKTOB, IJIOTHOCTH KOTOPBIX
MEHBIIE IUIOTHOCTU BOJbl. YCTAHOBJICHBI YCJIOBHS, IIPU KOTOPBIX PEATU3YIOTCA
MaKCHUMaJIbHbIe KOA(DPUIIMEHTHI KOHLIEHTpUpoBaHus. [lokazaHo, UTO MUKPOIKCTPAKIIUS
C YJIBTPa3BYKOBBIM JUCIEPTUPOBAHUEM SKCTPArEHTA SIBIIIETCS IKCIIPECCHBIM U BEChbMa
3 PEeKTUBHBIM METOJOM KOHIIEHTpUpoBaHuUs. MccienoBaHa CTaOUIIBHOCTH MpUMeECEH
JII'C B Boze. IlokazaHo, yTo mpuMecH HWOANPOU3BOJHBIX YIJIEBOAOPOAOB MOABEPKEHBI

THIPOJIU3Y, TOTJa KaKk OpOM- M XJIOP3aMEIlIeHHbIE OCTAIOTCS CTAOMIIbHBIMHU.

HayuHo-npakTuyeckass 3HauumMocTh. BrepBeie B Poccum pazpaborano
BBICOKOUYBCTBUTEIBHOE KUAKO(DA3HOE MHUKPOIKCTPAKIIMOHHOE KOHIIEHTPUPOBAHUE
JI'C u3 BOABI Pa3IMYHOTO MPOUCXOKICHUS C YJIBTPA3BYKOBBIM JHUCIEPTUPOBAHUEM
DKCTPAreHTOB C MEHBUIEW, YE€M Y BOJbI IUIOTHOCTHIO. IIpemioxkeH OpUrHHaIbHBIN
crioco0 cOopa BhIACICHHOTO MUKPOIKCTPAKTA.

BriepBbie B OT€YECTBEHHOM MPAKTHKE C MPUMEHEHHWEM Ta30BOM XxpoMarorpadhun u

MHKPOIKCTPAKIIMOHHOTO  KOHUECHTPUPOBAHUSI [PUMECEU  JOCTUTHYTHI  MPEHEIbI
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o6uapyxerns JIT'C B Boge 2-10°—2-10 Mr/1, 4TO MO3BOJIMIO HOTYIUTh HOBBIC JAHHbIE
O MPUMECHOM COCTaBe OyTUIMPOBAHHOW, MUTHEBOW W MPUPOAHON BoABI T. HikHero
Hosropona u Hwuxkeroponackoit ob6nactu. Pa3zpaboranHas MeTOAMKA ONpeIeTICHUS
TOKCUKAaHTOB 3(PEeKTUBHA, IKOHOMUYHA U DKOJIOTMYHA, T.e. HE TPEOyeT YTHUIH3AINH
IKCTpareHTa.

Pab6ora mnpoBemena B pamkax rpanta PODU 11-03-00524-a «Pa3pabotka
BBICOKOA()(DEKTHBHOTO KUIKO(PA3HOTO MHKPOIKCTPAKIIMOHHOTO KOHIEHTPUPOBAHUS

IIPUMECEN HAHOAMCIIEPTUPOBAHHBIM 3KCTPAreHTOM.

IHos10:xeHMs1, BBIHOCHMbIE HA 3aIIUTY
1. OnTuManbHBIC YCIIOBHUS OCYIIECTBICHUS 3(P(EKTUBHOTO MHKPOIKCTPAKITMOHHOTO
KOHIIEHTPUPOBAHUSI IPUMECEH JICTYUUX TaJIOT€HOPTaHUYECKUX COSTMHEHUM U3 BOJIBI.
2. Kammmsapueriik  Meton cOopa MHKpooObeMa dKCTpakTa TP MPOBEACHUHU
MHUKPOAKCTPAKIIMOHHOTO KOHIICHTPHUPOBAHUS C YIBTPA3BYKOBBIM AMCIICPTHPOBAHUEM
AKCTpAreHTa ¢ MEHbIIIEH, YeM Y BOIbI IFIOTHOCTHIO.
3. Meromuka  raszoxpomarorpaduueckoro ompeneneaus JII'C B Bome ¢
MPEABAPUTEIBLHBIM  KUAKO(DA3HBIM MHUKPOIKCTPAKIIMOHHBIM KOHIIEHTPUPOBAHUEM C
npejeaMu o6HapyxeHus Ha ypoBre 10°—107 mr/m.
4. Pe3ynbTaThl  WCCICIOBAHUS  CTAOMJIBHOCTH  JIETyYWX  TaJOr€HOPTaHUYECKHUX
COEJIMHEHUI B BOJTHBIX PAaCTBOPAX.
5. PesynbTatThl omnpeneneHuss MPUMECHOTO COCTaBa BOAOMPOBOJHOM, MNPUPOTHON WU
OyTHIIMPOBAHHONW BOJbI. MOHHUTOPHHT COJEP)KAHHS JIETYYUX TajJOreHOPTaHUYCCKUX
COeIUHEHUHN B MUTHEBOU BOJIE.

6. O1leHKa HEOTPEICIICHHOCTH PE3yJIbTaTOB aHAIN3a.

Anpobauus padoTsl U MyOJTHKALUH

OcHOBHBIE  pe3yinbTaThl  pabOThl  JOKJIAIBIBAIUCH W OOCYXKJaduCh Ha
Bcepoccuiickoit  koHepenuun — «Xpomartorpadus -  HApOJHOMY  XO3SMCTBY»
(Izepxkunck, 2010); | wu II Bcepoccuiickux xoHbepeHIUAX «AHATUTHYECKAS

xpoMarorpadusi m kKanwuisipHbl anexktpodopes» (Kpacnomap, 2010, 2013); XIV
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Bcepoccuiickoit kondepennnu «BricokounucTeie BemecTBa U Marepuaibl. [lomydenue,
cunte3, npumeHenue» (H. Hosropon, 2011); II, IV Bcepoccuiickux cuMIioznymax
«Pa3neneHre W KOHIICHTPUPOBAHUE B AHAIUTUYECKOW XUMUHA U PATAOXUMHUM)
(Kpacuomap, 2011, 2014); XIV koHpepeHIHH MOJOABIX YYCHBIX-XUMHUKOB
Hwuxeropoackoit obmactu (H. Hosropon, 2011); IV MexnyHapoaHOM HHTEpPHET-
CUMIIO3UYyME M0 copOuum u s3kcTpakiuu (BmagumBoctok, 2012), Bcepoccuiickoit
KOH(QEpEeHIIMH MOJOBIX YYEHBIX, ACIHPAHTOB U CTYIEHTOB C MEXAYHApOIHBIM
yuactueM «Menaenees-2012» (C-IlerepOypr, 2012); MexayHapoIHbIX Hay4YHBIX
KOH(EepEeHIINAX CTYACHTOB, AaCMHUPAHTOB W MOJOMABIX Y4YEHBIX «JlomoHOCOB-2013»
(MockBa, 2013) «JlomonocoB-2014» (MockBa, 2014); IX Bcepoccuiickoii
koH(pepenuuu «IOxoaHanmutuka 2014» (Cermoropck, 2014). Ilo wmatepuanam
JUccepTali  OmyOJMKOBaHO 5 crareil, 2 W3 HUX B PELEH3UPYEMbIX HAYYHBIX

KypHanax, pekomeHaoBaHHbIX BAK, u 12 Te3ucoB n0oKiIanoB.

Crpykrypa u 00bemM padoThl. Juccepraiys COCTOUT U3 BBEACHMUS, YETBIPEX TJIaB,
BBIBOJIOB M CIIMUCKA LUTHUpPYyEeMOW JuTeparypbl. Paborta m3noxena Ha 116 cTpanumax
MaITMHOMMCHOTO TEKCTa, BKItoUast 34 pucyHka, 21 Tabnuiy u 6ubnuorpaduro u3 161

HAanMMCHOBAHUS.

JInunblii BkJIag aBTOpa. ABTOp YYacTBOBaJl B IIOCTAaHOBKE LENW M 3adad
UCCJIEIOBAHMS, IUIAHUPOBAHUU M TPOBEJECHUU OKCIIEPUMEHTAJIBHBIX paboT Mo
OIPEIEIICHUIO YUCTOTHI JKCTpareHTa, U3Y4YEHUIO AKHUAKO(a3zHOTO
MUKpPOAKCTPAKIIMOHHOTO  KOHILICHTPUPOBAHUS ~ MpUMEced € yJIbTPa3ByKOBBIM
JUCNIEPTUPOBAHUEM SKCTpareHTa, pa3paboTKe METOJMKH BbICOKOUYBCTBUTEIBLHOTO
ra3oxXpoMaTorpauueckoro OmpeesieHuss TOKCMKAaHTOB B BOJAE U HCCIIEIOBaHUU

IMPUMCCHOTI'O COCTaBa BOJ PAa3JIMYIHOTO IIPOUCXOKICHMA.
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I'JIABA 1. METOJIbI KOHIIEHTPUPOBAHUS Y ONIPEJEJEHUS
JETYYUX 'AJIOTEHOPTAHUYECKUX COEIUHEHUI B BOJIE
(IATEPATYPHBIN OB30P)

1.1. Jleryuue rajiOreHOPraHW4Yeckue COeAUHEHHUsI: MCTOYHMKH  HMX
NPONCXO0XKAeHNsI, (PU3UO0JIOTHYECKOEe BO3AeCTBHE U TNpPeAeJbHO JA0NMYCTHMbIE

KOHIOEHTPpauun B NUTHLEBOH BOaC

JI'C — Hauboisiee 4acTO BCTpEYAIOIIMECS MPUOPUTETHBIE 3arpA3HEHUS MUTHEBOU
BoJibl. Ctporo ompeneneHHoro tepmuHa JII'C Her. MHOrne OCHOBHBIE OMNpPENCIICHUS
OCHOBaHbl Ha (U3MYECKUX M XHUMHUYECKHX CBOWCTBaX COEAUHEHUM, TaKUX Kak
XUMHUYECKass CTPYKTypa, TOYKAa KHUIICHHS, JaBJICHUE HACBHIIMICHHBIX I[apoOB W
pactBopuMocTh. Tak DenepanbHOE areHTCTBO MO OXpaHe okpyxaromeil cpenpl CIITA
(EPA) k JI'C oTHOCHT OpraHMYecKHe COCIUHCHHUsS, KOTOPhIe MMEIOT JIaBJCHUE Iapa
oomee 13.3 Pa mpu 25°C [3, 4]. B Esponeiickom coro3e mox JII'C moHumaroT
OpraHUYeCcKue COCIMHEHUS C JaBJICHHEM HachlleHHbIX mapoB O6oisiee 10 I1a mpu 20°C
(IupextuBa EC 1999/13/EC no BeIOpocaM pacTBOPHUTENIEH B OKPYKAIOIIYIO cpeay) [4].
ABcTpanuiickuii HanoHanbHbI Kanactp 3arpsiHenuid (NPI) ompenenser JII'C kax

XMMHUYECKOE COCAMHEHNUE HAa OCHOBE YTJIEPOJHBIX IENEH WM KOJIEI C JaBJICHHUEM Iapa

oosee 0.01 kITa mpu Temniepatype 293.15 K (1.e. 20°C) [5].



Tabauua 1. Pusnyeckre CBOMCTBA HEKOTOPBIX JETYYUX TaJOr€HOPraHUYECKUX
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COeIMHEHUN
JlaBreHue
PactBOpuMOCTB
Temmneparypa HACBIIIIEHHOTO
CoennneHue o o B BOJIE,
xurienus, °C [6]. | mapa mpu 25°C,
mr/i [6, 7].
MM. PT. CT. [7]
Xnopodopm 61.2 200 10000
YeTpIpeXXI0pUCTHIN 76.8 112.7 800
yTIeposa
1,1,1,2-TerpaxmopaTan 1305 109 1100
TpuxiopaTuneH 87.2 72.4 1000
TeTrpaxsnopaTuneH 121.2 19.3 400
bpomauxnopmeran 87 65.3 4500
JuOpomMxnopMeTan 115 21 2500
Bpomodopm 149.5 5.2 3000
HonucTeiii MeTun 425 437.1 14000
HopmerTsiit sTun 722 127.8 4000
HonucTslii mpormn 102.4 38.2 870
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3arpszHenue JII'C HOCUT, MpeMMyllecTBEHHO, aHTpomnoreHHbll xapakrep. JII'C
UCIIOJIB3YIOTCS. KaK pPAacTBOPUTENM, OYMINAIOMIME W O0E€3KUPUBAIOIINE areHTHI,
NIOJINMEPU3ALIMOHHBIE M Ta303KCTPaKLUMOHHBIE  areHTbl, a  TaKkKe  Kak
ne3uHpuuupyronme areHTbl. OHU MOTYT COACPKAThCSl B CTOYHBIX BOJAAX MPEANPHUATHIA
U B Mapax, MOCTyHarouux B atMochepy.

OCHOBHBIMM HMCTOYHHMKaMHU HX IIONAJAHMS B OKPYKAIOUIYIO Cpeay SBIISIFOTCS
NPEANPUATHAS OPTaHUYECKOIO CHHTE3a, LEIUTI0JI03HO-OyMaKHbIE, KOKCOXUMUYECKHE,
JaKoKpacouHble, (papmaneBTuueckue mpousBoacTBa. Kpome toro, JII'C obpasyrorcs
npu o0e33apakUBaHUM IPUPOJHBIX BOJ [8, 9], MpeaIIecCTBEHHUKaMU 3TUX TOKCHUYHBIX
BEILECTB SIBJISIIOTCA TMPUPOJHbIE TYMUHOBblE U (ynbBokuciorsl [10, 11]. WMuorma
BBIICTISIIOT TPYIIy TaK HAa3bIBAEMbIX TPUTaJOr€HMETAHOB, OOpPa3yOLIUXCs MpH
00pabOTKe MUTHEBBIX BOJ A€3UH(DULIUPYIOUIUMHU areHTaMH, — XJ0popopM, OpoMopopM,
auOpoMxjiopMeTaH, — auxjopopommeran  [12-14].  BpoMmpousBoaHbIe — MeTaHa
o0pa3yloTcsl U3-3a TOTO, YTO MCXOAHAsl BOJA COACPKHUT OpOMUA-HOHBI WM B Clydae
3aTpA3HEHMs XJIOpUpYIOLIero peareHta 6pomom [15—17]. HoxnpousBomHsle MeTaHa
TaKKe ObUIM HAECHTU(UIUPOBAHbI B XJIOPUPOBAHHOW MUTHEBOM BOJE, OJIHAKO, OHU
U3y4eHbl HeJOCTaTOUHO. CUMTAETCS, YTO HOJOPraHNYECKUE BEMIECTBA TOKCUYHEE XJIOp-

1 OpoMopranudeckux coeaunenuii [15, 18-20].
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Tab6anua 2. Cdepsl ucnonb3oBanus, GU3MOIOTHUECKOE BO3ACHCTBHE HA OPraHU3M

HEKOTOPBIX JIETYYHX FaJIOTCHOPraHUYeCKUX coennHeHui [21, 22]

CoenuHenune [Ipumenenue BozaerictBue Ha opranuzm
[Ipon3BOCTBO XJIaAAr€HTOB, [TopaxxeHue neyeHu u
IJJaCTMACC, HCKYCCTBEHHOTO LEHTPaJIbHON HEPBHOMU
Xmopodopm 1I€JIKA, pACTBOPUTEIIb JKUPOB, cucremsl (IIHC),
npuMeHsieTcs: B papMalleBTHKE, | COCYAMCTON U JAbIXaTeIbHOU
B MEJIUIIMHE. cucreM. KaHuepores.
YrHeTeHue
PactBopuTens cMoi1, Kayuyka, .
BECTHOYJISIPHBIX PEaKIUH,
cyxasl YACTKa METAJUIMYECKUX .
. (GYHKIMM ABUTATEIBHON U
JeTaJIe, OAEKIbI, U3TOTOBJIE- .
Tpuxnop3TuneH JIBIXaTEIbHON CUCTEM.
HUE TUNOTPA(PCKUX U IPYTUX .
O6nanaer Helpo-
KpacoK, JIAKOB, Je3UHMUIIUPY- .
TOKCUYECKHUM JICICTBUEM.
IOLLIEE CPELCTBO. .
BeposTHBINM KaHIIEPOTEH.
Cyxas 4ynucTKa OACKIbI. O6namaeT HAPKOTUYECKUM
O06e3KupUBaIOIINI pacTBOPU- nevicteueM. [lopaxxenue
T€JIb B TCKCTUJIBHOW POMBI- KO>KHBIX IIOKPOBOB,
TeTpaxyopaTUIIEH | IUIEHHOCTH, PAaCTBOPUTEIb JBIXaTEJIbHBIX U CIU3UCTBIX
CMOIJI, JJAKOB U KPaCOK. nyrei. BeizbiBaer
Hcnosnb3yroT B OpraHuyeckom HapyieHus QyHKIun
CHUHTE3E. neuenu, [THC.
. | B kauecTBe pacTBOpUTEIIS, [TopaxeHune moyek, NeyeHw,
YeThIpexxJIOpUCTBIN
Fepon pou3BoJCTBO XyaagareHToB 1  [{HC, HapymieHnue 3peHus.
yriep OTHETYIIUTEJICH. B03MOXHBIN KaHLIEPOTEH.
1,1,1,2- PacTBopuTens, ncnons3yror B O6naaeT HAPKOTUYECKUM
TerpaximopaTan OPraHNYEeCKOM CHHTE3E. JIEVICTBUEM.
Hapymenue ¢pyHkumm mne-
Bpomuauxnopmeran | O6pa3yroTcst Ipu XJIOPUPOBAHUHU | YEHU, U3MEHEHUE aKTHUB-
JubpomxyiopmeTaH | BOAbI HOCTHU (D€pMEHTOB B KPOBH.
MyTraress!.
B opranunueckom cuHTese, B Hapymenue pa6otsr [THC,
Bbpomodopm KQ4eCTBE OTHETraCAIIEro paszipaxkaeT CIU3UCThIE 000-

CpeJICTBA.

JIOYKH AbIXaTCJIIbHBIX HYTeﬁ.
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Ilpooonocenue mabauyor 2

CoenuHenune [Ipumenenue BozaerictBue Ha opranuzm

Bo3znelicTBue Ha
v . [IpumensieTcss B OpraHUuYeCcKOM
Hoaucteiii MeTr 3pUTEIIBHYIO U

CHUHTC3C.
AbIXaTCIIbHYIKO0 CUCTCMBI.

[Ipumensierca B oprannueckoM | OOIIETOKCHYECKOE

Honucteiii o Tui o
CHHTE3E. JICUCTBHE.

[Ipumensiercsa B oprannueckom | Hapymenue padotsr [THC,

HNonpucTeiil mponuin
CHHTE3E. BBI3BIBAET OTEK JIETKHUX.

Ha mpouecc o00pa3oBaHus TOOOYHBIX TMPOIYKTOB JE€3MH(PEKIMH U UX
OTHOCUTEJIBHOE COJIEp)KaHUE BIUSET MHOXKECTBO (DaKTOPOB, B YACTHOCTH, NPHUPOAA
OpraHMYeCcKUX BEIIECTB B HCXOJHOM BOJE, coiepxkaHue Opoma, pH, Temmeparypa,
npupoJa M J103a XJIOPHUPYIOLIErOo peareHTa, IMPOJOLKUTEIBHOCTh XJIOPUPOBAHUS.
Bosmoxxno manpHeiiee npespamieHue JII'C B cucreme BogocHaOx)eHus [23—25].

HccenenoBaHus KadecTBa NMUTHEBBIX BOJ B Pa3iIMYHBIX MECTHOCTAX M CTpaHax
IIOKa3bIBAKOT, 4YTO COJAEP’KAHUWE IPOAYKTOB XJOPUPOBaHUS B KAadeCTBEHHOM U
KOJIMYECTBEHHOM OTHOULIEHWM BapbUpyeTCs B IIHPOKHX mnpenemax [23, 26]. B
BOJIOTIPOBOIHOM BOZIE OOHApYX)eH XJI0opodopm, OpoManXIopMeTaH, AUXIOPIIPOITHIICHBI,
TETPaxXJIOPITUIIEH U TETPAXJIOPITAH, XJIOPUPOBAHHBIE OCH30JIbI M TOTYOJIHI [23, 27, 28].

KadecTBO mHUTHEBOI BOJBI 3aKOHOJATENBHO KOHTPOIUPYETCS B OOJIBIIMHCTBE
CTpaH METO/IOM ra3oBoil xpomarorpaduu. ['uruenndeckrie HOpMaTUBBI JI1 HEKOTOPBIX
IIPUOPUTETHBIX TOKCUKAHTOB B IHTheBOM Bojxe miag Poccun, EBponsr, CIIA n

pekomeHaoBanHbie BO3 nmpuBeaeHs! B Tabnuie 3.
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Tabauna 3. [ urneHnueckre HOPMaTUBBI JJIs1 TUTHEBBIX BO/T

EXES

PO, mr/n | CIIAEPA’, | EC ,mr/n |BO3™ , mr/n
BemniectBo

[29-31] mr/n [32] [33] [34]
Xmopodopm 0.06 0.07 — 0.004
YeThIpeXXJIOPUCTHIN 0.002 0.005 _ 0.004
yIIEPO
TpuxiopaTuneH 0.005 0.005 0.01 0.04
TeTrpaxsnopaTuneH 0.005 0.005 0.01 0.04
bpomMauxnopmeran 0.03 0.07 — 0.06
JlubpomxitopmeTaH 0.03 0.06 — 0.1
Bpomodopm — — — 0.1
Cymma TT'M — 0.08 0.1 —

*EPA — AMepuKaHCKOE areHTCTBO IO 3arpSA3HEHUIO OKPYKAIOLIEH Cpe/ibl

**EC — EBponeiickuii coro3

*#*BO3 — BcemupHas opranuzaius 3[paBOOXpaHeHUS

Kak BUIHO W3 ATUX NaHHBIX, NI paCCMaTPUBAEMBIX B JIMCCEPTAIMOHHON padoTe

MIPUOPUTETHBIX TOKCUKAHTOB 3HaueHus [IJIK He HMKe IeCSAThIX — TBHICAYHBIX OJIEH

mr/n. CoBpeMEHHbIE MPEACTABICHUS O BO3JCHCTBUU BpEAHBIX BELIECTB Ha OHOTY

633PIPYIOTC$I Ha MPUHIUITNAJIbHBIX ITOJIOKCHUAX O TOM, UYTO OHO HC JIOJIDKHO BbI3BIBATH Y

WHIUBUIYyMa JaK€ BPEMEHHBIX HapyUI€HUH 370pOBbS HHM B OJvKalliemM, HU B

otnajgeHHOM OyaymieM. [10aToMy KOHTpOJIb KadecTBa BOJIBI TPeOyeT pa3pabOTKU HOBBIX

S(b(beKTI/IBHBIX N BBICOKOYYBCTBUTCJIIbHBIX MCTOAUK OIIPCIACIICHMA.
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1.2. UnenTudukanms u onpeaesieHue JeTY4YMX raJoreHOpraHu4ecKux

coeIUHEeHUuM

st onpenenenust JII'C pa3paboTaHo 00bII0€ KOJIMYECTBO METOANK M MHOTHE U3
HUX MCHOJB3YIOTCSI B CAHUTAPHO-TUTMEHHUYECKOM M HCCIEAOBATENIbCKOW TMpaKTHKE.
OmnpeneneHue 3TUX COCTMHEHU B OCHOBHOM 0a3upyeTcs Ha Ta30XpoMaTorpapuueckux
METO/aX.

Cucmema 6s00a npoowi. IlpsiMoit BBOJ MpoO B XpoMaTorpaduuecKyro KOJOHKY
SBIISIETCSL HanboJee OBICTPHIM U MPOCTHIM BapUAHTOM BBIMOJIHEHUS aHanu3a. [Ipu sTom
HUKAKOM MpeaBapuTeNbHOM 00pabOTKH o00Opa3la He MNPOUCXOOUT, TaK YTO MOTEps
JETY4YHX MpUMeceil U BO3MOKHOCTD 3arps3HEHHs 00paslia BO BpeMsl IPOOOIOArOTOBKU
CBelleHa K MuHUMyMy. Kpome TOro, paHHbI CIoco0 TO03BOJsIET U30ekKaTh
UCITOJIB30BAHUS JIOPOrOCTOSIIMX U TOKCHYHBIX pacTBopuTese. OIHAKO NPsIMOM BBOJ
BOJHBIX PAcCTBOPOB BBI3BIBAET 3PO3UI0 BHYTPEHHHMX IIOBEPXHOCTEW KBapLEBBIX
KAMWUISIPHBIX KOJIOHOK, MPUBOJUT K UX PACTPECKUBAHUIO U COKPAILECHUIO BPEMEHH UX
UCITOJI30BAHUS.

[IpensioxkeHO MCMOoNIb30BaTh MPEIBAPUTEIBHYIO JIOBYIIKY BOJIbI, YCTAHOBJICHHYIO
nepes KOJOHKOM, Te MPOUCXOIUT HEMOCPEACTBEHHO pasjaeieHue npumeceit [35]. B
pabore [36] BBOAWIM TMPOOY B OXJIAXKAEHHYIO JIOBYIIKY, B KOTOPOW MPOMCXOUIIO
KOHJIEHCUPOBAHUE BOJABI, TEM CaMbIM JIOOMBAIKNCHh CY>KEHHSI XpOMATOrpapuyecKux
IOJIOC IpPUMECEd W  yBEIMYEHUS YYBCTBUTEIBHOCTH ompeneneHus. llpenen
oOHapy>xxenust aig TT'M nipu mpsimom BBoJi€ BOJbI cocTaBuil 3—5 MKr/a [37], mpu BBOAE
npoObl B OXJIAXKACHHYIO JIOBYIIKY YJaJd0Ch MOHM3UTH Mpeaen ooHapyxeHus ao 0.01
MKr/11 [38].

Konounku, ucnonvsyemuvle 015 pazoenenusi 2an02eHOp2aHU4ecKux coeouHenui. JIns
sp¢ektuBHoro pazaenenuss JII'C wucnonb3yroT KBapleBble KaNWUISIPHbIE KOJIOHKH,
MOKPBITHIE HEMOABMXHON >KUIKOU (pa3oit. HecMoTps Ha TO, YTO MHOTHE THIIBI CTEKOJI
MPUTOJIHBI JIUIS TIOJTYyYEHHUsS] THOKMX U MPOYHBIX KAMWIISPOB, TOJIBKO CHHTETHUUECKUU
IUTABJICHBIM KBapI[ MMO3BOJISIET MOJYYUTh KOJOHKH C MHEPTHOCTHIO, HEOOXOIMMOMN AJis

onpenenenus MHorux BemecTB [39, 40]. Kak npaBuio, B kauecTBe HEMOABWKHON (a3l
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UCITOJIB3YIOTCSl  TTOJTMIUMETHIICUIIOKCAHBI, KOTOPBIE IJIsi JOCTIDKCHHS Pa3THIHON
CTETICHU TOJISIPHOCTH MOTYT COJIEpPKaTh (DEHWJIbHBIE W MUAHOMPOMIIbHBIC TPYIIEL. B
KaueCTBE JIOCTOMHCTB KOJIOHOK, 3alOJHEHHBIX MOJUIUMETUIICHIIOKCAHOM (HampuMep:
HP-1, Rtx-5), MOXXHO BBIACIUTh WHEPTHOCTh (a3bl K OKHUCICHHUIO, HEIOCTATKOM
SBJISICTCS] HU3KAs pa3Jesionias ClioCOOHOCTh MPU aHAIN3€ OYECHb JIETYYHX COSTUHEHUN
(HampuMep: OPOMATaH U XJIOPITaH).

Hcnonp30BaHre KOJOHOK C TOJSIPHBIMH HETIOJBIKHBIMU (pa3aMH Ha OCHOBE
MOJIUATUJICHTIIMKOJSL  XapaKTepu3yeTcsd HU3KUM pa3pelieHueM TMpU  OIpeesieHun
xjgopoopMa W APYrHX  IIENEBBIX  AHAIUTOB. JIOCTOMHCTBOM  KOJOHKH C
AAHONPONUI(EHWI- U METUJIOJIUCUIOKCAHOBOM (a3oi SIBISIETCSI BO3MOXKHOCTD

nonHoro pazaenenus JII'C.

Jlemexmopuwl. JIns TOCTHMKEHUS HU3KUX MPEACIIOB JETEKTUPOBAHUS B PYTHHHBIX
U3MEPEHUSIX  TPUMEHSIOT,  TJIaBHBIM  00pa3oM,  Macc-CIIEKTpOMETp  WIIU
a5IeKTpoHOo3axBaTHbIN netekTop (I3/) [41-43].

