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CITMCOK VCJIOBHBIX COKPAILIIEHUI 1 OBO3HAUYEHUN

AAC-OTA — aTtomHO-aOCcOpOLIMOHHAs CHEKTPOMETpUs B TpaduUTOBOM  meEUn
(97IEKTPOTEPMUYECKOM aToMHU3aIUEH );

BA]JI — OGnonorndecku-akTUBHAs J0OABKa,

B2XX — Bricoko3PpeKTUBHAS KUJIKOCTHASI Xpomarorpadus;

BOXX-MC/MC - Bbicoko3((PeKTUBHAS KUAKOCTHASI XpoMaTtorpadusi ¢ TaHJIEMHON
MacC-CIIEKTPOMETPUEN;

BOXX-Y® — BricokoapdekTuBHAs KUAKOCTHAST XpoMmarorpadus ¢ GOoTOMETpUIECKUM
JNETEKTUPOBAHUEM B yIbTPa(HOIETOBOM O0NACTH CIIEKTPA;

BOXX-®JI - BbIcOKOA (D (pEeKTUBHAS )KUIKOCTHASA XpoMarorpadus ¢ pryopuMeTpruuecKuM
JNETEKTUPOBAHUEM;

[7KMD — roMoreHHas )KuJIKOCTHAsI MUKPOIKCTPAKIIS,

['X-AD]] — razoBas xpomarorpadus ¢ a30THO-POCHOPHBIM JETEKTOPOM;

['X-ADJ1 — ra3oBas xpomarorpadus ¢ aTOMHO-3MUCCUOHHBIM JETEKTOPOM;

['X-MC — razoBas xpomarorpadus ¢ Macc-ClieKTpOMETPUUECKUM JI€TEKTUPOBAHUEM;
['X-TT1]JI — ra3oBas xpomarorpadus ¢ IIaMeHHO-UOHU3AIMOHHBIM JETEKTOPOM;
['X-TI®/] — razoBas xpomaTtorpadusi ¢ IIaMeHHO-()OTOMETPUUECKHUM JIETEKTOPOM;
JIKOKMD — aucniepcroHHast )KMIKOCTHO->KUIKOCTHAsT MUKPOIKCTPAKIIMS;

KOKMD — KUIKOCTHO-)KUIKOCTHAS MUKPOIKCTPAKITUSA;

MK — noHHast )KUJIKOCTh;

KKM — kputHrdeckass KOHIICHTpAIUs MHUIICITIO00pa30BaHNs;

KMD — kamnenbHas MUKPOIKCTPAKLIHS;

KD — xanunnsipubIil anekTpodopes;

K3-K/I — xanuinsipHblii 21eKkTpodopes ¢ KOHAYKTOMETPUUECKUM JIETEKTUPOBAHUEM;
KD-Y® - xamumnsipubeiii anexktpodope3 ¢ (POTOMETpUUYECKUM JIETEKTUPOBAHUEM B
yABTparOIETOBON 00IaCTH;

HY — nanogactuia;

OCKO — 0THOCUTENBHOE CPEHEKBAAPATUUECKOE OTKIOHEHUE;

[TAB — noBEpXHOCTHO-aKTUBHOE BELIECTBO;



[TNA — npOTOYHO-UHKEKLIMOHHBII aHaJIN3;

[10 — nmpenen oOHapyKEHHUS,

[1DA — mapoda3zHblii aHaIN3;

[TOMD — napodazHas MUKPOIKCTPAKIIHS;

CIIMP — cynpaMosneKyJIsipHblid paCTBOPUTETD;

COM — ckaHMpyrOLIAst JIEKTPOHHAS MUKPOCKOTIHS;

TOMD — tBepaodazHast MUKPOIKCTPAKIIHS;

TD3 — tBepaodazHas IKCTpaKius;

VY3 — ynbTpa3ByKkoBOE MOJIE;

[MA — MUKIMYeCKUA MHKEKIIMOHHBIN aHAIN3;

OIII" — sKCTpareHT ¢ «IepeKirouyaeMon THAPOUILHOCTHION;
OP — 3BTEKTUYECKUI PACTBOPUTEND;

K — koaddunrieHT pactpeneneHus;

N — k03QPpUIUEHT KOHLIEHTPUPOBAHMUS;

QuEChERS - quick, easy, cheap, effective, rugged, safe (ObicTpBIii, MpOCTOM, NEIEBBIN,
3¢ dEeKTUBHBIN U O€30MIaCHBIN);

R — otHOCHTenbHOE cMmemerue (%);

SIA — sequential injection analysis (rmocaen0BaTeIbHO WHKEKIIMOHHBIN aHAIIN3).
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BBEJIEHHE

AKTYaJIbHOCTBH padoThl

KoHTposib KauecTBa NMUIIEBBIX NPOAYKTOB UIPAECT BAXKHYIO POJIb ISl 3AILUTHI
37I0pOBBsl MOTpeOuTeneil u odbecrnedeHus ux Oe3zomacHoM mpoxykiueit. [locTosHHO
BO3pacTarolas NoTpeOHOCTh B TAKOM KOHTPOJIE BBI3BIBAET HEOOXOJUMOCTh Pa3pabOTKu
BBICOKOP(D(PEKTUBHBIX M JIOCTYNHBIX METOJOB XHMMHUYECKOTO aHaju3a MHUIIEBBIX
MPOAYKTOB. BaXXHBIM 3TanmoM XUMHYECKOTO aHalau3a SBISIETCS NpeaBapUTEIIbHAS
MOJITOTOBKA MPOOBI, KOTOpasl Yallleé BCEr0 BKIIIOYAET pa3/eieHHe U KOHIICHTPUPOBAHUE
LEJICBBIX AHAJINWTOB W3 CJIOXKHBIX MAaTpUIl MNHUIIEBBIX NOpPOAYKTOB. Kak mpasuio,
poOOIOATOTOBKA — HanboJee TPYAOEMKHI 1 3a4acTylo JIMMUTHUPYIOLIUN 3Tal aHalu3a,
KOTOPBIWA BJIMSET HA TOYHOCTH IOJIYy4aeMbIX Pe3ysibraroB. B cBOX ouepenp, K MeTogam
pasliefiecHus] U KOHIICHTPUPOBAHUS NPEABSBISIOT pPsifi TpeOOBaHMM, CBSI3aHHBIX C
MOBBIICHUEM HUX [POU3BOAUTEIBHOCTH, MHUHUATIOPU3ALUEH, SKOJIOTUYHOCTBIO,
BO3MOXKHOCTBIO COU€TaHUsA C (UBUKO-XUMUYECKUMHU MeToAaMu aHaimu3a. Hosble
BO3MOXXHOCTH JUJI1 XMMHUYECKOTO aHaJIM3a MUILEBBIX MPOAYKTOB OTKPBIBAIOT METOJIbI
MHUKPOAIKCTPAKIINU, 00E€CIIEUHBAIOIINE OBICTPBIA MacCOMEPEHOC M BBICOKYIO CKOPOCTh
YCTaHOBJICHUSI MEK(Pa3HOTO paBHOBECHS TP MUHUMAJIBLHBIX pacXoJiax dKCTpareHToB. B
ATOM HAaMpaBIICHUU AaKTyaJlbHOW 3ajauedl sBiseTcs pa3paboTka H30MpATETbHBIX U
HAJIC)KHBIX METOIOB MUKPOAIKCTPAKIIMHK, B TOM YHKCIIE MPEAMNOJIATAIOIINX IPUMEHEHHUE
HOBBIX 0€30MacHBIX AKCTPAKUMOHHBIX CUCTEM M MaTepuasioB (copOeHtoB). [lpu 3tom
CYIIIECTBYET MOTPEOHOCTh B PEIICHUU 337a4M aBTOMATHU3AIUU MHUKPOIKCTPAKIIMOHHBIX
METOJOB, KOTOpAasl MO3BOJIAECT YBEIWYUTH MPOU3BOAUTEIBHOCTh aHaIu3a U CHU3UTH
Tpya03aTparbl, 00€CIEYUTh BEICOKYIO BOCIIPOU3BOAUMOCTD PE3YJIBTATOB.

AKTYyaJIbHOCTb BBITIOJIHEHHBIX HMCCJIEIOBAHUMN MOATBEPKAACTCS TMPUCYKICHUEM
Hayunbeim coBerom PAH no anamutuueckoit xumuu [Ipemun 2017 roma st MoOIoabIX
YYEHBIX 32 Pa3BUTHE AaBTOMATHU3UPOBAHHBIX MHUKPOIKCTPAKIIMOHHBIX  METOHOB
pa3feneHus W KOHUEHTpUpoBaHWs, Memanu SANOHCKOW acconuanvu Mo MPOTOYHBIM
Meronam aHanu3a (JAFIA) 3a pa3Butre aBTOMaTU3UPOBAHHBIX METOJIOB XMMUYECKOTO

ananmu3a, 2019 rox; Ilpemun IIpesunenta PO B obmacTu Hayku W WHHOBAIUN IS
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MonoAepix yueHblx 2022 roma 3a pa3paboOTKy MarepualioB U METONOB IS
MHCTPYMEHTAJIBHOTO XMMHUYECKOTO aHajN3a CIOXKHBIX MO COCTaBy MpoO; MononexHon
npemun [lpaButenbctBa Cankr-IlerepOypra B HoMuHanuu «B ob0nactu Hayku u
TexHukn», 2023 roa, a Takke MOMJIECPKKOW HCCIENOBAaHWM B 3TOM HANPABICHUH CO
ctopoHbl Poccuiickoro ¢oHma (yHIaMEHTaNbHBIX HCCIenoBaHUM (epanmovr Nel6-33-
00037, Nel6-33-60126) u Poccuiickoro HayuHoro gonna (epanmer Nel19-73-00121, Ne24-
23-00052).

Crenenb pa3pad0TaHHOCTH TeMbl HCCICAOBAHUSA

OCHOBHBIMM TIPUHLWIIAMU COBPEMEHHOW «3€JIEHOM» AHAJUTUYECKOW XHWMHUH
SBIIAIOTCS: MUHHUATIOpU3alMs, aBTOMAaTU3alllsd U OTKa3 OT TOKCHUYHBIX PACTBOPUTEIIEH.
Takum 00pa3oM, HOBbIE BO3MOXHOCTH ISl aHAJIM3a MUIIEBBIX MPOAYKTOB OTKPBIBAIOT
MUKpPOSKCTPAKIIMOHHBIE METObI, KOTOPBIM B IOCIEAHEE BpeMs yAelsieTcss ocoloe
BHUMaHue [l]. OmmH W3 myTed yCOBEPLUIEHCTBOBAHUS METOJIOB KMJIKOCTHOM
MUKPOAIKCTPAKLIUH — MOUCK U U3YUYEHUE HOBBIX 3KOJIOTMYECKU O€30IMaCHbIX MaTepuasoB
W pacTBOpUTENEH JUIsi HUX peanu3aluu. Tak, HaMu BIEpPBblE ObUIM MPEIJIOKEHBI
IPUPOJHBIE TEPIEHOUbl B KaUE€CTBE HKCTPAreHTOB sl 3(PPEKTUBHOIO BbLIEICHUS
KCEHOOMOTHUKOB W3 MNPOAYKTOB NMUTaHMs. K YMCIy HOBBIX 3KCTPAKIMOHHBIX CHUCTEM
OTHOCSIT JKCTPAareHThl C «IepekiouaeMoi rujapoduasHocThion (DIIY) (Hampumep,
BbICILIME KapOOHOBBIE KHUCIOTHl M TPETUYHBIE aMHUHBI), a TAKXKE CyNpaMoOJIEKyJspHbIE
HKCTPAKLHUOHHBIE CUCTEMBI. [0 HAIlIMX HCCeA0BaHMM HE ObLIIO OMYOIMKOBAHO HHU OJTHOM
paboThl IO MPUMEHEHUIO 3KCTPAreHTOB C «IIEPEKII0YaeMOl TUAPO(UIBLHOCTBIO» JIs
3a/la4 KOHTPOJISI KaYeCTBa MUILEBBIX MPOIYKTOB, B TOM YHMCIJIE Mbl BIEpPBbIE MOKa3aan
BO3MOXXHOCTb IPUMEHEHUS TUAPO(HOOHBIX KAPOOHOBBIX KHCIIOT B BApUAHTE MEMOPAHHOMN
MUKPOIKCTpaKIuu, odecrednBaromieid 23¢pGeKTUBHOE BBIJCICHHE 1I€JIEBbIX aHATUTOB. B
CBOIO oOuepelb, B JUTEparype HE ObUIM MPEACTABICHbl MEPBUYHBIE AMHHBI Kak
IPEKYPCOPBI CYNPAMOJIEKYIISIPHBIX 3KCTPAKIIMOHHBIX CHUCTEM, TPUMEHSEMBIE B aHAJIN3E
MUIIEBBIX MPOAYKTOB. B mociennue roapl O0IbII0M HHTEPEC BBI3bIBAIOT 3BTEKTUYECKUE
pactBoputenu (DP), KkoTopble HUMEIOT OOJBIIOW TOTEHIMAA TMPUMEHEHUS B

aHAJIMTUYECKOU IIPAKTUKES, B TOM YHCJIC 1 B KAUCCTBC SKCTPAIrCHTOB. OI[HaKO, J0 HacC HC
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ObUTa MMOKa3aHa BO3MOXKHOCTh OOpa30BaHUs IBTEKTHUECKOTO PACTBOPUTENSA in Situ TIpH
HarpeBaHUM €ro IMPEeKypCOpPOB HEMOCPEICTBEHHO B cMecHu ¢ TBepAoda3HOi MmpoOoii
MUIIEBOTO MPOIYKTA.

AHanu3 nuTeparypel MOKa3aJl, YTO CPEId METOJOB KUIKOCTHOW 3KCTPAKLUU
OOJbIIOE  BHUMAHUE  YIENSETCS  JHUCIEPCUOHHOM  SKMIAKOCTHO-KUIKOCTHOM
mukposkcrpakuun (IXOKMD)  [2,3], oOmanaromield BBICOKOM 3KCHPECCHOCTBIO U
3(h(HEKTUBHOCTBIO 3a cUeT OBICTPOTO MAacCOMEpPEHOCAa AHAIWTOB B MHUKPOKAILIU
skcTparenta. OpHako, €€ KIAaCCUYECKUl BapuaHT TpeOyeT 3aMEHbl CHHUXKAIOIIETro
3¢ GEeKTUBHOCTh IKCTPAKIMK AHcrepraropa (Kak MpaBUIIO, MOJSIPHBIA OpPraHUYECKUN
pPacTBOPUTEN) UJIH MOJIHBIN OTKa3 OT Hero. Hamu BiepBbie ObLIa MOKa3aHa BO3MOXXHOCTh
IPUMEHEHUSI B KayeCTBE JHUCIIEPraropa JErKOJETY4YEro pacTBOPUTENS, YIAJCHUE
KOTOPOTO M3 CHCTEMbI IPOUCXOAMUIIO 3a CYET HarpeBaHus. Takke pacTBOPUTENU C
«IEPEKITI0YaeMO  THMAPOPUIBHOCTBIO» paHee He ObUIM M3Y4YEHbl B KaueCTBE
JUCIIEPTraToOpPOB.

JUist ompenesieHus JIETYYUMX aHAJIMTOB B MPOOAX CIOXKHOIO cocTaBa OOJbIIHE
BO3MOYKHOCTH OTKPBIBAET MapodazHas MUKPOIKCTpaKLusl [4], IITaBHBIM IPEUMYIIECTBOM
KOTOPOH SIBJISIETCA OTCYTCTBHE KOHTAKTa MPOObI ¢ aKIENTOPHOU (pa3o0ii, YTO MO3BONISET
YCTPaHUTh MEMIAOIIEEe BIUSHUE MaTPHUIIbl TPOOBI, & KPOME TOTO, OCYIECTBIATh aHATIU3
TBeproda3HbIX 00pa3loB, B TOM 4YHCII€ NUIIEBBIX MPOAYKTOB. B Hacrosiiee Bpems
BHUMAaHHE aHAJIMTUKOB HAMpPABIECHO HAa MOMCK HOBBIX MAaTE€PUAIOB JJIsl OCYIIECTBICHUS
napodazHoil MUKPOIKCTPAKIIUHU, KOTOPBIE OBl YOBJIETBOPSUIN TPEOOBAHUSAM «3EICHON
aHAIUTHYECKOM XWMHH. JIBUTasiChb B 3TOM HAIPaBJICHUH, Mbl BIIEPBbIE MOKA3aJIU
BO3MOXXHOCTb HUCIIOJIb30BAaHUSI MATHUTHBIX COPOCHTOB ISl OCYIIECTBICHUS CTaTUYECKON
U JUHAMUYECKOW Tapoda3sHOM MHUKPOIKCTPAKIIUU JIETYYUX AHAIUTOB W3 KUIKUX U
TBepAO(]a3HbIX MPOO MUIIEBBIX MPOTYKTOB.

B Hacrosiee Bpems [1s1 aBTOMaTH3aliy OCHOBHBIX CTAUI XUMUYECKOTO aHAIN3a
(B TOM UncIe mpoOOOArOTOBKH ) PEIOKEHBI Pa3INYHbIE IPOTOYHBIE METO/IbI, KOTOPBIE
XapaKTepU3yIOTCsl BBICOKOW MPOU3BOAMTENBHOCTHIO M, B 3aBUCUMOCTU OT CIEUU(PUKA
KOHKPETHOTO MPOTOYHOIO METOAA, MO3BOJSIIOT B TOM WM HWHOM  CTENEHU

MUHHUMH3UPOBATH pacxojl MpoObl W PacTBOPOB pPEAreHTOB IO CPABHEHHIO CO
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CTAlMOHAPHBIMU aHAJOTaMH TeX ke MeToaukK [5]. IIpu aHanu3e CIOKHBIX IO COCTaBY
npo0, B TOM YHKCJIE MUIIEBBIX MPOMYKTOB, CYIIECTBYIOT MPOOJIEMBbI, OTpaHUYNBAIOIINE
IPUMEHEHUE NPOTOYHBIX METOJOB: HH3Kasg CEJIEKTUBHOCTb W YYBCTBUTEIBHOCTb
aHaJln3a, CIOKHOCTh aBTOMATH3allMU MPOoOOMoAroToBku. Hamu peann3oBaHbl HOBBIE
CHOCOOBl ~ aBTOMAaTU3UPOBAHHOW  MHUKPOAIKCTPAaKIMM Uil  BBIJCIEHUA U
KOHLIEHTPUPOBAHUSI KCEHOOMOTHKOB M3 >KMJIKHX W TBEpAO(a3HbIX MPOO MHILEBHIX
POAYKTOB I UX MOCJIEIYIOIIETO OMPECICHUs XpOoMaTorpahuuecKuMu METOJaMH.

AHanu3 aBTOPOM JUCCEPTAlMOHHON pabOTBl COBPEMEHHOIO  COCTOSIHUSA
UCCJIEIOBAHUI B 00JIACTH aBTOMAaTH3allMd M MUHHUATIOPU3AIMM XUMUYECKOTO aHAJIM3a
MUIIEBBIX MPOAYKTOB HAIle] OTpaKeHHE B MATH 0030pHBIX craThsx: Crit. Rev. Anal.
Chem. 46 (2016) 374 - 388; Talanta 179 (2018) 246 - 270; )KAX 74 (2019) 846-855;
ChemTexts (2021) 7:24; TrAC 178 (2024) 11783.

Hesn 1 3a1a4u AUCCEPTANMOHHON PadoThI

Henp wuccnenoBanus 3akioyanach B pa3pabOTKE HOBBIX MOAXOIOB K
MUKPOIKCTPAKIIMOHHOMY  BBIJICICHUI0O W KOHIICHTPUPOBAHUIO KCEHOOMOTHKOB C
OPUMEHEHHEM HAHOMATEpUaJOB U PACTBOPUTENECH MOCIEIHEro TMOKOJIEHUsS IS
OTIpE/ETICHUS] 1EJICBBIX AaHAJUTOB B JKUAKUX W TBEepAO(Da3HBIX MpoOax MHIIEBHIX
IPOAYKTOB CHEKTPAIIbHBIMU U XpOMaTOrpauueCcKuMu METOJaMHU.

JUis NOCTHXKEHMsI MOCTABICHHOM 1€ HEOOXOAMMO ObUIO pEelIMTh CIEIYyOIINe
3a/1a4u:

- U3Y4YUTh BO3MOKHOCTb CEJIEKTUBHOTO U3BJICUEHUS JIETYUHUX BEIIECTB U3 KUAKUX
u TBeprodasHbix MNpod METoJaMU CTaTMYEeCKOM M JUHAMUYECKOW mnapoda3zHoi
MUKPOIKCTPAKIMU Ha PeppOMArHUTHBIX HAHOYACTHUIIAX;

- BBIBUTH BO3MOXXHOCTh TNMPUMEHEHUSI TUAPODOOHBIX KapOOHOBBIX KHUCIOT B
KaueCTBE JKCTPAreHTOB C «IEPEKI0YaeMOil THAPOPHUILHOCTHION U pealli3aluu
MEMOpPaHHOM MUKPOIKCTPAKIIUN OPTraHMYECKHUX BEIIECTB (CIOCOOHBIX K MOHU3ALIMN) U3
CYCIICHIUPOBAHHBIX TIPOO;

- TPEAJIOKUTh MEXaHW3M MHKPOIKCTPAKIIMOHHOTO W3BJICYCHHS TIOJSIPHBIX

OpraHHM4CCKUX aHAJIMTOB U3 TBepI[O(I)aSHBIX MaTpul IMMIOICBBIX TIPOAYKTOB B
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IBTEKTUYECKUI PACTBOPUTEIb HAa OCHOBE YETBEPTUYHOM COJM aMMOHHS W CIHPTA,
oOpa30oBaHHBIH in Sifu B IpoIiecce MPoOOTIOATOTOBKY;

-  NPEVIOKUTh MEXaHW3M MHUKPOIKCTPAKIMOHHOTO BBIJCICHUS aHAJIUTOB,
CIOCOOHBIX K HMOHU3AllMH, B JBTEKTUYECKUN PACTBOPHUTENTh HA OCHOBE KapOOHOBBIX
KHCJIOT U IPUPOAHBIX TEPIICHONIOB;

- pa3paboTaTh HOBYIO SKCTPAKLIMOHHYIO CUCTEMY Ha OCHOBE IIEPBUYHOIO aMHHA U
KapOOHOBOW KHCIIOTHI JJII MULIEIUIAPHOM MHKPOSKCTPAKIIUHN TOJSPHBIX OPraHUYECKUX
aHAJINTOB U3 CYCIIEHIMPOBAHHBIX MIPOO;

- TPEUIOKUTh HOBYIO SKCTPAKIMOHHYIO CHCTEMY Ha OCHOBE THAPOPOOHOM
KapOOHOBOM KHCIIOTBI M €€ COJNM JJIi MUUEUIAPHON MHUKPOSKCTPAKIMH HENOJSPHBIX
OpraHUYECKUX aHAJIHUTOB;

- 000CHOBaTh BOBMO)XHOCTh NMIPUMEHEHUS MPUPOJHOTO TeprieHouAa (MEHTOJa) B
Ka4eCTBE «3€JICHOI0» JKCTpareHTa JUisl BBINOJHEHHS JUCIEPCHOHHOM KUIKOCTHO-
KUJIKOCTHOW MHUKPOIKCTPAKUIUHU U3 JKUJAKUX 0OpoO Oe3 BBEACHUS pPaCTBOPUTEIS-
JUCIIepraropa;

- IPEJIOKUTh CIIOCO0 yaleHus Aucrepraropa (OpraHuueckoro paCTBOPUTES ) U3
DKCTPAKIMOHHOM CHCTEMBI B IIPOLIECCE JHUCIEPCHOHHOW KHUJIKOCTHO-KMIKOCTHOU
MHUKPO3KCTPaKLM1, OCHOBaHHBIN Ha ()a30BOM Iepexozie aucnepraropa (»KUIKOCTb — ra3)
IIPU HArPEBaHUU;

- pa3paboTarh rUAPABINYECKUE CXEMBI JIJIs1 aBTOMATU3ALMH METO/IOB KUIKOCTHOM
MUKPOSKCTPAKIIUH HA MPUHIMUIIAX IPOTOYHBIX METO/OB;

- TOATBEPAUTh AHAIIMTUYECKHE BO3MOXKHOCTH pa3pa0OTaHHBIX MOIXOA0B Ha
IpUMEPaX XMMHUYECKOTO aHaliM3a peajbHbIX OOBEKTOB (MPOAYKTOB PACTUTEIBHOTO WU
KUBOTHOTO TPOMCXOXKJIEHUS, OMOJOTMYECKH AaKTUBHBIX [00aBOK, AaJIKOTOJbHBIX U

0€3aJIKOrOJIbHBIX HAITUTKOB).

Hay4nast HoBU3Ha padoThI

Hayuynass HOBM3HA AucCepTalMM 3aKIOYAeTCs B pa3padOTKe MPUHITUIHAIHHO

HOBBIX IIOAXOAOB JJII MHUHHWATIOPpU3ALWMKW WU aBTOMATHU3allMH S3KCTPAKIMOHHBIX MCTOHOB,
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OCHOBAHHBIX Ha NPUMEHEHHH HOBBIX 3KCTPAKIMOHHBIX CHCTEM M MAaTe€puajoB, U
IpeIHAa3HAYEHHBIX ISl XUMHYECKOIO aHaIM3a MUIIEBBIX TPOLYKTOB.