[Mpunuun 33]1 Obul BriepBble npenoxkeH B 1958 r. Jlapmokom. D3]] sBisercs
KJIACCUYECKUM JIETEKTOPOM JJI1 MOJIEKYJI, UMEIOIIUX CPOACTBO K JIEKTPOHY, TAKHX, KaK
MHOTOSIZICPHBIE APOMATHUECKUE YTIIEBOAOPOIbI, MOJIEKYJIBI C CUCTEMAMM COMPSIKEHHBIX
JBOWHBIX CBSI3€M WM COEIMHEHMS, WMEIOLIME HECKOJbKO aTOMOB TaJOT€HOB, K
KOTOPBIM OTHOCATCS pacCMaTpHBaeMbIe B TaHHOW pabOTe BEIeCTRA.

UyBCTBUTENIBHOCTh JE€TEKTOpa BecbMa BbICOKA. lIpeaenbl IeTeKTUpOBaHUS
npumeceit I3/] numerot 3uauenue B 10° pa3s HuKe, YeM IpyruMu geTekTopam [44].

UysctBUTENbHOCTh I3/ K pa3auyHbIM COEOUHEHUSM 3aBUCUT OT CTEIECHU
AIEKTPOOTPULIATEIHHOCTH WJIM CPOJICTBA K AJIEKTPOHY ATUX COeIMHEHUN. BeposTHOCTH
AJIEKTPOHHOTO 3axBaTa 3aBUCUT OT TMPHUCYTCTBUS B MOJIEKYJIE KaKOTO-JTHOO
3aXBaTHIBAIOIIETO aTOMa WM OT €€ CTPYKTYpPhl. YTJIEPOJ U BOJOPOJ MOUYTH HE UMEIOT
CPOJZICTBA K JJIGKTPOHAM U YTJIEBOJOPOIBl HE 3aXBATHIBAIOT CBOOOJHBIX DJIEKTPOHOB.
Monekynbl, coAepKalllhie KUCIOPOJ M TajJOTeHbl, JErKO 3aXBaThIBAIOT AJIEKTPOHBI C
oOpazoBaHHEM CTaOMJILHBIX OTpHUIIATEIBHBIX HOHOB. OtHOCHUTENbHAS

YyBCTBUTEIHHOCTH D3]] K HEKOTOPBIM COSMHEHUSIM MIPUBEeHA B Tabwmiie 4.
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JInsi TajoreHoB CTENEHb MOTJIOIIEHUST 3JEKTPOHOB BO3PAcTaeT C JIETKOCTHIO
JTUCCOIMAIIMN TajoreHa B psaay ciaeaytomum obpasom: I > Br > Cl > F.
UyBCTBUTENBHOCTh ~ BO3pacTaeT oOT (GTopa K #oay, TIOCKOJIbKY B  JTOHU
MOCJIEIOBAaTEIBHOCTH ~ BO3PACTAET CEUEHUWE HOHU3aUMHU (BEpOSITHOCTH  3axBaTa
AJIEKTPOHOB), BCJIEICTBUE YBEIUUEHUS pa3Mepa aTOMOB.
[Topsinok yMeHbIIEHUsT YYBCTBUTEIBHOCTH [JISl XJIOp-, OpoM- M HoJcoaepkKammx
M30MEPOB CIICTYIOIIUN:
. Jns Cl: BTOp- > TpeT- > u3o- > N-

. s Br u I: Tper- > BTOp- > M30- > N-

Ta6auna 4. OTHOCUTENBbHBIE KOADOUIIMEHTH YyBCTBUTEIIBHOCTH 3JIEKTPOHO-

3aXBaTHOTO JETEKTOpa VISl Pa3JIMYHbIX COEAUHEHNM [45, 46]

Coenunenue KoaddurmeHT 4yBCTBUTEIHOCTH

XJIopMeTaH 1
JuxnopMeran 11
Xmopodopm 60000
YeThIpeXXJIOPUCTHIN YTIIEepOT 400000
benzon 0.06
Tonyon 0.2
AnieToH 0.5
1-byranon 1
dTopOeH3o0I 0.3
Xmop6eH301 1
bpombGen3omn 10
Hon6enson 30000

YMeHbIIICHHE HOHU3AIMOHHOTO TOKA B 3aBUCHMOCTH OT KOHIICHTPAIUN aHATU3UPYEMOTO
BemecTBa, HaOmomaemoe B O3J[, momobno 3akony bopa nns abcopbumm  cBeTa

OIMUCBIBACTCA CICAYIOIIUM BbIPA’KCHUCM:

1 a—KiKC
|€—|qbe S 1)
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rie |, — MOHU3ALMOHHBIN TOK JIETEKTOPAa;
| — (DOHOBBII TOK JIETEKTOPA;
Ki —xoHcTaHTa, 3aBUCAINAS OT HANPsDKEHHOCTH TOJII B KaMepe JeTeKTopa |
AIEKTPOHHOTO CPOJICTBA MOJIEKYJIBI;

KZ — KOHCTAHTA, YUYHUTbIBAIOIIAS TCOMCTPHUIO KaMCPbI ACTCKTOPA U pa6oqne YCJI0BUA.

[Tpu pabote ¢ D3]] npeabABIAIOT BRICOKUE TPEOOBAHMS K YUCTOTE ra3a-HOCUTEIS U
BCEl XpoMarorpauueckoi CHUCTEMbI, MOATOMY COJEp)KaHHUE TMPUMECcEH, 3aXBaThIBAIOIINX
AIIEKTPOHBI, JOJDKHO ObITh MUHUMATIbHBIM. JIMHEWHBIA JUHAMUYECKHNA IWara3oH 3TOrO
nerekropa cocraBmter 10°-10°. HecMoTpsi Ha welblii psI JOCTOMHCTB, HMECTCS Sl
HEJIOCTATKOB: MaJiast IMHEHHAS 00J1aCTh, YyYBCTBUTEIILHOCTh K U3MEHEHHSAM TeMItepatypsl [45].

[Ipeaensr oOHapyKeHUs, peanu3oBaHHbIE ¢ mnpuMeHenuem I3][, cocTaBisiOT
(0.005-0.1)-10° wmr/x [47] u (0.08-1.4)-10° wmr/m [48] 6e3 mpeABAPHTEIBHOrO
KOHIIEHTPUPOBAHUSI U C KOHIICHTPUPOBAHUEM MPUMECEH COOTBETCTBEHHO.

B mocrnemHee Bpems B JIMTEPATypHBIX HCTOYHHMKAX OMHUCHIBACTCS MPUMCHCHHE
Mukpo-23J1 [49]. B sTomM ciydyae Npu HCHOJIB30BAHUM KANWUISIPHBIX KOJIOHOK U
MIPEIBAPUTEIILHOM KOHIICHTPHUPOBAHUU TIPUMECEH YIadoCch ITOCTHTHYTH TIPEIEIOB
onpenenenus Ha ypoHe 0.1-1.3 ur/mi [50].

B mpenu3suoHHBIX UCCIENOBAHUSIX MCIOJB3YEeTCS MacC-CIIEKTPOMETPUICCKUN
nerektop (MCH) [51, 52]. MC/] siBasieTCsl BBICOKOYYBCTBUTEIBHBIM, YHUBEPCATBHBIM
JIETEKTOPOM, KOTOPBIN TMO3BOJIIET OBICTPO U KAYECTBEHHO OMNPEACISATh KOMIOHEHTHI
CMECH TIyTeM CpaBHECHHMsSI HMX MAacCC-CIEKTPOB C OMOIMOTEYHBIMH MacC-CIEKTpaMHu
W3BECTHBIX  COEAWHEHWH.  BmepBele  Macc-CIEKTPOMETPUYECKOE  OKOHYAHHUE
ucnois3oBai Pyk [RooK] B 1974 r. nis onpenenenus xaopodopma B Boje [8].

Yame Bcero mnsa omnpeaencHus JII'C HCnonb3yroT Macc-CIIEKTPOMETPHUIO C
WOHUW3AlMCH  DJICKTPOHHBIM  yIAapoM H  KBaJpPYIMOJbHBIM  MacCC-aHaJTU3aTOPOM.
XuMUYecKass HOHM3alMsS MPUMEHSUIach g uacHTHukamuun Opom- [53] wu
kucaopoanpou3Boaubix [54] JII'C. Bo3MOXHO NpUMEHEHUE B KauyeCTBE MCTOYHHKA
MOHU3AIMN TIICIONIETO pa3psia B COYETAHUU C BPEMSIIPOJIETHBIM MacC-aHaJIN3aTOPOM

[55]. Peanmzamus couyeTaHus Tra30oBoi Xpomarorpadud M Macc-CIIEKTpoOMeTpa ¢
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BPEMSIIPOJIETHBIM MacC-aHaJIU3aTOPOM I103BOJIMJIA JAOCTUYBL MPEAEIIOB OOHApPYKEHUS
TI'M na ypoae 15-78 ur/n [56].

Jns ompeneneHusi raJoreHOPraHUYECKUX COCIUHEHUN B KUAKUX OPraHUYECKHX
oOpa3ax, MPOIIEAIINX COPOLMOHHYIO OYHCTKY, HCIIOJB30BAJCA  TJIAMEHHO-
MOHU3aUMOHHBIN nerekTop [57]. JlocTurHyThle mpenesibl OOHApYXKEHUS JTaHHBIM
JETEKTOPOM COCTaBUIU 1—5 MKI/m.

B pabore [58] B kadectBe peructpupytomiero ycrpoiictea JII'C mpumensics
(OTOMOHU3AIMOHHBIN JETEKTOP HMITYJIbCHOrO pazpsiaa. llpumecu, BbIXOISIIUE U3
XpoMaTorpauueckoil  KOJIOHKH, HOHHU3HPOBAIUCH (OTOHAMH, HCIYCKAEMBIMU
UMITYJIbCHBIM pa3psaoM. [lpenen ooHapyxeHust npumeceit cocraBui 0.44—1.30 Mkr/i.

ABTOpBI cTaThi [59] ucnonb3oBanu uist onpeneneHuss TI'M diayopeciieHTHbIN
nerektop. llepBonauaneHO ompenenssembie TIT'M BeTynmanm B peaknuio ¢ pacTBOPOM
HUKOTHHAMKJA, 0Opa3ysd (QuIyopecuupyoUil HpOAYyKT, KOTOPBIA M ONpenessuics
JETEKTOPOM.

CenextuBHbIM 10 OTHOWIEHMIO K JII'C sBIIIETCA KOHYKTOMETPUUECKUN JETEKTOP
C cyxuM siiekTposutoM [60]. PazHuna mexay 3TUM JIE€TEKTOPOM MU TPaJUIMOHHBIM
KOHJYKTOMETPUUYECKUM JAETEKTOPOM COCTOMUT B TOM, YTO MPU MPUMEHEHHUH JIETEKTOpa C
CYXHUM DJIEKTPOJIUTOM HET HEOOXOAMMOCTH MCIIOJNb30BaTh BOJHBIA AJIIOEHT, MPUMECU
ompenensAoTcs B rase-Hocurene. Haumenbiime mpenensl  oOHapykeHust C
UCIIOJIb30BAHUEM  KOHAYKTOMETPUYECKOTO JIETEKTOpa C CYXHM  3JEKTPOJIHUTOM
coctaBuiu 0.1-0.2 mkr/mn [61].

NmeeTcst Heckosibko paboT 1o gerektupoBanuto JII'C wmetomamu Macc-
CIICKTPOMETPHUN C UHAYKTHBHO-cBs3aHHOM tuiasmor (MCII-MC) [40, 62] u aTtoMmHO-
SMHUCCUOHHOW CIEKTPOMETPUM C MHKPOBOJHOBOW HWHIYKTUBHO-CBSI3aHHOM IUIa3MOU
(MHUII-ADC) [63, 64]. Haumenbmue npeneisl oOHapy:keHuss TI'M ¢ npuMeHeHHEM
MUII-ADC u npenBapuTeIbHBIM KOHIIEHTpUpoBaHueM coctaBmin 0.05-0.5 mMkr/m [65],
a ¢ ucronb3oBanreM UCIT-MC 2.6-6.3 ur/n [66].

Jpyeue memoowvl onpedenenus eanoceHopeanudeckux coeourenutl. B crartbe [67]
OMMCAH METOJ ONpPENENEHUs XJOPOPTraHMYECKUX COEIMHEHWM B IHUTHEBOW BOJE

METOJIOM MHUKPOKYJIOHOMETPUYECKOTO TUTpoBaHus. OH OCHOBaH Ha aJcopOIuu
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AKTUBUPOBAHHBIM YIJIEM TaJIOT€HOPTaHUYECKUX COCTMHEHUMN, TTOCIEAYIOIIEM CKUTAaHUN
yras B TOKE KHCIOpPOJAa M ONPEIEICHUH  OOpasyloIMXCAd  TaJIOreHHJIOB.

LI}’BCTBI/ITGJ'IBHOCTI) ACTCKTUPOBAHUA OKA3aJIaCh HEBBICOKOM.

1.3. MeToabl KOHUEHTPUPOBAHMS JIETYYUX raJ0reHOPraHnYeCKux

COeIUHEHHUMN U3 BOAbI

BaxxHoil yacTbio J1000r0 aHAIUTUYECKOTO IMpOLEcca SIBISIETCA IpeIBapUTeIbHasA
HOJArOTOBKAa 00pasla, KOTopas BKJIIOYAET B ceOs KOHUEHTPUPOBAHUE ONpEAEIsieMbIX
npumeceii. OCHOBHBIMH METOJIaMH KOHLIEHTPUPOBAHMS SABIISIOTCA TBEpaodasHas

OKCTPaKIIMs, pa3IMyYHble BapuaHThl napodazHoro anamuza, XKD, MUKpOIKCTpaKIus

[47, 68].

1.3.1. Ilapoda3znas IkcTpakuus

[Tapoda3znbrii razoxpoMarorpaduueckuii aHaiu3 OCHOBAaH Ha COYETAHMM Ta30BOM
KCTpaKIUU (€€ CTaTMYeCKUX M JUHAMUYECKHX Bepcuil) ¢ xpomarorpadueil. Itor
BapUAHT KOHIIEHTPUPOBAHUSA JaET BO3MOKHOCTH IMOTy4aTh MHGOPMAIMIO O Ta30Boi (ase,
KOTOpasi BIIOCJIEJCTBUM HCHOJB3YETCS ISl OLUEHKH KAueCTBEHHOTO M KOJMYECTBEHHOIO
COCTaBa KOHTAKTUPYIOIIEH ¢ Hell KOHAEHCUpPOBaHHOM (a3bl. B 3apybOexxkHOM nuTepaTrype
MeTOJI u3BecTeH Kak «Headspace analysis», B 0Te4eCTBEHHO# TUTEPATypE MPEII0KEHO
Ha3BaHHWE «aHAJIM3 paBHOBECHOW mapoBod ¢ase» [69]. OH wucnonwb3dyercs IS
OMpeIeJICHUS JIETYUYUX KOMIIOHEHTOB B BOJHBIX pacTBOPAX, B OMOJOTMYECKUX 00BEKTaxX
(KpoBH, MOYE), TUINEBBIX MPOIYKTaX, pacTBOpax monumepos [70].

Cratnueckuii BapuaHT mnapodasznoir skcrpakiuu (CIID) sBiuseTcss caMbiM
MPOCTBIM U OBICTPBIM, OH IIMPOKO NPHUMEHSETCS B CEPUHUHBIX AHATUTUYCCKUX
onpenenenusx [71, 72]. MeToauku co4eTaroT OJTHOCTAANINHYIO SKCTPAKITUIO TTpUMECEi
C MOCIEAYIOIHNM UX TrazoxpomaTtorpadudyeckum onpeneneHneM. OcoOEHHOCTh METO/IA B
TOM, YTO HET HEOOXOJWMOCTH TIOJIHOCTHIO H3BJIEKATh OMpPEACNIIEMOE BEIIECTBO W3

uccienyemMoro oobekta. OCHOBHOW HEAOCTAaTOK JIAaHHOTO METOoJa — HHU3Kad
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YYBCTBUTEIBHOCTb, CBSI3aHHAS C OJHOCTaAMMHOCTBIO mpouecca. Jlns MNoBbIIECHUS
KOHIICHTPAIlUd OPTraHWYEeCKUX COEIMHEHUN B Ta30BOM (paze HMHOI/A HCHOJIB3YIOT
BbicaniuBanue [73, 74]. Jauubiii crmocoO® mpoOOIOArOTOBKM OOECIeunBaeT Ipeae
oGHapyxeHus Ha yposHe 10°—10* mr/m.

[TapodazHblit aHATM3 MOXKET MPOBOJAUTHCS U B IMHAMHUYECKOM, MHOTOCTYIIEHYaTOM
BapuaHTe (B 3apyOeXHOW JMTepaType OH Mmoayumi Ha3Banue «Purge and Trapy»
(«npomyBka u ynaBnuBaHue» (P&T)), KOTOPBIN BKIIOUAET B ce0sl M3BIICUCHUE JICTYUUX
KOMITOHEHTOB U3 00pa3ia moj ACHCTBUEM MOTOKA MHEPTHOIO Ta3a, KOHIICHTPUPOBAHUE
B JIOBYIIIKE W MOCJICAYIOIIYI0 aecopommro [75, 76]. JloBymika ¢ aacopOEHTOM OOBIYHO
BCTPOEHAa B JECOPOLMOHHYIO Kamepy, CHAO0KEHHYI0 MOIIHBIM HarpeBaTeIbHbIM
yctpoiictBoM. [locne mecopOuuy mpUMecH HaIpaBisSioTCs B Ta30BBIM XpomaTtorpad.
Meton obecrnieunBaer 0oJjiee HU3KUE MpPENENbl ONpPENESICeHHs, YeM OJHOCTyIEeHYaTas
CIID, Tak KaKk BO3MOKHO IMOJTHOE U3BJICUCHHUE PUMECEN JIETyUYNX BEIIECTB.

Hogerit Meton mapodaszHoro xoHieHTpupoBanus npeioxed JI.H. MockBuHBIM.
OH nosnyuyus Ha3zBaHHe XpomaToMeMmMOpaHHOro. OH MpeAcTaBisieT cOOOW MPOTOYHYIO
ra3oByro skcTpakiuio (XM3I) B TpexdazHoil cucteMe KUIKOCTh — Ta3 — OUIOpUcTas
matpunia [77]. Tlpm O5ToM TOTOKM OOMEHHMBAIOIIMXCS NpUMecsMH (a3 MOTyT
KOHTaKTHPOBATh MEXKy cO00# 100 HEMOCPEICTBEHHO, JTM00 Yepe3 ra30npoOHULIAEMYIO
MeMOpaHy. MaccooOMeH Mexay pazaMu OCYIIECTBIISETCS Yalle BCEro yepe3 MOPUCTYIO
cpeny u3 ruapodoOHOTO MaTepuana, HUMEIOIIEro OTKPBIThIE MOPHI JBYX THIIOB,
CYIIECTBEHHO OTIHYAIOIIMXCS 10 pa3Mepam [78]. Makpomnopsl SBISIOTCS KaHAIaMHU IS
NOJIIPHOM  >KMJIKOCTH, sABJISIFOUIECS oOs3aTenbHOM (Pa3oil mpHu  OCYIIECTBICHUU
XpOMaToMeMOpaHHOTO npouecca. MUKpONOphl CyXaT JUlsl TPOXOKIEHUS MMOTOKA Tasa,
B KOTOPOM KOHIIEGHTpUpYIOTCcs Tpumecu [78]. B kauectBe MeMOpaH HCHOJIB3YIOT
NoJUTETPaAdTOPITUIIEH PAZTUUYHBIX MAPOK. XpoMaToMeMOpaHHasi Ta30Basi SKCTPAKIUs
¢ I'X-D3]1 nerektupoBaHHeM, MpUMEHEHHAs aBTopamu [79], mo3BosMiIa ONpPEACIATh
XJOpoOpM M YETBIPEXXJIOPUCTHIN YTIAEpO] B BOJOMPOBOJAHONW BOJE€ HA YypPOBHE
0.3 Mmxr/a1 u 0.01 Mkr/im coorBetcTBEHHO. OCHOBHBIMH JOCTOMHCTBAMU XMD SBIISIOTCSA

BBICOKas CTCIICHDb M3BJICYCHUA, BBICOKHC KOB(I)(I)I/IHI/IGHTI)I KOHIOCHTPHUPOBAHUA, ITIPOCTOTA
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ABTOMATU3aluid W BO3MOXHOCTb KOHICHTPHUPOBATH IIPUMCCHU H3 OonbIIoro o0beMa

BoAbl. Hemoctatkom Metoza siBisieTcst 3 (EKT «ImaMsITiH MeMOpaH.

1.3.2. TBepaogasnasi IKCTpaAKUUA

TBepaodasznas skcTpakisi OCHOBaHA HAa U3BJICUYECHHUH NMPUMECEN U3 BOAHOU (a3bl B
TBepAbIil copOeHT [80, 81]. Jlns wu3BieYeHUS W KOHLIEHTPUPOBAHHS OPTaHHMYECKUX
BEIIIECTB HCHOJB3YIOT aKTUBHUPOBAHHBIA yroib W pa3MyHbie MOJIU(DHUIIMPOBAHHbBIC
MaTepuaibl Ha ocHoBe yriepona (Kapbokcen, KapboBakc, yriaepoaHbie HaHOTPYOKH),
HEOPTaHUYECKUE COPOEHTHI (CUJIMKAresb, OKCHJ QJIIOMUHHUS W JIp.) U COpPOCHTHI Ha
OCHOBE TIOJIMMEPHBIX MaTepuaaoB (MOJUIUMETUIICHIIOKCAaHa, MOJUCTUPOJAa U Jp.).
[Tocne npoBeneHUs KOHIEHTPUPOBAHUS MPUMECH JlecopOoupyroTcsi. OCHOBHOM €roco6
U3BJICUCHHSI CKOHLICHTPUPOBAHHBIX IPUMECEN — KUAKOCTHas Jecopbuus. Yaie Bcero
Ui JecopOLuuy TpuMeced HCHOJb3YIOT KHUIISTYEHHE PAaCTBOPUTENS C COPOEHTOM B
annapare Cokcnera. CyllecTBEHHBIM HEIOCTAaTKOM TAaKOro IOAXOAa SBIISIETCS
JUINTEIBHOCTh JIECOPOIMH, KOTOpask MOKET JIOCTHraTh HECKOJBKHMX YacoB, a B psfe
CIIy4aeB U HECKOJBbKUX CYTOK. CTOJNb JJIUTEIBbHOE KUISYEHUE HE TOJBKO YBEIUUMBAET
BpeMsl aHaju3a, HO U MOXKET NPHUBOJWTH K pa3pylleHuto aHanuta. HeoOxoaumMocTh
UCIIOJIb30BAaHUSL OOJIBIIUX OO0OBEMOB PACTBOPUTEIECH M CIIOKHOCTh aBTOMATHU3AIUU

CACPKUBAIOT PA3BUTHC 3TOr0 MCTOAA.
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1.3.3. TBepaopazHasi MUKPOIKCTPAKLIMSA

Jlnsg  ycTpaHeHHs HeAOCTaTkoB TBepaodasHod skcrpakuuu . [laBmummz
MPEIOKUIT MUKPOBAPUAHT 3TOTO0 METOZA, YMEHBIIUB MacCy COpOEHTa A0 HECKOJIbKHUX
muumrpamm  [82]. VcerpoiictBo nisi TBeprodazHoit  Mukposkcrpakuud (TOMI)
CO3/JaHO Ha OCHOBE MUKPOUIIPHUIA, K MOPIIHIO KOTOPOrO MPUKPEIUISIETCS KBaplEBOE
BOJIOKHO, TIOKPBITO€ TOHKOM (< 5 MKM) IUIeHKOM copOeHTa. sl mpoBeaeHUs
KOHIICHTPUPOBAHUSI COPOUPYIOIIEE BOJOKHO BBIJIBUTAIOT M3 3alUTHOW WIJIBI U
MOTPYKAIOT B aHATM3UPYEMYIO CpPey Ha BpeMsi, HEOOXOAUMOE sl KOHIICHTPUPOBAHUS
npumeceit. [lo 3aBepieHnI0 KOHIIEHTPUPOBAHUS COPOUPYIOIIEE BOJIOKHO BTSTHUBAIOT B
3aIUTHYIO UTJIy U BBOJST B UcHaputesb xpomatorpada [83]. M3pneuenue npumeceit ¢
copOeHTa OCyIIECTBIACTCS TepMmonaecopOuueil. Yamie Bcero B KayecTBE COPOEHTOB
UCIOJB3YIOT: MOJUAMMETHICHIOKCAH [84], KapOOKCEH-IMONMMIUMETHIICHIOKCaH [85],
KapOOKCEH-TIOJUANMETHIICHIIOKCAH- TUBUHIIIOCH30T  [86], okcua  mumHKa  [87].
JloCTHTHYTHIE Tpeaenbl oOHapyxeHus coctamn 1-10°-8-10° mr/m.

OTka3 OT MCTOJIB30BAHMS OPTAaHUYECKUX PACTBOPUTENCH 00YyCIOBIII HMHTEHCUBHOE
pa3BUTHE OTOTO MeToja. TBepaodasHass MHUKPOIKCTPAKIMS SBISETCS OCHOBOM
crangaptabix  meroguk EPA  [88, 89]. Hemocratkamm Meroma TtBepaodasHom
MUKPOAKCTPAKIIMK SBJISIFOTCS HEMOJIHOTA JaecopOimmu npumeced, 3PGHEeKT «maMsaTu»

copOeHTa 1 BBICOKAsi CTOUMOCTb COPOMPYIOIIHNX BOJOKOH.

1.3.4. KuakoCcTh-KHAKOCTHAS IKCTPAKIUA

KuakoctHass SKCTpakius — OJWH HX CaMbIX CTapblX METOJOB W3BJICYEHHUS
npuMeced U3  BOAbBL.  MeEToJ  OTIMYAETCS  YHHUBEPCAJIbHOCTBIKO,  BBICOKOM
3G ()EKTUBHOCTHIO, AKCIPECCHOCTHIO U MPOCTOTOM OCylIeCTBIeHUS. PacTBopuUTEb,
MPUMEHSEMBIN JIJT SKCTPAKIINH, TOJDKEH 00J1a7aTh:

® CCJICKTUBHOCTBHIO,
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® MaJOl pPacTBOPUMOCTBIO B BOJI€ U, C JPYyrod CTOPOHBI, BOJA MJOJDKHA MaJio
PacTBOPATHCS B IKCTPATCHTE;
® [UIOTHOCTB AKCTPAreHTa JIOKHA OTJINYAThCS OT IJIOTHOCTH BOJIBI,
e HE JOJDKEH pearupoBaTh C OKCTPArUPyeMbIM BEIIECTBOM C O0Opa30BaHHEM
YCTOMYUBBIX COEUHEHNM;
® MaJIbIM JIAaBJICHUEM HACBHIIIEHHOIO Mapa MpyU KOMHATHON TEMIIEpaTypE;
® pacTBOpUTENb HE JIOKEH TOJBEPraTbCsl THUIAPOJIM3Y U B3aUMOJEHCTBOBATH C
MaTepHajIoM ammnapartypsl st skcTpakuuu [90];
® DOKCTpareHT JOJKEH 00y1alaTh HEOoOXOAUMON YHCTOTOM MO  OmpeaeiasieMbIM

IIPUMECSIM.

1.3.4.1. OcHOBHBbIEC MOHATHSA IKCTPAKIIUA

KonnuecTBeHHO mpoliecc KUAKOCTh-KUAKOCTHOTO PACHPEACIICHUS MEXKAY IBYMS
JKHUJKOCTAMU Xapakrepusyercss 3akoHOM HepHcra-IlIniaoBa, B COOTBETCTBUU C
KOTOPBIM OTHOIIIEHHE KOHIIEHTpAIlMi pacTBOPEHHOrO BellecTBa B obOeux (azax mnpu
MOCTOSTHHOM TeMIieparype TOCTOSIHHO M HE 3aBUCUT OT OOIIeW KOHIEHTpaluu

pPaCTBOPCHHOI'O BCIICCTBA:

D _ [A]O
B (2)
[Als

rae D — koaddunuent pacnpeneneHus;
[A]o —xoHIIeHTpaIus BemecTBa 4 B OpraHuuecKkoit dase;
[A]g — koHIIEHTpanKs BemecTBa A B BOAHOM (hase.

Koaddunment pacrpenenacHus B TEPBOM NPHOIMKSHHH PaBEH OTHOIICHHIO
PacTBOPUMOCTEH BEIIIECTBA B OPTAaHMYECKOM PACTBOPHTEIIC U B BOJIC.

(Sado
"G @

rae (Sa)o — paCTBOPHMOCTH BEIIECTBA B OPTaHUYECKOM PACTBOPHTEIIE;

(Sa)B— pacTBOPHUMOCTH B BOJIC.
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BaxHOU XapaKTEPUCTUKON DKCTPAKLIMH SBISECTCS CTENEeHb U3BJICYEeHMS O
n(A)
@= , (4)
N(A),
rje N(A) — KOJIMYECTBO BEIIECTBA B OPraHUIecKoi (hase;
N(A)y — KCXOJTHOE €T0 KOJMYECTBO B BOJTHOM PacTBOPE.
Kiaccuuecknit Bapuant XKD mupoko mpuMeHsieTcsl OO0 HACTOSILEr0 BPEMEHH,
TaKk Kak OH, HapsAgy ¢ mnapoda3HbIM aHaJU30M, PEKOMEHIOBAaH CTaHJAPTHBIMH
METOJMKAMHU U He TpeOyeT CI0KHOro 000pynoBanus. B OonbIIMHCTBE cllydaeB 00beM
obpasmna Bappupyercs ot 5 1o 100 mi, o6bem pacTBopuTens oT 2 g0 10 mi. B kauectse
OKCTPAreHTOB HCIIOJB3YIOT METHI-TpeT-OyTrioBelid »gup [91, 92], menran [93],
YETBIPEXXJIOPUCTBIA  yriiepoJ, xJjopOeH3on. Yacto, ¢ 1edbl0  MOBBILICHUS
3 ()EKTUBHOCTU M3BICYEHUS TPHUMECEH M3 MaTpHUIbl, BBOJAT OE€3BOJHBIN Cylb(ar

HaTpHus, 100uBasch 3 dexra BeicanuBanus [47].

CyliecTBEHHBIM  HENOCTaTKOM JaHHOTO METOJA SIBIISIETCS  HCIIOJIb30BAaHUE
00JpIIOr0 00bEMa TOKCHYHBIX  JOPOTOCTOSIIHUX BBICOKOYUCTBIX PACTBOPUTENEH H
HU3KHE 3HAueHUs KO3((UUMEHTOB KOHLEHTpUpOBaHUSA. [lIi ycCTpaHEHUs 3THUX

HEJ0CTaTKOB pa3pad0TaHO MUKPOIKCTPAKIIMOHHOE KOHLIEHTPUPOBAHHUE.

1.3.4.2. KuakodazHass MUKPOIKCTPAKIMS

B ocnoBe KOMD 5neXKUAT HCNOIB30BAHUE MAJIBIX KOJMYECTB JKCTPAreHTA.
Hcnonb3oBanne XDOMD mo3BonsieT mpoBOAUTH 3(PGEKTUBHOE KOHIIEHTPUPOBAHHE

npuMecei, XapaKTepUCTUKONW KOTOPOro SBIAETCS KO3PQPUUMEHT KOHLUEHTPUPOBAHMS

(K).

R’ — CBKC
C . ()

B’
rae C, — KOHLIEHTpAIUs IPUMECH B IKCTPAKTE;

C;0 — KOHLEHTpaLUs IPUMECH B aHAIIM3UPYEMOM BOJIE.
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Kosddurment KOHIEHTPUPOBAHUS CBSI3aH C PaBHOBECHBIM KOA(D(UIIMEHTOM

pacnpezeneHust 1 o0bemMaMu (a3 cIeayIonM BbIpaXKCHUEM:

1 1 Vopr
—_ =4
K D V_ (6)

BOJI

rae D — paBHOBeCHBIN KO3(PHUIIMEHT pacTipeieIeHus;
Vopr — 00bEM Opranuyeckoi (assr;
Vion — 00BEM BOJIHOM (ha3bI.

N3 popmynst (6) BuaHO, 94TO KOIPHHUIIMEHT KOHIIEHTPUPOBAHUS TPUOIHKACTCS K
paBHOBECHOMY  KO3(PGUIIMEHTY  pachpeiesieHus Tpu  yMEHBIIEHWH  o0beMma
oprannueckoil ¢assl. B mocnemaue 10-15 ner nomyunim pa3BUTHE Pa3HOBUIHOCTH METONA
HKUAKO(PA3HOW MHUKPOIKCTPAKIIMK, OTPAHMYMBAIOIIMECS KalebHBIMA OOBEMaMH 3KCTpareHTa
(0.5-50 mxom). bnaromaps ITOMY pu HCITOJIb30BAaHUHT KUAKODA3HOTO
MUKPOAKCTPAKIIMOHHOTO KOHIEHTPUPOBAHUSA YAACTCS JOCTUTaTh KOd()PUIIMEHTOB
KOHIICHTPUPOBAHUSI Ha YPOBHE 10%-10° [70]. Haubonee pacmpocTpaHEeHHBIE METOIBI
MUKPOAKCTPAKIIMOHHOTO  KOHIIEHTPUPOBAHUS  —  3TO  MHKPOIKCTPAKIUS  C
JTUCTIEPTUPOBAHUEM OKCTpAareHTa, MHUKPOIKCTPAKIMA B OTACIBHYIO KaIullo |
nByx(azHas MeMOpaHHas SKCTpakiyst [94].

Mukposxcmpaxyus 6 omoenvhyto kanuto. J{s1 ero ocymecTBIeHUsI B MUKPOIITIPHUI]
OTOMpPAIOT OMpEJEICHHBIH 00bEM DKCTpareHTa, OObIYHO HE MpeBBIMAOMUNA 1-3 MKII.
Jlanee UriIy MUKpOIIMPHUIIA TTOMEMIAIOT B UCCICIYEMYIO0 MaTPHILY, TJIe DKCTPAreHT MpHU
MOMOIIIM IIITOKA BBIAABIMBAIM B pPAacTBOp. B pe3ynpTaTe 3TOro Ha KOHIIE WIJIBI
MUKpOIINpuiia odpasyercss karuis. Jljis mepemenuBaHus pacTBOpa B OOJBITMHCTBE

CITy4aeB MCIIOJIb3YIOT MATHUTHYIO Meaiky [95].

BaxHbplM  OCTOMHCTBOM METOa  SABJSAETCSH oOBeIMHEHUE cTagun
KOHIICHTPUPOBAHUSI MpUMECed M JO03UPOBAHHE MPOOBI B OJTHOM YCTPOMCTBE U €ro
OpraHMYHOE  couyeTaHue ¢  xXpomartorpapuyeckuMm  aHaau3oM.  CIOXKHOCTh
OCYIIIECTBJICHUS KaINeJIHbHOTO KOHIICHTPUPOBAHMS CBSi3aHA C HECTAOMJIHLHOCTHIO KATUIH:

OHa MOXCT «CpPbIBATHCA» C HUIJIBI MHKPOLIIIpUIA H YaCTHUYHO pacCTBOPATLCA B
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aHaM3UpyeMoM pacTBope. Jlng mpeomosneHus JaHHOTO HEraTHMBHOIO (akropa
UCTONB3YIOT COJIEBbIE JI0OOABKH, CIIOCOOCTBYIOIIME YMEHBIICHHUIO pPAaCTBOPUMOCTH
HKCTpPAreHTa W YBEJIIWYEHHUIO BBITAJIKWBAIOLIEH CHJIBI, JAEMCTBYIOLIEH Ha Karullo Cco

CTOPOHBKI pacTBopa [95].

CyIIecTBEeHHBIM ~ HEJIOCTAaTKOM  KalleJbHOTO  KOHIICHTPUPOBAHUS  SBIIICTCS
CONPOTHBIIEHUE  MaccooOMeHy. IlockonmbKy  MOBEpXHOCTH  MaccooOMeHa B
aHAIM3UPYEeMOM O00bEME OrpaHMueHa TIOBEPXHOCTHIO Karuid, 3()QPeKTUBHOCTDH
nudGy3nOHHOTO TEPeHOCa MPUMECHBIX KOMIIOHEHTOB M3 00beMa MaTPHUIBI B KaIUTIO
IKCTpareHTa HeBenuka. [Ipenensl oOHapyKeHus MpUMecel ¢ MPUMEHEHHEM TaHHOTO
MeTtoaa cocTaBisioT 0.2—-0.5 MKr/im.

KoHneHTpupoBanue B OTAETBHYIO KaIUTI0 MOXXET OCYIIECTBIISATHCS M3 TapOBOIi
daser [96, 97]. Kamns pacTBopuTEns MOMENIAETCS HE B aHAIM3UPYEMBIA pacTBOp, a
HAXOJIUTCS HaJ| €T0 MOBEPXHOCTHIO. [IprMecH mocTynaroT B Karuio U3 HapoBoi (a3bl.
JlaHHBIA METOJ] YCIHEIIHO HCIOJb3yeTCs ISl KOHIIEHTPUPOBAHHS BBICOKOIETYUHX
BemiecTB. Bo m30exaHune mepexojia SKCTpareHta B MapoByio (a3y mpu MpOBEACHHUU
IKCTPAKLUHU KCTPAreHT MOJOMPAIOT TaKUM 00pa3oM, YTOOBI OH MMEN OTHOCHUTEIHHO

BBICOKYIO TEMITEPATYPy KUITCHHUS.

Membpannas muxposkcmpaxyus. Pa3zpaboTka Metojga oTHocuTcs K 1999 r. mu
aBTOpcTBO npuHamnexkuT Ilemepcen-boeprapay (Pedersen-Bjergaard) u Pacmycceny
(Rasmussen) [98]. MemOpaHHast KCTPaKIUs U3 KHUJIKUX W BO3AYIIHBIX MPOO HIpaeT
BKHYIO POJIb B KHUIKOCTHBIX METOJIaX BBIJEICHUS M KOHIICHTPUPOBAHUS aHAIUTOB. B
JUTEPATYPE OTMEUAETCS POCT MOMYIIPHOCTH ATOTO METOIA.

B ananmuTHuecknx MeTOAMKAX MCIOJB30BAIM KaK MOPHUCTBIC ((QUIbTpaIrus), TaKk 1
HEeMopucThie (MOJYBOJONPOHUIIAEMbIE) MeMOpaHbl. B ciydae mopucTeix MemOpaH
pasaeneHre KOMIIOHEHTOB OCHOBBIBAJIOCH Ha «IIpocerBarommeM» 3d¢ekre, T.e. depe3
MeMOpaHy CHOCOOHBI MPOXOJHUTHh TOJIBKO MOJIEKYJBI C JHAMETPOM MEHBIINM, YeM
auaMeTp Top camoi MeMOpaHbl. CEeKTUBHOCTh TaKOW MEMOpaHBl 3aBUCHUT OT
nuameTpa mop [99]. B ciyuae HemopucThIX MeMOpaH pa3ieiieHUe OCHOBAaHO Ha
pa3IUYMAX B PacTBOPUMOCTH U JUPGY3UOHHBIX CKOPOCTSAX aHAIUTOB B MEMOpaHHOM

Matepuane. B OonpmuHCTBE pabOT MO NPUMEHEHUI0 MEMOpPaHHOM HSKCTPAaKIUU
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NpeanoYTeHNEe OTAAETCS HMCIOIb30BAaHUIO HEMOPUCTHIX MeMmOpaH. Takue memOpaHb
MOTYyT OBITh kunkuMu U TBepAsiMu [100, 101]. Eciu xe HCHONB3YIOT MOPUCTHIC
MeMOpaHbl, TO Nepes; KOHIEHTPUPOBAHUEM MEeMOpaHy Ha HEKOTOPOE BpPEeMs MOMENIA0T
B COOTBETCTBYIOUIMH pPACTBOPUTENb I 3alOJIHEHHS IOp 3KCTPareHToM. ITO
MOBBIIIAET CEJIEKTUBHOCTh MeMOpaHHOro koHieHTpupoBanus [100]. OcHoBHOM
MaTepuai, U3 KOTOPOTrO M3rOTAaBIMBAIOTCA MeMOpaHbl — mojunponuieH. HempocraTok
METO/Ia 3aKJIIOYAETCsl B JUIMTEIBHOCTH IIpollecca M B TOM, YTO NPHU BTOPUYHOM
UCIIOJIb30BAaHUM MeMOpaH mposiBisgeTca d(PQext “maMsaTu’, 4yTo JeTaeT MeMOpaHbI
OPUTOAHBIMM BCEro JIMIIb JUIsl OJHOPA30BOro wucnoib3oBanus [95]. Ilpenenst
OoOHapyXeHHsI TIpUMeEcel C MPUMEHEHHeM JaHHOTO Metoaa coctaBisioT ot 0.01-0.6
MKT/J1.

Muxposxkcmpakyusi ¢ oucnepauposanuemM — IKCmpazeHma ¢ - NOMOWbIO
8CHOMO2aMeNbHO20 seujecmaa. OTnuyuTensHON OCOOEHHOCTBIO  METO/]a,
npeiokeHHoro B 2006 rony Pezau (Rezaee), Accamu (Assadi) u ap. sIBJIseTCs pe3koe
YBEIMYEHHE TOBEPXHOCTH MAacCOOOMEHa TUCIIEPTUPOBAHUEM KaIlJIM HA MUKPOYACTHIIBI.
JUia  nucneprupoBaHusl MPEUIOKEHO NPEIBAPUTEIBHO PACTBOPSATh DJKCTPAareHT B
TPEThEM KOMIIOHEHTE (JIMCIEPIreHT), KOTOPbIA MOJHOCThIO  CMEIIMBAETCS C
aHaJIM3UPYEMbIM PaCTBOPOM.

[Ipu BBeeHHUU CMECH B aHAJIM3UPYEMBI PacTBOP 3KCTPAreHT BbIAEISAETCS B BUIC
TOHKOAMCIIEPCHON AMYJIbCUH C PA3MEPOM YaCTHI] B AECATHIE-COTHIE IO MUKPOHA. DTO
OPUBOJUT K TOMY, YTO 0OIas MOBEPXHOCTh MAacCOOOMEHA yBEIMYMBAETCS HE MEHEe
gem B 10*-10° pas. B pesyasrate 5T0r0 Mex(hasoBoe paBHOBECHE YCTAHABIMBACTCS HE
Oojiee 4yeM 3a MHUHYTY. ATpEerupoBaHHE YacCTHI[ AMYJIbCUU B OTHACIbHYIO (azy
ocylecTBisieTcs: HeHTpudyrupoBannemM. Cxema KOHIEHTPUPOBAHUS NPECTaBICHA Ha
pucyHke 1.

Pa3paboTanHbiii MeTOj] peanu3yeTcss B JABYX BapuUaHTax, B TMEPBOM — IKCTPAKT
coOupaeTcss Ha TIOBEPXHOCTH JKUIKOCTH (KOHIIEHTPUPOBAaHHE «CBepxy») [43], BO

BTOPOM — Ha JIHE IICHTPUYKHON MPOOUPKHU (KOHIIEHTPUPOBaHUE «CHU3Y») [102].
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ueHTpHyTHEpOBaHHE
obpasoBaHie
(CPEOREERE

SMYIECHH 3KCTPAaKT

ueHTpHYYTHpOEARHE 5/

Pucynok 1. Cxema XHAKOCTHOM MHKPOIKCTPAKIMU C JAUCHEPTHPOBAHUEM

DKCTPAreHTa.

OO6nacTh JTOKaIU3alUU IKCTPAKTA OMPENENSETCS €ro MIOTHOCTHI0O OTHOCHUTEIIBHO
aHajau3upyeMmoro pactBopa. JKemaTenbHO, UTOOBI 3TO paszjinuue ObUIO KaK MOXKHO
oonpmM. B pabotax [42, 50] B kKauecTBE AKCTPAreHTOB HUCIIOJIB30BAIN CEPOYTISPOa U
1-yHAEKaHOJ, COOTBETCTBEHHO, B KauecTBe AuUcCHepreHTa — aneroH. CBeieHui 1o
peanu3alu MUKPOAKCTPAKIIMU C JUCIEPTUPOBAHUEM KJIACCHUUECKUX JKCTPAreHTOB C
MaJioll IJIOTHOCTHIO U HU3KUMHU TEMIIEpaTypamu IUIaBIeHUS — yriaeBogopoaoB Cs—Cig
HaMi He HaijaeHo. HepoctaTkomM wmeroda SIBASETCS BIMSHUE OHUCIEPreHTa Ha
ko3 dunmenTsl pacnpenenenus npumeceit [95]. Tlpexensl oOHapykeHUsT IpUMECEH ¢
MPUMEHEHUEM JHCIEPTUPOBAHUS 3KCTpPAreHTa TPETbHUM KOMIIOHEHTOM COCTABJISIOT
3. 10°-5- 10 mr/m.

Muxkposkcmpakyus ¢ oucnepeupoganuem 3KCmpazeHma Yibmpazgykom. MeToj
npemiokeH BrepBbie Peryspo ¢ coaBropamu [103]. Crnoco0 yibTpa3ByKOBOTO
JIMCTIEPTUPOBAHUS MTO3BOJISIET OTKA3aThCsl OT BEIIECTBA-AUCIIEPIeHTa, YMEHbBIIAIOIIETO
KO3 PUIIMEHTHI pacnpenesieHns NpuMecei Mexx 1y BOAHOM ¢da3oi u ga3oi sKcTpareHTa
3a CYET YBEJIMYCHUS PACTBOPUMOCTH TpuMeceid B BomHOW (ase. SBneHue

IMYJIbCU(DUKALIMU YCKOPSIET TPOIIECC MacCoNepeHoca MEKIY aHAITU3UPYEMO TPOOOH |
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HKCTPAreHTOM. JTO BEJIET K YBETHYEeHHI0 3(()EKTUBHOCTH Mpollecca IKCTPAKIUU U
YMEHBUIEHUIO €r0 MPOJIOIKUTEIBHOCTH.
B kadecTBe MCTOYHHKA YJIbTPa3ByKa HUCIOJB3YIOT YJIbTPa3BYKOBYIO BaHHY WIIU
BOJIHOBOJ. [IpoTekanue yapTpa3ByKOBOrO AUCHEPTUPOBAHUS UIET 32 CUET KaBUTALIMH —
npoiiecca 0oOpa3oBaHMSI B KUAKOCTH MYJbCUPYIOLUIUX MHKPOIY3bIPHKOB (KaBEpH,

TIOJIOCTEH ), 3aTIOJTHEHHBIX TTAPOM, Ta30M HJIH UX cMechio [104].

B ynpTpa3BykoBOl BOJHE BO BpeMs MOJYNEPHOIOB pPa3psIKEHUS BO3HUKAIOT
KaBUTAI[MOHHBIE MTy3bIPbKU, KOTOPBIE PE3KO 3aXJIOMBIBAIOTCS MOCTE Nepexoa B 00JacTh
MOBBIIIIEHHOTO JaBJICHUSI, MOPOXJasi CUJIbHbIC THUAPOJMHAMHYECKUE BO3MYIICHUS B
KUJKOCTH TOJ JNEUCTBUEM WHTEHCUBHOTO HM3Iy4YEHHUS aKyCTHYeCcKuX BoOJH. OIHO U3
CJIEJICTBUM YJIBTPa3BYKOBOI'O BO3JCHCTBUA — JHUCIEPTUPOBAHHE (IMYJIBIMPOBAHUE).
[105].

CornacHo nurepaTypHbiM JaHHbIM [104] nus 5>MynerupoBaHusi B IpoLEcce
MHUKPO3KCTPAKIITMOHHOTO KOHIICHTPUPOBAHUS PEKOMEHAYETCS HCIIOJIb30BaTh
yIIbTPa3ByKOBbIE€ KosieOaHus B quamnaszone ot 10 go 1000 I'.

MHUKpPO3KCTPaKIIMOHHOE KOHIICHTPUPOBAHUE c YJIBTPa3BYKOBBIM
JUCNIEPTUPOBAHUEM  JKCTpareHTa SBISETCS B  HAcTosAllee BpeMs  HauOoliee
3¢ (}HEKTUBHBIM METOJIOM KOHIIEHTpHpoBaHua. Hemoctarkom OosbIIMHCTBA padoOT MO
MHUKPOIKCTPAKIIMOHHOMY KoHIeHTpupoBanuio JII'C [103] sBiseTcss MCHOIb30BaHUE
HKCTPAreHTOB, HMMEIOLIUX IJIOTHOCTh OOJBIIYI0, Y€M Yy BOJbl M, KakK MpPaBUIIO,

TOKCHUYHBIX.

[Ipaktnueckn mist Bcex wuccaegoBanuit mo onpenenenuto JII'C  xapakrepna
HEJ0CTaTOYHasi METPOJIOTUYECKasi MpopaboTKa aHalih3a — OTCYTCTBYIOT CBEIECHHS 00
YCTOMYMBOCTU OMPEACISEMbIX aHAJUTOB B MPOIIECCE aHaNM3a U JPYTrUX HCTOYHUKAX

CHUCTEMATHUYCCKHUX HOFpCHIHOCTGfI.

[{enpro HacTOsAIIEH AUCCEPTATMOHHON PAaOOTHI ABISIACH pa3pabOTKa METOUKHU
KUIKO(HA3HOTO MUKPOIKCTPAKITMOHHOTO KoHIeHTpupoBanus JII'C mis mocneayromiero
UX BBICOKOYYBCTBUTEJIBHOTO Ta30XpoMaTorpauueckoro onpeaesieHus: B MpUPOAHBIX U

IMUTBCBBIX BOJAX.
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I'/TABA 2. OKCIIEPUMEHTAJIBHASA YACTb

2.1. AnmapatypHoe o0ecniedyeHne razoxpomMarorpaguueckoro onpeaejaeHust

JIETYYHX FaJIOreHOPraHn4YecKux coeMHeHu
Hns onpenenenus JII'C ucnonb3oBanu ra3oBbiii xpomatorpad «XPOMOC T'X-

1000», ocHameHHBIM 3JIEKTPOHO3aXBAaTHBIM JETEKTOpOM. [IpuHIMNUManpHas cxema

xpomarorpada rmpuBe/eHa Ha pUCYHKE 2.

Chpon

B OETEETOD

2~

%)
\'k.
=TT

Pucynok 2. IlpuninunuanbHas cxema Tra3oBoro xpomarorpada: 1 — OGamion ¢
razomM-HocureneM (a3or, Mapku BY), 2 — cuctema JOMOJHUTEILHON OYUCTKHU Ta3a-
HOCUTENS, 3 — CHCTEMa PEryJMpOBaHUA TMOAAauu raza-Hocutels, 4 — cucrtema BBOJA
npoObl (MCTapuTeNh), 5 — MUKPOMINPHUIl, 6 — KamuuisIpHas Xpomarorpaduaeckas
KOJIOHKa, / — Tepmoctar xpomarorpada, 8 — 3I3J[, 9 — osmekTpoHHas cucrema

xpomatorpada, 10 — cucrema perucTpanuu JaHHBIX U KOHTPOJIS TapaMeTpoB PabOThI.

BBenennas B 1o3upyolee yCTpoMcTBO Npoda MmomnaaaeT BMECTE ¢ MOTOKOM Ta3a-
HOCUTENII B  XpoMmarorpaduyueckyro KOJOHKY. BBog mpoObl  (dKcTpakTa)
OCYIIECTBJISUICSI B UCHIAPUTENIb XpoMmaTorpada ¢ moMoIpio Mukpompuiies Arar M-10

(Poccust), Hamilton (CHIA), Thermo (CILIA). PaGouwii nuana3oH MHKpOIIIPUIICB
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coctaBisin 0—10 mx, niena aenenust Mmukpommpuines Aratr M-10 u Thermo — 0.2 mx,
mukpormpuia Hamilton — 0.1 mxor.

B pabore wucnonp30Baii KBApUEBYIO KAMWUISIPHYIO KOJIOHKY C XHUMHYECKHU
NPUBUTON HEMOABMXKHOU xkuakoi (azorr DB-624 (6% umanonponundenun — 94%
METHWINOJIUCUIIOKCaH). JIJIMHA KOJIOHKU ¢ HEeMOJABMXHOM (azoit DB-624 cocrarmsna 30
M, BHYTpeHHHI nuametp — 0.32 MM, TOJIIMHA MJICHKA HEMOABUKHOM >KUIKOU (Da3bl —
1.8 mxMm. Iy obecrieueHrss TEpMETHYHOTO KOHTAaKTa XpoMaTorpaduueckoil KOJIOHKH C
CUCTEMOM BBOJA MPOOBI U JETEKTOPOM HCIOIb30BAIM TI'paUTOBBIC YIUIOTHUTENH.
OTcyTCTBHE yTE€UYEK ra3a-HOCUTENS B MECTaX MOJACOEAMHEHHS KOJIOHKH K UCIIAPUTEIIO U
JETEKTOPY KOHTPOJIMPOBAJIH ¢ TIoMoIbio Teuerckarens Restek (CLLA).

B cooTtBerctBUM € TeopeTmueckumu mnpenacrapieHusMu [106, 107] nuneliHas
CKOpPOCTh Ta3a-Hocutens (a30T) cocraBisia 14-20 cm/c. YCTaHOBKY JMHEWHOU
CKOPOCTH Ta3a-HOCHUTENSA MPOBOAWIM B aBTOMAaTHYECKOM PEXUME C IOMOIIBIO
porpaMMHOro obecnedeHus: «Xpomoc» Bepcus 2.16.24. YCTaHOBICHHYIO JTHHEHHYIO
CKOPOCTh KOHTPOJIMPOBAJIM BBEAECHUEM | MK HecOpOMpYIOIIErocss B KUAKOM (ase
KOMIIOHEHTa — KHCJIOpPOJa 4epe3 BpeMs BbIXOJAa €ro U3 KOJIOHKH. Pacuer JmHEHHON

CKOPOCTH Ta3a-HOCUTEJIsS IIPOBOIMIIH 110 POpMyIIe:

t (7)

rjae U— JIMHEeHas CKOPOCTh raza-HOCHUTEINS, CM/C;
L — qMHa KOJIOHKH, CM;
tm — BpeMs BbIXOJa KUCIIOPOAA, C.

Jns  peructpauuu INpUMECEN MNPUMEHSUIM JETEKTOpP JJIEKTPOHHOIO 3axBara.
KanumisipHast KoJIOHKa cOeIMHEHA ¢ BhICOKOTeMIlepaTtypHoit kamepoit (BK) nerexropa,
KyJla TpUMECH TMOMaAarT mocie pasaeneHus. [IpuHuunuanpHas cxema JeTeKTopa
npe/cTaBiieHa Ha pucyHKe 3. ['eomeTpudeckuii 00beM KaMephl, B KOTOPOW MPOUCXOIUT

3
MPOLIECC NIETEKTUPOBAHUS ONPEECIAEMBIX BEIIECTB, cocTaBisieT 0.2 cM”.
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Pucynok 3. [letexktop 31eKTpoHHOrO 3axBara: 1, 2, 3 — anekTpojsl, 4 — KopIryc,

5 — ucrounuk UBMP3H-63, 6 — ocHOBaHue.

[Tpunnun paboter 33]] 3akmrouaercs B ciemyromeM. [loTok raza-Hocutens u3
KOJIOHKM TIOCTyIaeT B BbICOKoTeMiepaTypHyio kamepy (BK) perextopa. B oObeme
KaMephl Ta3 TMOJIBEpraeTcsi BO3JACUCTBHIO O€Ta-M3Ty4YeHUS HCTOYHHUKA HHUKEIb-63
(MUBUP3H TV 7016-056-41805307-2002), B pe3yibTaTe 4Yero ra3 HOHU3UPYETCS C
oOpa3oBaHUEM TIOJIOKHUTEIBHO 3apsSHKEHHBIX MOHOB M CBOOOJHBIX JJICKTPOHOB TIO
peaKIuu:

N2 — N2+ + €
[Iporecc noHM3aNMK YaCTUYHO OOpPATHUM, TaK KaK MPOUCXOTUT UOH-3JICKTPOHHAS
pekoMOuHarus. [lpy MosBICHHH B ra3e-HOCHUTEIE MOJICKYJ OIPEAC/IIeMBIX BEIICCTB
(M), obnamarommx CpOJCTBOM K DJIEKTPOHY, B 30HE JCTCKTUPOBAHUS MPOUCXOIUT
peakiusi 3axBaTa CBOOOIHOTO JJIEKTPOHA MOJEKYJION OIpeaensieMoro BEIIecTBa C

MOCJIEYIOIIEH NOH-UOHHOW peKOMOWHAIIMEH C TTOJIOKUTEIIbHBIM HOHOM Ta3a-HOCUTEIS:
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M+¢e—->M
M + N2+ — M+ Ng

B pesyabTaTe 3THX peakuuMid yBEIMYHMBAETCS JIIEKTPHUUECKOE CONPOTUBIICHUE
JETEKTOpa, YTO MPUBOAUT K YBEIWYEHUIO NAJECHUS HANPSIKEHUS MEXKIY aHOIOM H
KaToJoM JeTekTopa. M3MeHeHue HampspkeHHs MpeoOpa3yeTcss B TOKOBBIM CHTHAI.
YcuneHHsli W NpeoOpa3oBaHHBIA  CHUTHAJN — SIBJISIETCS  MEpPOM  KOHIICHTpAIUH
OMPENIENAEMOr0 BEIIECTBA B JETEKTOPE.