BrniepBbie n3zydeHa u 000CHOBaHAa BO3MOXHOCTb NPUMEHEHHUs (HeppOMAarHUTHBIX
HAHOYACTULl B Mapo(a3zHON MHUKPOIKCTPAKLUMU IS BBIACICHHS JIETYYUMX BEIIECTB U3
KUAKUX U TBepAO(a3HbIX MPOO MUIIEBBIX NPOAYKTOB. PazpaboTaHbl HOBBIE CIIOCOOBI
CTaTUYECKOW U IMHAMUYECKON NMapoda3sHOi MUKPOIKCTPAKIMH I KOHUEHTPUPOBAHUS
JIETY4YUX aHAJIMTOB U3 MUILEBBIX MPOITYKTOB HA MAarHUTHBIX HaHOYacTULaX. [I[puMenenune
MarHUTHBIX HAHOYaCTHI] B CXeMax Mapo(asHOW MHMKPOIKCTPAKIUN O0OECIIEUIIO
JOCTH)KEHHE BBICOKHX CTEIEHEN U3BIICUEHUS.

[IpensiokeHbl «3€lEeHbIe» HKCTPAKUMOHHBIE CHCTEMbl HAa OCHOBE MPUPOIHBIX
TepHneHonI0B i peanusauuu skcnpeccHor JDKOKMO opranmyecknx BemiectB. C
LEIbI0 UCKIIOUEHUs NpuMeHeHus: aucnepratopoB B JIXKIKMDO npemioxeHsl criocoOsl,
OCHOBaHHblE Ha (a3oBBIX Iepexofax »dKcTpareHta (reprneHouaa). CrocoObl
o0ecreynBaroT BO3BMOKHOCTb MOBBIIIEHUS KO3(PPUIIMEHTOB KOHIEHTPUPOBAHHS.

Jlist ynanenus aucrepraropa (OpraHu4ecKoro pacTBOPUTENS) U3 SKCTPAKIUOHHON
cucremsl B ripouecce JJK)XKMD npennoxen croco0, 0CHOBaHHBIN Ha (ha30BOM MEpEX0/ie
JUcriepraropa: »KMAKOCTh — ra3 pu HarpeBanuu. Pa3paboranHslii criocod obecreurnBaet
nucrneprupoBaHue (a3bl IKCTpareHTa U OJHOBPEMEHHOE YCTPAaHEHHE MENIAaroIIero
BIIMSIHUSL JUCIIEPTaTOpa HAa MacCOIEPEHOC.

B kawectBe OIII' mig u3BIE€YEHUS OPraHMYECKUX AHAJIUTOB, CIOCOOHBIX K
MOHU3AIMY, H3y4YeHa BO3MOXXHOCTh NIpUMEHEHHS KapOoHOBBIX KucioT (C5-C9).
Pa3paboran HOBBIA cmOcOO MEMOpPaHHOW MMKPOIKCTPAKIIMM, OCHOBAHHBIA Ha
W3BJICYEHUHU LEJEBbIX AHAJIMTOB M3 BOAHOW (a3l (B TOM YHCIE M3 CYCIEH3UW) B
ruipodoOHbIe MEMOpaHbl, UMIIPETHUPOBAHHBIE KapOOHOBBIMHU KHCJIOTaMu. MeMOpaHa
MO3BOJISIET  HAEKHO  YAEPXKUBAaTh MHUKPOOOBEMBI  JKCTpareHTa B  Ipoliecce
MaccolepeHoca, a  TakkKe  MPEensATCTBYeT  IONAJaHUuI0  MaKpOKOMIIOHEHTOB
CYCIEHJAMPOBAHHOM MpPOOBI B JKCTPAKT, YTO HCKIIOYaeT HEOOXOAUMOCTh B
JOTIOJHUTENBHBIX MPOLEAYypax Ha dTane NpoOONOATrOTOBKH.

JlokazaHa 3(hpeKTHBHOCTH MacCOIIEpEHOCa aHAJIMTOB, CIIOCOOHBIX K HOHU3AIUH, B

OP Ha ocHoBe TAPO(DOOHBIX KapOOHOBBIX KUCIOT U TepreHOUA0B. [IpenioxkeH HOBBIM
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cnocod DKOXKMD, ocHoBanHBIN Ha nucneprupoBaHuu ¢azbl OP yriaexkuciabiM ra3om,
KOTOpBI o00OpasyeTcst iN-Situ B pe3ynpraTe XHMHYECKOW peaknuu. Pa3paboTaHHBIN
noaxoj obecreunBaer ObICTpoe pazzaenenue a3 6e3 ctaauu HeHTPUGYyTUPOBAHUS, YTO
MO3BOJIAJIO €TO0 ABTOMATU3UPOBATh HA MPUHIIUIIAX TPOTOYHBIX METOIOB U YBEIMYUTH TEM
CaMbIM TMPOU3BOAUTEIBHOCTh aHAIN3a, CHU3UTh TPYA03aTpaThl, 00E€CIIEUNTh BHICOKYIO
BOCITPOU3BOJAUMOCTD PE3YIbTATOB.

Jlnis BbIIETICHHSI TIONSPHBIX OPTaHMYECKHUX aHAJIUTOB U3 TBEPAO(]a3HONU MaTpHUIIbI
NPOAYKTa >KUBOTHOTO TMPOUCXOKICHUS TMPEMJIOKEH CIOCO0 MHKPOIKCTPAKIINH,
OCHOBaHHBIA Ha in-situ oOpazoBaHuM OP TIpu HarpeBaHWHW €ro MpPEKypcoOpoB
(4eTBEPTUYHOM COJIM aMMOHUS Y BBICIIETO CIIUPTA) HEMOCPEACTBEHHO B CMECH C TTPOOOH.
Pa3zpaboranHbliii crmocod MO3BOJUI YBEIUYUTh CTENICHb BBIICICHUS 1IEJIEBbIX aHAIUTOB
u3 TBepAoPa3HbIX MpoO.

[IpennokeHa HOBasi SKCTPAKIIMOHHAS CHCTEMa Ha OCHOBE INEPBUYHOIO aMUHA U
KapOOHOBOM KHMCJIOTHI; pa3padoTaH cloco0 MULIEIUISIPHOW MUKPO3KCTPAKIIUHU TOJISPHBIX
OpraHUYECKUX AHAIMTOB M3 TBepAodaszHbix MpoOl. IlpennokeHHas SKCTPaKIMOHHAS
cuctema obOecrieunBaeT oOpa3zoBaHue (a3 (IKCTPAKTOB) C HUBKOW BSI3KOCTHIO, YTO
MO3BOJISIET MPOBOJIUTH HUX Xpomarorpapuyeckuii aHaiu3 Oe3 JOMOJIHUTEIBHOTO
pa3z0aBieHUsI.

[Ipennoxena HOBas SKCTPaKUMOHHAs CHUCTEMa Ha OCHOBE TuapodoOHOM
KapOOHOBOM KHCJIOTBI M €€ CONM AJII MUUEUIAPHON MHUKPOSKCTPAKIMKM HENOJSPHBIX
OpPraHMYEeCKUX aHAJIUTOB M3 BOJHBIX MPOO MHUIIEBIX MPOTYKTOB.

Jl7is aBTOMaTH3UPOBAHHOTO W3BIICUYCHUS U KOHIIEHTPUPOBAHHUS KCEHOOMOTHKOB
METOJAMH JUCIIEPCHOHHOM KUJKOCTHO-KUJIKOCTHOM, TOMOT€HHOW JKMAKOCTHOW H
MULIEIUTSIPHON MUKPOOKCTPAKIIUA  pa3paboTaHbl  THUJPABIMYECKHE  CXEMBI,
o0ecreynBarole BO3MOXHOCTh MOBBIIICHUS MPEIU3UOHHOCTH U TIPOU3BOJUTEIBHOCTH

XUMHUYCCKOTO aHaJIN3a IMUIICBLIX ITPOAYKTOB.

TeopeTnueckas U NPaAaKTHYECKAS 3HAYUMOCTH PadOThI

TeopeTquCKa;{ N TIPaKTHYCCKad 3HAYUMMOCTb JUCCEpTAIMU OIPCACIACTCA

pPa3sBUTUECM MHKPOIKCTPAKIIMOHHBIX H IIPOTOYHBIX MCTOAOB: IIPCIJIOKCH KOMILICKC



13

HOBBIX CIIOCOOOB U MOAXOJI0B, OCHOBAHHBIX HA MPUHIIAIIAX KUJIKOCTHOU U TapodazHoit
MUKPOIKCTPAKIIMM U TPOTOUYHBIX METOAOB, OOECIEUMBAIOIIMX MHUHHATIOPU3ALMIO U
aBTOMAaTHU3ALIMI0 XUMHYECKOTO aHAIN3a KUJIKUX U TBEPA0(DAa3HBIX MUIIEBBIX MPOTYKTOB.
[IpenyoxeHbl U U3y4eHbI HOBBIE IKCTPAKIIMOHHBIE CUCTEMBI [T pealii3allii Pa3IuyHbIX
BapUAHTOB KUJAKOCTHO-KHIKOCTHON MHUKPOIKCTPAKIIMKU (MEMOPAHHON, MULIEIUIAPHON U
JIDKOKMD), oTBeuaroniye NpUHITUIIAM «3€JICHOW» aHaJIUTHYeCKoM Xumuu. B kadectse
3G (EeKTUBHBIX COPOCHTOB i  CTaTUYECKOM W JUHAMUYECKOW  mapodaszHoii
MUKPOAIKCTPAKIIUU JIETYUYUX aHAJIUTOB MPEI0KEeHBI (PeppOMarHuTHbIE HAHOMATEPHAIIbI.
Pazpabotansr KOMOWHUPOBAHHBIC CIIOCOOBI TUTSt HKCIPECCHOTO u
BBICOKOUYBCTBUTEILHOTO  OMNPEACIICHUS ~ OPraHUYECKMX M HEOPraHUYEeCKHUX
KCEHOOMOTUKOB (QaHTUOMOTHUKOB, TIECTUIIMJIOB, KOHCEPBAHTOB, MOJUIIUKINYECKUX
apoMmarnueckux yriaeoaoponos (ITAY), denonos, Se (IV)) B xkuakux u TBepa0dha3HbIX
MUILIEBBIX MPOIYKTAX, BKIIOYAIOIINE MUKPOIKCTPAKIIMOHHOE BBIJEICHUE aHAJIUTOB U UX
JETeKTUPOBaHUE XpomarorpaduuecKMMU W CHEKTPaJIbHBIMU MeTogaMu. llepedeHn
MUIIEBBIX MTPOYKTOB MPUBEJICH B AKCIIEPUMEHTAIBHOMN YacTH.

3HaYUMOCTh Ppa0OTHl TOJATBEPXKICHA IOKA3aTeNIIMU [IUTUPOBAHUS OCHOBHBIX
nmyoauKaiuil o TeMe ucciaenoBanus. CoriacHO TaHHBIM 0a3bl « SCOpusy», MHACKC XupIiia

aBTopa Ha 2024 rog — 15.

MeTom0J10TUsI 1 MeTOAbI UCCJICAOBAHUS

B xone BbImosHeHUs: paOOThl UCHOJIB30BAIM COBPEMEHHYIO MHCTPYMEHTAJIbHYIO
0a3y Cankr-IleTepOyprckoro rocyaapcTBEHHOrO yHHMBepcuTeTa. B uacTHoOCTH,
npumeHsn xpomarorpaduueckue (BOKX-YO, BOXX-DJI, BOXX-MC/MC, I'X-MC,
['X-TIMJ), cnekrpanbubie (AAC) ©U npoTOYHbIE METONbl aHaim3a. W3yueHue
OKCTPAKIMOHHBIX (a3 OCYyIIECTBISUIM TPU MOMOIIM METOJOB CKaHUPYHOIIEeH
KproaJIeKTpoHHON Mukpockonuu (Kpuo-COM), KylToOHOMETPUYECKOTr0 TUTPOBAHUS
meronqom Kapnma ®umepa u UK-cnekrpockomuu. [ns cratucTudeckord 00pabOTKH
pe3ynbTaToOB UCIIOJIb30BaJIM COBpEMEHHBIE TporpaMMHubIe cpeacTa «Excel» u «Originy.

[IpaBWIILHOCTH MOJTYUYEHHBIX PE3YJIBTATOB MOATBEPKIATN METOIOM «BBEACHO-HANIEHO
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/M MCTOdAMU CPABHCHUA. I[J'IH aHalIu3a JIMTCPATyYPHbLIX JaHHBIX HCIIOJIb30BaJIN

oubnuorpaduueckue 6a3nl ganubix Elibrary u Scopus.

CreneHb 10CTOBEPHOCTH U aNIpodanusi pe3yibTaToB

HuccepranronHas paboTa BBITIOJHEHA HA COBPEMEHHOM HAyYHO-METOIUYECKOM
YPOBHE B 00bEME, TOCTATOUHOM JIJIsI IPUBEJECHHBIX B paboTe 00001IeHN 1 000CHOBAHUS
BBIBOJIOB.  JIOCTOBEpHOCTh  TOJYYEHHBIX  PE3yJIbTaTOB  IMOATBEPKAACTCS  UX
BOCITPOM3BOIUMOCTRI0 W HCIOJIB30BAaHUEM KOMIUIEKCA COBPEMEHHBIX  (DH3HKO-
XxuMHU4Yeckux MetofoB aHammsa (BOXKX-YO, BOXX-®DJI, BOXX-MC, I'X-MC, I'X-
[N, AAC), a Takxe oOecrieueHa UCTIOJIb30BAaHUEM MATEMATUYECKOM CTAaTUCTUKU MPHU
00paboTKe JKCIEPUMEHTAIBHBIX JAaHHBIX. HaydHble TIOJIOKCHHS, BBIBOABI H
pexkoMeHIanuu, cHopMyIUpOBAHHBIE B UCCEPTAIMOHHONW paboTe, apryMEeHTUPOBAHBI,
JIOCTOBEPHBI M JIOTHYECKH BBITEKAIOT W3 TIOJYYCHHBIX aBTOPOM JKCIEPUMEHTATBHBIX
JTAHHBIX U UX aHAJIM3a, a TAK)KE€ COMOCTABJICHUS C JINTEPATYPHBIMU JTAHHBIMHU.

PesynbraTel paboThl 1 OCHOBHBIC TTOJIOKCHHSI TUCCEPTAIIMU OBUTH MPEACTaBICHBI
aBTOPOM JIMYHO B BUJIC YCTHBIX, IPUIIANICHHBIX U INICHAPHBIX JIOKJIAIOB HA CIACTYOIINX
Hay4YHBIX KOHpepeHIusx: Beepoccuiickoit koHbepeHimu « IkoaHanutuka-2016» (Yo,
2016), XX wmexayHapoaHoi koHgepeHimu «Flow Injection Analysis and Related
Techniques» (ITanpma-ne-Maiiopka, Mcanus, 2016), X mexayHapogHoi KoHGEpEHITUN
MOJIOABIX ydeHbIX mo xumuu «Mendeleev-2017» (Canxr-IlerepOypr, Poccus, 2017),
MexayHaponqHoMm KoHrpecce «International Congress on Analytical Sciences 2017»
(ICAS2017) (Xaitkoy, Kwurait, 2017), exeromHod MeEXTyHApOIHOW aHATUTUYECKOU
koHpepenn «BIT’s 6th Annual Conference of AnalytiX 2018» (AnalytiX-2018)
(Maitamu, CIIIA, 2018), V Becepoccuiickom CUMIIO3UyME € MEKIyHAPOIHBIM y4acTHEM
«Paznenenne W KOHUEHTPUPOBAHME B AHAJTUTHYECKOW XUMHUU W PATUOXUMHI)
(Kpacuomap, 2018), XIV mexnynaponnoi koHpepeniuu «Flow Analysis» (FIA-2018)
(banrkok, Tammanm, 2018), XX mexmaynaponHoit koHdepenunu «Euroanalysis XX»
(Cram0ymn, Typrus, 2019), IV mexaynaponnoit kondepenuu «International Caparica
Christmas Conference on Sample Treatment» (online, Komra-na-Kanapuka,

[Topryranus, 2020), VI  Bcepoccuiickom  cumnosuyme  «Pa3genenue u
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KOHLIECHTPUPOBAaHUE B aHAIMTHYECKOM XUMHUHM U paguoxumum» (Kpacnomap, 2021), V
MexayHaponHoit koHdepenumu «International Caparica Christmas Conference on
Sample Treatment» (online, Komrra-ma-Kamapuka, Ilopryramus, 2021), IV Cnesne
ananutukoB Poccun (Mocksa, 2022), XVI mexaynaponnoit kondepeniuu «16th Asian
Conference on Analytical Sciences» (ASIANALY SIS XVI) (Kyana-JIlymnyp, Manaiizus,
2023), mayunou mkose «Xumus Oymymiero» (Mpkyrck, Poccms, 2023), Ilkosme-
KoH(pepeHr MoJoasix ydeHbix Ilepmckoro kpast (Ilepmb, Poccus, 2023), XI
BcepoccuiickoMm cbhe3lie COBETOB MOJIOJIBIX YUEHBIX U CTYJEHYECKUX Hay4HbIX OOIECTB
(Hwxamit Hosropom, 2023), VIII BcepoccuiickoM MOJOAEKHOM HaydHOM (opyme
«Hayxka Oynymiero — Hayka momonbeix» (Open, 2023), XXII MenneneeBckoM cbhe3ne Mo

oOmie#t u npuknaanoi xumun (Cupuyc, Coun, Poccus, 2024).

IMy0sukanum mo reme UCCaeA0BAHUS

Pe3ynprarel npoBEeNEHHBIX HCCIENOBAHUN OMyOMUKOBaHbI B 19 craThsix (B TOM
gucie 5 0630pax 1Mo TeMe JUCCEPTaIlMi) B MEKIYHAPOIAHBIX PEIEH3UPYEMBIX JKypHAIaX
MPEUMYIIECTBEHHO TiepBoro kBapTuiis (Q1), nHAEKCHpyeMbIX 0a3aMu JaHHBIX Scopus U
Web of Science (Te3uChl HE YUUTHIBAIOTCS):

1. Vakh C., Falkova M., Timofeeva I. et al. Flow analysis: A novel approach for
classification // Critical Reviews in Analytical Chemistry. 2016. Vol. 46, Ne 5. P. 374-388.
URL: https://doi.org/10.1080/10408347.2015.1087301. Q1 (IF 4,0 — 2016) — [6].

2. Timofeeva 1., Timofeev S., Moskvin L. et al. A dispersive liquid-liquid
microextraction using a switchable polarity dispersive solvent. Automated HPLC-FLD
determination of ofloxacin in chicken meat // Analytica Chimica Acta. 2017. Vol. 949. P.
35—-42. URL: https://doi.org/10.1016/j.aca.2016.11.018. Q1 (IF 5,1 —2017) —[7].

3. Timofeeva 1., Shishov A., Kanashina D. et al. On-line in-syringe sugaring-out
liquid-liquid extraction coupled with HPLC-MS/MS for the determination of pesticides
in fruit and berry juices // Talanta. 2017. Vol. 167. P. 761-767. URL:
https://doi.org/10.1016/j.talanta.2017.01.008. Q1 (IF 4,2 —2017) — [8].

4. Pochivalov A., Timofeeva 1., Vakh C. et al. Switchable hydrophilicity solvent

membrane-based microextraction: HPLC-FLD determination of fluoroquinolones in
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shrimps // Analytica Chimica Acta. 2017. Vol. 976. P. 35-44. URL:
https://doi.org/10.1016/j.aca.2017.04.054. Q1 (IF 5,1 —2017) —[9].

5. Timofeeva I., Kanashina D., Moskvin L. et al. An evaporation-assisted
dispersive liquid—liquid microextraction technique as a simple tool for high performance
liquid chromatography tandem—mass spectrometry determination of insecticides in wine
/" Journal of Chromatography A. 2017. Vol. 1512. P. 107-114. URL:
https://doi.org/10.1016/j.chroma.2017.07.034. Q1 (IF 3,7 —2017) — [10].

6. Timofeeva I.I., Vakh C.S, Bulatov A.V. et al. Flow analysis with
chemiluminescence detection: Recent advances and applications // Talanta. 2018. Vol.
179. P. 246-270. URL: https://doi.org/10.1016/j.talanta.2017.11.007. Q1 (IF 4,9 — 2018)
—[11].

7. Timofeeva 1., Kanashina D., Kirsanov D. et al. A heating-assisted liquid-liquid
microextraction approach using menthol: Separation of benzoic acid in juice samples
followed by HPLC-UV determination // Journal of Molecular Liquids. 2018. Vol. 261. P.
265-270. P. 1187-1197. URL.: https://doi.org/10.1016/j.molliq.2018.04.040. Q1 (IF 4,6
—2018) —[12].

8. Timofeeva 1., Kanashina D., Stepanova K. et al. A simple and highly-available
microextraction of benzoic and sorbic acids in beverages and soy sauce samples for high
performance liquid chromatography with ultraviolet detection // Journal of
Chromatography A. 2019. Vol. 1588. P. 1-7. URL:
https://doi.org/10.1016/j.chroma.2018.12.030. Q1 (IF 4,05 —2019) — [13].

9. Timofeeva I., Alikina M., Vlasova A. et al. Fe;O4-based composite magnetic
nanoparticles for volatile compound sorption in the gas phase: determination of selenium
aIv) /' Analyst. 2019. Vol. 144, Ne 1. P. 152-156. URL:
https://doi.org/10.1039/C8AN01894D. Q1 (IF 4,0 — 2019) — [14].

10. Bax K.C., Tumodeea MHW.M., bymaroB A.B. Asromarusanusa
MHUKPOIKCTPAKIIMOHHOTO  KOHIICHTPUPOBAHUS  HA  NPHHIOWINAX  IUKIMYECKOTO

UMHXEeKUHOHHOTO aHanu3a // XKypHan Anamutnueckord Xumuu. 2019. T. 74. Ne 11. C.



17

846—-855. URL: https://doi.org/10.1134/S0044450219110112. Q4 (UD 0,5 — 2019) —
[15].

11. Kanashina D., Pochivalov A., Timofeeva I. et al. Mixed surfactant systems
based on primary amine and medium-chain fatty acid: Micelle-mediated microextraction
of pesticides followed by the GC-MS determination // Journal of Molecular Liquids.
2020. Vol. 306. P. 112906. URL: https://doi.org/10.1016/j.molliq.2020.112906. Q1 (IF
6,2 —2020) —[16].

12. Timofeeva I., Alikina M., Osmolowsky M. et al. Magnetic headspace
adsorptive microextraction using Fe;O4@Cr(OH); nanoparticles for effective
determination of volatile phenols // New Journal of Chemistry. 2020. Vol. 44, Ne 21. P.
8778—-8783. URL: https://doi.org/10.1039/DONJ00854K. Q1 (IF 3,6 —2020) — [17]

13. Timofeeva I., Stepanova K., Shishov A. et al. Fluoroquinolones extraction
from meat samples based on deep eutectic solvent formation // Journal of Food
Composition  and  Analysis.  2020. Vol 93. P 103589.  URL:
https://doi.org/10.1016/j.jfca.2020.103589. Q1 (IF 4,6 — 2020) — [18].

14. Timofeeva 1., Stepanova K., Bulatov A. In-a-syringe surfactant-assisted
dispersive liquid-liquid microextraction of polycyclic aromatic hydrocarbons in
supramolecular solvent from tea infusion // Talanta. 2021. Vol. 224. P. 121888. URL.:
https://doi.org/10.1016/j.talanta.2020.121888. Q1 (IF 6,6 —2021) — [19].

15. Timofeeva I., Nugbienyo L., Pochivalov A. et al. Flow-based methods and their
applications in chemical analysis // ChemTexts. 2021. Vol. 7, Ne 4. URL:
https://doi.org/10.1007/s40828-021-00149-8. Q2 — [20].

16. Barbayanov K., Timofeeva 1., Bulatov A. An effervescence-assisted dispersive
liquid-liquid microextraction based on three-component deep eutectic solvent for the
determination of fluoroquinolones in foods // Talanta. 2022. Vol. 250. P. 123709. URL.:
https://doi.org/10.1016/j.talanta.2022.123709. Q1 (IF 6,1 —2022) — [21].
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JIMYHBIA BKJIAJ aBTOPA

ABTOPOM CaMOCTOATEIHLHO OCYIIECTBIIEH BRIOOP HAy4YHOTO HampaiieHus. Bo Bcex
Hay4YHBIX pa0oTax aBTOPY MPUHAMJICIKUT Beayllash pojb B MOCTAHOBKE IEIU M 3aj1ad,
BBIOOpE OOBEKTOB WCCJEAOBAHUS, IUJIAHUPOBAHUM U TMPOBEJACHUU DKCIEPUMEHTOB,
UHTEpHpeTanuu 1 006061mennu JaHubix. B 17 u3 19 nybnukanumii mo Teme gucceprainuu
aBTOP OTBETCTBEHEH 3a KOPPECHMOHACHIINIO, CBI3aHHYIO C ITUMHU CTAThSIMU (UCKITIOUEHUE
COCTABJISIOT JIB€ 0030pHBIE padoTh). [Tox pykoBoACTBOM aBTOpa IO TEME TaHHOW pabOThI
MOJITOTOBJICHBI U 3aAIIMIIECHBI 16 KypCOBBIX U BBIITYCKHBIX KBUTHM(PUKAIMOHHBIX padoT, B
ToM yucie | aurimomHas padoTa, 5 OakaJaBpCKUX M 3 MarucTEepCKHE IUCCEpTaIIUH.
OcHoBHAass 4YacTh pabOT BBHIMOJHSIACH TpPU (UHAHCOBOM TMOAJEPKKE TPAHTOB
Poccuiickoro ponna pynnamentanbubix uccienoBanuii (rpantsl Ne 16-33-00037, Ne 16-

33-60126) u Poccuiickoro Hayunoro ¢onaa (rpantsl Ne 19-73-00121, Ne 24-23-00052).

CrpykTtypa paéorsl

Huccepranus npeacrasieHa Ha 205 cTpaHUIaX MEYATHOTO TEKCTAa WM BKIIOYAET
OTJIaBJIEHWE, CIUCOK COKpAIICHWH W YCJIOBHBIX 00O3HauY€HUM, BBEJECHHE, OCHOBHYIO
4acTh U3 6 I1aB, 3aKJII0YeHUE, 0J1aroIlapHOCTH U CITUCOK JTUTEPATyPhl, BKIFOUaroIwi 207

MCTOYHUKOB. J{uccepranus wumocTprupoBaHa 26 tadmuuamu v 60 pucyHKaMu.
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OcHOBHBIE HAYYHbIE Pe3yJIbTAThI

Pa3pa60TaHBI HOBBIC TMOAXOABI K MHUKPOIKCTPAKIIMOHHOMY BBIACIICHHUIO U

KOHICHTPUPOBAHUIO KCEHOOMOTHUKOB W3 KHUIKHX H TBepIIO(i)a?sHBIX Hp06 ITUIICBBIX

IMPpOAYKTOB, OCHOBAHHBIC Ha IIPUMCHCHHWH HOBBLIX OJOKCTPAKOHUOHHBIX CHUCTCM U

MaTcprualioB, a UMCHHO!

l.

JlokazaHa aacopOLMOHHAs CHOCOOHOCTh (DEPpPOMArHUTHBIX HAHOYACTHUI[ IIO
OTHOLIEHUIO K JIETYYMM BELIECTBAM B YCJIOBHSIX JUHAMUYECKOM M CTaTHYECKON
napodazHoit MUKpo3IKCcTpakiuu [14] — muunsiit Bkian 60 %, [17] — 55 %.

[Tokazana 3ppekTUBHOCTh MPUMEHEHUS TUAPO(HOOHBIX KaPOOHOBBIX KUCIOT s
U3BJICYEHUS] OPraHUYECKUX AHAJIUTOB, CHOCOOHBIX K HMOHH3AIUH; pa3padoTaH
HOBBI CIIOCOO MEMOpPaHHBIM MHUKpPOIKCTPAKIIMK, OCHOBAaHHBIM Ha W3BJICUEHUU
LEJEBbIX AHAJIUTOB M3 CYCIEHIUPOBAHHBIX MpOO B KapOOHOBYIO KHCIIOTY,

HaXONAIyIocs B mopax ruapodooHoit MemOpansl [9] — 50 %.

. JlokazaHa 3(pPeKTUBHOCTb SKCTPAKIHUK OPraHUYECKUX AHAIUTOB, CLOCOOHBIX K

WOHU3aLMU, B IBTEKTUYECKHI pPACTBOPUTENh HA OCHOBE KAPOOHOBBIX KHUCIOT H
tepnieHon10B [21] — 60 %; pa3padoran aBromaru3upoBanHbiii criocod JIXKKMDO B
ABTEKTUYECKHUI PACTBOPUTEIH OPIrAHUYECKUX aHAJTUTOB, CIIOCOOHBIX K MOHU3ALIMH
[22] - 50 %.

Jlokazana 53(p¢GEeKTUBHOCTh OKCTPAKIMK (TOPXUHOJIOHOB W3 MaTpuil Tpod
KUBOTHOTO TIPOMCXOXKJEHUS B DSBTEKTHMUYECKHMH pacCTBOPUTENIb Ha OCHOBE
YETBEPTUYHON COJIM aMMOHHS M CIUPTa; pa3paboTaH crnocol >KUIKOCTHON
MUKpPOSKCTPAKLIMM, OCHOBAHHBIA Ha in-situ OOpa30BaHUU DSBTEKTHUECKOIO

pacTBOpUTENIS HEMOCPEICTBEHHO B cMecH ¢ TBepaodazHoii npobdoit [18] — 60 %.

. Hokazana  5(QpeKTUBHOCTh  JKCTPAKIMU  TOJSAPHBIX  TMECTUIUAOB B

CYNPaMOJIEKYJISIPHBIM PaCTBOPUTEIb HA OCHOBE MEPBUYHOTO aMUHA U KapOOHOBOI
KHCJIOTHI; pa3padoTaH criocod MHICIUIIPHOM MHKPOIKCTPAKIIUU C IPUMCHEHUEM
HOBOM 3KCTPAKIITMOHHOW CHCTEMBI JIJIs aHaju3a CyCHEHANPOBAaHHBIX mpob [16] —

60 %.
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6. M3yuena m 00OCHOBaHa BO3MOXKXHOCTH MPUMEHEHUS MPUPOTHOTO TEPICHOUA
(MEeHTOIa) B Ka4EeCTBE «3€JIEHOTO» dKcTpareHTa mis BeimonHerus JKOKMD 6e3
BBEICHUS pacTBopuTens-guctepraropa [12] — 60 %, [13] — 90 %.

7. Hns ynanenust gucriepraropa (OpraHu4ecKoro paCTBOPUTEIS) U3 IKCTPAKIIMOHHOM
cucteMsl B nporecce JDKOXKMD mpennioxken cnoco0, OCHOBaHHBIA Ha (a30BOM
nepexojie aucnepraropa; ;kuakocts — ras [23] — 40 %, [10] — 80 %.

8. PeanuzoBaH aBroMarm3upoBaHHblil criocoO JIDKOKMDO, no3Bosistomuil yCTpaHsTh
Melniaroniee BIMsIHUE OeKOB TBepA0(a3HbIX MPOO KUBOTHOTO MPOUCXOKICHUS U
BBITIOJTHATH KOHIIEHTPUPOBAHNE KCEHOOWOTHKOB B YCIOBUSAX MTPOTOYHOTO aHAIM3a
[7] - 50 %.

9. Ilpemsio)keH aBTOMATU3MPOBAHHBIN CIIOCOO MUIICIUIIPHOM MHUKPOIKCTPAKIIUH
HETOJIAPHBIX AaHAJUTOB B (pa3y Ha OCHOBE BbICHIEH KapOOHOBOU KHUCIOTHI U €€
coiy; Toka3zaHa 3((HEKTUBHOCTh HKCTPAKIUUA aHAJIUTOB B MPEMJIOKEHHYIO (hazy
[19]—-70 %.

10. ITokazana BO3MOXKHOCTb BBITNOJIHCHUSA TOMOTE€HHOM KUJIKOCTHOMU
MUKPOAKCTPAKIIUUA B YCIOBHUSIX NMPOTOYHOTO aHaIM3a; Ha €€ OCHOBE pa3paldoTaH
KOMOMHUPOBAHHBIN CIIOCOO OMpe/IeICHUsI IECTULIUIOB B MUIIEBBIX MPOAYKTaX [8]
— 70 %.

11. OGoOmieHbl  cBeeHUs 00 aBTOMATHU3WPOBAHHBIX CHOcCO0aX aHamm3a; uX
pazHooOpasue, BO3MOXKHOCTU M 0COOEHHOCTH MOKa3aHbl HA MHOXKECTBE MPHUMEPOB,
B TOM 4YHCIIe, pa3pabOTaHHBIX B paMKax JAUCCEPTALUOHHON PabOTHI
MHUKPOIKCTPAKIIMOHHBIX TMOJX0AaX; PE3YJIbTAaThl MPEJICTABICHBI B MATH 0030pax:

[6] — 15 %, [11] = 50 %, [15] — 35 %, [20] — 30 %, [24] — 40 %.

HO.]'IO)KeHI/IH, BbIHOCHUMBbIC HA 3allIUTY

1. HoBble cnocoObl cTaTUYECKON M AMHAMUYECKOW Mapo(a3zHOi MUKPOIKCTPAKIIMU
Ha (EeppOMArHUTHBIX HAHOYACTUIAX JUJISI CEJEKTHMBHOIO BBIACICHUS U
KOHLIGHTPUPOBAHUS JIETYYUX BEIIECTB M3 KHUAKUX M TBEpAo(a3HbIX Mpod

IMUIICBLIX IMTPOAYKTOB.
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Croco6 MUKPOIKCTPAKITMH OPTaHUYECKHIX BEIIECTB (CIIOCOOHBIX K HOHU3AIUH) U3
TBepropa3HbIX MpoOd C TNpUMEHEHHEM MeMOpaHbl, HMIPErHUPOBAHHON
AKCTPAreHTOM C «IEPEKITI0YaecMO THAPODUILHOCTHION.

HoBble moaxoapl K  MHUKPOIKCTPAKIMOHHOMY  BBIJICJIICHUIO  TOJISIPHBIX
OPraHUYeCKHUX AaHAJIMTOB W3 KUJKUX W TBepAo(da3HBIX MPOO B IBTEKTHUECKHE
pacTBOpUTENIM Ha OCHOBE KapOOHOBBIX KHCJOT M TEPIICHOWIOB, YETBEPTUUYHOMN
COJIM aMMOHMUS U CIIUPTOB.

HoBble 3KCTpaKIIMOHHBIE CUCTEMBI HA OCHOBE IMEPBUYHBIX aMUHOB U KapOOHOBBIX
KUCJIOT JJI1 MULEIUIIPHOM MHUKPOAKCTPAKIIMK TMOJSPHBIX U  HEMOJSAPHBIX
OpPTraHUYECKUX aHAJIMTOB U3 KUJIKUX U TBepAOPa3HbIX MPOO.

O6ocHOBaHKHE BO3MOXKHOCTH MPUMEHEHHS MPHUPOTHOTO TeprieHou1a (MEHTOa) B
Ka4EeCTBE «3€JICHOT0» AKCTPAreHTa JJisl BRIMOJHEHUS TUCTIEPCUOHHOM KUJIKOCTHO-
YKUJIKOCTHOM MUKPOIKCTPAKIIUU O3 BBEACHUS PACTBOPUTEIIS-IHCIIEpraTopa.
Cnoco0  ymaneHust jaucrnepraropa  (OpraHMYe€CcCKOro  pacTBOPUTENS) U3
AKCTPAKIIMOHHOW CUCTEMBI B MPOLIECCE AUCTIEPCUOHHOM KUIKOCTHO-KUIKOCTHOU
MHUKPOIKCTPAKIIMH, OCHOBAHHBIN Ha ()a30BOM MEPEXo/Ie JUCIepraTopa; KUIKOCTh
—ras.

['mapaBnuyeckue cXeMbl I aBTOMATHU3AIMA MHLIECIUIAPHOM, TOMOIE€HHOM U
JTACTIEPCUOHHON JKMJIKOCTHO-)KMJIKOCTHOM MHUKPOIKCTPAKIIMK KCEHOOMOTHKOB,
00ecIIeunBaroNIne BO3MO>KHOCThH MTOBBIIIICHUS MPEIU3UOHHOCTH n

IMPOU3BOAUTCIbHOCTH XUMHWYCCKOI'O aHaJIN3a ITMIICBLIX ITPOJAYKTOB.
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OCHOBHA YACTb
['JTABA 1. Ob30P JIMTEPATYPbI

1.1. XuMHUYeCKNH aHAJIN3 NMUILIEBBIX MPOAYKTOB

[TumeBbie TPOAYKTHI SBJISTFOTCSI HICTOYHUKOM JIMMEHTAPHBIX (HYTPUEHTHI: OCIKH,
YKUPBI, YIIIEBO/bl, BATAMUHbBI, MUHEPAJIbHBIE COJIM, BOJIa) M HEAIMMEHTAPHBIX (ITUILEBHIC
N00aBKM, KpAacUTENU U Jp.) KOMIIOHEHTOB, CpPEIM KOTOPHIX HEMAaJI0 KOMIIOHEHTOB
IPUPOIHOTO WM AHTPONOTEHHOTO MPOUCXOKIEHUS. YykKepoaHble, MOTEHLHAIBHO
OMAacCHbIE COEIMHEHUS, OPTAHUYECKON U HEOPTaHUYECKON MPUPOBI, COITIACHO IPUHATOMN
TEPMUHOJIOTUU, HA3bIBAIOT KCEHOOMOTUKAMH, KOHTAMHHAHTAMM, YY>KEPOIHBIMU
XUMHUYECKUMHU BeliecTBaMu. OCHOBHBIM ITyTEM MOCTYIUICHUS 3TUX BEIIECTB B OPraHU3M
YyeJloBeKa  SBJISAIOTCS  LIENM  NUTAHWS, 1O  JaHHbIM  [IpoaoBOIILCTBEHHOM
Cenbckoxo3sarctBeHHON Opranusanmnu U BeemupHon Oprannszannu 31paBoOXpaHEHUS,
80 - 95 % BpenHbBIX U YYKEPOIHBIX BELIECTB [JISl YEIOBEKA MOCTYIMAET C MPOIYKTaAMHU
nutanus [25]. Ha ceronHsimHuil AeHb B MUPE U3BECTHO OoJiee 9 MITH. KCEHOOUOTUKOB
pa3IUYHONW MPUPOIBI, CPEAN KOTOPBIX BBIIEISAIOT TKEIbIE METAJUIbl, MECTULUABL,
ynoOpeHusi, aHTUOMOTHKH, KOHCEPBAHTHI, MOJUIMKINYECKUE apOMATUYECKUE U
XJIOpCOEpIKallre YIIEBOAOPOAbl, TOPMOHAJIbHBIE IIpenaparsl U Ip. CucremMarndeckoe
ynoTpeOsieHne TPOAYKTOB TMHUTAHUS C OCTATOYHBIMH KOJMYECTBAMU KCEHOOMOTHKOB
IPUBOAUT K MpoOIeMaM CO 310pPOBbEM Y UE€JIOBEKa U BO3HUKHOBEHHIO PE3UCTEHTHBIX
(GbopM MUKPOOPraHU3MOB.

KoHTpoJib kKauecTBa MUILIEBBIX MPOAYKTOB — 3aJI0T 3J0POBbs HAIIMH, B CBSI3U C 3TUM
B paMKax peaju3allii TOCYIAPCTBEHHOM MOJMTHKU B OOJIACTH 30POBOTO MHUTAHUS
pa3paboTaHo OoJiee NIByX JECATKOB HOPMATHBHO-IPABOBBIX aKTOB [25], B TOM 4YHCIE
YTBEPXKJICH TIEPBBIA POCCHUUCKUN JTOKYMEHT, (HOpMalu3yIomuid TpeOOBaHUS K
AKCIIEPTHOM OIIEHKE U HAJ[30py 32 000POTOM OMOJIOTHYECKH aKTUBHBIX 7100aBOK (BAJI) k
MUIIE; YTBEPXKIEH TeXHWYECKWil peraMeHT TamokeHHOTO cor3a «TpeboBaHus
0€30MacHOCTH  MHUIIEBBIX  JO0ABOK,  apOMAaTU3aTOPOB U TEXHOJOTMYECKHX

BcriomorarenbHbix cpeactsy (TP TC - 029 - 2012); ycranoiaensl Hopmbl CanlluH
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2.3.1078-01 Ha ocTaTO4HOE COIEpKaHWE AHTUOMOTHKOB B MSCHBIX M MOJIOYHBIX
MPOYKTaX.

Y4uThiBasi CI0KHYIO0 MaTPUILy MUIIEBBIX MPOTYKTOB, TPOOOIOATOTOBKA SIBISIETCS
BaXXHBIM M HEOTHEMJIEMBIM 3TallOM JIOOOr0 XMMHYECKOro aHaiau3a. [Ipm moaroroBke
poOkI K aHAIKM3Y MOXKHO BBIJICIIUTHh TP OCHOBHBIE CTAIMU: BBICYIIIMBAHUE, PA3JI0KEHUE
(BCKpBITHE) MTPOOBI, pa3eieHIe U KOHIIEHTPUPOBAHHE.

AHanu3 TBEpABIX MULIEBBIX MPOAYKTOB 3a4acTylO SIBISIETCS OOJ€e CIOKHOU
3a/layeil 0 CPaBHEHUIO C aHAJIM30M >KHJIKUX MpoO. B OONbIIMHCTBE CBOEM METONUKHU
BKJIIOYAIOT CTAJAHMIO PA3JOXKEHHUS — MEpeBOA MpoObl B kuakoe coctosiHue. CrocoOsl
Pa3NIOKEHUST U3JJaBHA JCIIAT Ha «CYXHUE» U «MOKPBIE»: K MEPBBIM OTHOCIT TEPMUUECKOE
paslioKeHue, CIUIaBJICHHE M CIEKaHWE C Pa3IMYHBIMH BEHIECTBAMHU (COJIM, OKCHUJbI,
IIEJIOYH U UX CMECH); KO BTOPBIM — PACTBOPEHUE aHAIM3UPYEMOI MPOOBI B Pa3IUUHBIX
pactBopurensax [26]. Ocoboe BHHUMaHHE CIEIYET YAENATh BbIOOPY pacTBOPHUTEI,
KOTOPBII MOYKET OKa3bIBATh MEMIAONIEE BIMSIHNUE HA TalIbHEUIIEE ONPENEIICHUE 1IEJIEBBIX
aHanutoB. Kpome TOoro, memaromiee BO3JEHCTBHE MOTYT OKa3blBaTb U KOMIIOHEHTBI
caMoil TpoOBI, B ATOM cllydyae MNPUOETAlOT K CTaJUU pa3[eiCHUs WU MpUEMY
MacCKHpPOBaHUs, B HEKOTOPBIX CIIy4asX UCIONb3YIOT U TO, U IPYTOE.

Paznoxxenre mpo® MOXET OCYIIECTBIATHCS B JIByX BapUaHTax: OTKPHITOM U
3aKpBITOM cucTeMax. PacnpocTpaHeHHBIM B MHUPOBOM MPAKTUKE JKCIPECCHBIM U
HAJCKHBIM CIIOCOOOM PpAa3NOKEHHs] CIIOKHBIX Mpo0 sBIsETCA MHUHEpaau3alus B
TepMETUYHO 3aKPBITHIX COCY/AaxX (aBTOKJIABax) MPHU BHICOKOM JIaBJICHWU W TEMIIepaType.
ABTOKJIaBbI TIPUMEHSIIOTCSI KaK B CHUCTEMaxX C PE3UCTUBHBIM, TaK U MHKPOBOJHOBBIM
cnocoOom HarpeBa. [IpuHUMI MeTOAa MHMKPOBOJIHOBOIO PAa3JOKEHHS OCHOBaH Ha
OKHCIIUTEIIbHOM BO3JIEUCTBUU KHUCJIOT, HAXOASIIUXCS MOJ BHICOKUM JIaBICHUEM 3a CYET
HarpeBa, Ha OPraHUYECKYyl MaTpuIly oOpasiia, 4TO MPUBOIUT K €€ JIecTpykKiuu [27].
Bri6op crnocoba pasnokeHusi mMpoObl 3aBUCUT OT MPUPOILI U XUMHUYECKOTO COCTaBa
MaTpHIlbl 00BEKTA, a TAK)KE XHMHUYECKAX CBOMCTB CAaMOTO OIPENEIIeMOro KOMIIOHEHTA.

AHaM3 TPOAYKIIMU IKUBOTHOTO TMPOUCXOXKACHUS OCIOXHICTCS HaIUIUeM
OOJIBIIIOTO KOIMYECTBA OCJIKOB, YKMPOB U BOJIOKHUCTOM CTPYKTYpbI. 1 ynaneHus 0eIKoB

UCIIOJIB3YIOT KHUCIOTHI (YKCYCHYIO, TPUXJOPYKCYCHYIO WM COJISIHYIO), IIEJI0YH WJIU
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OpraHUYECKHUE PACTBOPUTENN (3TAHOJ, ALETOHUTPHUII, ALETOH), KOTOPBIE pPa3pyLIarOT
IPOCTPAHCTBEHHYIO CTPYKTypy Oenka [24]. PacTBOpbI 3IEKTPOJIUTOB YMEHBIIAIOT
pacTBOPUMOCTh O€NKOB 3a cuer »3(dekra «BbicamuBanus» [28]. B pesynbrare
JIMCCOLUALINY BJIEKTPOJIUTOB (HAampuMep, cyiabdara HaTpus) U UX IEKTPOCTATUUECKOTO
B3aUMOJICHCTBUSI C O€lIKaMu HEeWUTpanu3yeTcs 3apsij] MOCIEIHUX, YTO MPUBOIUT K
koarymsiuud ~ OenkoB.  Kpome — Toro,  pacTBOpbl  BIIEKTPOJUTOB  0OJIAAArOT
TUTPOCKOTIMYECKUMH (BOAOOTHUMAIOIIMMHI) CBOMCTBAMH, YMEHBINAS TaKUM O0pa3oM
TUAPATHYI0 000J0YKY OEJIKOB, UTO B UTOTE€ MPUBOJIUT K UX OCaKIeHUI0. Jleruaparamus
MOJIEKyJ Oelka W WX BBINAJCHHE B OCAJOK HAOMIONAIOTCA TAKXKE M TMOJ BIUSHHUEM
¢bu3nueckux QakTopoB (HarpeBaHue, oOimydeHue u Ap.). Jns ycTpaHeHus >KUpoB yanie
BCETO HMCHOJNB3YIOT H-TekcaH [29]. [ns pasnmenenus a3, B TOM 4YHCIIE€ U OTICICHUS
HEpPaCTBOPMMOM YacTu oOpasiia, MIPUMEHSIOT LEHTPUPYTUPOBAHUE, YTO CTABUT IOJ
COMHEHHE BO3MOXXHOCTH MOJTHOM aBTOMAaTHU3aI[MU TaKOU CTa Iy MPOOOTOATOTOBKH.

[ToBbICUTH 3(PPEKTUBHOCTD U3BJICUECHHS aHAJTUTOB U3 TBEPABIX MPOO BO3MOXKHO C
MOMOIIBI0  yAbTpa3Byka (Y3), MHKPOBOJHOBOIO W3JIYYEHUS U OKCTPAKIUU TIOJ
nasiaenueM [30-33].

C uenbio JOCTHKEHUS MaKCUMaJbHOW CEJIEKTUBHOCTU W CHUIKCHUS MPENETIOB
oOHapykeHusi  (MpU  HEOOXOAMMOCTH)  HMCHOJB3YIOT  KUJKOCTHO-KHUJIKOCTHYIO
skctpakuuio (KXKD) wnm tBepmodaznyro skcrpakiuio (TDI), a takke QuEChERS
(quick, easy, cheap, effective, rugged, safe — Ovicmpublil, npocmoi, Oeuiesylil,
aghghexmusHwiti, HadedcHbili u bezonackwiil) MeTol, couetaromuii XKD u tBepaodaznyio
ounctky. Metogq QuUEChERS wu3HauanbHO ObLT BHEAPEH IS MOHUTOPUHTA OCTATKOB
MEeCTUIUIOB, OJHAKO €r0 MOAU(UKAMKU TO3AHEE CTaIu UCIIOIb30BaThCS U JJISl APYTUX
kcenoonotukoB [34,35]. UccnenoBarenn MpU3HAIOT, YTO STOT METOA COOTBETCTBYET
«3€JIeHOM» XUMHUHU H3-32 HU3KOTO MOTPeOJIeHUs PacTBOPUTENEH, YTO NPUBOAUT K
MUHHUMAJILHOMY OOpa30BaHUIO OTXOMIOB, a TAK)KE MCIIOIH30BAHUIO HEXJIOPUPOBAHHBIX
pactBoputenei [36]. OCHOBHBIMM HEIOCTAaTKAMU METOAA SBIISIIOTCS TPYAOEMKOCTh H
JUTUTEILHOCTD MPOLEAYpHI (10 3 u).

Tpanguuronnsie BapuanThl KKD u TOD HMEIOT CylIECTBEHHBIE HEIOCTATKU:

HU3KYI0 3((PEKTUBHOCTh SKCTPAKIMHU, TPYIAHOCTh AaBTOMAaTHU3allMU, HCIOJIb30BAHUE
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OoNbIINX 0O0BEMOB TOPOTOCTOSALINX PACTBOPHUTENEH M MaTEPHUAIOB, YTO B CBOIO OUEPEIh
BJI€YET K 00pa3oBaHHUIO OOJBIIOTO O0bEMa XUMHUYECKUX OTXOJOB. TakuM 00pazom,
HocjeHee BpeMsl OTAAeTCsl MPENNOYTeHHE MX MHHHMATIOPU3UPOBAHHBIM BapUaHTaM.
Bonee Toro, coBpeMEHHbIE aHAJIUTUYECKHE METOIbI, MPEKIE BCEro ra3oBas H
KHUJIKOCTHAsI XpoMarorpadus, MO3BOJISIOT C BBICOKOM YyBCTBUTEILHOCTBIO ONPEACTIATh

MPUMECH B MUKPOJIHUTPOBBIX 00beMax o0 aHaIM3UpyeMbIX BemlecTs [37].