[Tpu pabote ¢ D3]] mpeabABIAIOT BRICOKHE TPEOOBAHMS K YUCTOTE ra3a-HOCHUTEIS U
BCEH XpoMaTorpauueckoil CHCTEMBL: COMIEpyKaHke TIPIMECEH, 3aXBaThIBAIOIINX JICKTPOHBI,
JIOJDKHO ObITh MUHMMATBHBIM. [10 3TOM mpuurHE B KauecTBE Ta3a-HOCUTEIST MPUMEHSUIIN
a30T Mapku «Ocoboit unuctotel, 1-i cop» (I'OCT 9293-74), conepxanue npumeceii B

ra3¢ — HOCHUTCIIC ITPUBCACHO B Ta6JII/IIl€ 3.

Tadauua 5. Conepxanue npumeceil B azote Mapku «Oco0o0il YuCTOTHI, 1-i copT»

(TOCT 9293-74)

HanMeHoBaHue napamerpa dakTruyeckoe conuepxkanue, 00. %
Azor 99.999
Kucnopon 0.0005
BoasHoit map 0.0007
OObeMHas 10151 CYMMBI YTIIEBOIOPOIOB 0.0003
OOBeMHast 107151 BOJIOPO/1a 0.0002

B kayecTBe WUCTOYHMKA YJIbTpa3ByKa [JIsl JAUCHEPTUPOBAHUS DKCTpareHTa
UCHONB30BaIM  yabTpa3BykoByto BaHHy GAOYUE 3560 (Kurail) c¢ yacTtoToii
yIIbTPa3BYKOBBIX Kojebanuii 42 k' u MoutHoCTHIO M3MyueHus — 60 BT.

B3BemnBanue BEMIECTB MPOBOAWIOCH HA JJIEKTPOHHBIX AHAIMTUYECKHUX BECax
SHIMADZU AUX-220 niepBoro Kj1acca TOYHOCTH.

Pa3pymieHue 5MylbCHM 3KCTpareHTa IOCji€ TPOBEIECHUS MHUKPOIKCTPaKLIUU

IpoBOIMIIN C ToMoIIbio eHTpudyru OITH-8YXJ14.2 (TY 5.375-4261-76).
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2.2. Ucnoab3yemMblie peakTHBbI

B kadecTBe MHAMBUIYaTbHBIX MPUMECHBIX BEIIECTB HMCIOJIb30BAJIN: HOJUCTHIM
metun (x.4., TY 6-09-3988-83), xiopodopm (x.u., TY 2631-066-44493179-01),
YeThIpeXXJopUcThIil yriepoa (x.4., FOCT 20288-74), Tpuxiopatuiex (oc.u. TY 20631-
031-44493179-99), terpaxmopatwiern (4., TY 20631-031-44493179-99), 1,1,1,2-
teTpaxjopatan  (Supelco # T7209), Opommuxiopmeran (I'CO  7359-97),
muopomxiopmeran (COIT 0405-03 EH-LH 13), 6pomodopm (4., I'OCT 5851-75),
CTaHAapTHas CMECh getbipex  JII'C (xopodopmM, OpOMANXIIOPMETAH,
nuOpomMxiiopmeTan, 6pomodopm) B metanose (Supelco # 4-8746).

B xagectBe skcrparenTa mpumensiid rexcan (TY 2631-001-04715285-2012),
JIOTIOJTHUTENIBHO OYHMIICHHBIA pekThudukanueii. BricanuBaromieil 100aBKON SBIISIICS
xsopun Hatpus (I"OCT 4233-77). Boanbie pacTBOpHI ¢ 3aaHHOM KoHeHTparueit JII'C
TOTOBWJIM METOJIOM IOCJIEI0BATEIBLHOIO pa30aBlieHUs HAa OCHOBE BOJIbI, OYMILEHHOMN

JIUTCIBHBIM KHILTYCHHUCM.

2.3. TexHuKa BBINOJHEHUS MUKPOIKCTPAKIIHOHHOTO KOHLIIEHTPUPOBAHUS

npumecei

Mukposkempakyus ¢ oucnepauposanuem mpemvum KOMHOHEHMOM

B uentrpudyxnyro npoOuUpKy BBOAWIM 7 MII HCCIAEAYEMOH BOIBI, Tyda K€
nobasiasiim 0.5 M ATWIOBOrO  CHUpTa, coiepxamiero 15 MK rekcasa.
OO0pa3oBaBIIyIOCS IMYITBCUIO IIEHTPpUPYTHpOBaIN B TedeHUe 3 MuH nipu ckopoctu 6000
o0/muH. lleHTpudyrupoBanre SMYIbCUM TPUBOAWIO K BBIICICHUIO DJKCTpPakKTa B
BEPXHEW YacTH MPOOMPKH B KATMOPOBAHHOM KANWJUIAPE C BHYTPEHHUM JIHAMETPOM
1.2 £ 0.1 mm. O6beM BbIAEIUBIIETOCS dKCTpakTa coctaBimsul 3.4 +£0.3 mxi. [locne
paznenenus ¢a3 1 MK TpoObl KOHIICHTpaTa OTOMPAK MPHU TTOMOIIY MUKPOIIIPHUIIA U

BBOJIMJIU B UCIIAPUTEIIb Xpomarorpada.
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Muxposxkcmpakyus ¢ oucnepeuposanuem yivmpazeykom

Cxema mpoBefeHHMsS KOHIICHTPHUPOBAHUS TMpEJCTaBlIeHa Ha pHUCYHKe 4.
KoHuenTpupoBanve MpOBOIMIN B LEHTPU(DYKHOM MpoOMpKe, K BEpXHEH YacTu
KOTOPOM NpHNasiH KaTUOPOBaHHBIN KallAJULSP.

B uentpudyxuyio mnpoOupky mnomemaid 7 M aHAIU3UPYEMOrOo BOJHOIO
pacTtBopa. MukpoumnpuiieM BBOJWIM B Hee 15 MK JKcTpareHTa — TeKcaHa,
OJTHOBPEMEHHO BO3JCHCTBYSl Ha BOJHBIA PACTBOP YJIbTPA3BYKOBBIM H3ITYUCHHEM.
O6nyuenne mnpoBoawin B yinbTpa3BykoBod BanHe GAOYUE 3560 mnpu uacrore
yIIBTPa3BYKOBBIX KoJjiebanuil 42 kl'n, Momuoctu m3nydeHuss — 60 Bt. B pesynbrare
00pa30BBIBANIaCh OMYJbCHSI OPTaHUYECKOTO OSKCTpareHTa B BOJAHOM pPacTBOpE.
ArperupoBaHue 4acTHIl IMYJIbCUH IIOCIIE MPOBEACHUS MUKPOIKCTPAKIIUU MPOBOIUIH C
nomomipto  1eHTpupyru  OIlMu-8YXJI4.2 (TY  5.375-4261-76). C  uenbio
MpENIOTBPAIICHUSI HUCMAPEHUs] OKCTpareHTa Kamwuislp LHEHTpUy HOM MpoOUpKu
3aKyNOpUBAJIU TpyOuaTOM MOIMATUIIEHOBOM 3arnymkoil. Ilocne uneHtpudyrupoBanus
IKCTPAKT coOWpancs B Kamwuisipe B BHJE CTOJIOMKA >KUAKOCTH, U3 KOTOPOTO
MUKpPOILUIIPUILIEM OTOMpaIM AJIUKBOTY JIKCTpakTa oObeMOM 1 MKJI M BBOAMIU €€ B
xpomatorpad. Temmepatypa, TpH KOTOpOHl MPOBOAWIM  KOHIICHTPHUPOBAHUE,
coctasisina 25 + 1°C.

st onpenenenust koddduieHTa KOHIIEHTpUPOBaHus 1Mo Gopmyne (5) roToBuIH
BOZIHBIC PACTBOPHI C KOHIEHTpaImel ompenensieMpix Bemects 1-10°—1.6-10 °mr/m.
KoHlleHTpanuio mnpuMecH B HWCXOJHOW BOJE OMPEACTSUIM aHAIM30M OKCTPAKTa,
MOJIyYEHHOTO TpPH COOTHOIIEHHEe 00BbeMOB BoAbl M rekcaHa 1 : 1. Boay u rekcan
NOMeIlau B Mpo0ooTOOpHUK 00beMoM 2 M (Agilent 5182-0714), koTopslil 3aKpbIBaIN
KPBIIIKON C CHUJIMKOHOBOM MPOKIAaIKOH, MOKPHITONH (PTOpOIIacCTOBOM TUieHKOM. bBbiio
MOKa3aHO, YTO CTENEHb HU3BJICUEHHUS NPUMECH MpPHU COOTHOLIEHWH oO0beMoB 1 : 1
cocraBisieT He MeHee 95-98%, T.e. KOHIIEHTpAIlMM B BOJI€ U T€KCAHE MPAKTUYECKHU
COBMAJajiM. 3aTeM MPOBOAWIM KOHIIEHTPUPOBAHUE NpUMECEd U aHAIU3UPOBAIU
AKCTPAKT, TOCJIE Yero OLCHUBAIU cojepkaHue npumeceid B 3KCTPAKTE (Co, MI/T) H
paccuuThiBasii KO3 dumeHT KoHIeHTpupoBanus K u crenens usBneueHus o. CreneHpb

W3BJICYCHUS PACCUMTHIBAIIN Yepe3 KOdPGUIIMEHT KOHIICHTPUPOBAHUS 110 hopmyJie:
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Pucynok 4. Cxema mpoBeAcHUS KOHILEHTPUPOBAHUS C  YJIbTPAa3BYKOBBIM
JTUCTIEPTHPOBAHUEM dKCTparenta: 1 — aHanmm3upyemsblil pacTBop, 2 — yIbTpa3ByKOBas
BaHHA, 3 — IUNPHI] JJs BBEICHUS OJKCTpareHTa, 4 — 00pa3oBaBIIAsCS AMYJIbCHS,

5 — aKCcTpaKT, 6 — MmIpHIL ISt 0TOOPA IKCTPAKTA.

T'azoxpomamoepaghuueckuti ananu3z
I"azoxpomarorpaduueckoe pazzaesneHue OCYILIECTBIISIIN B pexuMe
MPOTPAMMHUPOBAHMS  TEMIIEpaTyphl: HAYaJbHYIO Temmeparypy koysoHku 50°C
MOJJEPKMBATIM B TEUEHHE 8.5 MHUH, JAJIEe TEMIEpPaTypy KOJOHKH CO CKOPOCTBIO
10°C/mun yBenumuuBanu o 7' = 150°C, mocne 4yero moajepKuBajid €e¢ B TeueHue 25
MuH. Temneparypa ucnapurens cocrasisna 150°C. Temneparypa nerexropa — 250°C.
Jlenenue nmotoka raza-Hocurens coctasisuio 1 : 10. [Togays azora B geTekTop —
30 mu/muH. O6BeM TTpoObI, BBOJUMOM B KOJIOHKY, cocTaBisul 1 Mki. KonnuecTBeHHOE
oTpeieSICHHE TTPUMECEH B AKCTPAKTAX MPOBOJIUIN METOJIOM aOCOIOTHON TpagyrpOBKU
Mo IUIOMIAAsIM MHUKOB. ['pagyMpOBOYHBIE 3aBUCUMOCTH CTPOWJIM C HUCIOJIb30BaHUEM

06pa3u03 CpaBHCHH:, KOTOPBIC TOTOBHUJIM HAa OCHOBEC I'CKCaHa B CTCKIIIHHBIX aMITyJiax C
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¢dTOpOMmIacTOBBIMHM IITOKaMH. J[Mama3oH KOHILIEHTpAIMil MPUTOTOBIEHHBIX PACTBOPOB

coctasisut 1-4 - 107 mr/n.

Hccneoosanue cuoponumuieckoui ycmouuugocmu

Boansie pactBopbl JII'C koHUEHTpaluen 8-10%-2-10" MI/1 TOTOBHJIM Ha OCHOBE
OUYHUIIEHHON JIMTEIIbHBIM KUIISTYEHUEM BOJONPOBOAHON BOoAbl 00beMoM 0.5—1.0 1. 13-
3a HM3KOW PacTBOPUMOCTH TaJIOTEHOPTaHMYECKUX COCIUHEHUW B BOJE B KauyeCTBE
HCXOJIHOTO PacTBOPA MCMOJb30BaIN T'€KCaH ¢ KOHIeHTparuen nmpumeceit 10—100 mr/m.
Jlnst mpuroTOBJICHUS pa30aBIEHHBIX BOJHBIX PACTBOPOB S5 MKJI 3TOTO pPacTBOpa
JUCIIEPTUPOBAIIM C MIOMOIIBIO YIBTPa3ByKa B 7 MJI BOABI U fanee pazdasisum g0 1.0 i
[Tocne mpuUroTOBIEHHS MOJEIBHBIX BOJHBIX PACTBOPOB uepe3 Kaxkapie §-25 u — 10
CYyTOK KoHTposiupoBaiu cojaepxkanue JII'C ¢ nmpuMeHEeHHEeM MHKPOIKCTPAKIMOHHOTO

KOHOCHTPHUPOBAHUAI.



40
I'JTIABA 3. PABPABOTKA METOAUKU MUKPOOKCTPAKIIMOHHOTI' O
KOHHOEHTPUPOBAHUSA C AUCITEPTUPOBAHUEM JDKCTPAI'EHTA

3.1. BbIOOp 3KCTpareHTa U OLEHKA €ro YuCTOThI

Bb16op sKkcTpareHTa — 3TO OJIMH M3 BaXKHEWIHUX 3TAnoB pa3padOTKH METOJAMKHU
KOHIIeHTpupoBaHusa. Kak yxe oTmeuanoch, oOmuM TpeOOBaHHEM K IKCTpareHTaMm B
MHKPOOKCTPAKIIMOHHOM KOHIICHTPHPOBAHHH SBISICTCS Manasi pacTBOPUMOCTH (~107
mac. %) B BOJ€ M OTHOCHTEIBHO HU3Kas JeTydecThb (T, > 60°C) [90]. Dtu cBoiicTea
ONpENENSIIOT  CTaOMJIBHOCTh M, B  HEKOTOPOW  cTeneHd, 3PQPEKTUBHOCTb
KOHIIEHTpUpPOBaHUs. BaxkHbIM  KpuTepueM BbIOOpa OSKCTpareHTa B  Clydae
XpoMaTorpauueckoro OmpeeiaeHuss CKOHIEHTPUPOBAHHBIX MPHUMECEH SBISETCS
COBMECTHMOCTb IKCTpareHTa ¢ 3TUMU IPUMECIMU, OCOOEHHO B yCIOBUSX NPUMEHEHUS
OuHapHOU (a3bl IEPEMEHHON €MKOCTH, KOTJa MPUMECH JOJIKHBI JJIFOUPOBATHCS MOCIIE
OCHOBHOTO KOMITOHEHTA — DKCTPareHTa.

YucroTa SKCTpareHTa WIpaeT BaXKHYIO poJib B HAJEKHOCTH IOTy4aeMbIX
pe3ynbTaToB. OCHOBHBIMH 3arpsi3HEHUSIMHU JTIOOBIX DKCTPAareHTOB SBIISIOTCS BEIIECTBA,
ONMu3KMe K HHUM [0 XUMHUYECKUM M (u3mueckuMm cBoiictBaM. K cokaneHuo, B
cepTu(uUKaTax >KCTPAreHTOB HE BCErja MPUBOISTCS JIaHHBIE MO COACPKAHUIO B HHUX
npumeceit. [loaromy HEOOXOIUMO UX OMpeIeTIECHUE.

[Ipu BbIOOpPE BKCTpareHTa Mbl PYKOBOJICTBOBAJIUCH H3J0KEHHBIMU  BBIIIE
COOOpaXeHMSIMH, a TaKKe€ OKOJOTHYHOCThIO pa3pabdaTeiBaeMOro anamm3a. B
HauOOIbIIEH CTETICHN KOMILJIEKCY TPEOOBAaHUM K KCTPAreHTY OTBEYAIOT YTIIEBOOPOIbI
— W-TIeHTaH M TekcaH. Ha pucyHkax 5-8 mpencTaBieHbl XpomMaTorpaMMbl 00pa3lioB
H-TIGHTaHa, TeKcaHa (Pa3MMYHBIX TOPTOBBIX MapoK) M TeKCaHa, IOTOJHUTEIHHO
OYHIIIEHHOTO pekThuduKanuei. B tabnuue 6 npeacraBieHa YMCTOTa MCCIIEIOBAHHBIX
sKcTpareHToB. OTBewarommM  TpeOOBaHUSAM TIO YHCTOTE OKa3aJicsd TeKcaH,
JIOTIOTHUTEIHHO OYMINEHHBIH pekThduKanueii B MHCTUTYyTE XWMHU BBICOKOUMCTBIX
BemecTB uM. ['.I". JleBsaTeix PAH. DT0oT 00pa3en rekcana ObLI BEIOPAH IS TaIbHEHIITIX

HUCCIIeI0OBaHUMH.



Ta6anua 6. Pe3yibraThl KOJTUYECTBEHHOTO aHAIN3a PA3IMYHBIX 3KCTpareHToB, M/, (N=3, P=0.95)
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H-IleHTaH
X I'excan ['excan
«bantuka- I'excan
[Tpumech - copt-1 «Kpuoxpom» copr-1 «prﬂ()Xp oM, .
PeakTuy SIGN#A;_E%%?FICH TV - 2631-001-04715285-2012 JIOOUYHUIIICHHBIA peKTU(UKAITUEH
TV 2631-139-
44493179-11
VoaucTerii stim (3.0+0.6)- 10 <6-10° <6-10° <6-10°
Xmopodopm 3.7+0.44 0.12+0.02 0.30+0.05 <1-10°
HeThIpexx10pHCTEIi 0.13 +0.02 0.60 = 0.01 (5+1)-10° <6.10
YTJIEPOJT
TPHUXIOPITHICH 11+1 3+0.3 0.3 +0.04 <3.10°
TeTpaxiopITHICH 13+1 12+1 0.5+ 0.06 <3.10"
1,11,2- 4 4
0.25+0.06 0.08 £0.02 <2-10 <2-10
TerpaxnopaTan
BpoMohopm 20+0.3 0.5+0.1 <4.10" <4.10*
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Pucynok 5. XpomarorpamMmma aHajau3a H-lieHTaHa (X.4.).
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Pucynok 6. Xpomarorpamma aHanuza rekcanHa (x.4.), SIGMA-ALDRICH, #

158941.
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Pucynok 7. Xpomarorpamma anHanmu3za rekcaHa (copt 1) «Kpuoxpom» a0

IIPOBEICHUS OYMCTKU PEKTU(DUKAIIUEH.
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Pucynok 8. Xpomartorpamma ananuza rekcaHa (copT 1) «Kpuoxpom» mnocie

OUYUCTKH PEKTHU(PUKALIUECH.
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3.2. MeToanka MUKPOIKCTPAKIIMOHHOT0O KOHIIEHTPHMPOBAHUS € YIbTPa3BYKOBbIM

AUCIICPIrUPOBaAHUEM IKCTPArcHTa 1 U3YyUYCHHUE €€ BO3MOKHOCTEH

Ha pucynke 9 mnpeacraBieHa cxemMa MPOBEICHUS MHUKPOIKCTPAKIIMOHHOTO
KOHLIEHTPUPOBAHMS C YJIBTPA3BYKOBBIM JIUCIIEPIHpOBaHMEM TekcaHa. lIpencraBiieHbl
BCE OTalbl MHUKPOIKCTPAKIMOHHOTO KOHILIEHTPUPOBAHUS OT BBOJA OKCTPareHTa C

OJTHOBPEMEHHBIM €T0 JUCTIEPTHPOBAHUEM JI0 OTOOPA IKCTPAKTAa MUKPOIITIPULIEM.

Pucynok 9. ®otorpadpuu dSTanoB MNpPOBEACHUS  KOHLIEHTPUPOBAHUS  C

yJIbTPA3BYKOBBIM JUCIIEPTUPOBAHUEM OSKCTpareHTa: a — BBOJ DJKCTpAareHTra W
OJIHOBPEMEHHOE O00JIy4eHHE YJIbTPa3BYKOM BOJHOTO pacTBopa, 0 — oOpa3oBaBIIasics

AIMYJIbCHSI T€KCaHa B BOJIE, B — LIGHTpU(dyraT, r — oT00p dKCTpaKTa.

3.2.1. ®opma eMKOCTH ISl IPOBEACHUS MUKPOIKCTPAKLIUHA

WICrKUMMW» IKCTParcHraMmu

[IpuMeHeHne KJIaCCUYECKUX APKCTPAreHTOB ¢ MaJION TJIOTHOCTHIO ISl TIPOBEACHUS
KOHIICHTPUPOBAHMUS C JUCIEPTUPOBAHMEM 3aTPyJIHEHO, TaK KaK MHUKPOOOBEMBI
«JIETKUX» PaCTBOpUTENIEH pacrpeessstoTcs M0 MOBEPXHOCTH BOJbI B BUJI€ TOHYANIIIEH
MJIEHKH, KOTOPYIO BeChbMa HEMpOCTO coOpaTh. s pemieHust JaHHON MpoOJieMbl HaMU

OBIJIO TPENJIOKEHO WCIOJb30BaTh MEHTPU(DYKHYIO MPOOMPKY B BHUIAE COCyAa C
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BBITSHYTBHIM KallWUISIPHBIM FOPJIBIIKOM (pucyHOK 10), BHYTpEHHHI AUaMETP KOTOPOTO

1.2 MM 103BOJSIET OTOOPATH HKCTPAKT UTII0H MUKPOIIIPHUIIA.

[IpeumyiecTBa JTaHHON MNPOOMPKU HAl APYTUMHU E€MKOCTSIMH, MPEIJI0KEHHBIMU
JUTSL TIPOBEACHUST MHUKPOIKCTPAKITUU, COCTOST B TOM, YTO 3HAYUTEIIBHO OOJeTYaeTcs

OT60p AJIMKBOTEI JJIA aHAJIKW3a U YMCHBIIACTCA KOJIMYCCTBO UCIIAPCHHOI'O OKCTPAKTA.

Pucynoxk 10. Ilentpudyxnas mpoOupka mjis MNPOBEACHUS MHUKPOIKCTPAKIIUU

OKCTpAarcHTaMu C IMIOTHOCTBbIKO MCHBIIIC, YEM IIJIOTHOCTb BOJBI.

3.2.2. Bb100p HCTOYHHMKA yJIbTPa3ByKa U MPOA0JKHTEIbHOCTH 00, IydeHH s

B  kauectBe  MCTOYHMKA  yJIBTPa3BYKOBOIO  M3JIYyYEHHS  MCIOJb30BAIH
yIbTpa3ByKoByr0 BaHHy Moaemu GY 3560, paGouas wactora ymprpasByka — 42 K,
MomHOCTh u3nydenus — 60 Bt. Yacrora 42 KI'11 BXogUT B HHTEpBaJl 4acTOT, HauboJsee

noaxoadAmux ajil NpOBCACHUA OMYJIIBI'MPOBAHUA, IIPH ATON 4YacTOTE HE MMPOUCXOJAT



46
XUMUYECKHME TMPEBpAIICHUS] NPHUMECEH M  OKCTPAareHTa, HeXKeJaTeabHble IS
MUKposKcTpakuuu [ 105].

B unrepsaine ot 30 ¢ 10 8 MUH KCCIEA0BAHO BIUSHUE BPEMEHU 00JIy4eHHs BOJTHON
CHUCTEMBbI YJIbTPa3BykKoM Ha 3((eKTHBHOCTH KOHIEHTpuUpoBaHus. M3 pucynka 11
BUJIHO, YTO TMPU YBEJIWYEHUU BpPEMEHU OOJy4YeHHUs 3HAUYCHUs KOdI(PPUIIUEHTOB
KOHILIEHTPUPOBAHUS  YBEIMYUBAIOTCS, JIOCTUTass K 3 MHUHYTaM MAaKCHUMaJbHOTO
PABHOBECHOTO 3HA4YEHUSA. JTO OOBACHSIETCA TEM, YTO pa3Mep 4YacTHUI] 0Opa3zyrouiencs
AMYJbCUHM YMEHBIIACTCS C YBEIMYECHUEM BPEMEHH YJIbTPAa3BYKOBOTO BO3JIECUCTBUS, HO
IIOCJIE OIPEACICHHOIO BPEMEHU OOJIyYeHHs] M3MEHEHUE B pa3Mepax YacTHI] yKe He
npoucxoaut. [lomydeHHass 3aBUCMMOCTb COTJIACyeTcs C JUTEPATYPHBIMH CBEICHHUSIMU
[103]. TToaToMy BpeMs yabTpa3ByKOBOro oOJyuyeHUs 3 MUHYTHI ObUIO BBIOpAHO Kak

OIITUMAJIBHOC.

K
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| T T L
350 1 i +3
300 | [
T I a
250 1 |3 T + £2
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100 - {V/é £ 1
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[] T T T T T T T T 1
0 1 2 3 4 5 6 7 8 9
Bpemsa,MuH

Pucynok 11. 3aBucuMocTh 3HaueHUN KOIP(OUIIMEHTOB KOHIEHTPUPOBAHUSI OT
BPEMEHHU YJIBTPAa3BYKOBOTO oOmyuenus: 1 — xjopodopMm, 2 — Opomodopm,

3 — 4EeTBIPEXXJIOPUCTHIA YIIIEPO/I.
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3.2.3. Bb10op o0bema 3KcTpareHTa

BapbupoBannem o0beMa SKCTpareHTa H3y4deHa 3aBUCUMOCTh KO3((duUlMeHTa
KOHIICHTPUPOBAaHUSI OT o0O0beMa »sKcTpareHTa. OO0BEM »HKCTpareHTa HU3MEHSJIA B
uHTepBaie 15-25 mxi. Ha pucynke 12 mpencraBiieHa 3aBUCUMOCTbH Kod(duimeHTa
KOHILIEHTPUPOBAHUSI OT 00BbEMa MCMOJIb3YeMOIro 3KcTpareHTa. JIMHusMu 00O3HaueHa
TEOpeTUYeCcKasi 3aBUCUMOCTb, TOUKH — SKCIIEPUMEHTANIbHBIE JaHHble. BunHo, uTO mpu
YBEIMYEHUH OObEeMa DKCTpareHTa MPOUCXOJUT yMEHblIeHue Kod(duiueHra
KOHLIEHTPUPOBAHUSI. DTO CBA3AHO C TEM, YTO IMPHU YBEIMYEHHH OOBEMA SKCTpareHTa
NPOUCXOAUT pa3z0aBieHue mpumeced. 11 MpoBeACHUS MUKPOIKCTPAKIMOHHOTO
KOHIIEHTPUPOBaHUs ObLI1 BbIOpaH 00beM rekcana, paBHblil 15 mxii. Pabora ¢ MeHbIIMMU
oO0beMaMM 3aTpyJHEHa H3-3a CJOXKHOCTHM OTOOpa aJMKBOTBI JKCTpaKkTa IS

FaBOXpOMaTOFpa(i)I/I‘IGCKOFO aHaJIn3a.

K
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Q0BbeM 3KCTpareHTa, MK

Pucynok 12. 3aBucumocth K03GGUIIMEHTa KOHIICHTPUPOBAHUA OT O0BeMa

skcTparenta: 1 — xsmopodopm, 2 — 6poMmodopM, 3 — YETHIPEXXJIOPUCTHIN YTIEPOI.
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3.2.4. BiusiHue CKOPOCTH BpallleHUsI pOTOPa HeHTpudyru

Ha pa3jaesenue ¢a3

CornacHo nutepaTypHbiM JaHHbIM [108] dakTtop pasaeneHuss YacTUll MpU

HEHTPU(PYTUPOBAHUU TPSMO TMPOMOPIUOHAICH KBaJpaTy YacTOThl BpalleHUs poTOpa

HeHTpUyTHU:

r g ©)

rae F, — daxrop pazgenenus;

Oyt — 9ACTOTA BPALICHUS POTOPA LEHTPHYTH, C

I't — MAaKCUMaJTbHBINA BHEIITHUN PaJNyC BpaIICHUS POTOpa EHTPUDYTH, M;
g — YCKOpEHHe CBOOOIHOTO MaeHus, M/c’.