1.2. MeTOIlbI MHUKPOIKCTPAKIINA, IPUMECHACMBIC B XUMHNYCCKOM aHAJIUN3€E

NMIEeBBIX MPOIYKTOB

B nuteparype ocoboe BHUMaHUE YAEISETCS MHKPOIKCTPAKIIMOHHBIM METOJaM
pa3lieNieHus U KOHIUEGHTPUPOBaHUS, Kak A(DPEKTUBHBIM METOAaM MPOOOMOATOTOBKH
pa3IMYHBIX OOBEKTOB aHAJIM3a, B TOM YHUCIIE MUIIEBBIX MPOAYyKTOB. Cpeau HUX 0co00M
MONYJSPHOCTHIO MOJB3YIOTCS KUAKOCTHO-KUAKOCTHAasE MUKpodKeTpakius (KKMD) u

TBepAo(dazHas MukposkcTpakius (TOMD).

1.2.1. JKuokocmmo-ascu0Kocmuas MUKpOIKCMpaKyus

Jucnepcuonnan 3#cu0KoCmMHO-1HCUOKOCHHAA MUKPOIKCIMPAKUUSA

Cpenn mnpoynmx MHKPOIKCTPAKIIMOHHBIX METOJIOB BBICOKYIO 3KCIPECCHOCTH
o0OecreynBaeT JAHUCIEPCUOHHAS >KUIKOCTHO-)KHMIKOCTHAs MHUKpOAIKCTpakuus [2,3].
Knaccuueckuit Bapuant JDKXKMD mnpenmnonaraer BBeAeHHE B BOAHYIO (hazy IPoObI
CMECH OpPraHMYECKOro JKCTpareHtra (xsopodopma, TeTpaxJopMeTaHa, TeKCaHa, M-
KCUJIONIa U Jp.) W TMOJSPHOrO PacTBOPUTENS — Jucnepraropa (MeTaHona, aleToHa,
alleTOHUTPpUJIA U JIp.), B PE3yabTare 4ero oOpa3yercsi TOHKOAMCIEPCHAs 3MYJIbCHS,
oOecrnieunBaroiasi OOJIbIIYIO IUIONIAAh KOHTakTa (a3, W, KaK CJEICTBUE, BBICOKYIO
cKopocTh 3KcTpakuuu (pucyHok 1). Ilocne ueHTpudyrupoBaHUs SKCTPAKT MOMKET
HaXOAUThCS Ha JHE COCyJa WM HAa €ro MOBEPXHOCTHU B 3aBUCUMOCTH OT IUIOTHOCTHU
MCMOJIb3yeMOTro 3KcTpareHTa. CTOUT OTMETUTh, UTO Kiaccuueckuil Bapuant JJKOKMD
oOnamaer psaOM HEMOCTaTKOB. Tak, OOpa3oBaHME YCTOWYMBBIX SMYILCUU TpeOyeT
BKJIFOUCHUS B CXEMY aHaJIN3a CTaANH IEHTPUPYTUPOBAHMS, YTO 3HAUUTEITHLHO YCIOKHSIET

aBTOMAaTH3alUI0 MPoOonoAroToBKU. KpoMe Toro, BBeAEHHE MOJSAPHBIX pacTBOpUTENEH
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(IucmepraropoB) B AKCTPAKIIMOHHYIO CHCTEMY YBEIWYHBAECT PACTBOPUMOCTH ILIEJIEBBIX
aHAJIUTOB B BOJHOMU (ha3e U, KaK CIIEACTBHE, MPUBOAUT K CHIDKEHUIO KO3(PPHUIIMEHTOB MX

pacopenenenus [38].

T Beoxn cmecu JKCTpareHra
(53 H OHCIIepraropa

=0

©
(- & !
—_
Bopgneii pacteop  Jucneprupoeamue OOpazoeanue Bripenerue Otbop
npoOEl 3KCTpareHTa SMYIB CHH OpraHM4¥ecKkoi Gasel  opramrdeckoi (asel

Pucynok 1. Cxema JIZKOXKMDO.

JUist ycTpaHeHHsI BBIIICTIEPEUYHCICHHBIX HENOCTATKOB B JIMTEpaType ObUIn
npenokeHbl pasnuyHbie BapuaHThl JIAKIKMD. DOxonomuyecku >(PPEKTUBHBIM U
NPUTOAHBIM JUIS aHajiu3a pa3IM4HbIX Marpul okasainca Bapuant J[AOKMD B
yaeTpa3BykoBoM mosie  [39,40], miaBHOM OCOOEHHOCTBIO KOTOPOTO  SIBJISIETCS
UCIOJIb30BaHKE yIbTPa3ByKa C LIEJbI0 YBETUUYEHUSI CKOPOCTU 00pa30BaHMsI SMYIIbCUU U
YMEHBIIEHUS BPEMEHHM YCTaHOBJEHUA paBHoBecus. OOpasyromjasici B Ipolecce
JTUCTIEPTUPOBaHUS SMYJIbCHUS 3a4acTyl0 ObIBA€T OUEHb YCTOWYHMBOW, YTO MPUBOIUT K
HEOOXOAMMOCTH JUIUTENbHON cTaauu LeHTpudyrupoBanus. Kpome Toro, B mpouecce
JTUCNIEPTUPOBAHUS U3-3a HATPEBA SMYJILCHH BO3MOXHA YaCTUYHAs MTOTEPS SKCTPAreHTa u
JIETYYUX aHAUTOB. TakuM 00pa3oM, BpeMsi SKCTPAKIIMHU CTAPAIOTCSI CBECTH K MUHUMYMY
(2 - 5 MuR).

Taxxe ns ananu3a TBEpA0Gha3HBIX MPOO MUIIEBHIX MPOTYKTOB ObLIA MPEAIOKEHA
JIKOKMD ¢ ucnonb30BaHUEM MUKPOBOIHOBOTO U3nyueHus [41]. OgHako, Takoi BapraHT
OPUMEHUM TOJIBKO K TEPMUYECKH CTAOWIIbHBIM COEAMHEHUSM H3-32 TOBBIIICHUS

TEMIICPATYPBI BO BPEMs OKCTPAKIIMU U MMPCATIOIIaracT UCIIOJIb30BAHUC TOJIBKO IMOJISIPHBIX
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pacTBOpUTENEH, TOCKOJIBKY HEMOJIAPHBIE PACTBOPUTENH MPAKTHYECKHM HE MOMIOLIAOT
HHEPIrUI0 MUKPOBOJIH.

Eme onauM He TpeOyrOUUM MCIOIB30BaHUS JUCTIEPTaTopa BApUAHTOM SIBJISIETCS
JOKOKMD ¢ npuHyAUTENIbHON KOHBEKIIMEN (BUXPEBBIM qucneprupoBanuem) [42]. B stom
cllydyae JIHWCHEPTHPOBAHHUE OHKCTPAreHTa JOCTUTaeTCsl € IOMOIIBI0 MEXaHUYECKOIO
nepeMenBanus, a paszjaeiieHue (a3 — OCTaHOBKOM IMEpPEeMEIIMBAIOIIETO YCTPONCTBRA.
Kpome Toro, cymiectByeT koMOMHMpoBaHHbINM BapuaHT [[DKIKMD ¢ ucnonb3oBaHUEM Kak
VJIBTPA3ByKa, TAK U MEXaHUYECKOTO NepemeninBanus [43].

JUtst ananu3a )kuIKuX cpen Obul npemtokeH BapuanT JIKOKMD co mmpuneBsiM
JTACTEPTUPOBAHUEM TMOTOKOM Bo3ayxa [44]. CornmacHO NMpemyioKEHHOW CXEME, BOAHAs
npoda ¢ DOKCTPAareHTOM IMEepEeMENIMBAINCh My3bIpbKaMu BO3JyXa IMpPU TOMOIIU
CTEKJITHHOTO IIMPHUILIA ITyTEM MHOTOKPATHOTO 3aCACHIBAHUS CMECH B MOJIOCTh IINPHULIA U
oOpaTHOro BO3BpallleHUsl €€ B eMKOCTh. MeToa He TpeOyeT HaJIuyusl JOMOIHUTEIBLHOIO
000pyI0BaHUS U IPOCT B peaIn3aliu.

B 2014 romy aBropamu [45] Obu1 mnpemntokedn BapuaHT JIKKMD ¢
MCIIOIb30BAHUEM YITIEKHUCIIOTO Ta3a, MOJIYYEHHOTO i1 Sifu B PE3YJIbTATE MOAKUCICHUS
pacTBopa, CoIepXkalero TUApoKapOOHaT-uOHBI. TakuM 00pa3oM, MaHHBIM MOIXOA
UCKJIIOUMJ ~ HEOOXOAMMOCTh  HCHOJBb30BaHMSI ~ BCIOMOTATE€bHOTO  IOJIAPHOTO
OpPraHUYECKOTO PACTBOPUTEIIS, a KpOME TOro, 00pa3yrouiasics B pe3yJbTare peakliuu coJib
MOJKET CIIYXKUTh BbICATMBAIOLUM areHTOM.

OcunoBubiME nipeumyiiectBamu JIXKOXKMD siBrisitoTcst Masible 00beMbI DKCTpareHTa
(50 — 500 MKi1), SKCOPECCHOCTh M BBICOKHE (0 HECKOJBKHUX ThICSY) KOIPPUIUEHTHI
KOHIIEHTPUPOBAHUS, YTO MO3BOJIET IOCTUTaTh IPU COYETAHUU C XPOMATOTrpaduuecKum
aHAIM30M HHM3KHUE TPEIEIIbl OOHapy)enus npumecei — 107 — 107* mr/n [46].

C pa3BuTHEM «3€JIEHOI» aHATUTUYECKOW XUMHUHU OOJIbIIIOE BHUMAHUE YIEISIETCS
MOWCKY ¥ IPUMEHEHHUIO HOBBIX Oe30macHbIX dKkcTpareHToB. Tak, B JIDKXKMD B kauecTBe
AKCTPAreHTOB CTAJId UCHOJb30BaTh MOHHBIE xuAKoCTH (MK) [47,48] u »BTEKTHYECKHE
pactBoputenu (OP) [49].

HNonnsie xuakoctu («ionic liquids») mpencraBisioT coO0Ol  pacriiaBbl

OpPraHUYCCKHX coneﬁ, KOTOPBIC HAXOAATCA B )KUAKOM COCTOAHUU IIPU TEMIICPATYPEC HUKE
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100 °C [50,51], B ornenbHyro Kareroputo BblaenstoT MOK sxunkue nmpu KOMHATHOMN
temneparype [52]. 1K nmpoBoasT sneKTpruuecKuil TOK, 00I1aqaroT HU3KOH TeMIieparypoit
IJIABJICHUS, HU3KUM JABJICHUEM HACBILICHHBIX [1apOB, BBICOKOW MOJISIPHOCTBIO,
CIIOCOOHOCTBIO PACTBOPSIThH Pa3IMUHBIE KJIACCHl OPTAHUYECKUX COCTUHEHUH, YTO JIeJIaeT
UX NPUBJIEKATEIbHBIMU ISl IPUMEHEHUS] B METOJIaX PA3AECICHUA U KOHUECHTPUPOBAHUS
[53]. Ocobennoctamu MK  sBHsrOTCS BO3MOXHOCTH  ITOJIYYEHHUS] MHOXKECTBA
pacTBOpUTENEH C Pa3IUYHBIMU  SKCTPAKIIMOHHBIMU  XapaKTEPUCTHUKAMH  IyTEM
BapbUPOBAHMS KaTHMOHA M aHMOHA >KUJIKOM COJIM; a TakKe CHOCOOHOCTh MEHSITh CBOM
bu3nYecKre CBONCTBA 3a CUET JJIMHBI KATHOHHOW, aHUOHHOW W aKWIbHOH 1ienu [54]. B
kauectBe mnpumepoB npumeHenus VDK B JIDKOKMD moxHO mpuBecTH pabOTHI IO
ompeieNIeHuI0 necTuiuaoB [55—-57], antubuorukoB [58,59], TTIAY [60], koHCEpBaHTOB
[61] m ApyrHX KCEHOOMOTHUKOB B MUIIEBOI MPOMYKIIHH.

OprekTrueckue pactBoputenn («deep eutectic solvents») paccmaTpuBarOT Kak
OTZICJIbHBIN KJIACC PACTBOPUTENEH, CXOKHUX IO CBOMCTBAM C HOHHBIM KUIKOCTIMU [62].
OP npencrasiser co0oi cMech KOMIIOHEHTOB, OAMH U3 KOTOPBIX aKLENTOP BOJOPOIHBIX
CBSI3€H, a JIPyrom — JOHOP BOJIOPOAHBIX CBsized. B pesynprare B3auMOACHCTBHS
MPEKYpPCOPOB 00pa3yeTcsi HBTEKTHYECKass cMeCh C 0ojiee HHU3KOM TeMIieparypou
TIIJIaBJICHUS, Y€M Yy HCXOIHBIX coeauHenuii [63]. Hanboee yacto B kauecTBe aKIENTOPOB
BOJIOPOJIHOM CBSI3M NPUMEHSAIOT YETBEPTHYHbIE AMMOHHEBBIE COJM (XOJUH XJIOPHI,
TeTpaOyTHUJIaAMMOHUSI OPOMU U T.J1.), @ B KAYECTBE JIOHOPOB — OPraHUYECKUE KUCIIOTHI,
CIIUPThL, MOYEBUHY, TEPIEHOUIBI, TTTUKOJIN. [I0 CpaBHEHUIO C MIOHHBIMU KUIKOCTIMH DP
o0nagaroT TaKUMH MPEUMYIIECTBAMU, KaK MPOCTOTAa CHUHTE3a, JOCTYMHOCTD,
OTHOCUTEJIbHAs  JIENIEBM3HA  HCXOAHBIX  KOMIIOHEHTOB,  0O€30MacHOCTb U
OounopasnaraeMocTh. bonbiioe pazHooOpaszue 3a CYeT BO3ZMOXHOCTH KOMOWHWPOBAHUS
MPEKYpPCOPOB M DKOJOTMYHOCTh OATUX PACTBOPUTENEH OOECIeUniii UX I[HUPOKOE
MPUMEHEHUE B XUMUYECKOM aHAJIN3€, B TOM YKCIIE U JIJIsl MUILEBBIX MTPOIYKTOB [64—66].

B 2008 romy Owu1 mpemnoskeH HOBBIM BapuwanTt JXKOKMD, ocHoBaHHBIA Ha
3arBepAeBaHun 3KcTpakta [67]. K opraHudeckuM pacTBOPUTENSAM B 3TOM METOJE
NPEABSIBISAIOT PsAJl TPeOOBAaHWM: OHM JOJDKHBI OBITH JIerde, YeM Boja, 00J1aj1aTh

TeMIlepaTypoil 1iaBiieHus, 01u3koil k komHatHo (10 - 25°C), 3aTBepaeBarh B JeASTHOU
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O0aHe, UMETh HHU3KYIO JIETY4Ye€CTh W PACTBOPUMOCTH B BOJE, d(PPEKTUBHO H3BIICKATH
oprannveckue coenuHeHus [3]. Takumu cBOCTBaMU 0O0JIaalOT HEKOTOPHIC BBICIITHE
cnupThl (1-yHAekaHod, 1-101€KaHO), HACBIIICHHBIC YITIEBOAOPOMAbI (H-TeKCaJeKaH) U
rajoreHankansl (1-OpomrekcanekaHn, 1-xmopokranekan). K pgocTtomHcTBam Metoaa
MOXXHO OTHECTH IPOCTOTY cOOpa IKCTpakTa, OJAHAKO, CTOMT OTMETHUTh, YTO JAHHBIN
BapuanT JDKOKMD npeamonaraeT HCHONB30BaHWE —AUCIEPraropa, HETaTHUBHBIC

MOCJICACTBUA UCITOJIB30BaAHUA KOTOPOIO 06cy>1<z(an1/105 BBIIIIC.

Kanenvnaa mukpoixcmpaxuyus

Hcnonw3oBaHue pexkopaHO HUBKUX 00bEeMOB 3KcTpareHTa (1 - 5 MKiI) H, Kak
CJIE/ICTBUE, JOCTUKEHUE BHICOKMX KOA(DPUIIMEHTOB KOHIIEHTPUPOBAHUS XapAKTEPHO ISt
KareapHo MukposkcTpakuuu (KM3). B kinaccuyeckoM BapuaHTe METO MpEIoiaracT
OTOOp DdKCTpareHTa MHUKPOILIIPUIEM C TMOCIEAYIOIUM TIOTPY>KEHUEM WIJIbl B
UCCJIENYEMBIM pacTBOpP MPOOBI M Pa3MENICHUH KaIlJld AKCTpareHTa Ha KOHYUKE WIJIbI

MUKpOLIIPHULIA (PUCYHOK 2 A).

A B T. Hrna xpomatorpadurieckoro

LIIpHIa

Hrna xpomartorpadurzeckoro [
LMpHIA |
- \ 3 4
—_ Kanna skcTparenra
' OpramMeckiil pacTE0pUTEIE
—

Kamma skcTparesra ( ;] — Ilpoba
IIpoba \ / y
BEJIATEIIT MATHITHON MEeNTANKH S—— DR MaTHATHOH M ETIATH

Pucynok 2. Cxema ayxdaznoii (A) u tpexdasznoii (b) KMD.

Bo3moxeH u «Oe3IMMpUIICBBI» BapuaHT METOAA: B OTOM Clydae Karilio
AKCTpareHTa HU3KOW TIJIOTHOCTH HAHOCST Ha MOBEPXHOCTh KHUIKOW MPOOBI, a IMocie
JOCTHKEHUSI HEOOXOMMOM CTEMEHU KOHIICHTPUPOBAHUS BEPXHIOK (hazy «HOBEIUPHO
OTOMPAIOT C TMOMOIIBI0 MHUKPOINNPHUIA U aHAIM3UPYIOT [68]. YuuThiBas CI0KHOCTH

orOopa, yamle BCEro MNpUOEralT K KPUCTALIM3ALMK OpraHudeckord Qaspl mpu
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OXJQX/JCHUU, KOTOPYIHD MOXHO pEaJM30BaTh C BECbMa KOPOTKUM MEpPEYHEM
pactBopuTenei [69].

N3BnedyeHne LENEBBIX AHAIUTOB OCYIIECTBISIIOT 3a CYET IIACCUBHOW WIIH
KOHBEKTUBHOU IU(PPy3un, 4TO MPUBOAUT K JIMTEIHHOMY MPOIECCY YCTAaHOBJICHUS
paBHoBecus [70]. i yckopeHust HaCTyIIeHUsT Mexk(a3HOTO PaBHOBECHUS U YBEJIUUEHUS
sabdextruBHOCTH KMD uccienyemspiili pacTBOp NMEepeMENIMBAIOT C MOMOIIBI0 BKJIAbIIIA
MarHUTHOM Memankud [71] wiaM UCHONB3yIOT YIbTpa3ByK [72]. MexaHuueckoe
nepeMenMBaHue BOJHOM (asbl, C OHON CTOPOHBI, YCKOPSET MAaCCOMEPEHOC, TEM CaMbIM
YMEHbIIIasi BpeMsI SKCTPAKIINH, a C IPYTOM — YBEJIMYMBAET BEPOSTHOCTh CphbIBa Kariu. B
ATOM clly4ae yAO0OHO HCMOJb30BaTh JIMHAMUYECKUN PEXKUM HKCTPAKIMU B KaIUIo,
KOTOPBIM 3aKJIIOYAETCS B NEPUOJUYECKOM BTATHBAHUM SKCTPAr€HTA B KaHAI WIVIbI
MUKPOILTPHUIIA U BBITAJKUBAHUM €0 B PAcTBOP, MPU ITOM HPOUCXOIAT HKCTPAKITUS
npuMeced B IUIEHKY pAacTBOPUTENs Ha BHYTPEHHEH TOBEPXHOCTH WIVIBI U
nepememiBanue B oObeme Karu [73]. Takoll pexuM TNO3BOJISIET COKPAaTUTh BPEMs
W3BJICUCHHUS 1IEJIEBBIX aHAJTUTOB O HECKOJIIBKUX MUHYT, OIHAKO, 00JIajiaeT 0osiee HU3KOM
BocnpouszBoaumMocTheio (OCKO > 10 %) [74].

B nuteparype u3BecteH TpEx(daszHbIi BapUaHT KalleJbHOW MHUKPOAKCTPAKIUU,
MpeHa3HAuYEHHBIN JIsl U3BJICYEHUS U KOHIICHTPUPOBAHUS BEIIECTB, MPOSIBIISTFOIINX JIMOO
KHUCIIOTHBIC, JTMOO OCHOBHBIE CBOMCTBA [75]. B »TOM cilyyae 3KCTpar€HTOM CIY>KUT
BOJHBIM pacTBOp (AKILENTOPHBIM pacTBOp). 3a cueT Oousblioi pasHoctd pH mexnmy
JIOHOPHBIM ~ HCCIIEyEeMbIM pPAacTBOPOM U aKIENTOPHBIM PAcTBOPOM (Karuisg) U
CIIOCOOHOCTH BEILIECTBA K MOHU3AIMHU yIAeTCs CKOHIICHTPUPOBATSH 1iefieBoi aHanut. [1pu
ATOM OPTAaHUYECKUI pacTBOPUTEIh (DAKTUUECKHU BBITIOIHIET POJIh «GKUIKOW» MEMOpaHHBI,
U ero o0beM JIOKEH OBITh MUHUMAJBHBIM JIJIS YCKOPEHUSI PEIKCTPAKIIMU B KArlIio
(pucyHok 2 b).

OcuoBHoi1 mipoOemoii KMD siBnsiercs HecTaOWIBHOCTh Karutk. CHpaBUTHCS C
ATOM MPOOJIEMOI TTIOMOTAIOT: HCIOJb30BaHNE BHICOKOKHUIIAIINX, BIA3KHUX PACTBOPUTEIICH;
MOBBIIIIEHNE a/IT€3UW MOBEPXHOCTH IIMPHUIIA K Karlie; a TakKe BBEJICHHUE AJICKTPOJIUTOB,
YMEHBITAIONUX PACTBOPUMOCTh IKCTPAreHTa B BOJHOU (pa3ze mpoObl U JOMOTHUTEIEHO

obOecnieunBaromux >PPEKT «BbICATMBAHUS JJIA MNOJAPHBIX aHanutoB [37]. Takum
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oOpa3om, mpu BeIOOpe dKkcTpareHTa B KMD yunuTHIBAIOT €r0 MI0THOCTh, PACTBOPUMOCTD

B BOAC, TCMIICPATYPY KUIICHUS, a4 TAKIKEC COBMCCTUMOCTL C MCTOJIOM OIIPCACIICHH.

TI'omozennasn scudKkocmuans MuKpoOIKCmMpaKyus

HpyruM 3QPeKTUBHBIM METOIOM pa3AesieHuUs IS aHaIN3a KUIKUX CPel sIBIAETCA
rOMOT€HHas KUAKOCTHast MUKpodKeTpakuus (I 7KMD), kotopas criocoOHa o0ecnieunBaTh
ObICTpOE JocTHKEeHHE Mexk(pa3Horo paBHoBecHs [76]. MeTon npearnonaraeT BBEICHUE B
KHUJIKO(a3Hyl0 MpoOy TMOJSIPHOIO OPraHWYECKOTO PpPacTBOPUTENS (alleTOHUTPUIIA,
alleToHa U Jp.) ¢ 00pa30BaHUEM FOMOTEHHOI'O PacTBOpa ¢ MOCIEAYIOIUM pa3/IeIeHUEM
¢da3 3a cuer >(dekTa «BbIicanuBaHuD» [77] WK «BbicaxapuBaHus» [78] (pucyHok 3).
OKCTpakusi ¢ «BBbICAIMBAHHEM) OCHOBAaHA Ha pasieneHuH (a3 3a cueT BBEICHUS B
pPacTBOp BBICAIMBAOIIECTO areHra. [JIaBHBIM HEJOCTAaTKOM TAaKOrO MOJAXOJA SIBISAETCS
UCITIOJIb30BAHUE BBICOKUX KOHLEHTpAlUi BBICAIMBAIOLIEIO areHTa (Kak MpaBuIIo,
HEOpraHW4yecKas CoJib), HEOOXOAMMOTIO JJIsi OCYLIECTBICHUS MEX(a3HOTO pa3/eieHHUs,
KOTOPBI MOKET BCTYIIATh B PEAKLUU C LEIEBbIMU aHAJIUTAMU U OKA3bIBaTh MEMIAIOIIEE
BJIMSIHUE TP UX MOCIEAYIOIIEM OIpPENEIEHUU. JTOT HEAOCTATOK yAAETCs YCTPAHUTh B

BAaPHAHTC UCIIOJIBb30BAHHA BBICAXAPHUBAIOIICI'O AICHTA (FJIIOKOSBI, (1)pYKTO3I>I n Ilp)

(S

JlobGaBieHue
9KCTpareHTa

(= G

Opranuueckas ¢asza

—_ — |

Bonnas daza

T'omoreuusIit

[TpobGa
pacTBop

Pucynok 3. Cxema [ 7KMD.
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Taxxe ¢azoBoe paszneneHue MOXKET ObITh WHUIIMUPOBAHO 3a CYET J00aBICHUS
Bo/bl [79], m3menenust temmneparypsl [80] mnu pH pactBopa [81]. Metog IKMD
SBIIIETCSI TPOCTHIM U YHHUBEPCAJIbHBIM, MO3BOJISIET CHHM3UTh PACXOJ PEAareHTOB U
JIOPOTOCTOSIIIAX ~PAaCTBOPUTENIEH, NPOAOIKUTEIBHOCTh JKCTPAKIMU M CTOMMOCTh
aHaian3a, a TaKXKe JIETKO MOXKET OBbITh aBTOMATHM3MPOBAaH Ha MPHUHIUIIAX MPOTOYHBIX
MeTonoB [15]. Meton I7KMD Hamien mmpokoe TpUMEHEHUE JJIs1 BBIACICHUS MOJISIPHBIX
OpPTraHUYECKUX COCTMHEHUH U3 Pa3TUYHBIX 0OBEKTOB, B TOM UKCJIC TUIIEBBIX MPOTYKTOB,
U UX MOCIEAYIOIIETO OMpeieNieHusl HEMOCPEICTBEHHO B AKCTpakTax MerogamMu BOXX u
KalTJUBIPHOTO JeKTpodopesa [82].