Tak kak pazzneneHue cMeced MPOUCXOJIUT B CTEKJISTHHBIX aMITyJiax, HE0OXO0IUMbIM
YCJIIOBUEM SIBJIIETCS YCTAHOBJICHHME MAKCHUMaJbHOM CKOPOCTH BpalleHUsi poTopa
HEHTPU(YTH, KOTOPYIO MOKET BBIJIEPKUBATH CTEKJISTHHAS aMITyja

JHuanazon ckopocteit Bpamenust potopa nearpudyru OITH-8YXJI 4.2 cocraBnser
ot 1000 no 8000 o6/muH. HaMu yCTaHOBIEHO, UTO MPHU CKOPOCTSIX BpallleHusi Oojiee
6000 06/MUH MPOUCXOAUT PACTPECKUBAHKE EHTPUDYKHBIX MPOOUPOK U YACTHIN CIOM
MPUNASHHOTO TOHKOTO CTEKISIHHOTO Kamwisapa. [lo 3Tol mpuymHE B KadecTBE
ONTUMaJbLHON ObLIa BhIOpaHa CKOPOCTH BpallleHHusi poTopa mneHTpudyru pasHas 6000

00/MHUH.
3.2.5. Bausinue BpeMeHH HeHTPUGYTrupoBaHus HA MOJHOTY BbIAeJeHHS IKCTPAKTa

Bpemst uentpudyrupoBanus BapbupoBasii oT 1 a0 10 MHHYT, mpuU CKOPOCTH
BpamieHus: poropa 1neHTpudyru 6000 o6/muH. PesynpTaThl TpenCTaBICHBI Ha
pucynke 13. 3a kopoTkoe BpeMs (1-2 MUHYTBI) pOoTOp LEHTpUYTHU HE ycrieBal HaOpaTh
MakcUMajbHble 000poThl. 1o 3TON mpuuuHE B OTAENbHYIO a3y OTAENSIOCh HE Oosee

50% wmakcuMallbHOTO O0BEMa DJKCTPaKTa, PAacTBOP MPH OTOM UMET 3aMETHYIO
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onanecuenuuo. [Ipu nmpomomxutensHocTH HeHTpUudyrupoBanus Oosnee 3 MUHYT HE
IMPOUCXOJMIIO CTAaTUCTUYECKHM 3HAYMMOIO HW3MEHEHUs O00beMa BBIACISIIONIErocs
skcTpakTa. lloaromy BpeMs ueHTpupyrupoBaHusi 3 MHUHYTHI ObUIO BBIOpAaHO Kak

OIITUMAJIBHOC.
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Pucynok 13. 3aBucumMocTh 00BEMa BBIACIIEMOTO0 OKCTpakKTa OT BPEMEHHU

HEHTPUPYTUPOBAHUS

3.2.6. Biusinue BoIcaJIMBAHUSA

CoeprkaHne Coleii B HCCIeIOBaHHBIX BOIHBIX pacTBopax coctamsuio 107-1%. B
9TOW 00JacTH BENMYMHBI KOA((HUIIMEHT KOHIEHTPHPOBAHUS IOCTOSHHBI. BrusHue
OomnbIiero  cosiecofiep’kaHus Ha KOA(M(GUIMEHT KOHIICHTPUPOBAHUS HU3ydald C
UCITOJIb30BAaHUEM B KadeCTBE BBICATMBATEIA Xjopuaa HaTpusa. Kak mokazamu
WCCJICIOBAHMUSI, TIPU COJICP’KAHUH COJIM B BOJHOM 00pasIie B MHTEPBaJIC KOHIICHTpAITU
ot 2 10 15% mpoucxoaut ymeHbieHne Kod(OPUIIMEHTOB KOHIIEHTPUPOBAHUS 110 BCEM

uccienyeMbiM npuMmecaMm (pucyHok 14). BepositHo, ymenblueHue 3(()EeKTUBHOCTH
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KOHIICHTPUPOBAHUS CBA3aHO C TE€M, UTO J00ABJICHUE COJIEH MPUBOIUT K 0Opa30BaHUIO B
pPacTBOPE MAJIOMOJIBHKHBIX T'MAPATHPOBAHHBIX HOHOB, KOTOPHIE YMEHBIIAIOT CKOPOCTh
mubdy3un onpenensieMbIX MpUMece B opraHuueckuil skcrparedt. [lo 3Tol nmpuunHe

BCC ITOCJICAYIOMINC UCCIICAOBAHUA ITIPOBOANIINCH oe3 I[O6aBJ'IeHI/I$I BbICAJIMBATCIIA.

K
450
400
350 --
& 6
300 0 i E
1 - 5+
250 T 4
T T
200 - z 2 3 1
150 -
100 H_i\i\j\;
g 2 ]
50
4'—5—5—5—11 1
0 5 10 15
C(NaCl), Y%omacc.

Pucynoxk 14. 3aBucumoctd  KO3(P(ULUHUEHTOB  KOHLUEHTPUPOBAHMS  OT
KOHIIEHTpaIluu cosieBo go0aBku: 1 — dHomucteii merwsn, 2 — xjopodopwm,
3 — tpuxyopatriieH, 4 — 1,1,1,2-terpaxiopaTaH, 5 — UYETBIPEXXJIOPHUCTHIN YIIEpo,

6 — TEeTpaxJIOpPAITHIICH.

3.2.7. KoHTpOoJIb MaTEPHUAJIBLHOI0 0AJIaHCA IKCTPareHTa

B JKCTPAKLIMOHHOM cuUcTEeMe

I[J'IS{ BBbIICHCHUA IMPOUCXOTAT JIM CTATUCTUYCCKU 3HAYUUMBIC IMOTCPHU ISKCTpArcHTa,
CBSI3aHHBIE C €TI0 YaCTUYHOM paCcTBOPUMOCTBIO M HCIAPCHHUCM B XOAC IIPOBCIACHUA

MUKPOAKCTPAKLIMU, MTPOBOJMIN KOHTPOJIb MaTepUabHOTO OanaHca B aHAIM3UPYEMOU
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cucreme. [l 3TOro IITAaHTENbLUUPKYJIEM HM3MEPSUIM  BBIACTSIOUIMICS CTONOUK
skcTpakTa. Bwicota ero cocraBuna 13.20+0.05 MM, 4YTO COOTBETCTBYEeT 00BEMY
skctpakta 14.90+0.06 mxn. HMcxomHoe KOJIMYECTBO JKCTpareHTa, BBEIACHHOTO B
HeHTpU(DYXHYI0 TIPOOHpKY, cocTaBisuio 15+0.1mkn. Pe3ynbratel cBHIETENBCTBYIOT O
CTAaTUCTUYECKOW HE3HAYMMOCTH IMOTEPb JKCTpAareHTa 3a CYET €ro pacTBOPEHUs U

UCIIApEHUS B XOJI€ MUKPOIKCTPAKIMU. BBIBOJIBI SKCIIEpUMEHTA COIIACYIOTCS ¢ MaJloi
(¢]
pactBopumocTbio rekcana B Boje (0.011 06. % mpu 20 C) U ero OTHOCUTEIBHO

HEBBICOKOH serydecthio (120 MM pt. ct. mpu 20°C) [6].

3.3. Pacuer k03¢ puIMEHTOB KOHIIEHTPHPOBAHUSA NIPHUMeceH

[locne  onTtuMM3anmuu  yCIOBUM  JKUAKO(PA3HOTO  MHUKPOIKCTPAKIIMOHHOTO
KOHIIEHTpUpoBaHusi 1o  Qopmyne (5) ObuM  paccuuTaHbl  KOIPOUIIMEHTHI
KOHIICHTPUPOBaHMUS TipuMeced. 3HaueHWs Kod(puImeHTa KOHIICHTPUPOBAHUS U

CTCIICHHU U3BJICUCHMUA HpHMeCGﬁ N3 BOIbI IIPUBCICHEI B Ta6JII/II_I€ 7.
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Tabmumna 7. KoadouimeHTsl KOHIEHTPUPOBAHUS U CTENEHU H3BJICUYCHUS

npumeceit, 7= (25 + 1)°C, (n=5, P=0.95)

Kosdpunuent CreneHp u3BIeUeHus, %
CoenuHenue KOHICHTPHPOBAHHUS
Jucneprent | YasTpasByk | Jluctieprent | YiubTpasByk

HoaucTslii MeTr - 304 — 6.4+0.9
Homncrsiit stan 150+14 240423 6.410.6 5145
HomucTsiit mpormm 230£16 350+24 9.840.7 7545
Xnopopopm 7018 110+13 3.0+0.4 2343
HETMPEXNIOPHCTHI | 500414 | 350823 | 86406 -

yIJIepoJ +

Tpuxnopatunen 180£16 270+23 [1.7+7 58+4
bpoMauxnopmeran 80+10 120+15 3.4+0.4 2643
JubpomMxiiopmeran 110+12 160+17 4.7+0.5 34+4
TerpaxmopaTuiien 210413 430+28 9.0+£0.6 9246
1,1,1,2-TerpaxmopaTan 210+15 320+23 9.0+0.6 6945
Bpomodopm 180+16 270423 7.7£0.7 5845

N3 Tabnuipl BUAHO, UTO ¢ TPUMEHEHUEM JIUCTIEPTeHTa 3HaUYCHUS KoddduimeHTa
KOHIIGHTPUPOBAaHMS TPHUOIM3UTENbHO B 1.5-2 pa3a MeHbIEe JOCTUTHYTHIX TpHU
JTUCTICPTUPOBAHUU YIIBTPA3BYKOM. OJTO OOBICHSAETCSA YBEIUYCHHUEM PACTBOPHUMOCTH
nmpuMecedl B BOJIE MPU BBEICHUM OPTaHUYECKOTO AucrepreHTa. J{ons pacTBOpEeHHOTO

reKcaHa Tak)Ke CyIIECTBEHHO Bo3pocia u coctaBuia 75—77%.
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Ha pucynke 15 npencraBieHa 3aBUCUMOCTh KO3((UIIMEHTOB KOHIICHTPUPOBAHUS
UCCIIC/IOBAaHHBIX ~ COCIMHEHUH C  YJIbTPA3BYKOBBIM JHCIEPTHPOBAHMEM OT UX
pacTBOpUMOCTH B Boje. BuaHo, uTo 3HaueHUs KOd()(PUIMEHTOB KOHLEHTPUPOBAHHUS
YBEIUYMBAIOTCS C YMEHBIICHHEM pPACTBOPUMOCTH JIETYYHX TaJOr€HOPTraHUYECKUX

COEIMHEHUH B BOJIE.

K
4501 1

400
350 %,3 5
300 4 -
250 R
200 6
150 9
100- ¢
50- 11
0 .

2.5 3 3.5 4
1gS, mr/a

Pucynok 15. 3aBucumocts KO3(D(PUIMEHTOB KOHIIEHTPUPOBAHUS MpUMeEcEr
UCCIICIOBAaHHBIX ~ BEIIECTB C  yIbTPa3BYKOBBIM  JUCHEPTUPOBAHMEM OT  HX
pacTBOPUMOCTH B BoJe: 1 — TeTpaxJoOpITUiIeH; 2 — YeThIPEXXJIOPUCTHIM YIIIEpOI;
3 — oaucTelil mpornwit; 4 — tpuxiopatuiieH; 5 —1,1,1,2-terpaxsopatan; 6 — quOpom-
xjopmeTtaH; 7 — Opomodopm; 8 — HOmUCTHIM ATWI; 9 — OpoMAMXJIOPMETaH;

10 — xsopodopm; 11 — HOaUCTBIN METHIT.

Ha pucynke 16 mpeacraBieHa 3aBUCHMOCTh KOA((UIIMEHTOB KOHIIEHTPUPOBAHUS

uccinenoBanHbix JII'C ¢ ynpTpa3ByKOBBIM AUCIEPTUPOBAHUEM OT MX KOHLEHTPALMH B
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Boje. BuaHOo, 4TO KO3(PPHUIMEHTH KOHLEHTPUPOBAHUS TOKCHKAHTOB B Tpeenax
M3MEHEHHs KOHLeHTpauuu B 125-200 pa3 He 3aBUCAT OT ee BenuuuHbl. HezaBucnmocTsb
KO3((PUIIMEHTOB KOHILIEHTPUPOBAHUS OT COJEPKaHMsS MpUMEceld B BOJE CBs3aHA C
HE3aBHCUMOCTHIO KO3()(PHUIIMEHTOB pacrpeiesieHns: MOJICKYISIPHBIX BEIIECTB B 00JacTH
MUKpokoHIeHTpanuid [109]. HezaBucumocth K03 (HUIIMEHTOB KOHIIEHTPUPOBAHUS OT

KOHLOCHTPpAaIH HpI/IMGCGI\/’I B BOJAC IMOBBIIIACT HAACKHOCTD UX OIIPCACICHUA.

K
=0 1
400
_ by i
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300 T 13
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20| o HE A
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200
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100 s 3 B
S0 = = = - -9
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1.5 2 25 3 35 4 45 5 55 6
-1gC, mr/a
Pucynok 16. 3aBHCHMOCTh BENWYHHBI KOIPPHUIMEHTa KOHICHTPUPOBAHUS
uccienoBanHblx JII'C ¢ ynpTpa3ByKOBBIM JAMCIEPrUPOBAHMEM OT HUX COJAEPNKAHUS
BBOJE: 1 — TeTpaxjopaTWiIEeH;, 2 — 4YeThIPEeXXJOpHUCThIA yriaepom; 3 — 1,1,1,2-
TeTpaxJopaTaH; 4 — TPUXJIOPITWICH; 5 — HOAUCTHIN ITUI; 6 — TUOpOMXJIOpMETaH; 7 —

opomauxiopmeran; 8 — xjgopodopMm; 9 — HOAUCTHIN METHUIL.



55

CorylacHO  TOCTUTHYTBIM ~ 3HAYCHHUSIM  KOA(D(PUITMEHTOB  KOHIICHTPUPOBAHUS
(Tabmuma 8), SKCTpakIms C IUCIIEPTHPOBAHMEM TeKcaHa yabTpa3BykoMm B 1.5-2 pasa
addexTrBHEE, YeM C MOMOIIbIO BemecTBa-aucteprenta [110], B 1.6—2.6 pasza BhIie,
YeM TpH JUCIEPTUPOBAHUU YHICKAHOJIOM-1 ¢ TIOCIEIYIONIUM OTBEPKICHUEM
skcrpakTta [50] u B 1.5-2.9 pa3a npeBoCX0oIUT MUKPOIKCTPAKIIUIO C JUCTIEPTUPOBAHUEM
AKCTPAreHTOB C OOJIbIIICH, YeM y BOJbI IJIOTHOCTHIO [111]. Mensbias 3¢gpheKTHBHOCTD
KOHIICHTPUPOBAHUS C BEIIECTBOM-AUCIIEPTEHTOM OOBACHSAETCS TEM, YTO OPTaHUYECKOE
COCJIMHEHHUE YBEIMYMBAET PACTBOPUMOCTH IMpUMEcCEd B BOJE, M3-32 YEro OHU XYXKe
NEPEXOJIAT B IKCTPAKT.

CpaBHEHHE JOCTUTHYTHIX pE3yJIbTaTOB C KOHIIEHTPHUPOBAHUEM B OTICIHHYIO
Kalll0 W MEMOpPAaHHBIM KOHIEHTPUPOBAHHMEM TOKa3aslo, 4YTO A((HEKTUBHOCTH
MOCITIEHUX TaKKe HIKE. B cilydae KOHIIEHTpHUPOBAHUSA B KAILUTIO JUISI TPUXJIOPITHIICHA U
TETPaxXJIOPITUIICHA JOCTUTHYTHI KOA(GOUIIMEHTHl KOHIEHTpUpoBaHus — 72 u 90
cooTBeTcTBeHHO [112], uto B 3.7-4.7 pa3a HuKe, 4eM NpPHU KOHIEHTPUPOBAHUU C
ynbTpa3BykoM. DddexTuBHOCT MeMOpanHONH MukposkcTpakuuu [100] B 3—4.3 pasza
HUKE JOCTUTHYTOM HaMu. Bpems mpoBelieHHS KOHIICHTPUPOBAHUS KarelbHOW U
MeMOpaHHOM MHKpOIKCTpakiueir B 4—6 pa3 Oosibliie, 4eM MO pa3paOOTaHHOW HaMH

MCTOJHUKC.
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Tabimna 8. CpaBHenue KOIPPUIMEHTOB KOHIICHTPUPOBAHUS ISl PA3IUYHBIX METOJOB KUAKO(a3zHOU

MUKPOIKCTPAKIIUN
KoaddunreHT KoHIIeHTpUPOBaHUS
C gucnieprupoBaHUEM
Coenunenue prs——— MembpanHas
OHIICHTPUPOBAHUE
YIbTpasBy- «CBEPXY», O;;Ce];ei;z;;le Aucriep- B KaILTIO MHKPOIRET DA
KOBOE C IUCTIEPTEHTOM | 5y crpakta [50] TCHTOM [112] [100]
[111]

Xnopopopm 110+13 70+8 67+8 - - 28
Bbpomauxiopmeran 120+15 80+16 68+4 — _ 40
JubGpomxmopMeTaH 160+17 110+12 8748 - — 52
bpomopopm 270+23 180+16 1044 - - 62
TpuxsiopaTuieH 27023 180+16 _ 179+12 7249 _
TeTrpaxsnopaTuneH 430428 210+13 _ 150+10 90+11 _
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3.4. AHaIMTHYeCKHE BO3MOKHOCTH KHIAKO(PAZHOT0 MUKPOIKCTPAKIIMOHHOI O

KOHIHCHTPUPOBAHUSA C YJIBTPA3BYKOBLIM NUCIICPIUPOBAHUEM IKCTPArceHTa

Baxnenmen  XapakTepUCTUKOW  METONMKHA  AaHANIM3a  SIBISACTCS  IPEAe
oOHapyxkeHust Cpi, npumeceil. [Ipeaen oOHapyKeHHsI 3T0 MUHUMAIbHOE COJIECpPIKAHUE
aHaiuTa B 00paslle, KOTOPOE MOXKET ObITh OOHAPYKEHO IO JAaHHOW METOJUKE, C
OJIHOCTOPOHHEN JOBEPUTEIBHOM BEPOSITHOCTBIO, COCTABIISAIOLICH JJISI TayCCOBOTO
pactpenenenuss P=0.9987 [113]. Ilpemen oOHapy»KeHHs TMPEACTaBIsACT COOOM
KOJIMYECTBEHHYIO XapaKTEPUCTUKY KaU€CTBEHHOTO aHAJIN3a.

ITpenen obnapyxeHusd Chinyapo PACCUMTBIBATA IO YTPOCHHOMY CTaHJAPTHOMY

OTKJIOHCHHIO CHMT'HAJIa XOJIOCTOI'O OIIbITa I10 (I)OpMy.]'IGI

3S

—_ X0

Cmin,MaKpo _ T , (10)

rae H — k03¢ UIUEeHT 9yBCTBUTEIHHOCTH JETEKTOPA K ONPEEIISIEMOMY BELIECTBY;

Sxon — CTaHAaPTHOC OTKIOHCHHC aHAJIMTUYCCKOI'O CUI'HaJIa XOJIOCTOI'O OIIbITA.

CrangapTHOE OTKJIOHEHHE CUTHAJla XOJOCTOTO OIbITa Sy, PACCUUTHIBAIN I10
IJIOIIAAM, OrpaHUYMBAIOIIEH  ypoBeHb  (PIyKTyaluid  CHTHaJlla  JI€TEKTOpa,

OTHOCAIICTOCA KO BpPEMCHHM BbIXOAd OIPCACIIACMOI0O KOMIIOHCHTA. HpCI[CJ'I

oOHapyxeHus st MHUKPOIKCTPAKIMH Cryin yupo PACCUMTBHIBATH JIETICHHEM Npesiena

obnapyxenust Cpin, OJIy4aeMOTo SKMIKOCTh-)KMIKOCTHON MAaKPOIKCTPaKIMeH ¢
COOTHOIIIEHHEM o0bema (a3 BOIHOTO pacTBOpa U dKctpareHTa 1 : 1 (mpemen mpsamoro
oOHapy>keHus, T.e. 0e3 aOCOJIIOTHOrO KOHIEHTPUPOBAHMUS) Ha KOI(DPUIUEHT

KOHIIGHTPUPOBAHMS, 110 (hopMyJIe:

_C

min

Cmin,MquO - K (11)

Bemuuuna Chj, SBISETCA TakkKe MpeaeoM OOHApyKEeHHs NpPUMECE B I'eKCaHe.

[Ipenen npsiMoro oOHApY>KEHHS U TIPeAesibl OOHAPYKEHHUS, JOCTUTHYTHIE C TTOMOIIIBIO
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MHUKPOSKCTpAaKOun € JUCICPIrUPOBAHUCM  OKCTPAIrCHTAa TPETbHUM  KOMIIOHCHTOM

oucnepe .
(Clinsaepo ) ¥ YIABTpa3BYKoM (Ci9*), mpeacTaBieHsl B Tabmume 9.

min, uipo

Kak BuaHO U3 TaOIUIBI, Npeaeabl OOHAPYKEHUS OMPEEIsIeMbIX KOMIIOHEHTOB B
BOJIC C IPHMEHEHHEM VJIbTPa3ByKOBOTO AHCIEPrUpOBaHus coctasisor 2-10° — 2.107
MT/JI, 4TO Ha HecKobko mopsakoB Hike [1/IK paccMaTpuBaeMbIX TOKCHKAHTOB B BOJIE
X035 CTBEHHO-ITUTHEBOI0 U KYJIbTYPHO-OBITOBOTO BOJIOIOJIb30BAHUS.

CpaBHEHHE TOCTUTHYTBIX MPEEIOB O0OHAPYKEHUS C IPUBEJICHHBIMU B IUTEPATYPE
npencrasieno B Tabmuue 10. Bumno, uro namm 3Hadenuss B 7-300 pa3 Huxe
JIOCTUTHYTBIX OTEYECTBEHHBIMH HcclienoBarensamMu ¢ npuMmeHenueMm CIID [114, 115] u
XMD [80], B 2.5-10 pa3 Hmke, yeM B 3apyOexHBIX paboTax ¢ mpuMeHeHHeM P&T
[116], B 12-250 pa3 HmKe KameabHOW MHKpOIKCTpakiuu [96, 117] u XKOMD [50], B
2.5-40 u 1.2-10 pa3 HmKe peann3oBaHHbIX MeMOpaHHOU 3kcTpakuuen [100] u ¢
JTVCIIEPCUOHHON JKCTPAKIUEN «TSDKENBIMUY PACTBOPUTENAMHU [42] U yCTYyNArOT JUILIb

JIOCTUTHYTBHIM C IPUMEHEHHEM TBep0ha3HONH MUKPOIKCTpakiuu [48].



Tab6auuna 9. [Ipenens oOHapyKeHUS ONPEEIIEMbIX KOMIIOHEHTOB B BOJIE, MI/JI
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BemiectBo Chin Cﬁ?ﬁ’jﬁij;m Crﬁ%ﬁ?
HoaucTslit MeTu 1-104 - 310°
VoaucTslit 311 6-1073 4.10° 2-1075
WomucTerit mporm 9-1073 4.10° 2-1075
Xnopodopm 1-1073 1107 9-10°
YeThIpexXI0pUCTHII 6.1 0*5 3.10°7 21077
yIIepos
TpuxsopaTriIeH 3-1073 2:10° 1-1075
BpoMaIuXIopMeTan 5.10 6-10°° 4.10°°
JIn6pOMXI0pMETaH 5-1041 5.10°° 3-10°°
TerpaxmnopsTunen 3-1041 1.10°° 71077
1,1,1,2-Terpaxsopstan 2-1041 910 6-10°"
Bpomodopm 410 2-10° 1-10°

JloCTUTHYTBhIE B HACTOSIIEM HCCIIEJOBAHUM MPEIENbl OOHAPYKEHUS MO3BOJSIOT
KOHTPOJIMPOBATh JKOJOIMYECKYI0 CHUTYallUI0 C MUTBEBOM BOJOW 3a10Jro 10
HACTYIUIEHUs] KPUTHYECKOIO COCTOSIHMS M JAKOT BO3MOYKHOCTH IIPOTHO3MPOBATH €€

HN3MCHCHHUC BO BpCMCHU.
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Ta6amnua 10. CpaBaenue npenenos oonapyxenus JII'C B Boge 111 METOIMK € Pa3IMYHBIMUA BapUaHTaAMH KOHIIEHTPUPOBAHUS, MT/JI

(ananutuyeckoe okoHuanue — ' X-23])

ITAPODA3HAA

KUJIKOCTb-KUIKOCTHA ST DKCTPAKLIUA

TOMD MukposkcTpakuys
OKCTPAKLIMA u3 na- | Makpo- KanensHast C nucrnieprupoBaHueM
Bemiectso POBOM | sKCTpak- Us Vs Mem6pa e
P&T | XMD | daswr Ut | mapoBoi HHAsI " | «cBepxy» | «cBep- | Vibrpa-
I [116] | [84] [48] [98] (%)33631 pa[in%) | [100] [2%)] [50] Xy» | 3ByKOBOE

Nonuctsiit Metnn — — — — — — — — — — - 310"

Monuctslit 3THI — — — — — — _ _ _ _ 4107 2107

Vo aucTslii mpormmn — — — — — — — — — — 4107 2107
T

Xiopodopm %111%] 3-10°| 310" | 1.4-10%| 510" | 410" | 4510* | 2:10* | 410° | 1.3-10% | 1-10° | 9-10°
o . -5

Yetwipexxsopuctoii | 1-10 B 1-10° B B B B B B B 3107 2107
yIIepoa [114]

7107 6 -5 5

Tpuxnopstunen [114 - - (1310 — — — — — — 2-10 1-10

1A

BpOMIHXIOpMETaH ?111%] 1-10°| - | 77107 | 3-10* |1510"| 2.3-10* | 1-10° | 510° | 510° | 6:10° | 4-10°
T

JIn6poMXIOpMeTaH 5[9111%] 1-10°| - | 5107 | 3-10" |1510"| 3.2.10* | 1-10° | 510° | 510° | 510° | 3-10°

TerpaxyopaTrieH — — — 8-10°® — — — — — — 1-10° 7107

1,1,1,2-TeTpaxyop3Tan — — — — — — — — — — 9107 6107

. -5 . _7 . -4 . -4 . -4 . -5 . -5 . -4 . -6 . -6

Bpomoopm _ 1-10 _ 3-10 3-10 2:10 2.5-10 4-10 1-10 1-10 2:10 1-10
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I'JTABA 4. AHAJIN3 BOAbI PASJIMYHOI'O ITPOUCXOXKIEHUS.
METPOJIOI'MYECKOE OBECIIEYEHHUE AHAJIN3A

4.1. OT60p npood

[Tpu otGope mpoO Boabl pykoBoacTBoBamuch pekomeHnmamumsimu ['OCT [118].

[IpoOy Boael oOTOMpanmu B CTEKISHHYIO TOCYAY, TMPEABAPUTEIHHO MPOMBITYIO

OYHMIEHHOH BOJON M BhICylIeHHYI0 TpH Temmeparype 200°C. Ilepex ot6opoM mpo6
BOJIOTIPOBOJIHOM BOJIbI €€ B T€UeHHE 2—3 MHUH CIuBaiu W3 KpaHa. [IpoObl mpupoHOi
BOJIbI OTOMpAM BPYUHYIO camMoil OyThUIbIO Yepe3 kpaid. O0beM mpoObl cocTaBisut 1 1.
Jns mpenoTBpallleHusl Mepexoa JIETy4YuX KOMIIOHEHTOB B Ta30ByI0 (a3y, OyThUIb
3aMoOJHSIM  TaKUM 00pa3oM, 4YTOOBI KOJIMYECTBO CBOOOJHOTO MPOCTPAHCTBA HAJ
pacTtBopoM ObLIO HEe Ooiiee 5—7 % oObema. AHATOIMYHBIM 00pa3oM MPOBOJUIN 3a00p
BOJbl M3 KOJIOJIIA M CKBAXXMHBI C TOW JIMIIb Pa3HULEH, YTO BOJA M3 KOJOALA WIIU
CKBKHUHBI TPEABAPUTEIILHO OTOMpanach MpPU TMOMOIIM YHUCTOH €MKOCTH U TMOTOM
NEPEINBAIACH B CTEKISIHHYIO OYThLIb.

OO6pa3ipl OyTHIMPOBAHHON BOJBI MPUOOPETAIUCH B TOPTOBBIX ceTAX T. HinkHero
Hosropona.

[IpoGooTOOp BOAOMPOBOAHON BOABI MPOBOJIMIICS B pa3iMUHbIX pailoHax HuxHero
Hosropona u Hmkeropojckoit obmactu, a Takke B T. boropoxack, r. JI3epKuHCK,
r. KctoBo. ITpoObI npupoaHOi BOJBI OTOMPATIUCH U3 POJHUKOB, CKBAXKUH U KOJIOJIEB B

pasnuYHbBIX palioHax Hikeropoackoi o0macTu.

4.2. UnenTuduxanus npumecei

Nnentudukanuioo mnpuMeced rajoreHOpraHMYecKUX COEIMHEHMM B  BOJE
OPOBOAMIM METOJIOM XpOMaTo-Macc-ClieKTpomeTpuu. B pabore wucnosb3oBanu
Xpomarto-Macc-criektpomerp Thermo-Finnigan Focus DSQ Il. Pasmenenue BerecTs
IPOBOJMIN B KanwuiapHoil koionke DB-624 ( 30m X% 0.32mm X 1.8MKM); yciaoBUs

aHajgu3a: HadaJbHas TeMIleparypa KOJIOHKHM cocTaBisia 60°C (10 mwun),
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mporpaMmMupoBanue Temrmeparypsl npoBoamiock 10°C/mun no 180°C. INa3-HocuTens —

renmuii Mapku «60» TY 0271-001-45905715-02, notok uepe3 KOJOHKY COCTaBIISLI
2 MJI/MUH, WOHM3alUs WHAMBUAYAJbHBIX BEHIECTB IPOBOJMIACH BJICKTPOHAMH C
sHeprueit 70 eV. Unentudukannio npuMeceit MpoBOIMIN B PEKUME MOTHOTO HOHHOTO
ToKa B nuama3zoHe macc 35-350 Jla. Macc-criekTpbl MOTy4eHHBIX XpoMaTorpaduueckux
UKOB MPHUMECEW CpaBHUBAIM C MacC-CIEKTpaMH 3JeKTpOHHOM Oasbl maHHbIX NIST-
2005. Dty onepalnio MPOBOAMIIN C IIOMOIIBIO IporpaMmHoro obecnieuenus X-Calibur.

VYcraHOBIEHO, YTO B BOJOIPOBOJIHON BOJ€ MPHUCYTCTBYIOT: XJIOPOGOpM,
YEeTBHIPEXXJIOPUCTBIA YTAEPOd, TPUXIOPITHIICH, TETPAXJIOPITHICH, OPOMINXIOPMETAH,
nuopoMxyiopMeTaH (pUCYHOK 17), B IpUpoAHON U OyTHIMPOBAHHOM BOJIE OOHAPYKEHBI
XJIOpO(OPM M YETBIPEXXIOPHUCTHIN yritepos (pucyHok 18). 3HadeHHs KO3(PPHUIIMCHTOB
no1o0us Macc-criekTpoB npumeceit coctapisuiu 0.80-0.99.

OTHOCUTENbHBIE BpEMEHA YACpKUBAaHUS OOHAPYKEHHBIX M HCCIEIOBAHHBIX

BemiecTB A1t Kook DB-624 (30m x 0.32mMM x 1.8MkM) nipuBeneHsl B Tabnuie 11.

Ta6.1mua 11. OtHOCHTEIHLHBIC BpEMCHA YACPIKHUBAHUA OIIPCACITIACMBIX KOMIIOHCHTOB

No Komnonent OTHOCHUTENBHOE BpEMS yIEPKUBAHUS ™
1 | MoaucThiii MeTHII 0.5

2 | MomueTsiii aTr 0.86

3 | Xaopodopm 0.92

4 | YeTbIpeXXJIOPUCTHIN yIiepo 1

5 | MoaucTslit ipormn 1.1

6 | TpuxmopaTuieH 1.17

7 | Bpomauxnopatan 1.28

8 | TerpaxnopaTusiieH 1.5

9 | JuGpomxiyiopaTan 1.6

10 | 1,1,1,2-Terpaxiopatan 1.7

11 | Bpomodopm 1.8

* — OTHOCUTENIIBHOE BpeMsl yAEpPKUBAHHUS ONPEAEIIEHO IO OTHOLIEHUIO K

YEeTBIPEXXIJIOPUCTOMY YTIIEPOTY.



63

JlanHple 1O WACHTU(PUKAIMK ONpPEAeIsIeMbIX AaHAJUTOB Ta30XpOMaTorpapuuecKum

MCTOJOM COINTaCYIOTCA C JaHHBIMH XpOMATO-MACC-CIICKTPOMCTPHUICCKOI0O METOAA.
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Pucynok 18. Xpomarorpamma 3KCTpakTa, MOJYYEHHas MPU aHAIU3€ BOABI M3

ckBakunubl (bopckuii paiton, Hukeropojckast 00J1acTh).
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4.3. CHM:KeHMe TIpeesIOB ra30XpoMaTorpagu4eckoro 00HapysKeHust JIeTyYnX

TaJOr¢cHOpraHn4e€CKux COC}II/IHeHI/Iﬁ

4.3.1. Brusinue xpoMaTtorpauuecKux napaMmeTpoB Ha NpeaeJibl

o0Hapy KeHUsi MPpUMecei JIeTYy4YrX raJloreHOpraHu4ecKux coeInHeH i

AOCONIOTHBINA TIpeAies OOHapyXeHHs XpomaTtorpadudeckoin MeTomuku  Qmin
CBSI3aH C XapaKTEepPUCTUKAMH JETEKTOpa H IapamMeTpaMu KOJIOHKU CJIETYIOIIHM

BeIpakeHueM [119]:

3SXOH tr 3SX0H
Qmin:“ZﬁTmz“Zﬂ-Ta, (12)

rac Sxon — CTAHAAPTHOC OTKIIOHCHHC XOJIOCTOI'O OIIbITA, S — 9YBCTBHUTCILHOCTD

neTekTopa, t; — BpeMs ynepxxkuanusi, N — 3¢()eKTUBHOCTh KOJIOHKH, G — CTaHJapTHOE
OTKJIOHEHHE XpOMaTOrpapuueckoro nuka.

N3 popmynst (12) BUgHO, YTO YIYUIICHUIO a0OCOIOTHOTO Mpejiesia OOHAPYKEHUS
CHOCOOCTBYIOT IOBBIIIEHWE UYYBCTBUTEIBHOCTH JeTeKTOpa U 3(PQPEeKTUBHOCTH
XpomaTorpauueckoil KOJOHKHM, KOPOTKHE BpeMEHa yAEpKUBaHHUS MpUMEced WU
CHM)KEHUE TOMPABKU XOJIOCTOro onbiTa. Hamu 11 cHU>KEeHHsI aOCOTIOTHBIX MPEEIoB
OOHapy>KeHUsI UCIIOJIb30BaHbl BHICOKOYYBCTBUTEIbHBINA 3JIEKTPOHO3aXBaTHBIN JI€TEKTOP
Y BBICOKO3((EKTUBHBIE KATUJUIAPHBIE KOJIOHKH.

Konnentpanmonnsiii (0OTHOCUTENbHBIN) Tipenen oOHapyxkeHHs! Cpi, 3aBHCHT OT

o0beMa BBOJMMOM MPOOBI U BHIPAKAETCS KaK:

_Qu _ Qun
Cmin - V m/p ) (13)

rae V — o0beM npoOkl, MOCTyMarIlell B KOJOHKY, M — Macca MmpoObl, TOCTYMNAloIIeH B
KOJIOHKY, p — IJIOTHOCTh BEILIECTBA OCHOBBI.

K coxanenuto, mManasi eMKOCTh KaNWJUISIPHBIX KOJIOHOK OrPaHUYMBAECT OO0OBEM
BBOJMMOM TpoObl. YBelInueHHe 0O0beMa BEACT K YIIMPEHHUIO XpoMaTorpapuyeckon

TIOJIOCHI TIPH JIO3UPOBAHUHM G 0, [119]:
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V 2
G 103 F : (14)

rae F; — o0beMHbIN pacxo raza-HOCUTENS.

OTO MNPUBOAUT K YIIUPEHHUIO TOJIOC MpPUMEcCEed M OTpaHWYMBACT CHIDKECHUE
npenenoB ooHapyxkeHus. OObIYHO 00bEM BBOJMMON B KAMUJUIAPHYIO KOJOHKY MPOOBI
penko osiBaeT 6osee 0.001-0.01 M. YBenuuuTh 00beM BBOJAUMOM MPOOBI BO3ZMOKHO,
MPUMEHSS TOJICTOITICHOYHbIE KaMIIsIpHBIe KOoJIOHKH. [ToaToMy B paboTe mpuMeHsIach
KamwUIsipHass KOJIOHKA C TOJIIIMHOW HEmOoABMXKHOUW (a3el 1.8 mkm, uro B 3.4-7 pa3
OOJIBIIIE TTO0 CPABHEHUIO C TPAJAUIIMOHHO MUCITOJIH3yEMBIMH.

Hpyroii BO3MOXKHOCTBIO yBEJIMUYEHHUSI 00beMa MpOOBI SIBISETCS HCIOIb30BaHUE
OCHOBHOTO BEILIECTBA (AKCTpareHTa) Kak JOMOJHUTEIbHON HemoABM>KHOU (pa3bl. Takoi
MOJIXOJ1 MCIIOJIb30BaH B MeToje OuHapHbIX (a3 mepemenHoit emkoctu (B®IIE) [120,
121]. B ycnoBusix, KOrja BeJlWYMHA MpPOObI BEIMKAa M TMapbl OCHOBBI OJM3KU K
HACBIIICHUIO, PEAM3yeTCs BOTHyTash H30TepMa pachpeaeieHus W (OpPMHUPYETCS
xpoMmartorpaduyeckasl Iojoca OCHOBBI C pe3KuM TbUIOM (pucyHok 19). ®poHT
XpoMarorpauueckord MoJoChl NPUMECH, HCHBITbIBAS BIMAHHE OWHAPHON (asbl,
3aMemJIsieT CBOE JIBIDKEHHME, a ThUIbHAS YacTh IOJIOCHI NMPUMECH TMOATSITUBACTCS K
GpoHTYy, 4YTO TPUBOAUT K €€ CYXEHHI0. OITO TO3BOJISIET PE3KO TMOBBICHTH
9G()EKTUBHOCTH KOJOHKH 110 TPUMECSM, DIIIOMPYIONIUMCS TIOCIE OCHOBBI U

SHAYUTCIIbHO YBCINYNBATh BCIINYUHY BBOI[PIMOﬁ HpO6I>I.
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a b ¢ Bpemsa,MuH

Pucynoxk 19. ®opmupoBaHue XxpomaTorpauyeckux MNHUKOB OCHOBHOIO
KOMIIOHEHTa # IpuMecu B ycinoBussix bOIIE: a — wMomMeHT p#o3upoBaHus;
b — mpomexyTo4yHOE TOJNIOKEHHE B IMpOIecce pa3/ielieHus; C — Ha BXOJC B JIETEKTOP

(1 — OCHOBHOU KOMITOHEHT, 2 — MPUMECH)

Hawm, ¢ npumenennem BODIIE B M30TEpMUYECKOM pEXKHUME, YIAIOCh NOCTUTHYTH
BBICOKOUN 3(()EKTUBHOCTH KOJIOHKH, TaK I TETPaxJIOp3THIeHa oHa cocTaBuia 15050
TT/m, B TO BpeMsi Kak TEOPETUUYECKU PACCUMTAHHOE 3HaUeHUE dY(DPEKTUBHOCTH KOJOHKHU
0 ATOMY BeIeCTBY B 7.5 pa3 Huxe u coctaisier 2100 TT/m.

Takum 00pa3oM, HCMONB30BAHUE TOJCTOIUICHOYHBIX KAMMJUISIPHBIX KOJIOHOK U

npumeHenue bOIIE mo3Bommno mo3upoBaTh B KOJOHKY 00BbeM mpoObl 0 1 MKI U

-3 5
HOHM3HUTE TIpeaeibl npsaMoro oOHapyxkenus npumeced Cpin 10 9-10 —6-10 wr/n

(rabauma 9).

4.3.2. CeJIeKTHUBHOCTD ra30XpoMaTorpau4eckoro onpeaejseHus JeTyqIux

TraJOr¢cHOpraHunIe€CKux COeIll/IHeHI/Iﬁ

O} PeKTUBHOCTh KOJOHKM — XapaKTEpUCTHKA KauecTBa KOJIOHKH, OIperensemMas
YUCJIOM TEOPETHUECKUX TAPEIOK U BBICOTOM TEOPETUUECKON Tapenku. KonnuecTBeHHOM

Mepoir  dddexkTuBHOCTH XpoMarorpaduyueckod KOJOHKH CiIykaT BbeicoTa H,
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SKBUBaJEHTHas Teoperndyeckor tapenke (BOTT), u uucino teopernyeckux tapenok N.
Yucno TeOpeTHYECKUX TapeloK pPacCUUTHIBAIM HEMOCPEICTBEHHO H3 I1apaMeETpOB
XpOMaTorpaMMbl, CpaBHUBAs IIMPUHY MMKA HA [TOJIOBUHE BBICOTHI U BPEMsI PEObIBAHNUS

KOMITOHEHTA B KOJIOHKE, 110 (hopMyJIe:

2

tl'

WO,S

N =554 (15)

riae t, — BpeMs yaepxuBanusi, Wqs — MOJTYITUPHHA ITHKA.

Bricokas 3(h()EeKTUBHOCTH KOJIOHKH SIBIIIETCS HEOOXOAMMBIM, HO HE JIOCTATOYHBIM
YCJIOBHEM KAye€CTBEHHOTO pa3/ICJICHUs] KOMIIOHEHTOB ¢ ONM3KUMHU  (PU3MKO-
XUMHUYECKUMHU cBoMcTBamMu [122]. Dto BuaHo u3 ypaBHeHus (16), koropoe
YCTaHABJIMBAET CBA3b KPUTEPUs pa3/iejCHUSI MUKOB R, XapaKTepu3yrOMIero MOJHOTY

pasaciICHA IBYX KOMIIOHCHTOB, HC TOJIbKO C YHMCJIOM TCOPCTHYCCKUX TAPCIIOK — N, HO

H C APYIrHMHU ITapaMCTpaMHn XpOMaTOFpa(I)H‘IGCKOFO mponecca — @aKTOpOM Pa3aCIICHUA

o (KO3 PHUIIMEHTOM CEIEKTUBHOCTH) U (haKTOPOM yaepKUBaHUs K':

Rzlma—l k

(16)

JIOCTaTOYHBIM YCIIOBUEM BBICOKOUYBCTBUTEJIHHOTO OMPEACICHUS TMPUMECHBIX
KOMIIOHEHTOB SIBJISIETCS BBIOOp TaKOMW HEMOJBWKHOM (Da3bl KOJIOHKH, CEIEKTUBHOCTH
KOTOPOM MO3BOJISIET 3JIFOMPOBATh MPUMECH MOCJIE OCHOBHOIO KOMIIOHEHTA, TaK KaK 3TO
SBJISIETCS OCHOBHBIM YCJIOBHEM peaju3allud MeToja OWHapHbBIX (a3 mepeMeHHOU
emkoctd. Kpome 93TOro, CeJeKTUBHOCTh HEMOJBWIKHOM (a3pl  JOMKHA  OBITH
JIOCTATOYHOM JIJIsl pa3/iesIeHUs] COCETHUX Ha XpOMaTOrpaMMe BEIECTB.

Hamu wuccrmemoBaHO HECKOJIBKO HEMOJABUXKHBIX KMAKUX (a3  pa3nudHon
nojsipHocty, a umenHo HP-5, DB-624 u FFAP. VYcraHoBieHo, 4TO, HECMOTps Ha
BBICOKYIO 3¢ (HEKTUBHOCTH KaMWUIAPHOU KOJIOHKH c HP-5
(Mo IuMeTHII(EHUIICUIIOKCAH ), OHa HE HCTIOJIb30BANIACh, TaK KaK

XpOMaTOFpaCbI/I‘-IeCKI/II;'I IMIMK OJHOI'0 M3 TJABHBIX OIIPCACIIACMBIX aAHAJIUTOB —
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XJIOpO(i)OpMEl HaKJIaJAbIBA€TCd HA MUK OCHOBHOI'O KOMIIOHEHTa — N-réKcaHa u €ro

n3zomepsl (pucyHok 20).
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Pucynok 20. Xpomarorpamma oOpasiia rekcana «Kpuoxpom». Kononka HP-5 30m
% 0.32mMm % 0.25MKM.

[Ipy wucnosib30BaHUM KOJOHKU C HauOoyiee MOJISIPHOM HEMOJABMMKHOM KUJIKOU
dazoii FFAP (croxHbIi 2Qup TOTUITUICHIIUKOIS U 2-HUTpOoTEepedTaIeBOIl KUCIOTHI),
BO3HUKAET TPYIHOCTh pa3JelicHus TeTpaxjopaTiieHa u xiopodopma (Rs = 0.4).
[logxomsimieit  okazasiach  cpeAHemofisipHass ~ HemonBwkHas  (aza  DB-624
(mma"onponmIPEHIT-METUIITIOJIMCUIIOKCAH),  KOoTopas  mo3Boiinia  3(h(HEKTUBHO

pazaensaTh xyuopodopm ¢ TerpaxsopatuieHoM (Rs = 36) um u3oMmepamu TrekcaHa

(pucynok 21).
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Pucynok 21. XpomarorpamMmbl CMECH, COJEpKallled TPyAHOPA3JIEIUMYIO Mapy:
XJ10pohOpM — TETPAXJOPITUIICH, MOTYUYCHHBIC C MOMOIIBIO KAMMJUIIPHBIX KOJOHOK C

HenoaBkHbIMU (pazamu FFAP (a) u DB-624 (6).

4.4, UccenoBaHue HCTOYHUKOB BO3MOKHBIX CHCTEMATHYECKUX MOTPENIHOCTeH

onpeaeJIeHUs1 NpuMecen

3acpaznenue npobul eewgecmeamu, A0COPOUPOBAHHLIMU HA CIMEHKAX NOCYObl
U Ul MUKPOKPOUWNPUYA OM NPeoblOyUx aHaIU308

OgnuM U3 (PakTOpoB BO3HUKHOBEHHUS CHCTEMATHYECKOW MOTPEIIHOCTH MpU
onpenenenun JII'C sBasiercss copOus mpuMeceil Ha CTEHKax Mocyabl U «3(P(deKT
namsTH»  WUIJIBl  MUKPOLUINPHIA, MPUMEHSIEMOro  JUIsl  JO3UPOBAaHHUA  MPOOBI.
HUrHopupoBanue 3TOro (Qakropa MOXKET NPUBECTH K 3aBBIIICHUIO PE3yJIbTAaTOB
KOJIMYECTBEHHOT'O OIPEAEIICHUS] IPUMECEH.

Jnga ynaneHus npuMecedd, COpOMPOBAHHBIX HAa BHYTPEHHUX MOBEPXHOCTAX
CTEHOK IIOCYy[bl, €€ 00padaTbIBall XPOMOBOH CMECBIO, OIOJACKUBAJIN OYMILEHHOU
JUINTEJbHBIM KHUIISITYEHUEM BOJONM M BBIIEPKUBAJIM B CYIIMJIBHOM IIKaQy Mpu

temneparype 200°C B teuenue 1 ydaca.
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JIist mpenoTBparieHusi mposiBiIeHus «3¢deKTa maMaTh» Wbl MUKPOIIPHUIA €€
MOJIBEpraju TEPMUUECKO 00paboTke B ucnaputene npu temmeparype 150°C B nmotoke
raza-Hocutens. Ha  pucyHke 22  TIpEACTaBICHO  W3MEHEHWE  IUIONIAeH
XxpoMaTorpauyeckux TMHUKOB YETBIPEXXJIOPUCTOTO  YyIiepoja, TPUXJIOPITUIICHA,
TeTpaxJIopITUIIEHa U XJI0podhopMa OT BpEMEHU TEPMUUECKON 00pabOTKH UTJIbI MTOCIIE €€
KOHTAKTa C MOJEIBHON CMECHIO C KOHICHTPAIIMEH aHAJINTOB 1-8-10° mr/n. U3 pUCYHKa
BUJTHO, YTO Yepe3 15 MUHYT NMPOUCXOAUT MOTHAs JecOopOIus MPUMECEH C MOBEPXHOCTH
UrJbl  MUKpolunpuua. HWrHopupoBanue pa3paOOTaHHOW TOATOTOBKM WIJ1 paHee
MPUMEHSBIIINXCS MHUKPOIITPHUIEB BeAeT K 2—10-kpaTHOMY 3aBBIIICHUIO pe3yJIbTaTa

OIIpeIeIIeHNs Ha YPOBHE KoHIenTpammii 1010 mr/m.
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Pucynok 22. 3aBUCUMOCTH TUIOIIAACH MUKOB: YETHIPEXXJIOPUCTHIA yraepon (1),

TpuxytopaTHieH (2), TerpaxiopatuieH (3), xmopodopm (4) OT BpeMEHH TEPMUYECKOM

00pabOTKH Ul MUKPOIIITIPHIIA B IOTOKE Ta3a HocuTelns npu temmeparype (150 +1)°C.
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Cmabunbnocms 2an02eHopeaHuyeckux cOeOUHeHUl 8 800HbIX pACMBOPaAx

W3 nutepaTypHbIX HCTOYHUKOB U3BECTHO, UTO TaJIOr€H3aMEIEHHbIE OPraHNYeCKUe
COEIMHEHUS MOTYT MOJABEPTaThCs ruposn3y [123]. DHeprus cBsi3u yriepoj — rajJorexH
HUKe (Tabnuma 12), yem 5SHEprus CBSI3M BOJOPOA — TaJlOT€H, MO3TOMY BEJIMKA
BEpPOSITHOCTb, YTO B MPHUCYTCTBHUM KAaTHOHOB BOJIOPOJA BOJbI pEakiys MOWIET B
CTOpPOHY 0Opa3oBaHus rajorenoBogopoaa. Hecradbuibnocts JII'C B BOJHBIX pacTBopax
MOKET CTaTh MPUYUHON BOSHUKHOBEHHUSI CUCTEMATHUYECKOU MOTPEIIHOCTH ONPEICTICHUS

H IIPUBCCTU K UCKAXKCHUIO PE3YJIbTATOB OIIPCACIICHUA.

Ta6auna 12. Dueprus cesazu [124]

CBs13b DHeprus cBsi3u, K[ x/Mob CBs3b DHeprus cBsizH, KJ[x/MoIb
C-ClI 339 H—CI 432

C—Br 285 H—Br 367

(ol 214 Hel 300

Ha ocHOBaHuum TepMOIMHAMUYECKHX T[apaMETPOB BEIIECTB (PHTAJIBIIHS,

sHTponms) [125-127], mpoBenmen pacuer »dHepruii ['mOOca peakuwii TruUApOIH3a

HekoTopbix JII'C. KoHcranta paBHOBecus K, peakumil rmaposin3a pacCUMTHIBAIACH C
UCTob30BaHueM Gopmysl (17).

AG°=-RTINK, (17)

rae A; G° — sHeprus I'ub6ca peakiwn, KJ[»/MOJIb;
R — yHuBepcanbHas razoBas nocrosindasi, R = 8.3140 J»x/monsK;
T — Temneparypa, 7= 298 K.
Paccuntannbie 3HaueHuss mpuBeneHnl B Tabnuie 13. CormacHo pacueram
TEPMOJUHAMHUYECKAs YCTOMYMBOCTh K THUIPOJIM3Y TAIIOT€HOPTaHMYECKUX COCIUHEHUI

YMEHBIIAETCA OT M0 K XJIOPY.
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Tabauna 13. Dueprun ['n60ca 1 KOHCTaHTHI PaBHOBECHUS THAPOJIN3a HEKOTOPBIX

rajJOreHOPraHUYECKUX COCTMHEHNN

AG°,

Peaknus kTl MOTE 19K,
CH;CI (1) + H,O(r) — CH30H(r) + HCI(r) 25.6 -4.6
CH3Br (1) + H,0O(r) — CH3;0H(r) + HBr(r) 33.6 -5.8
CH;l () + H,O(r) — CH30H(r) + HI(r) 76.1 -13.2
CHClIs(r) + 2H,0(r) — HCOOH(r) + 3HCI(1) -109 18.9
CHBr3(r) + 2H,0(r) — HCOOH(r) + 3HBIr (1) -87.7 15.2
CHl(r) + 2H,0(r) — HCOOH(r) + 3HI(r) -69.5 12.08
CCly(r) + 2H,0(r) — CO,(1) + 4HCI(T) -260 45
CBry(r) + 2H,0(r) — CO,(r) + 4HBr(1) -187 32
Cly(r) + 2H,0(r) — CO,(r) + 4HI(r) -271 26.6
CH.CI, (r) + H,O(r) — CH,O(r) + 2HCI(r) 5.7 -1
CH,Br, (r) + H,O(r) — CH,O(r) + 2HBr(r) 17.6 -3
CH,I, (r) + H,O(r) — CH,O(r) + 2HI(r) 30 -5.2
C,HCl5(r) + 3H,0(r) — C,H,05(1) + 3HCI(1) -3.7 0.63
C,Cl4(r)+2H,0(r) — 2CO (r) + 4HCI(1) -219 38
CHBICly(r) + 2H,0(r) — HCOOH (r) + HBr(r) + 2HCI(1) -94.6 16.4
CHBr,Cl(r) + 2H,0(r) — HCOOH(r) + 2HBr(r) + HCI(r) -70.4 12.2

J{nsi IpoBEpKM TEPMOJMHAMUYECKUX PACUYETOB SKCIEPUMEHTAIBHO HCCJIEAOBaHA
nuHaMuKa rugaponusa paccmarpuBaeMbix JII'C. Bpems nabmionenus coctamisuio 70
CyTOK. Pe3ynbrarhl wHcCcienoBaHUsi CTAaOWJIBHOCTH MOJICIBHOTO BOJHOTO pacTBoOpa
raJIOTEHOPTAaHUYECKUX  COCIMHEHUW  C  KOHIEHTpalueu 8:10%-2.10° wr/xn

IIpEeICTaBJICHBI Ha PUCYHKE 23.
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Pucynok 23. 3aBUCHMOCTb IJIONIAJICH MUKOB YeThIpeXXJIopucToro yriepoaa (1),
opomodopma (2), 1,1,1,2-terpaxsiopatana (3), Woauctoro MeTuia (4), HOIUCTOTrO ITHIIA
(5), xmopoopma (6), HioaucToro npomwuia (7) OT BpeMEHH XpaHSHHsI BOJTHOTO pacTBOpa

npu temneparype (25 + 1)°C.

N3 pucyHka BUIHO, 4YTO 3a BpeMs MPOBEACHUS JKCIEPUMEHTA HW3MEHEHUE
KOHIIEHTpAIuu OpOoM- U XJOPOPTraHMYECKUX COCIUHEHWH B BOJE CTATUCTHYECKU
He3HauuMo. B TO ke Bpemsi yke CHycTsl CYTKH MOCJI€ TPUTOTOBJIEHHUS] MOJEIBHOIO
pacTBOpa YMEHbIIIEHUE KOHIIEHTPALUA Harnbosee THIPOJIM3yEeEMOro HOUCTOr0O MpOnuia
coctaBusio 30%. 3a mATh CyTOK HNPOUCXOAUT MPAKTUUYECKHU MOJIHBIA THUIIPOJIM3 STOTO
coenuHeHus. [loxoxxue H3MEHEHUs XapaKTepHbl W JUIS JAPYTHUX HOJINMPOU3BOJIHBIC
yIaeBOAOpOAOB. TakuMm o0pa3oMm, HOAMPOU3BOAHBIC YTIEBOJOPOIOB IOIBEPTAOTCS
CYIIECTBEHHOMY THJPOJIM3Y, TOT/a Kak OpoOM- U XJIOP3aMEIICHHBIE OCTAIOTCS
CTAOMJIBLHBIMU. DTO MPOTUBOPEUUT pe3yJibTaTaM TEPMOJUHAMUUECKUX PACUETOB.