HoBeim nHampaBnenmem B [7KMDO crano mnpuMEeHEHHE JKCTPAreHTOB C
«repekIoyaeMoil TuipodgribHOCThION («switchable hydrophilicity solvents») (3I1I). B
Ka4eCTBE TAKHX HKCTPAreHTOB ObLIO MPEAJIOKEHO UCIOIb30BaTh TPETUYHbIE AMUHBI |83 ]
U BbICIIME KapOOHOBbIE KHUCIOTHI [84]. OCHOBHBIM MPUHIIMIIOM METO/A SIBJISIETCS
MEPEeKIIIOUCHHE  MEXAy TuapoduibHOM  (cMemuMBaromeics) u  rugpodoOHon
(HecMemuBaroIeics) popMaMu SKCTpareHTa B 3aBUCUMOCTH OT COCTaBa pacTBOpa WU
ero 3HaueHusi pH. Oto mpuBonuUT K 00pa3oBaHMIO OONBIION IUIOMIATU MOBEPXHOCTU
MeXAY ruaApoPrIbHON POPMOIl SKCTpareHTa u BOIHOH (pa3oil, ObICTPOMY YCTaHOBJICHHUIO
(da3z0BOro paBHOBECHsI ¢ MOCIEAYOIUM pasaeneHueM ¢as. Kpome Toro, sty QyHKIUIO
MOJKHO HCIIONIB30BaTh JJISI PACTBOPEHUSI OpraHnuecKor (pa3bl (IKCTpaKTa), CoAeprKaIei
aHaIUThl, TyTeM u3MeHeHus 3HadeHuss pH (pasnuna mexnay pH um pKa Heckonbko
€IMHMI]) B BOMHOW (haze, COBMECTUMOMN C Pa3IMYHBIMH AHATUTUYCCKUMH MPUOOpaMu
(manpumep, BOXKX u K3).

Jist monydenus ruapo@uiibHON (GopMBl BhICIIEH KapOOHOBOW KHUCIOTHI (COJM)
UCIIOJIb3YIOT IIEJIOYHOM PacTBOp, Yallle BCEro KapOOHAT HATPHsi, NMPHU TMOAKUCICHUU
KOTOpPOTO TMOMHMO O0pa3oBaHUs MUKpOKaneiab KHUCIOThl (TuapodoOHOl (opMbI)
oOpa3yercsi HMHTCHCHUBHOE BBIJICJICHUE MY3BIPHKOB YIIEKHCIOTO Ta3a, KOTOPBII
CIIOCOOCTBYET TepemMenmuBanuio ¢a3 u ux 3QpheKTuBHOMY pasaeneHuto. Takoil crmnocoo,
BKJIFOUAIOIINA MHKPOSKCTPAKIIMOHHOE BBIJCIICHUE aHAJIWTa B BBICIIYI0 KapOOHOBYIO
KHUCIIOTY C TOCIEAYIONINM XpoMarorpauuecKuM aHaJIU30M BBIJIETIEHHOW (a3bl, ObLI

npumeneH B 2014 roay asnist onpeaeneHus ankuiadeHoIoB B CTOUHBIX Bojax [85], aB 2016
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rogy 1is onpenenenus oduokcanmaa B mode [86]. Tlo3manee, B 2018 romy, Mmeronm ObuT
MOTUGUIIUPOBAH U JJs aHalu3a MHIIEBbIX NPOMYKTOB. Tak, &ans OmpenaesieHus
(GTOPXUHOJIOHOB W TETPALMKIMHOB B MOPENPOAYKTaX aBTOphl [84] mNpemsiokuin
UCIIOIb30BaTh HOHAHOBYIO KHUCJIOTY B KadectBe OIII' mnmsa peanuzanuu TOMOTEHHOU
MUKPOAIKCTPAKIIMU C TEM JIUIIb OTIIMYMEM, YTO pa3zesieHne a3 oCylecTBIsIIOCh MyTeM
3aTBEpACBAHUS DKCTPAKTa. ABTOPHI OTMEUAIOT MPOCTOTY, OBICTPOTY M SKOJIOTHUYECKYIO
Oe3omacHOCTh criocoba, obecrneunBatoniero Huskue 1O u BricOKyI0 3(PeKkTHBHOCTD
AKCTPAKIHU.

Opnnako, panee B 2017 romy MBI TOKa3adud BO3MOXKHOCTbh HCIIOJIb30BaHUS
HOHAHOBOW KUCHOTHI B KadecTBe JIII" B BapuanTe MeMOpaHHON MHUKPO3KCTPAKIIMM IS

OIIpCaACICHUA AHTUOHMOTHKOB (bTOpXI/IHOJIOHOBOFO psada B KPEBCTKaAX [9]

Memopannasn »cudKkocmHuas MUKpOIKCMpPaKyus

MeMmOpaHHasi SKHJIKOCTHAs MHKPOIKCTPAKIMS TMPEANoNaraeT BO3MOXHOCTD
BBIJICJICHUS U KOHILICHTPUPOBAHUS AHAJIUTOB W3 CIOKHBIX MATpHIl, B TOM 4YHUCJE W3
cycneH3uii, 6e3 00pazoBaHus sMyibeuit [87]. B mpocTeiiieM ciiydae cxema BbINOTHEHUS
MUKPOAIKCTPAKIIMK TPENoiiaracT pa3MelleHHe HHEPTHOM MeMOpaHbl (IOJMMEpPHbIE
MeMOpaHbl, CTEKJIOBOJIOKHO), UMIIPETHUPOBAHHOW OPraHUYECKUM 3KCTPAreHToM, B (haze
poOBI 10 YCTaHOBIIEHUSI MeX(a3HOTO PaBHOBECHSI.

Jns 1onmydeHuss BBICOKOM CEJIEKTMBHOCTM W BBICOKOM CTEIIEHU W3BJICUECHUS
aHaJauTa HEOOXOAMMO NPAaBWIBHO MoAo0paTh 3KcTpareHT. OH NOKEeH o0ecreynBarh
XOpOIIYI0 PacTBOPUMOCTh aHAJIU3UPYEMOIO BEMIECTBA, CXOXKYIO MOJSIPHOCTH U HE
pearupoBaTh C IOCTOPOHHHMH COEIMHEHHSIMHU B pacTBope oOpasua. B kauecTe
ADKCTPAreHTOB B OTOM METO/AE UCIOJB3YIOT BBICOKOKHUIISAIINE OpPraHUYECKHe
pacTBOpUTENH (BBICIIME CIUPTHI, MPEACTbHBIC YIIEBOAOPOALI U T.I.). [yisi mpoBeaeHus
aHajM3a MEeMOpaHbl C KOHIICHTPAaTOM IPOMBIBAIOT OPraHUYECKUMHU PACTBOPHUTEIISIMHU.
OCHOBHBIMHM OTPAHUYECHUSAMH METOJA SIBJSIOTCS KUHETHYECKH 3aMEJIEHHBIE MPOLECChHI
MEMOpaHHOM  AKCTpPaKIMU W  TOCIHEAYIOIMIEH  PEIKCTPAKIUU,  CYIICCTBEHHO
YBEJIMYUBAIONIME BpeMsi MPOOOMOATOTOBKH, a TakKe HEOOXOAMMOCTh HMCIOJIb30BAHUS

OTHOCHUTEIHLHO OOJIBIINX 00bEMOB OPTAHUUECKUX PACTBOPUTENCH JIJIsI pEIKCTPAKITIH, UTO
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IPUBOAUT K YMEHBIICHUIO KOA((UIIMEHTOB KOHIIEHTPUPOBAHUS aHAIUTOB. YacTuyHO
YCTPAaHUTh  OTMEUEHHBIE  HEJOCTaTKM  MPEACTABISETCS  BO3MOXKHBIM  IpHU
UMIPETHUPOBAaHUM MeMOpaH opranudyeckumu OIIl, koTopele mpu H3MEHEHUU
KHUCJIOTHOCTH CpEIbl HOHU3HUPYIOTCS U, KakK CIEACTBHE, OOECMEUMBAIOT OBICTPYIO
PEIKCTPAKIMIO AHAJIUTOB B BOJAHYIO (hazy AJis MOCIENYIOIIEr0 HMHCTPYMEHTAIBHOTO

ACTCKTUPOBAHUA, YCTO 1O HAC B JIMTCPATYPC IIOKA3aHO HC OBLIO.

Muuyennapnasa mukpoIKcmpaxuyus
B ocHoBe MeTroga MHLEUIIPHOM MMKPOIKCTPAKIIMM JIEKUT HCIOIb30BaHUE
MOBEPXHOCTHO-AKTUBHBIX BEILECTB, KOTOpPbIE MNPEACTABIAIOT cOo00W ampuduiIbHbIE

MOJIEKYJIbI C YETKO BBIPAXKEHHBIMU T'HAPO(POOHBIMU U TUAPODUIBHBIMU (PparMeHTaMu

[88] (pucynox 4).

TunpoduapHbl GparmMeHT

TuapodoGHeIil pparMeHT

AmdbudunsHas MomekyIa
(MoHOMED)

Miurenna

Pucynok 4. Cxematnueckoe uzoOpaxkenue ampuduinbHoil Momnekynsl [TAB u

O6pa30BaHI/I$I MUICIJIBI U3 MOHOMCPOB.

Xumnyeckass knaccuukanus IIAB ocHoBana Ha mnpupoae ruapoduiIbHON
rpynnel. BeIIensioT 4YeTblpe OCHOBHBIX KJlacca IMOBEPXHOCTHO-AKTHMBHBIX BEIIECTB:
HenoHoreHHble/HemoHHsle (Tputon X-100), KaTHOHHBIE (CONM  YETBEPTUYHBIX
aMMOHUEBBIX OCHOBAHU ), AHHOHHBIE (momemmicynbdar HaTpus) 151
am(oTepHbIe/LIBUTTEP-UOHHBIE (JTaypHJl TUAPOKCUCYIITaNH). [ TaBHBIMU HEJOCTaTKaMU
[TAB Ha3BaHbl UX BBICOKAs BA3KOCTh (UTO HAKJIAJAbIBAET OTPAHMYEHUE HA UX COYETAHUE
c OOJBIIMHCTBOM METOJIOB aHalIM3a) M HEIKOJOTMYHOCTh. Paaukan monekynsl [1AB
MOXET OBbITh MPEICTABJICH JUHEWHOW WJIM Pa3BETBIEHHOW yIJIEpOAHOM IEMblO, JIJTMHA

KoTopoi kosebnercss or 8§ mo 18 3BeHbeB. OCHOBHBIC (HHU3UKO-XUMHUYECKHE CBOMCTBA
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[TAB onpeaensitoTcs CTEeHbI0 Pa3BETBICHHOCTH U JUTMHOM YTIIEBOIOpOIHOM mernu [89].
KoanepBanuss MokeT OBITh BbI3BaHAa HW3MEHEHHEM TEMIEpaTyphl, A00aBICHHUEM
AJIEKTPOJIUTOB WIM BElIECTB, KOHKypupytomux ¢ [TIAB 3a pactBopurens, uaMeHeHUEM
pH nmu mo6askoii [TAB ¢ ipoTHBOIMOIOXKHBIM 3HAKOM 3apsiia rojoBHOM rpymisl [90]. B
HACTOSIIIEe BPEMS BBIICISIIOT MUILICIUIIPHYIO DKCTPAKIUIO, KaK OJUH M3 IMOAXOAOB B
AKUIKOCTHO-KUJKOCTHOM SKCTPAKIIMH, & CYIPAMOJIEKYJISIPHbIE PACTBOPUTENU OTHOCAT K
HOBBIM  TEPCIEKTHBHBIM  «3€JIEHbIM»  3KcTpareHTam.  CynpaMoieKyJIsIpHbIMU
PaCcTBOPUTEIISIMU («supramolecular solventy, CIIMP) Ha3bIBAIOT
HAaHOCTPYKTYPUPOBAHHBIE CHUCTEMBI, OOpasylolmuecs B KOJUIOMAHBIX PacTBOpPax
aM(pUuPUIBHBIX ~ COEIMHEHHM B  pe3yJbTaTe  SBICHUM  CaMOOpraHU3alHUU:
muIeoodpasoBanuss U koarepBauuu [91]. M3HayanbHO, B TOMOTEHHOM pPAacTBOPE
aMm(puPUIBHOrO BeEllecTBAa MNPOTEKAET IMPOIECC CaMOOPTaHU3alUU, IPH KOTOPOM
U30JIMPOBaHHbIE MOJIEKYJbl aM@udmIa ¢ KOHIEHTpAMe BBIIIE KPUTUYECKOU
KoHLEeHTpauuu mutenooopaszoBanus (KKM) o0beIMHSIOTCS B TPEXMEPHBIE arperarsl,
HalpuMep, B MULIEIUIBI WM BE3UKYJbl. Jlanee, mMpoTeKaeT MpoLEecc KoalepBaluuu U
arperarbl, COEIMHAACH B 0oJjiee KPYIHBIE YaCTHIIbI, OTAEISIOTCS OT KOJUIOMJHOIO
pacTBOpa W 00pa3yloT HOBYI JKHIKYI0 HECMEIIMBAIOLIYIOCA C BOAOH (¢azy
(Munemsipayto (asy), oborameHHyro ambubmibHbIiMA coenuHeHusMu [92]. Takue
pacTBOpUTENN 00€CIIEYNBAIOT BHICOKYIO CTETIEHb U3BJICUEHUS, TOAXOIAT sl pabOThI Kak
¢ tBépabiMu [93], Tak u ¢ xuakumu npodamu [94] m coueTaroTCs ¢ pa3IMYHBIMU
UHCTPYMEHTAILHBIMU MeTo1amMu aHaiu3a [95]. Ananoruuno MK u OP, cBoiictBa CITMP
MO>XHO HM3MEHSTh TOJI KOHKPETHYIO 3aJauy, KOMOMHHUPYS pa3iuyHble aMmPpuuibl u

BapbUpysl TPUITEPHI pazaenenus a3 (temneparypy, pH, conesoii Gpon).

1.2.2. Teepoogpasznas Mukposkcmpaxyus

JpyruM mIMpoKo pacrpoCTPaHEHHBIM METOAOM pa3/ieJICHHs] U KOHIICHTPUPOBAHUS
JUTSl aHAJTM3a THIIEBBIX MPOYKTOB SIBISIETCS TBEpaodazHas MUKpoIKCTpakius (TOMD).
Meton mpenmonaraeT W3BJICYEHUE IIEJEBBIX KOMIIOHEHTOB 3a CYET ajcopOIMu Ha
MOBEPXHOCTH  TBepAoda3HbIX Hocutene (copbeHtoB). s  mocienyromero

OIIPpCACICHUA AHAJIMTOB BBIIIOJHAIOT 3JIIOMPOBAHUC OPraHUYCCKHMHU PACTBOPUTCIISAMU
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WM TPUMEHSIOT TEePMOJAECOPOIMI0 B HCMApUTENe Ta30BOro Xxpomarorpada, dTo
MO3BOJISIET MOJHOCTBIO UCKIIFOYUTh TPUMEHEHUE OpraHUYeCKUX pacTBopureneil. TOMD
JETKO  coYeTaeTcss ¢  Xpomarorpa@uueckuMud CHCTEMaMHd U KalWUISIPHBIM
AIEeKTPOohope30oM, 0OECIIEUNBACT BHICOKYIO UyBCTBUTEILHOCTD ONIpe/IeIeHUS (Ha YPOBHE
NUKOTPAaMMOB Ha TpaMM) M TIO3BOJIAET CO3/1aTh IOJHOCThIO ABTOMATHU3MPOBAHHBIE
AHAJTUTUYCCKHUE CUCTEMBI [96].

Ha s¢ppextnBHOCTF TOMD B 3HAYMTEIBHON CTETICHH BIHSET MIPUPOIA COPOCHTA,
B IIEPBYIO Ouepe/ib Halu4yue (PyHKIMOHAIBHBIX TPy (MOJISIPHBIX WM HETOJSIPHBIX), a
TaK)Ke ero yAelbHas MOBEPXHOCTh. D(PPEKTUBHOCTh M3BJICUCHUS aHAIWUTOB TEM BBIIIIE,
yeM 0oJIbllle IUIONIaAb YACIbHON MOBEPXHOCTH COPOCHTA.

Boiaenstor cienyronme MexaHu3Mbl COpOITMU: MOJICKYIISIpHAst acopOIus (3a cuer
BaH-J/IeP-BaallbCOBBIX CHJI, OOpa30BaHMs BOJAOPOIHBIX CBs3€i), HOHHBIM OOMEH,
KOMIUIEKcooOpasyromiass  copOius, crepeocnenuduyeckas copOuust (BbIACICHUE
aHAJIMTOB Ha MOJIMMEPHBIX COPOCHTAX C MOJIEKYJISIPHBIMHU OTIIEUaTKaMHu ).

CopO1uoHHbBIE MPOIECCHl OCYHIECTBISIIOT B CTaTUYECKOM WM JIMHAMUYECKOM
pexumax. JIuHAMUYECKH BapuUaHT COpPOIUMU peanu3yeTcs MO CXeME MPOIyCKaHUs
notoka npoOsl (JoHOpHast (a3za) 4vepe3 KOJOHKY, 3amMOJIHEHHYI0 copOeHToMm. [lpum
CTaTHYECKOW COpPOIMH TIOTJIONIAEMOE BEIIECTBO KOHTAKTUPYET C HEMOABUXKHBIM
copbeHToM. B crarnueckom pexume copOIrN yCTaHOBICHHE MEK()A3HOTO paBHOBECHUS
HACTyInaeT JOBOJIBHO MEIJICHHO, B CBSI3M C U€M 3TOT METOJl O HEIaBHETO BPEMEHU HE
HAXOIUJI MUPOKoro mpuMeHeHus. OnHako, ¢ 1990-x ronos, korja aBropamMu padboTsl [97]
ObLT mpeacTaBiieH mMeto TOMD, nmpeanonararomuii COpOIUI0 aHAIMTa HAa KBapIIEBOM
BOJIOKHE, TIOKPBITOM CHapy>XH COOTBETCTBYIOIIEH HEMOABMXKHOM (Ha30il, 3TOT METO.
BHOBb MPUOOpET MOMYJISIPHOCTD. Takske Obljla TOKa3aHa yCIenrHas KOMOMHAIMS MeToa
¢ BOXX, 4uro mo3Bonmio onpenesnsTh caadojaeTyuynue Uil TEPMUUYECKH HECTaOMIIbHbBIE
COEIMHEHUS, OTIPEIEIIEHUE KOTOPBIX HEBO3MOKHO ['X MeTomom [98]. B HacTosIiiee BpeMs
¢ nomoibo TOMD npoBOAUTCS U3BJICUCHHUE 1IEJEBBIX aHAIMUTOB U3 Ta30BOM U JKUIKOM
dba3el B (azy copOeHTa, U3TOTOBJICHHOIO Ha  OCHOBE  OPraHUYECKHX,

KPEMHHUUOPTraHUYECKUX MTOJIMMEPOB WJIM HAHOMATEPUATIOB.
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JI1s1 KOHLIEHTPUPOBAHUSI HEMOJISIPHBIX U CIA0OMOJIPHBIX AHAIUTOB MPUMEHSIOT
noiMMepHbie  (a3pl  HAa  OCHOBE  MONMHIMMETHICHUJIOKCaHa,  IOJIMAKPHIIATA,
MOJIUIMBUHUIIOCH30J1, TIOTUATUIICHITIUKOIS U Ap. J{J1sl MOJSPHBIX aHAJIMTOB UCTIONB3YIOT
¢da3pl Ha OCHOBE MOAU(MUIIMPOBAHHBIX CHIIMKATEICH, a TAK)KE MOTMMEPHBIC MOKPHITHS
tuna kapookceH (Carboxen) u kapooakc (Carbowax) [99].

B mocnegHee BpeMsi MarHUTHBIE HAHOYACTHIIBI IIMPOKO HCIOIB3YIOTCS IS
pasleNieHusT U MPEABAPUTEIBLHOIO KOHIIEHTPUPOBAHUS PA3JIMUHBIX COCIUHEHUN U3
CJIOKHBIX MaTpull, B TOM uuciae U numeBblx npoaykroB [100,101]. Kak wu3zBecTHO,
MarHUTHBIC MaTepHUalibl B Ka4eCTBE COPOCHTOB HMEIOT Psjl MPEUMYIIECTB TIEpeT
OOBIYHBIMU cOpOeHTaMu nJig copOuuu B BogHOMl (daze. [Ipomeccwl paszmeneHus u
KOHIEHTPUPOBAHUSI MOTYT TIPOBOJUTHCS HEMOCPEACTBEHHO B BOJHOM pacTBOpE,
CoJIepKaIleM MarHUTHbIE HAHOYACTHUIIBI, a MOCe COPOLUK YaCTULIBI MOTYT OBITh JIETKO
coOpaHbl U OT/AEJICHBI OT KUJKOU (a3bl C UCIIOJIB30BAHUEM BHEITHETO MAarHUTHOTO IOJIS
[102] (pucyHok 5). bonbiias miomaas TOBEPXHOCTH U MaJieHbKHE 00OBEMBI COpOEHTA
MO3BOJIAIIOT  MPOBOAUTH  BBICOKOA((PEKTUBHOE KOHIIEHTpUpoBaHue. CoenuHeHus,
aJIcOpOMpPOBAaHHBIE HAa MAarHUTHBIX HAHOYACTHUIIAX, MOTYT OBITH JIETKO JJIFOMPOBAHBI

MOAXOJSAIIMM PACTBOPUTEIIEM JIJIsl TOCIEAYIONIEro JETEKTUPOBAHMS.

° MarHuTHsie
HaHOYACTHIIBI oo m— — P — ===
+ AHamuTHl 4(..:;.| _;'_:"‘) t.:;.) é:._:/
[lleiixep g MarautHas < [lleiixep g MarauTHas
Cop6nus i e DJII0HpOBaHHE Sl

Pucynok 5. TBepnodasHas MUKpOIKCTpaKLKs HA MATHUTHBIX HAHOYACTULIAX.

O)IHaKO, HCIIOJIBb30BaAHUC MArHUTHBIX HAHOYACTHUI[ B Ka4€CTBC COp6eHTOB JJIL

napodasznoit TOMD panee He OBLIO MOKA3aHO B JINTEPATYPE.
1.2.3. Ilapogasnas muxposxcmpaxyus

Jlist ompeneneHuss JIETYy4MX BEHIECTB B KUAKUX M TBEpAO(a3HBIX MHUIIEBHIX

MpOAYKTaxX IIMPOKOE pacmpocTpaHeHue mnomnyudmn mapodasaeiii anamus (I1DA),
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OCHOBAHHBIA HA Ta303KCTPAKIIMOHHOM BBIJAEICHUH AHAIUTOB C HUX MOCIEAYIOIIAM
nerektupoBaHueM. [IDA umeer psag NperMyIIecTB, TAKUX KaK HUCKIIOUCHUE BIUSHUS
MaTpHUIIbl TPOOBI U BO3MOXHOCTh aHAJIM3a TBEPABIX U BBHICOKOBS3KUX CpEll, YIPOIICHUE
pOLEAYPbl HACHTHPHUKAIUN U KOJTUYECTBEHHOTO ONPEACICHHS AHAIUTOB [4].

Boigenstor Tpu Bapuanta [IMA no cnocoly ocyiiecTBiIeHHs Tpoliecca Ta30Boi
AKCTPAKIMU: CTATUYECKUI, TUHAMUYECKUN U MPOTOUHBbIN [4]. B cmamuueckom BapuaHTe
buKkcupoBaHHBIE O0BEMBI MPOOBI M Ta3a-3KCTpPareHTa KOHTAKTUPYIOT B 3aMKHYTOMN
CUCTEME B TEUEHUE 3a/IaHHOTO BpeMeHU. B dunamuueckom IIDOA noTok raza-sKcTpareHTa
B TEUCHHUM OMPEJICTICHHOIO BPEMEHU MPOXOIUT HaJ WM 4Yepe3 00beM HEMOABUKHOU
npoObl. B  mpomounom BapuaHTe TOTOKM Ta3a-dKCTPAreHTa U KUJKOM MPOOBI
OJHOBPEMEHHO MPOXOIAT Uepe3 MacCOOOMEHHOE YCTPOICTBO.

B cnyuae II®PA tBepnodaszHbix 00BEKTOB paBHOBECHE YCTAaHABIMBACTCA OYEHBb
MEJJICHHO, TO03TOMY TPUMEHHUTEIFHO K TaKuM OObEKTaM CIleAyeT TOBOPUTH 00
YCTaHOBJICHHH HE PABHOBECHOTO, a CTALIMOHAPHOTO COCTOSIHUS B cucTeMe [4].

[IOGA  BkIIOWAET  TaKXKE  pa3jMyHbIe  BAapUAHTHl  JOMOJHUTEIBHOTO
KOHLICHTPUPOBAaHMS AHAJIUTOB IOCIE UX Ta303KCTPAKUUOHHOrO u3BiieueHus. lllupokoe
pacrpoCcTpaHEeHHE MOTYUYUIIN TpeX(a3zHbIe CUCTEMBI, B KOTOPBIX IOMUMO PacipeiesICHUs
MEXKTy Ta30BOM (ha30i ¥ MPoOOM MPOUCXOTUT U3BJICUCHUE AHAIMTOB B HAXOISAIIIYIOCS HAJl

npoOoii copoupyronnyro ¢asy: Kario >KUAKOCTH UIH COPOSHT (PUCYHOK 6).

| —

Kamna (ok.) CopbeHr (TB.)

Pucynok 6. Cxema mapoda3HOil KaneabHONM MHMKPOIKCTPAKIMK (CJeBa) U

napodaznoit TOMD (cnpasa).
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B sToM citydae ycraHaBiaMBaroTCs JBa MeX(pa3HbIX paBHOBECHS, KOTOPbIE MOYXKHO
OMHUCaTh  COOTBETCTBYIOIIUMH  Kod(dduimeHTaMu  Mex(pa3HOTO  pacHpeaesieHus
KOMIIOHEHTA!

Kic = C/Ca,

rne C. u Cg — paBHOBECHBIE KOHIIGHTPAIlMK aHAJIUTA B JKUJIKOM U ra3oBoi ¢azax
COOTBETCTBEHHO.

Ksc = Cs/Ca,

rne Cs u Cg — paBHOBECHbBIC KOHIIEHTPAIIMU aHAJIMTa B COPOUPYIOIEH U Ta30Bo
¢dazax cOOTBETCTBEHHO [4].

[Tapodaznas kanenbHass MUKPOIKCTPAKIUS MPEICTABISIET pa3HOBUAHOCTE KMD.
B sToM ciydae Karuio SKCTpareHTa pa3MelaroT Hajl MOBEPXHOCTHIO MPOObI, U aHAJUTHI
KOHIIEHTPUPYIOTCS U3 napoBoil (a3el B He€. [lapodasznas KMD nmpumenuma kak st
HOJISIPHBIX, TaK W HEMOJSPHBIX JIETyUYHUX COEIWHEHUH, OINpenesiouM (HakTopom
ABJIAETCS BBIOOp 3KCTpareHra. B mocnennee BpeMsi IMPOKYIO MOMYJASPHOCTh B KAYECTBE
DKCTPAreHTOB MOJYYHWJIA PACTBOPUTENIN MOCIENHETO MOKOJIICHUs, Harpumep, OP [103].
[To cpaBHenuto c kmaccuyeckuM BapuantoM KMDO mnpeumyniectBoM mnapodazHOro
BapuaHTa SBIAETCS OTCYTCTBHE MENIAIOUIEr0 BIWSHUA Marpullbl MPOObI, TaK Kak
HCKITFOYAETCsl KOHTAKT (ha3.

OTUM K€ TIPEUMYIIEeCTBOM MO CpaBHEHHUIO ¢ kiaccuueckod TOMD obnagaer u
BapuaHT napogazHoir TOMD, kpome TOro, OTCyTCTBHME KOHTAKTa MpPOOBI U cOpOEHTa
IPUBOAUT K YBEITUUEHHUIO CPOKa CIIy:KObI mociaeaHuX. CTOUT OTMETUTh U BO3MOXHOCTD
YBEIMYECHHS] KO3(P(PUUMEHTOB KOHUEHTPUPOBAHUSA HEMOJSPHBIX U CIIA0OMOJISPHBIX
aHAJIMTOB, JUIsl KOTOPBIX 3HaueHHs Kig B cilydyae BOAHBIX PAacTBOPOB CYIIECTBEHHO
menbiie Ksg. Ilo cpaBHeHMio ¢ KkamenbHOW TapodaszHOil MHUKPOIKCTPAKITUEH
COpOIMOHHBIN BapUAHT 00ECIIeUnBaeT OOJBIITYIO BOCIIPOU3BOAUMOCTD, TaK KaK 3a4aCTyI0
B TIEPBOM BapHaHTe HAOIIONAETCS CpPbIB KalUIM SKCTpareHTa, a TakKKe YacTUYHOE
VCIIAPEHNUE PACTBOPUTEIIA IPH JUIUTEIBHOM IIPOLIECCE KOHLEHTPUPOBAHMS.

B xadectBe copOenToB s mapodazHoit TOMD wyaiie Bcero MNPUMEHSIOT
ruapodoobusie [104,105], xoTOopble XOpOIIO YAEPKUBAIOT JIETYYHE OPTaHUYECKUE

COCIUHCHUA pa3anH0171 IMOJIAPHOCTH, a4 TAKIKC HECITOJIAPHBIC ITIOJTUMEPHBIC COp6CHTBI THUIIa
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Tenax w pa3nauuHbIe YIIEPOMHBIE COPOEHTHI, BKIIOYAash COpPOEHTHI HA OCHOBE
HaHOyTJIepoaHbIX MarepuaioB [106]. CnemxyeT OTMETHTh, UTO COpOIMS HA MAarHUTHBIX

HaHOYaCTHUILAX B BAPUAHTC HapO(baSHOﬁ MHUKPOI3KCTPAKIIHUH HC ObL1a paHCcC pCaJin30BaHa.

1.3. ABTOMaTI/lfia]_[HSI XMMHUYECCKOI'o aHa/In3a MUIIEBLIX IPOAYKTOB

[Ipy HEOOXOAMMOCTH  BBIMIOJIHEHUS MACCOBBIX AQHAJIM30B  BAXKHEUIIMMU
KpUTEpUSIMU  BBIOOpA  QHAJIMTHUYECKUX  METONOB  SIBJISIIOTCSA:  DKCIPECCHOCT,
MUHHUMU3AIUS TPYAOBBIX 3aTpaT HA UX BBHIMOJHEHHE, a TAKKE paJIUKaIbHOE COKpAIEHUE
pacxolioB Mpo0, peareHTOB U, CIEA0BaTEIbHO, 0Opa3yromuxcs OoTXoaoB. OmaHUM U3
OOIIUX pEIICHUH BCEX TNEPEUYMCICHHBIX MPOOJIeM SBJISIETCS aBTOMaTH3alusl Ha
MPUHIUNAX MPOTOYHBIX METOOB.

B Hacrosiee BpeMs AJ1s1 aBTOMaTU3AMU OCHOBHBIX CTaIUi XUMUYECKOTO aHAIN3a
(B TOM umcIie MpoOONOATOTOBKY ) IPEJIOKEHBI Pa3TUYHBIC TPOTOYHBIE METO/IbI, KOTOPHIC
XapaKTepU3YIOTCS BBICOKOM MPOU3BOIUTEIBHOCTHIO U B 3aBUCUMOCTU OT CHEIUDUKU
KOHKPETHOTO MPOTOYHOIO METO/IA MO3BOJISIIOT B TOM WJIM MHOM CTETIEH MUHUMU3UPOBATh
pacxoq IpoObl U PACTBOPOB PEATCHTOB 110 CPABHEHUIO CO CTAIMOHAPHBIMU aHAJIOraMu
TEX K€ METOJHUK [5].

Jlns  aBTOMaTU3allMd XMMHUYECKOTO aHajii3a MPOTOYHBIE CUCTEMbI OOBIYHO
BKJIFOUAIOT ~ HACOCHI,  KJIallaHbl,  KOMMYTAI[MOHHbIE  TPYOKH,  YCTpOMCTBa
CMEIIMBaHUs/PEaKMK U JeTeKTOphl. Hamnuue B METOAMKE MHUKPOIKCTPAKIIMOHHOTO
mpolecca MNpeAnojiaraeT BKIOYEHHUE B TUIPABIMYECKUE CXEMbl CHElHaJbHbIX
YCTPOWCTB: AKCTPAKIMOHHBIX KOJOHOK, OSKCTPAKIMOHHBIX Kamep, MEMOpaHHBIX U
XpPOMaTOMEMOpaHHBIX siueeK, TPYOOK C mosibiMHU BosiokHaMmH [15]. TlocnenoBarenbHOCTh
BCEX AHAJIMTHYECKUX TMPOLEAYpP YacTO KOHTPOJUPYETCS KOMIBIOTEPOM  WJIU
MHKpOITIpoIieccopoM [6].

B03MOXHOCTP KOMOMHHMpPOBaHUS MPOTOYHOTO aHaiu3a ¢ dSPPEKTUBHBIMU
THOPUIHBIME METOJaMU, TAKUMH KaK KamuJUISPHBIN driekTpodopes, xpomarorpadus u
np. mpejacTaBieHa B 0030opHo# crathe mpod. Cepast [107]. ImaBHBIM JOCTOMHCTBOM

KOM6I/IHI/IpOBaHHBIX MCTOHOB SABJIACTCA BO3MOKXHOCTD ITPOBCACHU A ABTOMATH3UPOBAHHOTI'O
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BBICOKOUYBCTBUTEILHOTO  MHOTOKOMIIOHEHTHOTO  aHaju3a C  HCIOJb30BaHUEM
HEOONBIINX 00BEMOB MPOO U PACTBOPOB PEATCHTOB.

[Ipu aHanm3e CIOXKHBIX MO COCTaBy MPOO, B TOM YHKCJIE MUIIEBBIX MPOTYKTOB,
CYILIECTBYIOT NpOOJIEMbI, OTPAaHUYUBAIOIINE TPUMEHEHUE MPOTOYHBIX METOJOB, — HU3KAs
CEJICKTUBHOCTh W YYBCTBUTEJIBHOCTh aHANIU3a, M CIOXKHOCTh aBTOMATH3AINU
POOONOJATOTOBKH.

AKKMD siesiercst 6osee yqoOHBIM METOIOM I aBTOMaTtu3anuu, 4em TOMD, B
OOJIBIIMHCTBE CIIy4aeB IMPH HMCIOJIb30BAHUM KOTOPOM MOTYT BO3HUKATh CIIOKHOCTH,
CBSI3aHHBIC C MOSBJICHUEM U30BITOYHOTO JAABJICHUS B POTOYHOM CUCTEME.

Ha ocHoBe nutepaTypHbIX JaHHBIX 0a3bl «Scopus» ObLT CleIaH BBIBOJ, YTO
HanOoJiee BOCTPEOOBAaHHBIMH MPOTOYHBIMU METO/IaMU, MPUMEHSIEMBIMH B aHAJIN3E
MTUTIEBBIX MIPOAYKTOB, SIBIISTFOTCSI: MPOTOYHO-UHKEKIIMOHHBIN aHajus,
MOCJIeIOBATEIIbHBIA WHKEKIIMOHHBIN aHAJIN3 U aHAJIN3-B-IIIIPHUIIE.

Iporouno-unxexkunonubiii anaau3 (IIMA, anrn. Flow Injection Analysis),
NpeIoKeHHbIN Pyxuukoi m XanceHom B cepeaune 1970-x rr, mnpeamnonaraer
MEePUOUYECKOE BBEJIEHUE HEOOJIBIIOro o0bemMa MpoObl B HENPEPHIBHBINA JIAMUHAPHBIN
noTok Hocutensa. OObeAMHEHHBIA MOTOK HOCUTEISI U IPOOBI 0OBEIUHSAETCSI C TIOTOKOM
pacTBOpa PEareHTOB M CMEIIMBAETCS C HUM B CMECUTEIBLHOM CIIUpaiy, a 3aTeM Ioraiaet

B HOCTCKTOP, I'IC IMPOHUCXOOAUT HCIIPCPBIBHAA PCTUCTPALMA aHAJIUTHYCCKOIO CHI'HAJIA

(pucyHok 7).
[Tpoba
Hacoc
T — > JdeTeKTop
—— Cihpoc
Pearent >
CMecHTe IbHAA
COHpPATIB

Pucynok 7. Cxema IT1A.

B o0630pax [11, 108—110] mpencraBieHbl pa3iuyHbIE TPUMEPHI UCIOIb30BAHUS

ITNA AJI1 aHAaJIn3a IMUIICBLIX IMTPOAYKTOB. OCHOBHBIM NPpEeUMyI€CTBOM METOAA ABJISACTCSA
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AKCIIPECCHOCTh M HU3KHK pacxon mpoosl. OgHako, Kak oTMedaroT aBTophl [111], MmeTon
HE HaIleJl HIMPOKOro MPUMEHEHHs B Ja0OpaTOPHOM KOHTPOJIE MUIIEBHIX MPOAYKTOB B
CBSI3M CO CJIOHOCTBIO aBTOMATU3AIIMK CTaJANH MPOOOMOITOTOBKH.

B otinuue ot [TMA B mocsienoBare/ibHOM MH:KEKIIMOHHOM aHajm3e (SIA, anr.
Sequential Injection Analysis), npennosxkeHHbIM B 1990-x rr. Pyxuukoit 1 Mapianiom,
IIOTOK pPacTBOPOB JBUIKETCS MOMEPEMEHHO B JIByX Pa3JIMYHbIX HAIPABICHUSX, KOTOPBIC
oOecrneunBaeT MIPULIEBON WM MEPUCTATBTUYECKUN peBepCUBHBIN Hacoc. C MOMOIIBI0
KpaHa-NepeKyIovaresss U Hacoca IUCKPETHbIE MOPIUU MPOObI U PEareHTOB OTOMPAIOT B
yAEp)KHUBAIOUIYI0 cnupayib. [lyTeM uW3MEHEHUs HanpaBlICHHs JABW)KCHHS TOTOKA
COIAEP)KUMOE CIHMpaId IMOJAIT B PEAKIMOHHYIO/CMECUTENbHYIO CHUpalb, THAE
MPOUCXOAUT O0pa30BaHUE AaHATUTHUYECKOW (DOPMBI, KOTOPYIO Jajiee HamNpaBiSIOT B
neTekTop (pucyHok 8). B 9Toi Bepcuu MpOTOYHBIX METOIOB JOCTUTHYT CYIIIECTBEHHBIM
nporpecc B YyHU(pUKAIU ruapaBindeckux cxem [ 112]. BBenenue cMecuTeabHON KaMephl
B cxemy SIA pacmmpuino BO3MOKHOCTH METOMIA, OJHAKO, U C €ro ITOMOIIBI0 BO3MOXKEH
aHaJIU3 TOJBKO KUIKUX MPOO MUILIEBBIX TpOAYKTOB [111].

Pearenr 1

VYIep:RHBAKIIAA Tpoba Pearent 2

PeBepCHBHBIN HACOC COHpATb

O KpaH-nepeKTr0vaTensb
+—> O

Hocurens

CMecHTeTbHAA
COHpAIb

JdeTeKTOp

+C6poc

Pucynok 8. Cxema SIA.

«AHajm3-B-mnpuue» (anoi. Lab-in-syringe), mpennokeHHbI rpymnmnoi npod.
Cepapl B 2012 1., mpeacTaBiIsieT BO3MOXKHOCTh UHTETPALlMU PA3TMYHBIX SKCTPAKIIMOHHBIX

MeTonoB BHYTpH minpuia [113]. YerpolcTBO cOCTOMT U3 yHpaBisieMOro € MOMOINIbIO
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KOMIIBIOTEPA IINPULIEBOIO HACOCA, OCHAIIEHHOTO TPEXXOAOBBIM 3JIEKTPOMAarHUTHBIM
KJIAITAHOM, COEIMHEHHBIM C JIeTeKTopoM. [IepemenmmBanne oCyImecTBIsSAETCS C TOMOIIBIO
BKJIAJIBIIIIA MAarHUTHOM MEIIAJIKH, IPUBOJMMOIO B JIEUCTBUE aJallTEPOM, TOMEIEHHBIM
Ha CTEKJITHHBIN [WIHHJP Ipuia (pucyHok 9). Takas ycTaHOBKa O3BOJISIET POBOJUTH
TIIATENbHOE IEpEMEIINBAHUE O00pa3lia C peareHTaMu W/WIU SKCTPAKIUOHHBIMU
pacTBOPUTENSAMHU, CIIOCOOCTBYS 3(pPekTUBHOMY U3BICUEHUIO aHanuToB [20]. Bnepssie
IIOJIHOCTBIO aBTOMATU3MPOBAaHHAs HA OCHOBE KOHUECIHLIHWM «aHAJIU3a-B-LIIPULIEY
JUKOKMD 6bina ucnonbp3oBaHa AJis ONPEENICHUs KpAacuTels poAaaMHHa B B oOpasuax
BOJIbI M1 O€3aKOTONbHBIX HanuTKax [113]. Tlo3aHee ObLIM aBTOMATU3UPOBAHBI PA3IMUHbIC
BapuaHThl JDKOKMD [114-116], npenHa3sHayeHHbIe U1 aHAIU3a NUIIEBBIX MPOMYKTOB.
BO3MOXXHOCTP ~ HMCIOJIB30BaHUs  IIUPOKOIO  Kpyra  OKCTPAareHTOB  IT03BOJIAET

KOM6I/IHI/IpOBaTB MCTO «aHaJINn3a-B-IOIIPHUIIC) C PA3JINIHBIMHA MCTOJaMU OIIPCACIICHMA.

KpaH-nepeK.1r0uarelIb

DKCTpareHT
(+aucneprarop)

ITpoba
B e
Hocurens : Cépoc
,I
HcTouynHK I:l_, HeKT
pogoTomeTp
cBeTa

C |

b oomm—

Oprasnueckas ¢dasa
Q — C Bonsag dasa
|
‘._.

Mortop

Pucynok 9. Cxema «ananu3za-B mmnpuue» ¢ JDKOKMDO.
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[lepeuncnenHbple BbIIE NOPOTOYHBIE METOABI (3a wHCKIroueHuem SIA  co
CMECHUTEIBLHON KaMepoil) OTHOCSTCS K TPYINEe HEPABHOBECHBIX METOJOB, B KOTOPBIX IO
Mepe MPOJABMKEHUS MPOOBI Yepe3 KOMMYHHUKAIIMK THAPABIUYECKOM CXEMbI TPOUCXOAUT
€€ YaCTUYHOE «Pa3MBITHEY, B pE3yJbTaTE YEro HaOIIONAETCSI JUCTIEPCUS AaHATUTUYECKOTO
CUTHAJIa, HETaTUBHO CKa3bIBAIOIIAsACS HA YYBCTBUTENBHOCTH MeToAuK. CTemneHb
JTUCIIEPCUM 3aBUCUT OT PAa3IUYHBIX MapaMeTPOB: CKOPOCTU TOTOKa, oObema MpoOHI,
JUTMHBI U AaMeTpa TPyOOK, KOH(PUTYpAITUU THIPABINICCKOW TPACChl U CMECHTEIILHON
CIIUpPAJIY, a TAaKXKe KOHCTPYKIIMHU JETEKTOpa.

[lepcrieKTUBHBIM PaBHOBECHBIM METOAOM JJIsI ABTOMAaTH3alMU XUMHUYECKOTO
aHajgu3a TMHIIEBBIX MPOAYKTOB TMPEACTABISCTCS NUKJINYECKUN HWHKEKIIMOHHBIN
anaam3 (LIUA, anmn. SWIA — Stepwise Injection Analysis), npemnoxxkeHHblli A.B.
MozxyxunsiM, A.JI. MockBuabsiM U JI.H. MockBunbiM (pucyHok 10). Konnenuus [IUA
MPEANOJIaraeT CTPOro€ BOCHPOM3BEICHHE BCEX CTAJWM aHallN3a, XapaKTEPHbBIX IS
CTAallMOHAPHBIX METOAUK: OTOOpP MOPUUHU MPOOBI; TPOOOIOATOTOBKY, BKIIOUAIOILYIO TIPH
HEOOXOJUMOCTH KOHIIEHTPUPOBAHUE AHAJIUTOB WJIM MX KOHBEPCHUIO B YAOOHBIC s
OTpesiesieHus] XUuMudeckue (Hopmbl; aOCOPOIMIO aHAIMTOB B PACTBOP ONTHUMAILHOTO
cocTaBa NpH aHalIM3€ Tra30B, pPACTBOPEHUE IMpPU aHaldu3e TBEpAO(a3HbIX Mpoo;
no0aBlieHHe K PacTBOpPY MpoObI PacTBOPOB PEAreHTOB; MNEPEMEIIMBAaHUE PACTBOPOB
MIOTOKOM Tra3a JO0 YCTaHOBJIEHUSI PAaBHOBECHS B CHUCTEME; TEPMOCTAaTUpPOBaHHE (TIpH
HEOOXOJMMOCTH); Tay3y MJis JOCTHXKEHUS MAKCUMAJIBHOTO 3HAUYCHUS! aHAJTUTUUYECKOTO
curHajia (mpu HeoOXOAUMOCTH) U U3MEpPEHHE aHAIMTHYeCKoro curHama [112]. Kaxaprii
U3 LUKIOB (peructpanus «0a30Boi» JIMHUK, U3MEPEHUE aHATUTHYECKOTO CUTHAJIA TIPU
Pa3JIMUHBIX KOHLICHTPALMSAX aHAIWTA JJIi MOCTPOEHHUS TPaJyUpPOBOUYHOrO Tpaduka U
U3MEpEHUE AHAIIMTUYECKOTO CUTHAJIa MPOOBI) MOXKET MHOTOKPATHO TOBTOPSTHCS IS
YMEHBIIICHUS CIy4alHBIX MorpentHocTed aHaauza. OTIMYUTENbHOW OCOOEHHOCTHIO
JTAHHOTO METOJIa SIBJISIETCS BKIIIOYEHUE B CXEMY «Ta30BOW» JIMHUU, YTO 00eCIeuynBaeT
WHTEHCUBHOE U 3(PPEKTUBHOE NMEPEMEITUBAHNE CMECH TTPOOBI U PACTBOPOB PEAreHTOB B
peakionHoi emkoctu. OnHako, panee [{A He ObUT UCIIONB30BAH 711 aBTOMATH3aIUN

aHanu3a TBepA0(ha3HBIX MUIIEBBIX TPOAYKTOB.
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CMecHTeTbHAaSA
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Pucynok 10. Cxema L{IUA.

1.4. BeiBOabI 10 0030pYy JINTEPATYPbI

B coBpemeHHO! aHATUTUYECKOM XUMHUU 0CO00€ BHHUMAHUE YAEISAIOT pa3paboTke
HOBBIX METOMIOB JIJIs1 OBICTPOTO U BBICOKO3((EKTUBHOTO XUMHUYECKOTO aHaJu3a Npod co
CJIOKHBIM COCTaBOM, K YUCIIy KOTOPBIX OTHOCAT W MUILEBbIE NPOAYKTI. COBPEMEHHBIN
MHCTPYMEHTAJIbHBIN aHAIU3 MOAOOHBIX 00BEKTOB IPAKTUUECKA HEBO3ZMOXKEH 0€3 CTauu
IpOOOIOrOTOBKH, KOTOpass B OOJIBIIMHCTBE CJIy4YaeB BKIIOYACT IPEIBAPUTEIBHOE
BBIJICJICHHE Y KOHLICHTPUPOBAHUE AHAJIUTOB C LIEJIBIO MTOBBIIEHHS YyBCTBUTEIBHOCTH U
CeNIeKTUBHOCTU. OJJHUM U3 TPAJAULIMOHHBIX METOAOB Pa3/Ae/ICHUs U KOHLIEHTPUPOBAHMS,
LIIMPOKO NPUMEHSIOIMMCS B IPAKTUKE XMMHUYECKOTO aHAJW3a MUIIEBBIX MPOIYKTOB,
ABJISIETCA  DKCTpakuus (KUAKOCTHAs | TBepAodaszHas), KoTopas Mpearnoiaraet
JUIUTENIbHBIE W TPYAOEMKHE MpoUeAypbl W TpeOyeT OOJbIINE PacXolbl TOKCUYHBIX

PaCTBOPUTEIEH.