HaGnrogaemoe pasnuume CBSI3aHO € OCOOCHHOCTSMH KHUHETHKUA  PEAKIUU
rujaposinza. CorjiacHo JIMTEepaTypHbIM JAaHHBIM MOJIEKYyJia BOJABI aTaKyeT MOJIEKYIy

raJorcHOpraHu4cCKoro COCAMHCHNA CO CTOPOHEI, HpOTI/IBOHOJIO)KHOP'I aTOMY rajiorctia u
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o0pa3yeT MPOMEKYTOUHBIA KOMIUIEKC C MATHBAJICHTHBIM aToMOM yriiepoaa [128, 129].
Jlanee KOMIUIEKC pacnagaeTcsl ¢ OTIIEINIEHUEM HOHA rajoreHa. BeposTHOCTh pacnana
CBsI3aHa C MPOYHOCTHIO U MOJISIPU3YEMOCTBIO CBSI3U yIJiepo] — rajiored. Haumenbinas
IPOYHOCTh CBSI3M XapakTepHa s yriepoaa ¢ ioxoMm. IlonspuzyemocTh CBsI3U
BO3pACTAET C YBEJIMYECHUEM PAUYCOB aTOMOB M MOJABMXHOCTHU JIEKTPOHHBIX 000JI0UEK
aToOMOB, 00pa3yromux cBs3b. Cpean paccMaTpuBaeMbIX rajJoreHOB HamboJiee BbICOKOM
HOJIIPU3YyEMOCThIO 001a/1aeT aTOM Ho/a, HAaUMEHBIIeH — XJiopa. B ¢Bsi3u ¢ 3TUM pa3phiB
CBS3UM C O0Opa3oBaHMEM TaJIOTEHU]I-MOHA OBICTpee MPOTEKAaeT JIi COCOUHEHUH CO

CBSI3BIO HOJ-YTIIEPOJI, YeM YIIIepo.T — OpoM WiH yriepoa — xjop [130-132].

nepaxoc)h!oe COCMOsAHUE

5+ |5+ 5-
HzO----/C\-\---X

He — |~ ) H +_|
o0+ CEX — > -2 =~ T HO—C

PI/ICYHOK 24, Mexanuszm InapoJin3a raJJIorcCHOPraHn4CcCKux COC,Z[HHGHHﬁ.

[Tomy4yeHHBIE AKCIIEPUMEHTAIBHBIE PE3YJIbTATHI 10 MOBEICHUIO MHUKPOIPUMECEU
JI'C noATBEpKOAOTCA JIMTEPATYPHBIMU JIaHHBIMM O XUMHUYECKOM CTOHMKOCTH
TaJIOTCHOPTAaHMYECKUX coeauHeHni B Bojae [133], coriacHO KOTOPBIM pEakIMOHHAs
CIIOCOOHOCTh TaJIOT€H3aMEIIEHHBIX YTJIEBOJAOPOJIOB B PEAKIMH HYKICO(PUILHOTO

3aMEIICHHUS TaJIOICHOB YBEIIMYMBACTCS OT XJIopa K Hoay (tabauia 14).
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Tadomuma 14. Ckopoctu ruaponu3a M BpeMs mnomypasinoxenus psga JII'C

npu 25°C u pH 7 [125, 133-135]

KOHCTaHTa CKOpOCTH
Coeaunenue 1 Bpewms nonypasnoxenus
peaKHI/II/I FI/I,ZIPOJII/ISa, q
CHl 2.62:10™ 110 cyrok
CH;Cl 8.53-107 339 cyTok
CHCl; 2.48-10° 3500 neT
CHBIr; 1.15-10°" 686 et
CHBrCl, 5.76:10°" 137 ner
CHBT,CI 2.88-10" 274 rona
CCl, - 7000 met
CsH,ClI 7.89-10™ 38 cyToK
C;H;Br 1.09-10° 26 CyTOK
CsHyl 9.97-10° 3 cyTOK

4.5. OneHkKa HeoNpeaeJIeHHOCTH pe3yJbTaTa onpe/ieeHust

Heonpeoenennocmo pezynomama usmepenusi — 3TO TapaMeTp, CBA3aHHBIA C
pe3yJabTaTOM HW3MEPEHUsS U XapaKTepu3yroluid pa3Opoc 3HAYCHHM, KOTOphIE C
JIOCTaTOYHBIM OCHOBAaHHMEM MOTYT OBbITh MPHUIMCAHBI HW3MepseMoil BenuuuHe. Takum
o0pa3oM, HEONpeaeIeHHOCTh 0003HAYaeT MHTEPBAJl 3HAYECHUI, KOTOPbIE MOTYT OBIThH
00OCHOBAaHHO MpUIHUCAHBbl HU3MepseMoil BenuuuHe. HeorpeneneHHOCT, HE O3HAYaeT
COMHEHHE B JIOCTOBEPHOCTH W3MEpPEHHUs, HA0OOPOT, 3HAHUE HEONPEICIIEHHOCTU
IpeanojaraeT yBeJIuueHne CTENeHH JOCTOBEPHOCTH Pe3yJibTaTa U3MEPEHHUS.

HeomnpeneneHHOCTh U3MEPEHUS BKIIOYAET B ¢€0S1 MHOXKECTBO COCTABIIAIOIIUX. Te
COCTaBIISIIONINE, KOTOpPhIE MOTYT OBITh OIICHEHBI HAa OCHOBAaHUU CTATUCTHUECKOTO
pacmpeneNneHrss U3MEpPeHHd W OXapaKTepH30BaHbl CBOMMH  CTaHAApPTHBIMHU

OTKJIOHCHUAIMU, OTHOCAT K COCTaBJIAOIUM HEONPECACJICHHOCTH THIIA A.
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CocraBnsrolye, KOTOpble OLEHUBAIOT HA OCHOBAaHUM IPEAIOIaraeMbIX paclpeaeIeH il
BEPOATHOCTEH, OCHOBAHHBIX HA OMBITE WM MHOW MH(OPMAIIUU U TaK)Ke BhIpayKaeMbIC B
BH/JIC CTAHJIAPTHOTO OTKJIOHEHHMsI, OTHOCAT K COCTABISAIOIIMM HEOIpeaeJeHHOCTH THIIA
B [136-138].

Ecnmu cocraBisromasl HEONPEACICHHOCTH BBIPAXEHA B BHJIE CTaHAAPTHOTO
OTKJIOHEHHs, OHA OIPEAEISIETCS KaK CTAaHAApPTHas HeonpeaeaeHHOCTh. CymmapHast
CTAHJAPTHASl HeoNpeNeJeHHOCTh U; INpencTaBiseT coOOll OILIEHEHHOE CyMMapHOE
CTaHAAPTHOE OTKJIOHEHHE, PABHOE IOJIOKHUTEIBHOMY 3HAYEHUIO KOPHS KBaJIpPaTHOTO U3
ITOJTHOW TUCTIEPCUH, IOJIYYEHHON CYMMHUPOBAHUEM BCEX COCTABIIIOLINX.

[Ipn mpencTaBiICHUH AHAIMTHUYECKHUX PE3YJIbTATOB HCIIOIB3YIOT PACIIMPEHHYIO
HeonpeaeneHHocTs U. OHa npescTaBisger coO0M MHTEpBal, B KOTOPOM, HaXOJUTCS
3HAYCHUE U3MEPEHHOHN BEIMYMHBI C BRLICOKUM YpOoBHEM noctoBepHOCTH (P = 0.95).

OneHnBaHNe HEOIIPEAEIIEHHOCTH IPOBOJWIIN YEPE3:
Onucanue u3MepsaeMon BEIMYUHBL;
BrIsiBIEHNE NCTOYHUKOB HEONPEIEIIEHHOCTH;

KonndecTBeHHOE OnMcaHue COCTABHIOINUX HCOIIPCACIICHHOCTH,

> W e

Brluncnenne cyMMapHOW CTaHAAPTHOW M PACIIUPEHHON HEONIPEAEIEHHOCTH.

OnucaHue uzmepsemori GeIuduHbl

O0bexToM onpeneneHus sBisuiach konuentpauus JII'C B Boge, onpenensBascs
METOJIOM Ta30BOM xpomaTorpaguu ¢ TpPeIBAPUTEIbHBIM KOHUEHTPHUPOBAHUEM
MHKPOIKCTPAKIIMEN C YJIBTPa3BYKOBBIM JHMCIEPTHPOBAHUMEM JKcTpareHra. (Cxema

onpeiesIeHHs] KOHLEHTPAlMK MPUMECEN MPEACTABIICHA HA PUCYHKE 25.
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Kuakodaznoe [IpuroroBienue
MHKPOKOHUEHTPUPOBAHHE CTaHOanTa
\ 4 A 4
["azoxpomarorpaduyeckuii I'panynpoBka
aHaJIN3

A 4

Pesynprar onpeneneHus
IIPUMECEUN B BOJE

Pucynok 25. Cxema ompeneneHus MNpUMECEd B BOJE € NPEABAPUTEIHLHBIM

)KI/II[KO(l)aSHBIM MHKPOI3KCTPAKIMOHHBIM KOHLICHTPUPOBAHNCM.

OtnenpHbIE CTAUU METOJUKH U3MEPEHUS CIEAYIOIIHE:

1. IlpuroTtoBieHue rpaayupoBoUYHbIX pacTBopoB JII'C B rekcane ¢ KOHIIGHTpallUCH
ONPEAEIAEMbIX KOMIIOHEHTOB 1—4-10'4Mr/n;

2. I'pagynpoBka ra3oBoro xpomartorpada ¥  IIOCTPOCHHE TIPaTyHPOBOYHBIX
3aBUCHUMOCTEH;

3. Tlepenoc oOpasma BoAbl B ammyiy Uil KOHIICHTPHPOBAHUS C IOCISAYIOITUM
YIBTPa3BYKOBBIM dMYJIbTUPOBAHUEM BBOJUMOIO SKCTPAreHTa;

4. Ocy1iecTBIEHUE MPOLETYyPbl KOHIICHTPUPOBAHUS U pa3nesieHus ¢as;

5. Oréop mpoOBI 3KCTpakTa, IMPOBEICHHE Tra3oxpomMarorpauyeckoro aHaimsa
DKCTPAKTA U U3MEPEHUE TIOMIAIEN TUKOB PUMECEN;

6. PacyeT KOHIIEHTpalUK IPUMECH B BOJIE M0 YPABHEHHIO:

1
C:K = _CKOHL[’ (18)
K
rac CKOHu — HBMepeHHaH KOHHCHTpaHI/IH HpI/IMCCI/I B KOHHCHTpaTe, HOJIyIICHHOM

MHUKPO3KCTPAKIUEN C YIbTPa3BYKOBBIM IUCIIEPTUPOBAHUEM HKCTPATEHTA;

K — ko3 durineHT KOHIIEHTPUPOBAHUS.
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Hcmounuxu HeonpedenenHocmu 2a30Xpomamozpapuiecko2o aHaiusa 600bl U
OYeHKa ee YACMHBIX COCMABAAIOUUX
BbIsiBIEHME WMCTOYHHMKOB HEOMNPENEIICHHOCTH aHajiu3a BOJbl MPOBOAWIM C
MTOMOIIBIO THAarpaMMBbl «IIPUYHHA — ciiencTBre» [139], mpeacTaBnerHol Ha pucyHKe 26.
[Ipn mpoBeneHHH pacyeToB CTaHAAPTHOM HeompeneneHHOCTH U wu3MepsieMbIx
BEJIMYMH, WCXOOWIM W3 IMPEANOJIOKEHHUS O PaBHOMEPHOM  paclpeleieHUn

norpentHocTd. CTaHnapTHYIO HeonpeaeneHHocTh U paccunThiBaiu 1o popmyie:

®
U =75 (19)

rac o - I'paHUIbI CUCTCMATHYCCKUX IIOT pCHlHOCTGﬁ.

Kosguyuenm
KOHYEeHMpPUpOoB8aHus

pacTBOpHI I

KOHLIEHTPUPOBaHU
> IKCTPAKT
T T [ XN f
YHUCTOTA Macca o0BeM NPELU3UOHHOCTD
peakTuBa U3MEPEHUs

CurHaja

v

rpajlyupOBOYHBIC CX
00pas3Ipl
T T T BBOJ IIPOOLI
YHCTOTA Macca 00BeM
peakTuBa
rpayupoBOYHast
GbyHKIHS
HEITMHENHOCTD
NPEU3UOHHOCTD T
HU3MEPEHUS
MPEU3HOHHOCTD
CHUrHaja
_  ¥M3MepeHus
T'azoxpomamocpaguueckuti  curnana
aHanu3 600HbIX 00PA3Y08
Pl/lcyHOK 26. I[I/IarpaMMa ((HpI/I‘—II/IHa — CJIICACTBUC» BBIABJIICHUA YaCTHBIX

HCTOYHHUKOB HCOIMPCACICHHOCTHU IIPU OINPCACICHHUU JICTYyYHUX TaJIOIrCHOPTraHUYCCKHX

COE€JIMHEHUH B BOJIC.
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Heonpeoenennocmo  xkoagpgpuyuenma  xonyenmpuposanus.  Kosddurment
KOHIICHTPUPOBAHUs, KaK 93TO YKa3aHO BBIINIC IPEICTABISCT COO0M OTHOIICHHE
KOHIICHTpAIUi MMPUMECH B SKCTPAKTe M UCXOAHOM BOJHOM pactBope. KoHleHTpaius B
IKCTPAKTE OIpeaesuiach HaMH SKCIIEPUMEHTAIbHO. HeonpeneeHHOCTh BETHYHHBI
ITOWH KOHIIEHTPAIMU CBS3aHA C MPEIU3UOHHOCTHIO OMpEACIeHUs IUIONMaaN IHKa
npumecu. Takum 0Opa3oM, OHa OTHOCHTCS K HEONPEISICHHOCTH TUMa A U paccunTaHa
U3 TIOTPENTHOCTH OMpEeICHUsS TUIONIaAed TUKOB. J[JI1 COOTHONICHWH CHUTHAN/IIIyM
mMHOTO >> 10 : 1 OTHOCHTEIBHAS MOTPEITHOCTh H3MEPECHHUS TIJIOMIANA TTUKA COCTaBIISIET
3-5%, a g cootnomenuss > 10 : 1 — 10-12%. CooTBETCTBEHHO, OTHOCHUTEIIBHAS

CTaHJapTHas HEONPEAEIEHHOCTh U3MEPEHUs TUIOAAN nuka cocraniseT 1.7-2.9 u 5.8-

7.0%.

H@OHpeI[CJ'ICHHOCTB KOHOCHTPAONHU HNCXOAHOI'0 BOJHOI'O pacTBOpa HaAXOAWIN
PaCUCTHBIM IIYTEM IIO0 IIpOHCAYpC CI0 IIPUIOTOBJICHHA. Pacuetsl IIPOBCACHLI Ha

pUMEpPE MPUTOTOBIICHUSI PACTBOPOB C MPUMECHIO XJIOpodopma.

Heonpeoenennocmo konyenmpayuu npueomosieHHbIX 00HbIX PACMBOPO8

Boaneie pacTBOpBI JIETYUYHX TaJIOTEHOPTraHUYECKUX COEAUHEHUM IPUTOTOBIICHBI
NocJieI0BaTeIbHbIM pa3z0aBiieHueM. [IOCKONbKY TrajgoreHOpraHuyecKue COEeIMHEHUS
TPYJIHOPACTBOPUMBI B BOJIe, TIEPBOHAYATIHLHO PACTBOpP OBLI MPUTOTOBIIEH B TEKCaHE,
3aTEM YacTb CMECH NIPUMECEHM B OPraHUYECKOM pPaCTBOPUTEIE IEPEBOAWIM B BOIY,
MyTEM JQUCIIEPTUPOBAHUA C MOMONIBIO YIIbTPa3BYyKA.

Bripaxxenune s pacuera OTHOCUTENIBHOM CTAaHAAPTHOM HEONPENEIECHHOCTH

IPUTOTOBJIEHUSI HCXOIHOTO BOJHOTO pacTBopa U, o MMeeT BUA:

Us,o = \/U32/3 +Uri1 +Uri2 +U\2/,y3 , (20)

rie Uy — OTHOcHTeNbHasi CTaHAApTHAsh HEONPEAEICHHOCTh MAcChl €MKOCTH s
MIPUTOTOBJICHUSI BOJHOTO PACTBOPA;

Um2 — OTHOCHTEIIbHAS CTAHIaPTHAS HEONPEETIEHHOCTh MAaCcChl HABECKHU BOJIBI,

Uvys — OTHOCHTENbHAs CTaHAApTHAas HEONPEAEIEHHOCTh 00beMa NEPBHYHOIO

(3MYJIBTUPOBAHHOTO) PACTBOPA.
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Uy3 — OTHOCHUTCJIbHAsA CTaHAapTHasA HCOIPCACICHHOCTb KOHICHTpAlMU IIPUMCCH B

MEPBUYHOM (AMYJIBIMPOBAHHOM) PACTBOPE OMPEAETACTCS KaK:

Uy, z\jUér—i—Ui-l—U\z,l-l—Uf,z , (21)

rne U, — oTHocHWTenbHas CTaHAapTHAas HEOMPEACIEHHOCTh MAacChl €MKOCTH IS
MIPUTOTOBJICHHS BOJHOTO PAaCTBOPA C MPUMEHEHUEM JAUCTICPTUPOBAHNS;

Uy1 — OTHOCUTENbHAs CTaHJapTHAs HEOMPEIEICHHOCTh MacChl HABECKH PACTBOPUTENS
(BOABI);

Uy, — oTHOCHTENbHAS CTaHAapTHAS HEONMPEIEICHHOCTh 00beMa pacTBOpa MPUMECH B —
reKCaHe;

Uc, — OoTHOcuTEeNnbHAs CTaHAApTHAsS HEONPEICICHHOCTh KOHIICHTPAIMM TPUMECH B

OPTraHUYCCKOM paCTBOPHUTCIIC — I'CKCAHC!

Ue, :\juril+uri2+u\2/ +U§ ; (22)

rae Uy, — OTHOCHUTENbHAS CTaHJapTHAs HEOMPEACICHHOCTh 00beMa reKCaHa;

Uy, — OTHOCUTENbHAsi CTaHAApTHAas HEONPENEIECHHOCTh MAcChl E€MKOCTH s
MPUTOTOBJICHUSI PACTBOPA B OPraHUYECKOM PACTBOPUTEIIE;

Uy — oTHOcUTENbHAS CTaHJApPTHASI HEOMIPEACICHHOCTh 00beMa (MacChl) MPUMECH;

Up — oTHOcuTenbHas CTaHJApTHAas HEOMPEAEICHHOCTh YHUCTOTBHI HCCIEAYEMOI0O
KOMIIOHEHTA.

O06BeM uccienyeMoro KOMIOHEHTa XJiopodopma 5 MKIT OTOMpAIA MUKPOIITTPUIIEM
«Arar» Ha 10 MKJI, TOTpEmIHOCTH JO3UPOBAHUA KOTOPOTO, COIJIACHO IACTIOPTHBIM
naHHbIM, coctaBisgeT = 0.1 mxin. CtaHgapTHas HEONPEACICHHOCTh 00beMa MPUMECH,
COrJacHO MOJYMHEHUIO MOTPEUIHOCTH  CPEICTB  HU3MEPEHUH  PaBHOMEPHOMY
pacnpenaeneHuo, paBHa 0.06 MKJI, a OTHOCHUTEIbHASI CTaHJIApTHAsT HEOMPEACICHHOCTD
0.012 (1.2 %).

O0beM OpraHUYecKOro pacTBOPUTENSA-TEKCaHA HJisi TMPUTOTOBJIEHUS IEPBOIO
MPOMEKYTOUYHOI'O PacTBOpa OMPEAENSICS M3 €ro MacChl B3BEIIMBAHMEM Ha Becax
Shimadzu AUX — 220, morpemHocTh KOTOPBIX, COTJIACHO MACIOPTHBIM JaHHBIM,
coctapisier 0.0001 r. Torma oTHOCUTENBHASI CTaHIAPTHAS HEOIPEACICHHOCTh 00BheMa

rexkcana pasHa (0.00003.
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PactBop mpumecn B OpPraHM4YecKOM pacTBOpUTENe-rekcaHe o0bemMoM 50 MK
OoTOMpancs NHUIEeTKOW-03aTopoM TnepeMeHHoro obowsema «Komop». Ilo macmopry
no3aTtopa u3MepeHue oobema 50 MK XapaKTepU3yeTcsl JOBEPUTEITHLHBIM HHTEPBAIOM
+ 1 MKI U, COOTBETCTBEHHO, CTaHJIAapTHON HeompenaelieHHOCThi0o — 0.6 mki. Torna,
OTHOCUTEJbHASI CTaHIApTHAsl HEOIPEACICHHOCTh 00beMa MPUMECH B OPraHUYECKOM
pactBopuTelie-rekcane cocrapisier 0.012.

Maccy s OpPHUrOTOBIIEHHS HCXOJHOIO BOJHOTO pacTBOpa MU Maccy BOJIbI
KOHTPOJIMPOBAIM ¢ ToMoIbio BecoB Shimadzu BL-620 S, morpemiHocTs KOTOPBIX,
COIJIACHO MacmopTHBIM AaHHbIM, cocTaBisieT 0.01 r. [lepecuer Ha 0O6BEM MPOBOIUICS
Yyepe3 IIOTHOCTh BOJIBI.

JlaHHBIE JUISl pacdeTa CTaHAAPTHON HEONPEAECIEHHOCTH KOHIIEHTPALUH IIPUMECH

B UCXOJTHOM BOJIHOM PAaCTBOPE MPUBENICHBI B TabHIE 15.
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HCXOOHOTO BOJHOI'O paCTBOPA U UX 3HAUYCHHA

Tadmuma 15. YacTHble COCTABISAIOIIME HEONPEAEIEHHOCTH IPUTOTOBICHUS

Haumenosaunue

3HaueHe

CranpaptHas

HCOIIPCACIICHHOCTD

OTtHoOcCHUTENbHAS
CTaHJapTHas
HEONPEICICHHOCTh

O6bem (Macca)
IpUMecH

5 MK

0.06 MK

0.012

O06bem pacTBopa
MIPUMECH B
OpraHUYECKOM
pacTBOpuUTEIe
(rexcan)

50 MK

0.6 MK

0.012

OO0bem nepBuY.
(3MyJIBTUPOBAHHOTO)
pacTBopa

5 M1

0.017 M

0.004

Macca eMKoCTH JJI1
IMPUTOTOBJICHUA
BOJHOI'O paCcTBOpPaA

347.36 T

0.006 r

0.00002

Macca HaBeCcKH
BOJBI I
MIPUTOTOBJICHUS
pacTBopa

520.87r

0.006 r

0.00001

mg3

Macca eMKOCTH IS
MIPUTOTOBJICHUS
AMYJIBIMPOBAHHOIO
pacTBopa

10.7296 r

0.00006 r

0.000005

my

Macca HaBecku
BOJIBI JIJIS
MIPUTOTOBJICHUS
AMYJIBIUPOBAHHOTO
pacTBopa

7.7053 r

0.00006 r

0.000008

Macca eMKOCTH IS
MIPUTOTOBJICHUS
pacTBOpa MpUMECH B
OpraHUYECKOM
pacTBOpUTENIC

19.1608 r

0.00006 r

0.000003

Macca HaBecku
rexcaHa

1.8362 r

0.00006 r

0.00003

CTerneHp YUCTOThI
peaxkTuBa

(xsmopodopm)

99.95

2.3%

0.023
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C yd4eToM BBIIEH3JI0KEHHBIX PAacye€TOB OTHOCHUTEIbHAs  CTaHJIAapTHAs
HeonpeneneHHocTs U,y MPUroToBIEHNs HCXOMAHOTO BOJHOIO PacTBOpa xjopodopma
koHneHTpanueii 1.64-10™ mr/1 cocrasmser 0.029 (2.9%) u oreHeHa 1o tumy B.

[IpuroroBneHre MEHBIIMX  KOHLEHTPALMI  JalbHEHIIUM  pa30aBIeHUEM
MCXOAHOTO BOJHOIO pacTBOpa NPU  KOHTPOJIE CMEIIMBAEMBIX  KOJHWYECTB
B3BCIIMBAHUEM HE BEAET K CTAaTUCTHUYECKH 3HAYMMOMY PpOCTY OTHOCHTEIBHOMN
CTaHJapTHON HEOIPEIEICHHOCTH.

Pacyer OTHOCHTENBHOM CTaHIAPTHOM  HEOMpPENEICHHOCTH  Ko3(Quimenrta

KOHIIeHTpupoBanus Uy mpoBoawuiv 1o GpopMmyiie:

U K — \/UCZT + Urfpeum (23)

’

rie U, — oOTHOCUTEIbHas CTaHAAPTHAS HEOMNPEICIICHHOCTh IPUTOTOBJICHUS
IPayuPOBOYHBIX PACTBOPOB;

Unpenns — OTHOCHUTENBHAS CTaHAAPTHAS HEONPEAEIEHHOCTh IPEHU3UOHHOCTH U3MEPEHUS
TJIOMIAIN XPOMATOTPaPUIECKOTO TTHKA.

Nx pesynpraToB pacuera CieayeTr, 4YTO OTHOCHTEIbHAs CTaHJapTHas
HeompeaeIeHHOCTh KoddduinenTa konnentpupoBanus Uy coctapmsier 0.037-0.044 —
0.067-0.077 (3.7-4.4 — 6.7-7.7 %) u oueHena no tumy A, B.

Heonpeoenennocms  2azoxpomamoepaghuueckoco  onpeoenenuss  npumecel
OTHocuTeNnbHAsE ~ CTAHIApPTHAs  HEOMPENCJICHHOCTh  Ta30XpoMaTorpadudecKoro
onpenenceanss Urx pacCUMTHIBACTCS TEOMETPHUUCCKUM CIIOKEHHEM OTHOCUTEIBHBIX
CTAHJIAPTHBIX HEOINPEJACICHHOCTCH MPUTOTOBJICHUS T'PaAyHUPOBOYHBIX 00pPA3IIOB,
JO3UPOBaHUS  TPOOBI,  HEOMPEACICHHOCTH  TPaayMpOBOYHOM  (PYHKIIMU U

MPEIM3UOHHOCTH U3MEPEHUS XPOMATOTpaPUIECKUX CUTHAIIOB:

UFX:\/UCZ+U2 +U2 +U?2 (24)

+ T Y rosup npews »

Pacuer oTHOcuTEnbHOUW cTaHAapTHOW HeomnpeneneHHoctd U, OpUroToBIEHUS
IpalydpOBOYHBIX OOpa3lloOB Ha OCHOBE TIeKCaHa IPOBEICH AaHAJOTUYHO BOJIHBIM.
HaunGomnbiass mOTpeniHOCTh KOHIIGHTPAIMM HUCXOJHBIX BEIIECTB XapakTepHa s

TPUraJOreHMETaHOB (CTaHAapTHBIM oOpaser; Supelco # 4-8746). KounenTpaiuu
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kaxzaoro u3 TI'M — (200+10) mr/n. Toraa cranaapTHas HEONPEIEICHHOCTh COCTaBIISIET
5.8 mr/n, a otHocHTeIbHAs cTaHmapTHas HeompenaeneHHocTsh — 0.029 (2.9%). ITocne
nepBoro paszoasienus 10 0.12 mr/n (9.8 mr cmecu TI'M B Metanoute mwiroc 20142.4 mr
rekcana) ona Bo3pocina 10 0.031 (3.1%). I[IpurotoBieHre MEHBIIMX KOHIIEHTpAIUM
JadbHEUIIMM pa30aBiIe€HUEM MCXOJIHOTO TEeKCAaHOBOTO pacTBOpa IpU KOHTPOJIE
CMEIIIUBAEMbIX KOJWYECTB B3BCIIMBAHUEM HE BEIET K CTAaTUCTUYECKH 3HAUUMOMY
POCTY OTHOCUTEIBHOU CTAHIAPTHON HEONPEAEIECHHOCTH.

Jlo3upoBanue mpoO B HCHapuTenb  xpomarorpada  OCYIIECTBIISIIN
mukpommpuiieM Thermo (CIIA). B macnopTe MUKpOIIIIpHIla YKa3aHa MOTPEITHOCTD
nozupoBanus = 0.1 Mxin. CtaHgapTHas HEONPEACICHHOCTh 00beMa, JO3UPYEMOro B
HCIIapUTeNIb XpoMmarorpada, COCTaBIIsIeT TOTrJa 0.1/N3 = 0.06 MK, a OTHOCHTEJIBHAS
CTaHJIapPTHAs HEOTPECIICHHOCTh MpH 00beMe mpoosl 1 Mk — 0.06 (6.0%).