JInst noBeiteHust 3pHEKTUBHOCTH XUMHUYECKOTO aHaIN3a MUILIEBBIX MPOIYKTOB B
AHAJIMTUYECKYI0 TPAKTUKYy AaKTUBHO BHEAPSIOT MHUKPOIKCTPAKIIMOHHBIE METObI
paszieNieHus ¥ KOHIIEHTPUPOBaHwUsl. boibiioe Koau4ecTBO padoT MOCBSIIEHO pa3paboTke
Pa3IMYHBIX BapUAHTOB KUJIKOCTHO-KUIAKOCTHOM, TBepaodaszHoit u mapodazHoit
MUKPOIKCTpakuuu (pucyHok 11), a Takke BO3MOXKHOCTM MX COYETAaHUA C
WHCTPYMEHTAJIbHBIMK  MeTojaMH. CreayeT OTMETHUTb, 4YTO pa3BUTHE «3EJICHOM»

QHAJIMTUYECKON XUMMU JUKTYCT HGO6XOI[I/IMOCTB IIOMCKa " CO3daHHNsA HOBBIX
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IKOJIOTHYECKH O€30MacHBIX M CEJICKTHUBHBIX IKCTPAKIIMOHHBIX CHCTEM W COpPOCHTOB,
obecrieunBaromux A((HEKTUBHOE BBIJICICHUE IIEJEBBIX aHAJTUTOB U3 JKUIKUX U
TBepA0(a3HBIX MATPHII MHIIEBBIX MPOAYKTOB. B 3TOM HampaBieHUHn 0co000¢ BHUMaHHE
VACIAIOT HW3yYCHUIO BO3MOXHOCTH TIPUMEHEHHS B  KA4eCTBE OSKCTPArcHTOB
IBTEKTUYCCKMX PACTBOPHUTENICH, OSKCTPAreHTOB MPUPOMHOTO TMPOUCXOXKACHUS U
MUICIUIAPHBIX  Ga3. [yig TBepmodazHOW MHKPOIKCTPAKIIMM HOBBIC BO3MOXKHOCTH

OTKPBIBAKOT HAHOMATCPHAJIBI.
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Pucynok 11. Pacnipenenenne xonuuectBa myOnMKaIuil, TOCBAUIEHHBIX METO/IaM
KAKMD, TOMD u I[IOMD B aHanuze MUIIEBBIX MPOAYKTOB, MO ToAaM (YYUTHIBAIOTCS

OpUTHHAJIBHBIC CTAThU U 0030pbl, WwWw.sciencedirect.com).

AHaIU3 JIUTEPATYpHBIX JAHHBIX BBISBWJI OOJBIIOW HMHTEPEC CO CTOPOHBI
MCCIIEIOBATeNIE W K aBTOMAaTHM3allUM METOAOB MHUKPOIKCTPAKIMM HA IPUHIMIIAX
MPOTOYHBIX METO/OB, 00ECIeUnBalOIEl BHICOKYI0 BOCIPOU3BOAMMOCTD PE3YJIBTATOB U
CHIDKCHUE TPYHOBBIX 3arpar. CieayeT OTMETUTh, UYTO MPEIJIOKECHHBIE B JIUTEpPATYypE
ABTOMAaTHU3UPOBAHHBIE METOBI MUKPO3KCTPAKIMU MPEUMYIIECTBEHHO OPUEHTHUPOBAHBI
Ha XUMUYECKUN aHAJIN3 BOAHBIX TPOO U OMOJIOTHYECKUX JKUIKOCTEH.

Takum oOpa3om, B pamMKax pa3BUTHS COBPEMEHHOW AaHAIUTUYECKON XUMUU

HAyYHYI0 3HAYMMOCTh TIPEICTABIISAET pa3pad0TKa HOBBIX BHICOKOI(P(PEKTUBHBIX METOIOB
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MUKPOIKCTPAKLMK, OOECHEYNBAIOUIMX BBICOKYIO CTENEHb KOHLIEHTPUPOBAHHUS U
CKOPOCTb YCTaHOBJICHUSI MeX(a3HOTO pPaBHOBECHS, BOZMOKHOCTh MUHHUATIOPU3ALIUU U
aBTOMATH3allu{, DSKOJIOTUYECKYI0 O€30IacHOCTh, a TakKe COBMECTUMOCTh C
MHCTPYMEHTAJIbHBIMM METOJaMU aHanu3a. [Ipy 3TOM akTyalbHBIM HaIllpaBICHUEM
SBJISIETCS MOMCK M W3YYEHHME HOBBIX 3KOJIOTMYECKH O€30IacHBbIX M H30MpAaTEIbHBIX
HKCTPAKIIMOHHBIX CHUCTEM U COpPOEHTOB, a TaKKe pa3pabOTKa HOBBIX CIIOCOOOB Jis
noBBIIICHHUST d(P(HEKTUBHOCTH MEX(Pa3HOTO paclpeneseHus] pa3esiieMbIX BEIIECTB C
OpUEHTalMEe Ha OCOOEHHOCTU XMMHUYECKOI'O COCTaBa aHAIM3UPYEMbIX MPOO MUIEBBIX

IPOAYKTOB U UX arperarHoe COCTOSHHUE.
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[TTABA 2. DKCITEPUMEHTAJIbHAA YACTDH

2.1. CpencrBa nu3mepeHuii 1 000py1oBaHue

1. KunkoctHsiii xpomarorpad LC-20 (Shimadzu, SInonust) ¢ poTomeTprudecKkum
(mnomHas Marpuia) u GIyopUMETPUIECKUM JAETEKTOPAMHU.

2. TpexkBaapynoJabHBIN KUJIKOCTHBIM XpoMaTtorpad-macc-crekrpomerp LCMS-
8030 (LC-MS/MS) (Shimadzu, SAnonus).

3. T'azoBniil xpomarorpad «Xpomarsk-Kpucramn 5000» (Xpomarsk, Poccust) ¢
MJIaMEHHO-UOHU3AIIMOHHBIM JE€TEKTUPOBAHUEM.

4. T'azoBbiii xpomarorpad «GCMS-QP2010 SE» (Shimadzu, SAnonwus) ¢ macc-
CIEKTPOMETPUUYECKUM JICTCKTUPOBAHUEM.

5. IByxiyueBoit atToMHO-a0copOnnonHbIi ciekrpoMetp «AA-7000G» (Shimadzu
Europa GmbH) c anexrporepmuyeckum aromuszaropom GFA-7000, mecThio iaMnaMu ¢
MOJIBIM KaTO/IOM, JIBOMHBIM KOPPEKTOPOM (POHA: JIEUTEPUEBBIN KOPPEKTOP U KOPPEKTOP
0 CaMOOOpalIEHHOW CHEKTPaJIbHON JUHUU, UMEIOLIUI CIIEKTPAJIbHBIN nana3oH 185 -
900 uM u nipenen oOHapykeHust 1 MKr/J1.

6. UK-Oypoe cnekrpomerp IR Affinity-1 ¢ coOGcTBeHHBIM NpOrpaMMHBIM
obecneuenneM Shimadzu (Shimadzu, Anonus).

7. Jlaboparopusiit uiotHoMep DMA 4500 (Anton Paar, Austria).

8. Ckanupyromuii 37meKTpoHHbIM Mukpockon Tescan MIRA3 LMU (Tescan,
Yexmus).

9. Buckosumetp Y606emoze.

10. Cucrema muoduibHoi cymku Freeze Dry System (FreeZone Plus 2,5 1,
Cascade, Labconco, Kan3zac-Curtu, mt. Muccypu, CILIA).

11. Cucrema BakyymHoi uisrparuu Supelco 58062-U (I'epmanus).

12. MaruutHas memanka ¢ HarpeBoM «IKA RH digitaly (I'epmanus).

13. MarautrHas memanka «IKA topolinoy» (I'epmanms).

14. MuxkposonHoBas nieub MDS-10 Master (Sineo, China).

15. Onexrponnsie Bechl «Ohaus Pioneer PA214Cy» (Ohaus, Kurait), 2-o0i1 kiacc

TOYHOCTH, Npejen B3pemuBanusa 210 1, morpemHocts 0,1 mr.
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16. Llentpudyra naboparopnas OIlu-8 (Poccus).

17. IlepememmBatouniee ycrpoiictBo LOIP LS-120 (3AO «JlaboparopHoe
obopynoBaHue u mpudope», Poccus).

18. llecTrxom0BOM COICHOMAHBIN KpaH-Tiepektodarensb (Cole - Parmer, CIIA).

19. Bocbmuxo1oBoit kpan-niepekiitoyarens (Sciware Systems SL, Mcnanus)

20. Iepucranstuueckuit Hacoc «MasterFlex L/STM» (Cole - Parmer, CILIA)
(cxkopocTh moToka ot 0,5 10 6 MiI/MHH).

21. npunesoit Hacoc (Sciware Systems SL, Mcnanus) (ckopocts noroka ot 0,14
10 7,5 Ma/MUH).

22. Banna ynerpasBykoBas 2,8 1 («Candup», Mocksa, Poccust) (250 BT, 35 kI,
Jara3oH TeMiieparypsl Harpesa 15 - 70 °C, ToUHOCTH MOAIEpAKAHUS TEMIIEPATypbl + 1
°C).

23. Xpomarorpaduueckas kojoHka Phenomenex C18 (250 x 4,6 mm, pa3mep
YacTHI[ 5 MKM).

24. Xpomarorpapuueckas kononka Luna C18 (250 x 3,0 mm, 100 A, 3 Mxm).

25. Xpomarorpaduueckas kojonka Zorbax Bonus-RP (Agilent, 100 x 2,1 MM, 3,5
MKM).

26. Kanmnnsipras konmonka «Optima-1» (25 m x 0,32 mm; 0,35 mxm; Macherey-
Nagel, ['epmanus).

27. Mlmpuuesr xpomatorpaduueckue odbemom 10 u 100 mxn (Hamilton,

[Beitapusi).
2.2. PeakTUBBI M IPUTOTOBJICHHE PACTBOPOB
Bce ncnonbs3zyembie B paboTe peakTUBbI UMENH KBaTU(UKALIMIO HE HIDKE Y.11.3.

IIpucomosnenue 1 me/n pacmeopa ceneHum-uoHa

0,1 mn pactBopa cenenut-uoHa (Merck, T'epmanusi) ¢ koHuentpamueit 1 1/n
MOMEIIAJIA B MEPHYIO KoJIOy BMecTUMOCThIO 100 M1 1 1OBOAMIIA OOBEM KOJIOBI 10 METKHU
JIEMOHMU30BaHHOM Bojioi. PacTBop xpanwiu npu temneparype 4 °C B TeueHue Heemu.
Pabouune pactBopsl 50, 100, 250, 500, 750 MKr/j1 rOTOBUIIM €KETHEBHO pa3daBieHueM |

MT/JT pacTBOpPA CEJICHUT-UOHOB JIEMOHU30BAHHOM BOJOM.
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Ilpuecomosnenue 0,2 monv/n pacmeopa bopeuopuda Hampus

Jns npurotosnenus 0,2 monb/n pactBopa 6oprunpuna varpus (Merck, ['epmanus)
0,76 r TBEpOTO OOPrUAPHUIa HATPHS ITOMEIIATH B MEPHYIO KOJIOYy BMECTUMOCTHIO 100 M1
U TOBOJMIIN 00BEM K0s10bI 10 MeTkH 0,1 MOJIB/71 pacTBOpOM ruApOKCH A HaTpus. PacTBop

TOTOBMJIM CXKCAHCBHO.

IIpucomosnenue 1 2/n pacmeopa gpenona, 26asaxona, n-Kpe3oid u 0-Kpe3oid
0,025 r kaxaoro genona (Acros, CIIIA) momemnianu B MEpHYIO KOJIOy 00bEMOM 25
MJI U JTOBOAWJIM 10 METKH MeTaHojoM. PactBop xpanmiu npu Temmeparype 4 °C B

TCUCHUC HCACIIN.

IIpucomoenenue 1 /1 cmewanno2o pacmeopa pmopxuHoIoH08

B xumunueckuit crakan nomemanu 0,025 1 drTopxuHomoHa (0dIIOKCAIMH,
noMmedrokcaiuHa ruapoxjopun, HopduokcanuH, (ruepokcauud  (Sigma-Aldrich,
CIIA)), no6asnsm 5 miut 0,01 Monb/ pacTBOpa TUIPOKCHUIA HATPUS U TIEPEMEITHBAIH
CMECh JI0 MOJIHOTO PAacTBOPEHHsI BeWIECTB. PacTBOp KONMYECTBEHHO MEPEHOCUIIN B
MEPHYIO KOJIOY BMECTUMOCTBIO 25 MJI, JOBOJUIIM 00BEM pacTBOpa B koJioe 10 meTku 0,01
MOJIb/JI PacTBOPOM THUJPOKCHIAa HATpuUs M TIHIATENIbHO MepeMenuBanu. WcxomHbii
pPacTBOP XpaHWIM B XOJIOAWIBHUKE B TeueHHe 1 mecsia. Paboune pacTBOphI rOTOBHIIH
©KETHEBHO TYyTEM  MOCIEAOBATEIBLHOTO  pa30aBlieHUsT  MCXOIHOTO  pacTBOpa

EVMOHU30BAaHHOM BOJIOM.

lIpuecomoenenue pacmeopa oucuopogocgama nampus (50 mmonv/n)

Hagecky 3,9 r NaH,PO,4-2H,0 nomernanu B XuMHUYECKU CTaKaH M pacTBOPSIIU B
20 M3 JEMOHW3MPOBAHHOM BOIBI IIPU IEpEMEIIMBAaHUM, PacTBOpP KOJIMYECTBEHHO
MEPEHOCUIM B MEPHYIO KOJIOy BMecTUMOCThbIO 500 M, MpOMBIBAIM CTakaH Tpems
HNOpUUSAMHU JI€MOHU3UPOBAaHHOM Bobl o 10 mut. Jlanmee noBoauian oobeM pacTBOpa B

KOJIOE 10 METKU JIEMOHU3UPOBAHHOMN BOJOM U TIATEJILHO MEPEMEIINBAIIH.

IIpuecomoenenue pacmsopa suopoghocchama nampus (50 mmonw/n)
B xmmuueckuii crakan mnomemand 3,55 r NayHPO,, nobGaBmsam 20 M
JCUOHMU3MPOBAHHONW BOJBI M IMEPEMEIIMBAIM CMECh 1O IOJHOTO PACTBOPEHHUS COJIH.

PacTBOp KOJMYECTBEHHO MEPEHOCHUIM B MEpPHYIO Koji0y BMecTUMOcThio 500 wmui,
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MPOMBIBAJIM CTaKaH TPeMsl MOPLUSIMHU JAEMOHU3UPOBAHHOW BOJbI 1O 10 M, 1OBOAWUIU
o0BeM pacTBOpa B KOJOE 10 METKA JCHOHM3WPOBAHHOW BOJOM H TIIATEIHHO

MePCMCIINBAJINA.

Ilpuecomosnenue gpocghamnoeo 6ypeprnoco pacmeopa (pH 6,4)
B xombe o6vemom 500 ma cmemmBasm 125 M 50 mmonb/n pacTtBOpa
ruapodocdara Hatpus u 375 ma 50 wmMonw/n auruapodocdara Harpus U

nepeMenMBaiy. 3uadeHue pH pacTBopa KOHTpoOIMpOBaIK ¢ moMolsio pH-meTpa.

IIpucomosnenue gocghamnoco 6ygepnoco pacmeopa (pH 6,4, 20 mmonv/n
MPUIMUIAMMOHUS ayemama)

B xumnueckuii ctakan Bmectumocthio 500 mu goGapisun 125 miu 50 Mmonb/n
pactBopa runpodocdara Hatpust U 375 ma 50 mmonws/n guruapodocdara HATPUS U
nepeMemnBaiy. 3HadeHne pH pactBopa koHTponupoBaim ¢ nomoubio pH-merpa. 3atem
MOJIYYEHHBIN PACTBOP CMEIIMBAIM C PACTBOPOM TPUATUIAMMOHMS aneraTta (1 Moib/n) B

00BbEMHOM COOTHOIIIEHUHU 98:2.

lIpuecomoenenue 100 me/n pacmeopos 6eH30UHOU U COPOUHOBOU KUCTOM

B xumunueckuii crakan nmomemanud 0,01 r kaxmon u3 xkucioT (Sigma-Aldrich,
CIHIA) u pactBopsuin B 300 Mk MeraHosa. Ilocie MmMogHOTO pacTBOpPEHUST HABECKU
KHUCIIOTBI, PACTBOP KOJMYECTBEHHO MEPEHOCUIN B MEPHYIO K0JIOy BMecTUMOCThIO 100
MJI, CTaKaH MPOMBIBAJIM TPEMsI MOPLUSAMU JEMOHU30BAHHOW BOABI IO S5 MJI, JOBOJWIIN
o0bEéM pacTBOpa B KOJOE 10 METKH JIEMOHU30BAHHOM BOJOM U TIIATEIBHO
nepemenmBain. Micxomubie pacTBopsl XpaHuwin temiepatype 4 °C. Paboune pacTBOpbI
TOTOBWIM €XEJIHEBHO MyTEM MOCJIEAOBATEILHOIO pa30aBiICHUs UCXOIHBIX PACTBOPOB

JTACTUJUIMPOBAHHOW BOHOM.

IIpucomoenenue 1 2/n pacmeopos necmuyuoos

B xumuyeckuit crakan nomemanu 0,01 r kaxmoro mectunuaa (MalaTHoOHA,
nuasuHoHA, o3anoHa, TpuaguMedoHa, TpuaguMeHona, OndeHTprHa, UMHIAKIONPUAA U
Oaitierona (OxonmaH, MockBa, Poccust)) u no6asmsum 2 ma metanona. [locie momaHOTO
pPacTBOpPEHMs] HABECKMU MECTUIIMA, PACTBOP KOJIMYECTBEHHO IMEPEHOCHIM B MEPHYIO

KOJIOy BMECTUMOCTBIO 10 MJI, cTakaH MPOMBIBAJIA TPEeMsI TTOPIUSIMU METAHOIA TI0 2 M,
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JTOBOJMIIA 00BEM pacTBOpPA B KOJIOE IO METKM METAHOJIOM U TIIATEIHHO IMePEMEIITUBAIIH.
HcxonmHable pacTBOpHl XpaHWIM B XOJomwibHUKEe Tpu Temreparype 4 °C. Pabouume
PacTBOPBI TOTOBUJIM €KEIHEBHO MYTEM IOCIEAOBATEIILHOTO pa30aBICHUS HCXOTHBIX

pPacTBOPOB JEMOHU30BAHHOM BOJOM.

IIpucomosnenue 500 me/n cmewmannozo pacmeopa 11AY

B xumnueckuit crakan nomemanu no 0,005 r ITAY (Oens[a]nupena, xpuseHa,
OeH3[a]aHTparieHa, oens[b]dmyopanrtena, oens[k]dmyopantena, duryopeHa,
nuben3[a,h]anTpaniena, Oenszo[ghi|nepunena, HadTamuHa, aHTpaleHa, (QiyopaHTEHa,
dbenantpena u nupena (Sigma-Aldrich, CIIIA)), noGaBnsau 5 M aleTOHUTpUIA, U
NepeMeIInBaIl /10 TOJHOTO pAcTBOPEHUS BemeCTB. PacTBOp KOIMMYECTBEHHO
NEePEeHOCHWIM B MEPHYIO KOJIOy BMECTUMOCTHIO 10 MJ, MpPOMBIBAIIM CTaKaH TpPEMs
TOPIHASIMH allETOHUTPHIIA 110 1 MIT, TOBOAMIIN O0OBEM PacTBOpA 10 METKH B MEPHOM KOJIOE
allETOHUTPUJIOM M TIIATEIbHO TiepeMemuBaid. VCXOAHBIA pacTBOp XpaHWIA B
xonoauibHuke npu Temieparype 4 °C B TedeHue 3 mecsneB. Paboune pacTBOpPHI
TOTOBUJIM €KEAHEBHO MYTEM MOCIEAOBATEIBHOTO pa30aBiICHHs] MCXOIHOTO pacTBOpa

TEVMOHU30BAaHHOM BOJIOM.

2.3. [Ipo6ooTOOop 1 npeaBapuTe/IbLHAs MOATOTOBKA 00pa310B

IIpoboombop u npedsapumenvras n0020MOBKA OUONIOSUYECKU AKMUBHBIX 000ABOK
(Onan. 3.1)

O6pasubl BAJ] pa3nuuHbIX TpOU3BOAUTENEH ObUIM TPUOOPETEHBI B MECTHBIX
antekax T. Cankr-IlerepOypra. [IpenBapurenbHas mpoOOOATrOTOBKA BKIOYAIa B ce0s
MUKpPOBOJIHOBOE PA3JIOKEHHE B JIA0OpAaTOPHOM MMKPOBOIHOBOW Tmeud. Jlns 3Toro
B3BemmBanu (0,15 £ 0,05) r usMmensueHHON NpoOBI U TOMENAId B BHAILY A
MHUKPOBOJIHOBOTO pa3zioxeHus. Tyna ke 100aBisii 6 MJI KOHIIEHTPUPOBAHHON a30THOM
KUCIOTHL M | M mepokcuaa Bomopoaa. TemmepaTypHass mporpaMma pasiokKeHHUs

npencrasieHa B Tabnuie 1. PaGoyas MomHOCTh TipH pasiiokenun cocraisiia 600 Br.
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Tabauma 1. TemmeparypHas nporpaMma MHKPOBOJIHOBOTO Pa3jOXKEHHUS MPod

OMOJIOTHYECKH aKTUBHBIX I[O6aBOK.

T, °C t, MHH MomHocTh, BT
100 10 600
130 10 600
150 5 600
180 10 600
210 30 600

IIpoboombop u npedsapumenvHas no02omMoKa 06pa3y08 KONYEHOU Koibacwl (0
n. 3.2)

Komuenbie kombachl pa3iavYHBIX MapOK OBLIM MPUOOPETEHBI B MECTHBIX
cynepmapketax . Cankr-IlerepOypra. B kauecTBe npeaBaputensHOi TPoOOTIOATOTOBKI
o0Opa3Lbl KoJa0achl ObLIN U3METBIEHBI B OJIEHIEpPE, XPAHWIIUCH B XOJIOAWIbHUKE TpH 4 °C
B TeueHue Henenu. OOpasiibl ¢ TOUHO U3BECTHBIMU KOHIIEHTPAIUSIMU JOOABOK TOTOBUIIU
cienyomuM o0pa3oMm: obpazenr u3Mensd€HHOM konbacel maccoit (0,50 += 0,05) r
noMemand B onmneHaopd, mobasmsmm 1 Ma MeTaHona, Janee  MPOBOAMIN
AKCTparupoBaHue (PeHOJOB B METAHOJ MPU HHTEHCUBHOM IepeMeInBaHuu B TeueHue 30
MuH. [locne atoro ¢asy mMeraHosa oTOupaiu U MOBTOPsUIM omeparuio emé 3 pasa. B
pe3ysbTare mojiydaiaud oOpasern MpoObl 0e3 IIeNIeBhIX aHAJUTOB (TIOATBEPIKIATU C
MOMOIIBI0 pa3pabOTaHHOTO Croco0a), B KOTOPHIA BBOAWIW JT00ABKH CTaHIAPTHOTO

pacTtBOpa € U3BECCTHBIM COACPKAHUCM (bCHOJ'IOB.

IIpoboombop u npedsapumenvras no02omosxka 0opasyos kpesemox (0 n. 4.1)

3aMOpOKEHHBIC OYHMINCHHBIC KPEBETKH OBUIM TMPUOOPETEHBI B MECTHOM
cynepmapkete I. Cankrt-IletepOypra, moctaBieHbl B J1a0OpaTOpUI0 W TOMEIICHBI B
MOpPO3WJIbHYIO KaMepy mnpu Ttemneparype -15 °C. B kauecTBe mnpenBapHUTENbHOM
pOOOMOArOTOBKM Pa3MOPOKEHHBIE KPEBETKM ObUIM HW3MeNlbueHbl B Onenpaepe. s
MOJITOTOBKX 00OPAa3IoB C BBEEHHOMN J00OABKOH B MPOOy M3METBFICHHBIX PA3MOPOKEHHBIX
KPEBETOK  BBOJIWJIM  COOTBETCTBYIONIYIO  aJUKBOTY  CTaHAApPTHOTO  pacTBoOpa

(TOPXMHOJIOHOB, B Pe3yjbTare Yero ObUIO MOJYyYEHO TPU oOpaslia ¢ KOHLUEHTpalUsIMU
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kaxaoro u3 ananutoB 50, 100 u 150 mkr/kr. I1po6Osl ¢ BBeAeHHBIMEU JOOaBKaMU TOTOBUIIN

HCTIOCPCACTBCHHO IICPC/] aHAJIN30M.

IIpoboombop u npedsapumenvHas nOO2OMOBKA MACHLIX NPOOYKMos (01 n. 4.2,
6.1)

Paznuunbie 00pasibl mMsica (KypuHbIH dapiin, KypuHoe (uiie U TOBSKHM (apiin)
ObLTM TIPUOOPETEHBl B MECTHBIX CyNEpPMAapKeTaX, TOMOTE€HHU3HPOBAHBI C IOMOIIBIO
oneHaepa u TMOGUIN3UPOBAHBI C TIOMOIIBI0 CUCTEMBI JINOGUILHOM cymku. KommdecTBo
BBINIAPEHHOW BOJIbI BAPbUPOBAJIOCH B Mpefenax 66 - 76 % no macce. OOpa3iibl XpaHUIu
npu 5 °C B xomogwnbHOW Kamepe. HemocpencrBenno mnepen anammzom k 10 T
Tno(UIM3UPOBAaHHOTO oOpa3na Msica J00aBIsIM  COOTBETCTBYIOIIMM — %-HOMY
KOJIMYECTBY BBIMAPEHHOW BOJBI O0BEM JUCTUIUIMPOBAHHOM BOmbl (MO0 pacTBOpa
(OTOPXUHOJIOHOB C COOTBETCTBYIOIIMMH KOHIICHTPAIMSIMH — JJII METONIa «BBEICHO-
HaWJIEHOY), MOJYUYEHHYI0 CMECh MEePEMEIINBAIU C MOMOIIbI0O MAarHUTHOW MEIIaKU B

teueHue 20 muH. O6pa3iibl 6e3 100aBOK ObUIH MPOAHAIU3UPOBAHBI 0€3 TUOPUITU3AINY.