OtHOCHUTeNbHAST CTaHJAPTHAsT HEOMPEACNEHHOCTh OIpPEACNICHUs KOHILEHTpaIluu
MPUMECH B DKCTPAKTE OMPEACIACTCS HEONMPEAEIEHHOCTHIO IPAIyHPOBOYHON (YHKIIUU.
HeonpeneneHHOCT,  TpagyMpOBOYHOM  (PYHKIHMH, TOCTPOCHHOM Mo  METOny

HAaMMEHBIIIMX KBAJIPaTOB, HAXOAUIHU 110 Gopmyiie [146]:

Z(Si - Y(ci))2 72
T ©-C (25)
a n-— n
P >.C)’
Z(Cf)_L
i=1 n
rie a — TpaaydpoBOYHBIM KOID(UIIMEHT 3aBUCMMOCTU IUIOMIAJAM TMHKA OT

KOHIICHTpAIIUU KOMIIOHCHTA,

Si — momaae xpoMarorpaduueckoro mMuka KOMIIOHEHTa B 00pasiie, MCIOIb30BaHHOM
JUTSL TPaIyUpPOBKH;

Ci — KOHIIEHTpalKsI KOMIIOHEHTAa B TPagyHPOBOYHOM OOpaslie, UCIOJIb30BAaHHOM JIJIs
TpaTyHpOBKH;

Cx — u3MepeHHas KOHIICHTPAIH KOMIIOHCHTA B aHAJIM3UPYEMOM 00pasIie;

Y() — PAcCUMTaHHOE 3HAYEHHE IUIOMIATM IHKA KOMIIOHEHTa IS IPaayMpOBOYHOIO

obpasua 1o popmyse y,=a-C;

C — cpenHee 3HAYCHUE KOHIICHTPAIIMK B TPATyUPOBOYHBIX 00pa3Iiax;
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N — CyMMapHO€ YHWCJIO HM3MEPEHHM CHUTHaja OT TPaJyHPOBOYHBIX OOpasloB (YHCIIO
TPaAyHPOBOYHBIX PACTBOPOB YMHOKCHHOE Ha YMCJIO M3MEPEHHM CHTHAJa OT KaKIOTO
U3 HUX);
P — 4MCJIO U3MEPEHUI CUTHAJIa OT KOMIIOHEHTA B UCCIIEAYyeMOM 00pasiie.

OTHOCHUTENIbHYIO CTAaHJAPTHYIO HEONPENEICHHOCTh OIpeAeNieHUs KOHILEHTpaIluu
OpUMECH B DJKCTPAaKTe, OICHEHHYIO C I[OMOIIbI0 TIpagyupOBOYHON (YHKIIMH,
pPaCCUHMTHIBAIIA JICJICHUEM 3HAYCHHS CTAaHIAPTHOW HEOIPENEICHHOCTH, PAaCCUUTAHHON
no dopmyine (25), Ha BeTUUUHY OIpeAeNseMOold KoHIeHTpauuu. OTHOCUTEIbHAs
CTaHJapTHAs HEOMNPECICHHOCTh ONpPENeTICHUs KOHIEHTPAIMU IO TPaTyUPOBOYHOMY
rpaduky coctaBuina ot 5.4% g0 22% BO BceM Juana3oHe KOHIEHTpaLUM
OTIPEJIEIISIEMBIX IO TPAyUPOBOYHOMN 3aBUCUMOCTH.

CyMmmapHasi OTHOCUTENbHAs CTaHAAPTHAs  HEONPEACIICHHOCTh Ta30XpoMa-
torpaduueckoro onpeaenenus U, cocraiser 0.089-0.24 (8.9-24%).

Oyenka  CyMMApHOU  OMHOCUMENbHOU  CMAHOAPMHOU  HeonpeoeieHHOCmu
pe3ynibmamos onpeodenenus. CyMMapHasi CTaHIapTHAsI HEONPEAEIICHHOCTh Pe3yJIbTaTa
onpejeneHuss U, CKIaAbIBACTCS M3  HEONPEIeNEHHOCTEeH Tra3oxpoMarorpaduueckoro

onpenenenus U, u korpdunrienta konueHtpupoBanus Uy :

u, =U; +U2 :\/UC?T+U§+U1?F+U§03+Urfpeum , (26)

rac U et OTHOCHTCIIbHAsA CTaHAapTHasd  HCOIPCACIICHHOCTb IMPHUTIOTOBJICHUA

IrpagyupOBOYHBIX PACTBOPOB;
Uk — oTHocuTenbHas CTaHIApTHAsE HEOMPENENIEHHOCTh OIEHKH Kod(duimeHTa
KOHLEHTPUPOBAHUSI;
Urr — oTHOcUTENbHAS CTaHJAPTHASI HEOIIPEACIICHHOCTh ONPEEICHIS KOHIIEHTPAIINH 110
IpalydpoBOYHOMY rpauKy;
U,0; — OTHOCHTENIbHAS CTaHAapTHAS HEOMPEACIEHHOCTh T03UPOBAHUS MTPOOHI;
Unperns — OTHOCHUTENBHAS CTaHAAPTHAS HEONPENEIEHHOCTh ITPEHU3HOHHOCTH U3MEPEHUS
TUIOMIAN XPOMATOTPaPUIECKOTO TTHKA.

CrnoxeHve NOPUBOAUT K BEIWYMHE CYMMAapHONW OTHOCUTEIBHOM CTaHAApPTHOU

HeolpeaeeHHOCTH pe3yiabTaToB onpeaenenus 0.096 —0.253 (9.6-25.3%).
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PacuidpeHHy0 HeonpeaeJeHHOCTh Pe3ybTaTa ONpeAeICHHS PACCUNTHIBAIIH T10
dbopmyre:
U=k-u, (27)

rae kK — xoadduiment oxsara, paBHBIA 2, IS JOBepUTENbHOU BeposTHOCTH 0.95,
corracHo pekomenpanuu [ 138].

Pe3ynbTaT crnokeHUs MOKa3bIBAET, YTO 3HAYEHUE PACIIMPEHHOW OTHOCUTEIIBHOU
HEONPEJEICHHOCTH  Ta30XpoOMaTorpauueckoro  OMNpenesieHus  KOHLEHTpaluu
MPUMECHBIX KOMIIOHEHTOB B BOJIE B JMAIa30HE KOHILIEHTPAIMI HCKOMBIX aHAJIUTOB
1.6-10 *—2-10 ® mr/n cocraBmsier 19.2-50.6 %.

B Tabnuie 16 npencrapieH 0r00xcem neonpedenennocmu (IepeueHb NCTOYHUKOB
HEOIPEAEICHHOCTH U UX CTAaHAAPTHBIE HEONPEIETIEHHOCTH) PE3YIbTaTOB aHAIN3a BOJbI

10 pa3pabOTaHHON METO/IHKE.
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Tadauua 16. broxeT HEONPEAEIEHHOCTH PE3YJIBTATOB U3MEPEHUI

Hcrounnk NurtepBan Tun OTtHoCHT.
. Bennuuna .
HEOTPeNeNEHHOCTH 3HAYCHUMN HEONp-TH | HEONpP-Tbh, %o
[Ipurorosienue 1_4.10"
pacTBOPOB ISt Cem B 3.1
MT/JT

TPayupPOBKU
Onpenenenue 37
kod(urmenta K 30430 AB 7 7
KOHIIEHTPUPOBAHUS '
Onpenenenue S/N*>>10:1
KOHIIEHTPALIMH T10 ' 54—
‘ Crr B 22

PagyupOBOUYHOMY S/N*>10:1
rpaduky -
IpewsnonnocTs SIN*>>10:1 1.7-2.9
TIJIOTIA TN S A
XpomaTorpaduieckoro S/N*>10:1 5.8-7.0
Ka B
Jlo3upoBaHH€e MPOOBI Voios 1 MK B 6
CyMMapHasi CTaHIapTHAs J SIN*>>10:1 9.6
HEOIPEIeIICHHOCTh ¢ S/N*>10:1 25 3
Pacmmpennas SIN*>>10:1 19.2
HEONPEAECICHHOCTh U
(k = g) S/N*>10:1 506

* monx BenmmunHOM S/N MOHUMaeTCss OTHOIICHHWE CHUTHANA MPUMECHOTO KOMIIOHEHTa K

BCIIMYMHC CTAHIAPTHOI'O OTKIIOHCHHA CUI'HAJIa XOJIOCTOI'O OIIbITA.

4.6. KoaudyecTBeHHOE onpee/ieHue IpUMeceil B Bojie

KonuyectBeHHOE oOmpeneneHue MpuUMeced MNPOBOAUIM METOAOM aOCOJIIOTHON
rpanyupoBku. Ha pucyHke 27 npuBeaeHbl NPUMEPHI TPATyUPOBOUYHBIX 3aBUCUMOCTEN

s uccnenoBanHbix JII'C. 3aBUCHMOCTH MOCTPOEHBI aHAJIM30M CMECeld Ha OCHOBE

I'€KCaHa.
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& 1285, ed.cuera

3.5 -3 2.5 -2 -1.5 -1 -0.5 0 0.5
Ig C, mr/a1

Pucynok 27. I'pagynpoBouHbie 3aBUCUMOCTH 1715 HiccieaoBanubix JII'C B rexcane:
1 — YeTBIPEeXXJIOPUCTHIA YTIIEPO; 2 — TeTPaxXJIOpITUiIeH; 3 — OpOMAUXIOpMeTaH; 4 —

HOIUCTBIN METHIT; 5 — TPUXJIOPATHIIEH; 6 — XJI0podopM.

N3 pucyHka cienyer, 4To rpaayupOBOYHBIE 3aBUCHUMOCTU JIMHEWHBI, JTUHEWUHBIN
JTUHAMUYECKUM JUaIa30H COCTaBIsSeT HE MeHee 1.5-2.6 mopsakoB H3MEHEHUS
koHieHTparuu. [ns onpenenenust JII'C B BoJie KOHLEHTPAILMS B SKCTPAKTE ACJIMIIACH
Ha KOd((PUIIMEHT KOHIICHTpUPOBaHUs ipumecel (Beipaxenue (18)).

Pesynbratel  ompenenenuss JII'C B BOAONPOBOAHOHN, OYTUIMPOBAHHOM,
POOHUKOBOM, KOJOJE3HOW BOJE, BOAE W3 CKBAXXKHUH PA3IUYHBIX palioHOB T. HukHero
Hogsropona u ropomoB Hmxkeropoackoit o6mactu npencrabieHsl B Tabmmiax 17-19. B
Ta0JIUIaX TMPEJCTaBICHBl CPEJAHUE 3HAYCHUS M HEOIPEJCICHHOCTH pe3yJIbTaToB
ONpeIeTICHHUS.

N3 Tabmuir BUAHO, YTO BOJOIPOBOJHAS BOJA OTIMYACTCS TOBBIMICHHBIM
conepxkanreM JII'C mo cpaBHEHHIO € BOAOW NPUPOJHOIO NPOUCXOKIAEHUSA, UYTO

OOBSCHAETCSI  WCTOJB30BAHUEM  XJIOPUPOBAHUS TPU  00€33apaKUBAHUU  BOJIBI
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IEHTPAITBHOTO BOJOCHA0KEHUS. Y CTAaHOBJICHO, YTO KOHIICHTPAIUS XJIOPOPTaHHYECKHUX
COEMHECHHI B BOJOIPOBOJHOW BOJE pailoHOB 3apeuHor uactu r. H. Hosropona
(ABTO3aBO/ACKUH, JIeHMHCKMI pailloHbI) BBINIE, YeM KOHIEHTpPAIMs TEX K€ BEIIECTB B
oOpasiax BoJibl, 0TOOpaHHbIX B HaropHoit yactu (Cosetckuid, [I[pruokckuii paiioHbl). ITO
OOBSICHSIETCS ~TE€M, 4YTO Ui JIe3MH(PEKIUH THUTbEBOM BOJABI B  KayecTBE
00e33apaKMBAaIOIIETO areHTa B 3apeYHON YacTH ropojia UCHOIb3YIOT XJIOP, & B HATOPHOM
— COUYETaHHWE O30HUPOBAHUS C JOMOJHUTEIBHBIM XJIopupoBaHueM. [lokazaHo, 4yTo mpu
KUIISTYEHUU BOJBI U MPOMYCKAaHUH BOJIbI Yepe3 aJCOPOLMOHHBIN (PUIIBTP OYMCTKU BOJbBI
npoucxoauT 3(GGEeKTUBHOE yAajieHue MPUMECCH. YCTAaHOBJICHO, YTO KOHIICHTPAITUS
npuMeceil B OyTHWJIMPOBAHHOW BOJIe HAXOJAUTHCS HA ypOBHE NpupojHON. B obpasie
OyTUIMpOBaHHOW BOJBI «KpHUCTAIBHBIA POJIHUK», TPUTOTOBIECHHOM HAa OCHOBE
BOJIONPOBOHON BOJbI, coiepxanue JII'C 3naumtensHo Bbime. Ha pucynkax 28-33
MIPE/ICTABIICHBI XPOMATOTrPAaMMBbI aHAJIM3a HEKOTOPBIX 00Pa31l0B BOJIBI.

Kax Bunmno u3 tabnuipl, npesbienne [1JIK mo uccnenoBaHHbIM 3arpsi3HEHUSIM
HE BBISIBJICHO, 2 YPOBEHb KOHIIEHTPAIMU OINpPEEIsIeMbIX MPUMeECEH OJIM30K K CpeTHEMY
COZICPKAHUIO TaJOTCHOPraHMYECKUX COCAMHEHHUM B Apyrux ropoaax Poccum [67, 80,
115, 140, 141]. KadectBO BOABI IO MCCJICAOBAaHHBIM KOMIIOHCHTaAM HHXE, YeM B
ctpanax EBpombl [142—-146], HO HECKOJBKO MPEBOCXOJUT KA4eCTBO BOJIbI CTpPaH
azuaTckoro pervona [ 147-152].

[IpoBeneHHBIE MOHUTOPUHT B mepuon ¢ ceHTsOpst 2013 r. mo asrycr 2014 r.
nokazan ysennueHue koHueHtpauuun JII'C B BomompoBogHOW Boje B 2.3—5 pa3 B
BeceHHmM miepuoa (pucyHok 34). CormacHo nuTepaTypHbIM AaHHBIM [153] Takyro
3aKOHOMEPHOCTh OOYCJIABIMBAET YBEJIMYEHHUE [03bl XJOPUPYIOIIETO areHra B

MTaBOJIKOBBIN TIEPUO/I.
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Ta6auna 17. Pe3ynprarsl ra3oxpomMarorpadguueckoro aHaim3a o0pasinoB BOJONPOBOAHOM Boab! (N=3, P=0.95)

Coneprkanue mpumecH, Mr/1 - 10

Yerbipex-
Touka oTbOpa Xiopothopy xnoprCTEL: Tpuxiiop- TeTrpaxiiop Bpomauxmnop JuGpomxiiop
OTUJICH OTUIICH MCTAH MCTaAH
yTIEPOT

TIJIK [29-31] 600 20 50 50 300 300
ABTO3aBO/ICKHi PaioH 120 + 20 2.0+ 0.4 1242 6+ 1 22407 0.5+0.2
r. H. HoBropon
Kanapunckmii paiion 100 + 20 1.8+0.4 10+1 3.0+0.6 <0.04 0.25+0.12
r. H. Hosropon
JIeHHHCKHH paHOH 110 £ 20 20+04 10+ 1 40+0.8 1.8+0.6 0.30 +0.14
r. H. Hosropon
Himxeropoackuii paiion 30+6 0.5+0.1 3.0+ 0.9 12+02 1.0+04 <0.03
r. H. HoBropon
Hpuoxckmii paiion 20+ 4 0.5+0.1 3.0+£0.9 1.8+ 0.4 12+05 0.11 +0.05
r. H. HoBropon
COBETCKHA paion 30+6 0.6+0.1 3.0+0.9 15+03 0.9+ 0.4 0.13 + 0.06
r. H. Hosropon
ITocne kunsuyeHus 441 0.07 £0.03 0.6+0.3 0.32 +£0.08 <0.04 <0.03
Hocne otncrxu 3.0+0.8 0.030 £ 0.012 <01 0.15 + 0.05 <0.04 <0.03
bunbTpoM «AkBadop»
r. Boropozck 110 + 20 15+03 10+1 4.0+0.8 0.5+0.2 <0.03
r. JI3ep>xuHck 120 £ 30 2.0+0.7 12+2 5+1 26+0.8 04+0.1
r. Ketoso 100 + 20 15+03 6+ 1 2.0+ 0.4 1.4+05 <0.03
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Ta6auna 18. Pe3ynprarel razoxpomarorpaduueckoro aHaimsa oopasmnoB OyrunupoBanHoit Bogsl (N=3, P=0.95)

Conepxanue npumec, mr/m-10*
Touka oTbopa HeTnipex- i _ - -
X10podopy XJIOpHCTBIi Tpuxmnop Terpaxiop bpomauxmnop JuGpomxiiop
STUJICH STUJICH MeTaH MeTaH
yraepos
ITJIK [29-31] 600 20 50 50 300 300
«CBATON UCTOYHUKY <0.09 < 0.002 <0.1 < 0.007 <0.04 <0.03
«CapoBa» 20+0.8 0.07 £0.02 <0.1 <0.007 <0.04 <0.03
«DpyToHsHs» 33+09 0.06+ 0.02 <0.1 < 0.007 <0.04 <0.03
«bBOHAKBA» 50+09 0.08+ 0.02 <0.1 0.20 +0.06 <0.04 <0.03
«AKBA MUHEPAIJIE» 3.0+0.9 0.070 £0.03 <0.1 0.30 £0.08 <0.04 <0.03
«SI» 55+09 0.070 £0.02 <0.1 0.13+0.05 <0.04 <0.03
«KpucTanbHbIN POTHUKY 30£6 0.5+0.2 3.0+0.9 20+£04 1.1+£04 0.10+0.05
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Ta6auna 19. Pe3ynprarsl ra3oxpomMarorpaduueckoro aHaim3a o0pasinoB npupoaHoi Bojasl (n=3, P=0.95)

Coneprxanue mpumect, Mr/1- 107

Touka oTbopa HeTnipex- i _ - -
Xiopotopy XJIOPHCTBIH Tpuxnop Terpaxnop bpomauxiop Jubpomxiop
STWIEH STWIEH METaH METaH
yrJIepos
ITIK [29-31] 600 20 50 50 300 300
PoanukoBas Boaa
KpacnobaxoBckuid paiion 22+0.7 <0.002 <0.1 < 0.007 < 0.04 <0.03
Hwmxeropoackas 001acTh
Huwxeroponciwii p-om, 21406 0.06 + 0.02 <0.1 <0.007 <0.04 <0.03
r.Huwxuauit Hosropon
[TounHKOBCKUI paiioH, <0.09 <0.002 <0.1 <0.007 <0.04 <0.03
Huxeropojickas 061acTh
Komonesnas Boga
boroponckuii paiiow, 3.0+.8 <0.002 <0.1 <0.007 <0.04 <0.03
Huxeropojickas 061acTh
Kcrosckuii paitow, 1.5£0.5 < 0.002 <0.1 < 0.007 < 0.04 <0.03
Hwxeroponckast 001acTh
Bona u3 ckBaxun
Bopckuii paiion, 12404 0.06 + 0.02 <0.1 < 0.007 <0.04 <0.03
Hwuxeropojickas 061acTh
Kcrosckuii paiiow, 20406 0.09 = 0.03 <0.1 <0.007 <0.04 <0.03

Huxeropockas o01acTh
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Pucynok 28. Xpomarorpamma 53KCTpakTa, IIOJYyYEHHass TMpU  aHAIU3E

BOoJI0NIPOoBOIHOM BOJIbI (CoBeTckuii paiioH, r. H. HoBropon).
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Pucynok 29. Xpomarorpamma 53KCTpakTa, TMOJY4YEHHass TMpU  aHaIU3e

BO/JIONIPOBOIHOM BoAbI nociie kunsiueHus (Coerckuid paiios, r. H. HoBropon).
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Pucynok 30. Xpomarorpamma 53KCTpakTa, IIOJY4YEHHass TMpU  aHAIU3E

BOJIOTIPOBOIHOM BOJIBI Mpoleanieil ounucTky ¢uiabtpom «AxBadop» (CoBerckuit

paiion, r. H. HoBropon).
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Pucynok 31. Xpomarorpamma 3KCTpakTa, MoIy4YeHHAas: IPU aHAIU3€ POJHUKOBOM

Bozbl (I[TounnkoBckuii paiton, Huxxeropozackas 00acthb).
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Pucynok 32. XpomarorpaMma 3KCTpakTa, MOJIy4eHHas: IPU aHaIn3e OyTHIIMPOBAHHON

BO/JbI «CBSITOM UCTOYHMK.
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Pucynok 33. Xpomarorpamma 53KCTpakTa, IOJYYEHHass TMpU  aHaIU3e

OyTHUIIMPOBAHHON BOJBI « KpUCTATBHBIN POTHUK.
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Pucynok 34. II3MeHeHne coepKaHNsl HEKOTOPBIX JIETYUUX TaJIOr€HOPIaHUYECKUX
COEIMHEHWI B BOJOMNPOBOAHOW Bojae B mepuon ceHtsiopp 2013 r. — aBrycr 2014 r.
(1- xmopodopm, 2 — TPUXIIOPITHIICH, 3 — TETPAXJIOPITUICH, 4 — YCTHIPEXXJIOPHUCTHIH

yTJIEpOI).
4.7. lloaTBepxaeHNe NPABUIBLHOCTH Pe3yJIbTAaTOB OIpe/ieIeHUus] MpuMece

[IpaBWIILHOCTh aHATUTUYECKOM METOJIMKH XapaKTEepU3yeT OJIM30CTh Pe3ybTaTOB
ONpeIeNICHHUs] K ICTUHHOMY 3HaueHuIo0. [[oITBepKIeHHEM MPABUIIBHOCTH ONPEIECICHUS
npuMecei SIBJISICTCS JI0Ka3aTeIbCTBO CTaTUCTUYECKOM HE3HAYMMOCTH
CHUCTEeMaTHYECKOW MOTPEIITHOCTH 10 CPABHEHHIO CO CiydaiHoi [154].

Jnst mOATBEpXKACHUS TPABUIBHOCTH PE3yJIbTAaTOB aHalM3a HCIOJIH30BAIH
METO/IbI BAPbUPOBAHUS 00beMa MPOOBI U aHAJIN3 HE3aBUCUMBIM MeTotoM [ 155-161].

Meton BapeupoBaHusi oObemMa mpoObl OBLT TNPUMEHEH Il BBISBICHUS

TIOCTOSIHHOM  COCTAaBJISIFOLIEM CUCTEMAaTUYECKOM morpemHoctu. Jnsg storo B
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UCIIapuTeNIh Xpomarorpada BBOAWIM, COOTBETCTBEHHO, | M 2 MKI HCCIEIyEeMOro
pacTBopa. AHainW3 BBIIOJHJIA B YETHIPEX IApAJUICIBbHBIX oOmnpenaeneHusx. /[l
KQXJOTO ONpenesieHuss ObUIO pacCUUTaHO CpEIHEE 3HAUEHUE KOHLEHTpPAUUU H
CTaHIAapTHOE PaBHOTOUHOCTB

OTKJIOHCHHC. OHpCI[GJ'IeHI/Iﬁ yCTaHaBJIMBAJIU 110

kpureputo Ouiiepa F, koTopelit paccunThiBa)IM 11O PopmyJie:

SZ
F=5 28
522 (28)

rac Sl, Sz — OoJibllIce ¥ MCHBIIIEE CTaHAAPTHBIC OTKIIOHCHUAI.

Tabdimmua 20. IloarBepkneHue MNPaBUIBHOCTH pE3YyJbTaTOB BapbUPOBAHUEM
o6bema 1polsI, Mr/i - 10° (ny=n,=4, P=0.95) Pe3ynsrar, mr/1 - 10°
KomtomerT Pesynbrar, mr/a - 10° - ; .
1 mkn 2 MK

Xnopohopm 30+10 28+8 1.6 9.06 15.7
UeThIpexXXJI0pUCTBIN YTIAEPOL 0.4+0.13 | 0.44+0.15 | 1.3 0.14 0.24
TpuxnopaTuiieH 3.0+£1.1 2.8%1.2 1.9 1.15 2.0
TetpaxyiopaTuiieH 1.5+0.6 1.2+0.5 14 0.6 1.0
Bbpomauxmnopmeran 0.9+0.3 0.8+0.2 2.25 0.25 0.4
JluGpomxiiopMeTan 0.21+0.07 | 0.25+0.08 | 1.3 0.08 0.14

Paccuutanubie 3HaueHus: kputepusi Duilepa CpaBHUBAIA C TAOJIUYHBIM
3HAYCHUEM. DKCIIEpUMEHTalbHble 3HaueHus kpurepus Pumiepa (1.3—2.25) MeHble
TaObIUIHOTO F (995 4 4y = 9.28, UTO TOBOPUT O PABHOTOYHOCTU HU3MEPEHHUH, TO €CTh

2 2 o
MCKIAY AUCIICPCHUAMU Sg u Sl HC CYHICCTBYCT CTATUCTUYCCKU 3HAYMMOHN PA3HUIIBI.

OTO TI03BOJIMJIIO paccuuTatb CPCAHCB3BCIICHHOC CTAHAAPTHOC OTKIIOHCHHUC S u

MAaKCUMAJIbHYIO IIOTIPCITHOCTDL PAa3HUIIbI CPECIAHUX 3HAYCHUM &.

. \/(nl—l)-sf T(n, 1) (29)

n+n,—2
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£=3 't0.95;n1+n2—2 )

(30)

PasHOCTh CpelHMX 3HAUeHHWH KOHIeEHTpamuu |X,-X,| CcpaBHHBAIH C

paccuuTaHHoOi BenuuuHOW ¢. M3 Tabmuubl 20 BUAHO, YTO pa3HOCTh CPEIHUX
3HAYCHUN KOHIIEHTPAIlMA MEHbIIE MAaKCHUMaJbHOM MOrPEHIHOCTH pAa3HUIBI &.
CnenoBarenbHO, TOCTOSIHHAs COCTAaBJSIONIAsA CUCTEMATHYECKOM MOTPEIIHOCTH
CTATUCTUYECKM HE3HAYMMa [0 CPAaBHEHUIO CO CJIy4YallHOW, 4YTO MOATBEPKIAECT
MPaBUJIBHOCTD MPOBEAECHHOTO OMPEAECICHUS.

Jnsg mpoBepkH NPaBWIBHOCTA AaHAIW3a HE3aBUCMMBIM METOJIOM MPOBOJWIN
CpaBHEHHE PE3YJIbTATOB, MOJYYEHHBIX MO pa3pabOTaHHONW METOJUKE C pe3ysibTaTaMu
razoxpomarorpapuyeckoro OIPEACIEHUS JIc c (bOTOMOHU3AIIMOHHBIM
JNETEKTUPOBAaHUEM M  KOHIICHTpUpOBaHUEM B OTAeabHyl0 Kammwo (I'X/OUN),
BBIITOJTHEHHOTO B HCTUTYTE XMMHM BBICOKOUMCTHIX BemecTB uM. I'.I. JleBaroix PAH.
CpaBHeHME TPOBENECHO JUIsl aHanuu3a oOpasiia BOAONPOBOAHON BOJI IIprokckoro

paiiona r. Huxnero Hosropona. Pe3ynbraTel cpaBHeHHs pUBEACHBI B Ta0muie 21.

Tadamma  21. CpaBHeHHEe  pe3yJbTaTOB  ONPENEICHUs,  MOJYyYEHHBIX

4
He3aBUCHMBIMH MeToaamu (Mr/1-107)

Jannas pabora I'X/®N/
KoMnionenT
(n=3, P=0.95) (n=3, P=0.95)
Tpuxmopatunexn 20+0.5 1.4+£0.2
TerpaxiiopaTuiieH 0.8+0.2 1.0+ 0.3

Kak BugHO w©3 TaOMUIBI, CTAaTUCTUYECKH 3HAYMMOE Pa3iuyue MEXIy
pe3yibTaTtaMyd  OMNPEJENCHUs, TMOJYUYEHHBIMH HE3aBUCUMBIMHU  METOJaMH, HE
yCTaHOBJIEHO. TakuMm oO0pa3oMm, pa3iauuue pe3yJbTaTOB OMNpENETICHUs OO0BICHAETCS
TOJIBKO CIIy4YallHBIMH MOTPEIIHOCTAMHU. ODTO TakKe NOATBEPKAAET MPABHIBHOCTD

pa3paboTaHHON METOJIUKHU aHaJn3a.
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