IIpoboombop u npedsapumenvras n0O20Mo8Ka MoioKa (0as n. 4.3)

OO6pazen; monoka (comepkanue >kupoB - 1,8 %) ObUT mMpuoOpeTeH B MECTHOM
cynepmapkete I. Cankr-IlerepOypra, ycinoBUsi XpaHEHHUsI BBITIOJHEHBI B COOTBETCTBUU C
YKa3aHUSIMU Ha yrnakoBke. llepen aHanv3oM NpoBOAWIIN yoajeHue KUpoB. s 3Toro B
ammeH10p¢d BMECTUMOCTRIO 10 MIT momMemmany 5 M1 Mojioka, qo6asmsum 0,7 MJT TeKcaHa,
BCTPSAXUBAJIM U LeHTpUdyrupoBaiu B TeueHue 10 MuH. 3aTeM BEpXHIOI0 (OpraHMYECKYIO)
dazy, conepxkaInryro reKCaH U BBIJICICHHBIC KUPbI, yaaasutd. s ycTpaHeHus: OelIKoB K
cynepHatanTy nooasmsuia 0,5 mia 4 mons/n HCl u nepememmBanu, nociie 4ero cMech
ueHtpudyrupopaiu B teuenre 10 muu. Jlanee k 4,6 M MOJYyYEHHOTO CylepHaTaHTa
no6asisnu 0,4 M 5 monb/m NaOH. [omy4yeHHBIN pacTBOP UCIIONB30BAH JIJIST aHAIH3A.

Monoko ¢ poGaBkamu aHTUOUOTHUKOB (50 Mkr/m u 100 MKr/a) roToBUIU
CJIEAYIOIMM 00pa3oM: B MEPHYIO K0oJIOy 00beMoM 25 M1 moMeniany 15 mit Mojioka, 3aTeM
BBoMIM 50 mam 100 mx (moast 50 Mxr/m m 100 MKI/J1, COOTBETCTBEHHO) CMEIIAHHOTO

pacTBopa (PpTOPXHWHOJIOHOB C KOHIIEHTpalMer 25 Mr/a, mocje 4ero o0beM B Kojioe
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JOBOAMIIM 1O MCTKH MOJIOKOM. Hepe,u AHAJIM30M IMPOBOAWIIN YAAJIICHUC JKUPOB U 0OeIKOB

O BBIMIEOITMCAHHOM CXEME.

IIpoboombop u npedsapumenvras no02omoexka 0opa3yos Kpesemok (0asa n. 4.3)

OunineHHbIE KPEBETKHM MNPHOOpeTeHbl B MeCTHOM cymnepmapkere CaHKT-
[lerepOypra, qocTaBieHbl B J1a0OPATOPUIO U MOMEIICHBI B MOPO3UJIbHYIO Kamepy (-15
°C). nsa npuroroBienust obpasia ¢ J00aBKOW aHAIUTOB Pa3MOPOKEHHBIE KPEBETKU
MOJIHOCTHIO TIOTpykaym B pabounii pactBop aHammToB (100 mxr/n wmm 200 mMxr/m) Ha 14
y ripu 4 °C. [locie 3Toro pacTBOp OTAEINSIIN, @ KPEBETKH TOMOTE€HU3UPOBAIIN C TIOMOIIIbIO
MuKcepa. OCTaTOYHYIO KOHLEHTpAlMIO AHAJIMTOB B OTIEICHHOM BOAHOW (pasze
koHTposupoBaau ¢ nomouplo  BOXX-®JI. CopmepkaHne  aHTUOMOTHUKOB,
aJICOPOMPOBAHHBIX TKAHSMU KpPEBETKH, PACCUMTHIBAIM 10 ¢dopMysie, HCXOId U3
OCTaTOYHOI'0 COAEPKaHMsI AHTHOMOTUKOB B BOJHOU (paze:

Nggen = MNpos — Nocrs

IJIE Nype, — KOIMYECTBO (PTOPXUHOIOHOB, a[COPOMPOBAHHBIX TKAHAMU KPEBETKU,
Ny — KOIMYECTBO BBEACHHBIX (TOPXUHOJIOHOB (B paboueM pacTBOPE); Myep —
OCTaTO4YHOE KOJIMYECTBO (PTOPXMHOJIOHOB B PACTBOPE.

['omorenusupoBaHHbIli 00pasen; msica KpeBeTku (¢ go0aBkoi) maccoit 0,5 T
cvemmBai ¢ 6 ma 0,01 mons/nm NaOH B snmennopde BmectumocTthio 10 M st
ocaxnaenust OenkoB. Cwmech uentpudyrupoBanu (10 mun, 5000%g), NoTyYEeHHBIN
CyIEpHATaHT OTOMpaJd C TIOMOINBIO J03aropa, IMOMeIadd B 3mneHaopd, u
HEUTpaJIM30BaIM PACTBOp MyTeM J00aBJICHHS 2 MOJb/JI COJSHOM Kuciaotel, pH
KOHTPOJIMPOBAJIHM € nmomolnbio pH-merpa.

Ha pucynke 12 npuBeneHbsl XpoMaTorpaMMbl SKCTPAKTOB 00pa3lioB KPEBETOK O€3

n100aBoK (A) u ¢ 1o6aBko# (BeIMaurBaHue B pabouemM pactBope ananutoB 200 mkr/i) (b).
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Pucynok 12. XpomarorpaMMbl SKCTPAKTOB 00pa3iioB KPEeBETOK 0€3 100aBku (A) u

¢ nobagxkoii (b).

IIpoboombop u npedsapumenvHas NOO20MOBKA 02YPYO8 U OeNmCKO20 080UWHO2O
numanus (01s n. 4.4)

Orypupl (KOM0YMEe KOPOTKOIUIOAHBIC M JUIMHHBIE TIAJKHE) U JIETCKOE OBOIIHOE
NUTaHue U3 OPOKKOIM (MIope) ObLIM MPUOOPETEHBI B MECTHOM cynepMapkere I. CaHKT-
[TeTepOypra. [IpenBapurenpHas mpoOOMOArOTOBKA IEPE AaHATU30M MPEACTaBIIsIA COOOM
TOMOT€HHU3aIMI0 00Pa3Il0B OT'YPIIOB B JJA0OOPATOPHOM M3MEJIBUUTENIE JI0 MIOPEOOPa3HOTO
coctostHusl. [leTckoe muTaHue B rOMOT€HU3AUU HE HYKIAI0Ch.

OOpazen ¢ 100aBKkOW MECTUUUAOB TOTOBHIICA cCleayronuMm oOpazom: 10 Mk
BOJTHOTO PacTBOpPa CMECH MECTUIIUAOB C COOTBETCTBYIOIIMMHU KOHIIEHTPAIIUSIMHU BBOMIIN

B 800 MT TOMOT€HH3UPOBAHHOTO 00pa3iia, a 3aTeM TIIATEeIbHO TIEPEMEIIUBAIIH.

IIpoboombop u npedsapumenvHas NO0020MOBKA S200HLIX U (BPYKMOBBIX COKOS,
2a3UPOBAHHBIX HANUMKOB U COe8020 coyca (Ona n. 5.1, 5.2)

JleTckue coku, ra3upOBaHHBIC HAMUTKU U COEBBIN COYC MPUOOPETEHBI B MECTHBIX
cynepmapketax r. Cankr-IlerepOypra. Bce coku ObLIM pa3iMyHBIX MapoK M BKyca.
[IpenBapuTensHOM TPOOOTIOATOTOBKY MEPE aHATH30M HE MMPOBOIUIOCH HECMOTPS Ha TO,
YTO HEKOTOPHIE COKH COZCPIKAII MSIKOTh, a TAa3UPOBAHHBIC HATUTKHA — KpacuTean. CTOUT

OTMCTHUTBH, YTO BCC HpO6BI HUMCJIN pH HUXKC 7, TEM HE€ MCHEC B COOTBCTCTBHUU C
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pa3pabOTaHHON METOMUKOM NX MoaKucsum 10 pH 2 mobasineHneM HE3HAYUTETHHOTO TS
pa3basiienust o0bema | MOJIB/JI pacTBOpa CEpHON KUCIOTHI.

Peanpabie 00pa3iel ¢ mo6aBkod OeH3oiHOM kuciorel (100 mr/m) roroBwin
clIeAyomuM oopa3oM: B xumuueckuit crakan nomemnanu 0,001 r KucioTsl 1 pacTBOPSIIU
B 300 mkn meranona. [locie moONHOrO pacTBOPEHUsS] HABECKU KHUCIOTBI, PacTBOP
KOJIMYECTBEHHO MEPEHOCUIIN B MEPHYIO KOJIOYy BMECTUMOCThIO 10 MJ1, cCTakaH MpOMBbIBAIIN
TpeMsl TMOPLUSAMU COOTBETCTBYIOIIETO Mnpoaykra mo 1,5 mu, nogkucimsmu (pH 2),
JOBOJMIIM 00BbEM pacTBOpa B KOJIOE 10 METKM COKOM U THIATeNbHO nepeMeruBand. [Ipu
HEOOXOMUMOCTH TONy4YeHUsT OoJjiee HU3KOM MOO0AaBKM aHAIWTa — OOpas3ibl pa30aBisuiv
COOTBETCTBYIOIIUM MPOTYKTOM.

OOpa3upl ¢ BBeACHHOW J00aBKOW cMecH OCH30MHOM W COPOMHOBOM KHCIOT

TOTOBUJIM aHAJIOTMYHBIM 00pa3oM.

IIpoboombop u npedsapumenvras noocomosxa npoob suna (01 n. 5.2)

[Ia1p 00pa3lOB MOMYCIAAKOTO BHMHA (YEThIpe OENbIX W OJUH KPACHBIN) pa3HbIX
MapoK MpuoOpeTeHbl B MECTHBIX cynepMmapkeTax I. Cankr-IlerepOypra. Ilepen ananuzom
oOpaslbl BUHA Pa30aBIsUIM JIEMOHU3UPOBAHHON BOMOM B cooTHolneHuu 1:3 (06./06.)

COOTBCTCTBCHHO.

IIpoboombop u npedsapumenvras noocomosxka npoo uas (0 n. 6.3)

UepHblii, 3€neHbIil, Oenblii 4Yam W Yall ¢ JKAaCMHUHOM pa3JIMYHBIX MapoK
npuoOpeTeHsl B MeCTHBIX cymnepmapkerax I Cankrt-lletepOypra (Poccust). OOpasiisi
XPaHWINA B OPUTHHAIBHBIX YIAKOBKAX U PEKOMEHJOBAHHBIX YCIOBHUSAX (IIPU KOMHATHOMN
TeMIeparype) 10 mpoBeacHus aHanuza. [lepen ananuzom oOpasiibl TOMOTEHU3UPOBAIIH C
MOMOIIIBIO OJIEHAEpA 10 COCTOSIHUS ITY/IPHI.

Cxema MpUTOTOBIICHUS HACTOS 4Yasi BbIOpaHa Ha OCHOBE JIUTEPATYPHBIX JaHHBIX
[117]: 1 r rOMOreHU3UPOBAHHOTO Yas 3aBapuBad B 10 My ropsgyeil J€MOHU30BAHHOMN
Boabl (90 °C) B TeueHue 5 MMH B CTEKJISTHHOM CTakaHe. 3aTeM 4ail OXJIaKIaIM 10
KOMHATHOM TeMIEpaTyphbl U H30aBISUTHCH OT TBEPIOTO OCAIKa JICKaHTAIUEH.

Peanbubie oOpasubl ¢ goOaBkamu 0,5 mir/n u 5,0 mxr/n ITAY rortouwiu

CJIETYIONUM 00pa3oM: B MEpHYI0 KOJI0y BMecTHMOCThIO 50 M momemranud 45 M
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CBEXE3aBAPEHHOI0 4as U jnodOasmsuid kK HeMy 10 mxn miam 100 Mk pactBopa ITAY ¢
KOHIEHTpaIMel KaX/10ro aHajauTa 2,5 MI/J1, COOTBETCTBEHHO. 3aTeM JOBOJWIN PACTBOP

A0 MCTKH CBCIKC3aBAPCHHBIM YdCM.

2.4. MeTonbl 1 yCJIOBHS ONpeeIeHUs] KCeHOOMOTUKOB

AAC-DTA onpeoenenue cenena (1V)
Omnpenenenue cenena (IV) npoBoaunu ¢ momonisko ciekrpomerpa Shimadzu AA-

7000 c rpadurosoii neusto GFA-7000, HacTpoiiku npubopa npeacTaBieHbl B TabIHIIE 2.

Tab6amnuna 2. [Tapamerpsl mpudopa Shimadzu AA-7000 c rpadutoBoit neusto GFA-

7000 nns onpenenenus cenena (IV).

IHapamerp npudopa 3HayeHue
TOK J1aMIIBI C ITOJIBIM KaTOJA0M, MA 23
JInvHa BOJTHBI PE30HAHCHOM JIMHUU, HM 196,0
[Mupuna menn, HM 0,5
['paduroBas neupb C NUpOIUTUYECKUM TTOKPHITHEM
XuMHuueckuit MouduKaTop PacTtBop namnanus 2 MK €
koHieHTparmen 1000 mr/n
Marpuna 0,1 mone/m HNO3

BOKX-®DJI onpeoenenue ¢enonos

Onpenenenne (eHosoB mpoBoawin Ha xpomartorpade Shimadzu LC-20 ¢
kononkoit Luna 3 mxm C18 (250 mm x 3,0 MM, 100 A) u crexyromumu ycnoBusMu
pa3feneHuss U JEeTEKTUPOBAHUS: JIITMHA BOJHBI BO30OykaeHus — 270 HM, JAJIMHA BOJIHBI
mznyuenust — 310 M, temneparypa kononku 30 °C. IlogBmxHas (aza coctosyia U3
anetonutpuia u 0,1 % MypaBbUHON KHCIOTHI B 00BeMHOM cooTHomieHuu 40 : 60

COOTBETCTBEHHO, BpeMsi aHanu3a — 11 muH (pucyHok 13).
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Pucynok 13. Xpomarorpamma pactBopa cmecu ¢enona (1), reaskona (2), n-

kpesodna (3) u o-kpe3ona (4) (Canamra = 1 MI/11).

BOKX-DJI onpedenenue pmopxurnononos

Xpomarporpadudeckoe  paszielieHHe U OmpejaesieHHe  (PTOPXMHOJIOHOB
OCYIIECTBIISIIIOCH € MMOMOIIIBIO KuaKocTHOTO Xpomarorpada LC - 20 (Shimadzu, Anonus)
¢ (pmyopuMeTpuueckum AeTeKTopoM Ha kosioHke Phenomenex C18 (250 x 4,6 mm, pazmep
yactui] 5 Mkm). [loaBmxkHas ¢asza cocrosuia u3 metanona u docdarnoro OydepHoro
pactBopa (pH = 6,4) ¢ no6aBkoii 20 MMOJIB/JT TPUATUIIAMMOHUSI alleTara B MPOIEHTHOM
cootHomeHuu 45 : 55 (u3okparuueckuii pexum). Cxopocts moroka — 0,7 mur/muH.
Temmneparypa xononku 30 °C. JliuHbI BOJTH BO30YXKICHUS U IMHUCCUH paBHBI 278 u 466

HM COOTBETCTBEHHO. O0111ee Bpemsi xpoMmarorpaguyeckoro ananusza — 14 MuH (pUCyHOK
14).
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Pucynok 14. XpomarorpamMma  OSKCTpakTa CMeCH  (PTOPXHMHOJIOHOB:
nomednokcanuna (1), mHopduokcanuua (2), duepokcanuua (3) u odiokcanuna (4)

(CaHanma = 100 MKr/. JI).

BOXX-Y® onpeoenenue benszoiinoii u copbunosoi Kuciom

BOXX ananu3 mpoBOAuiICS ¢ MOMOIIBIO KUAKOCTHOTO Xpomarorpada LC - 20
Prominence (Shimadzu, Snonus) v dhoTOMETPpHYECCKIM JIETEKTOPOM.
Xpomarorpaduyeckoe paszeseHle ocyecTBIsIn Ha KojoHke Supelco C18 column (250
x 4,6 MM, pa3Mep 4acTHUIl 5 MKM) B H30KpaTHYECKOM pexxume npu temmeparype 45 °C. B
KaueCTBE MOABMXHOW (ha3bl MCMOIB30BAIM CMECh MeTaHoid : arerar ammoHus (0,05
MOJIB/1) B iporieHTHOM cooTHouienuu 30 : 70. [Jnuna BosiHbI — 230 HM, CKOPOCTh MOTOKA
dazer — 0,5 mu/muH. Bpemena ynepkuBaHus O€H30HWHOM W COPOMHOBOM KHCIIOT

cocTaBsui tg=8,4 MuH u tg=10,4 MUH COOTBETCTBEHHO (PUCYHOK 15).
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Pucynok 15. Xpomarorpamma 3KCTpakTa cMeCH OCH30MHON U COPOMHOBOM KUCIIOT

(CaHanma =25 mr/ JI).

I'’X-MC onpedenenue necmuyuoos

I'X-MC anHanmu3 npoBOAWIM € TIOMOINBIO ra3oBoro xpomarorpadga «GCMS-
QP2010 SE» (Shimadzu, Slmonusi) ¢ mMacc-CHEKTPOMETPUUYECKUM JETEKTUPOBAHUEM.
Paznenenue ocymecTBIsIM Ha KanWUISIpHOU KoioHke «Optima 1» (25 M x 0,32 MM X
0,35 mxm; Macherey-Nagel, ['epmanusi). B kauecTBe raza-HOCUTEINS UCIIOJIb30BAIIH T€ITUI
(99,999 %) npu mnocrosHHON ckopocth 1 Mi/mMuH. Temmeparypa BBoAa HIpPOOBI
cocraBisinma 200 °C. TemneparypHbld pexxXuM pasfaeneHus: HauumHaimua co 150 °C,
BBIJICP)KMBANIM B Te€UYeHHE | MHUH, 3aTeM cO CKOpocThio 15 °C/MuH B TeueHue 7 MUH
temreparypy mnosbimanu A0 280 °C. CrnocoOoM HMOHM3allMM B MAacC-CIEKTPOMETPE
ABJISUICSL DJIEKTPOHHBINA yAap. DHEprusi 3JIE€KTPOHHOW MoHu3anuu cocrtasisuia 70 3B,
TeMIeparypa UCTOYHHMKA, a TAKKE KBaJAPyINOJIBHOTO Macc-aHAJIM3aTopa paBHsack 250
°C. KayecTBeHHOE ONIPENEIICHHE AHAJIUTOB IMPOBOAWIOCH B PEXUME MOHMTOPHHIA
BBEIOpaHHBIX HMOHOB (SIM — selective ion monitoring), pH 3TOM KOJIHMYECTBEHHOE
oIpezesieHne ObIJI0O OCHOBAHO Ha ONPEEICHUH IJIOIMIAIM MUKA KaKI0T0 MEeCTUIIM/IA 110
HauOosee crienupuIHOMY OTHOIIICHHIO MacChl MOHA K €T0 3apsiay (m/z): nua3uHoH — 137,
tpuaaumedon-208, tpuagumenon-112, oudentpun-181. Bpibop xapakTepucTUYHBIX
OTHOIIIEHU MacChl MOHA U K €ro 3apsay (m/z) oCyIIeCTBIIsJIA HA OCHOBAHUM JTAHHBIX

anekTpoHHo# 6a3bl Hammonansnoro Muctutyra CrammaptoB u Texnomoruum (NIST).



62

O0beM MHXKEKTUPYEMOi poObl — 1 MKJI, CcyMMapHO€ BpeMsi aHaJIu3a COCTaBUIIO 12 MUH

(pucyHok 16).
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Pucynok 16. XpomarorpamMmma CTaHAAPTHOTO PacTBOpa CMECH NECTHUIHUJIOB

(CaHanma = 100 MKr/. JI).

BIKX-MC/MC onpedenenue necmuyuoos

s OTIpEICIICHUS WHCEKTHIINIOB HCITOJTH30BATH KHUTKOCTHBIH
TPEXKBAJPYIOIbHBIM  XpomaTo-macc-criektpomerp  LCMS-8030  (LC-/MS/MS)
(Shimadzu, fAnonus). XpomaTtorpaduyeckoe pas3AelieHHe MPOBOAUIM Ha KOJOHKE
Zorbax Bonus-RP (Agilent, 100 % 2,1 mm, 3,5 mxMm). [Togsrmxnyto a3y, COCTOSIIYIO U3
JIEMOHU3UPOBAaHHOM BOJbI (A) U MetaHona, conepxamuit 0,1 % (06./06.) MypaBbUHOMN
kucioThl (B) monaBanu co ckopocThio nmotoka 0,3 mii/muH. Mcnosib3oBany rpalueHTHBIN
PEXUM DIIOMPOBAHUS: 10 § MUH 00BEMHYIO 010 (ha3bl B nunHeltno yBennunBanu ¢ 20
% 1o 80 %; nanee ¢ 8 mo 11 mun ynepxkuBanu nocrosaHout (80 % B). Ilocne kaxmoii
WHXXEKIIUK TTPoObI TpeOOBaIOCh 2 MUH JJIsl TOTO, YTOOBI TTOABMXKHAs (Da3za BepHyIach K
ucxonHomy 3HaueHutro 20 % B. Temmeparypa HCTOYHUKA, CKOPOCTh ITOTOKa
ocymaroriero ra3a (N,), Temeparypa JUHUM J1€COIbBATAIlUU U CKOPOCTh MTOTOKA Ta3a-
pacnsuiTeNss ObUTM  ycTaHoBieHol Ha 400 °C, 15 na/mun, 250 °C u 3 n/mMun
COOTBETCTBEHHO. Y CJIOBHUSI MacC-CIIEKTPOMETPHUYECKOTO JCTEKTUPOBAHUS TMECTUIUIOB

NpeCTaBIeHbI B Ta0uIe 3.
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Tadauua 3. YcioBHs Macc-ClIEKTPOMETPUUECKOTO IETEKTUPOBAHMS IECTHLIMIOB.

Jueprusi | MoJiekyasipablii | @parMeHTaApPHBIN Bpems
AHAJTUT coyapeHust HOH HOH yAepKUBAHUS
(3B) (m/z) (m/z) (Mun)
-15 256,05 209.10
Nmupakionpun -19 256,05 175,20 3,8
-10 256,05 210,10
-23 368,00 182,05
do3anon -16 368,00 111,15 6,0
-14 368,00 138,15
-15 331,00 127,10
ManaTtuon -25 331,00 99,15 7,5
-10 331,00 285,00
-23 294,05 69,20
Tpuagumedon -16 294,05 197,10 7,8
-14 294,05 225,00
-20 305,10 169,00
Jna3uHOH -20 305,10 153,10 8,5
-35 305,10 97,05
BOXX-DJI onpedenenue I1HAY

Omnpenenenue [TAY npoBoauiiv ¢ mOMOIIbIO XXUAKOCTHOTO Xpomarorpada LC - 20
(Shimadzu, SnoHust) ¢ QIyOpUMETPUYECKUM JIE€TEKTOPOM. XpomaTtorpadudeckoe
paszeneHre ocyliecTBisuid Ha KojoHke Zorbax Eclipse PAH (100 x 2,1 MM, pa3mep
yactull 3,5 MM, Agilent Technologies). [logsmwxknas dasza npencrapisiiga co0oil cMech
allETOHUTpUJIA U BOABL. JleTeKTHMpOBaHME NPOBOAMIM MPH TOCTOSSHHOM 3HAYEHUU

[0}
temrieparypsl konoHku 40 °C, B rpagueHTHOM pexxume. B Tabmuue 4 mnpeacraBiieHa
BpeMeHHas nporpamma. CKOpOCTh MOTOKa MOABMXKHOM (pa3wl cocTarsuia 0,4 Mi/MuH.

Ha pucynke 17 npencrasiena THIIMYHAs XpoMarorpaMmma pactsopa cmecu 13 ITAY.
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Tabauua 4. YcnoBus rpaAMEHTHOTO 3IOUPOBaHus pu onpeaesneHnn 13 TTAY.

IMoaBu:kHan Ppaza JiuHa BOJIHBI, HM
Bpewms,
H>O:aneroHuTpua AHAJINT
MUH Bo30yxnenue | Ucnmyckanue
(00./00.)
0 45:55 215 330
1,5 45:55 215 330 Hadranmun
3,6 220 325 dnyopen
5,2 250 380 deHaHTpeH, aHTpaIlCH
7,7 0:100 270 450 diryopaHTeH
8,9 270 390 [Tupen
10,0 0:100 270 390 bens[a]antpauen,
XpHU3CH
12,5 260 420
benso[b]dnyopanTeH,
13,0 45:55 260 420 6en3o[K]pyopanteH,
Oenzo[a]uupen
290 415 Jlubens[a,h]anrparieH,
6en3o[ghi|nepunen
18,0 45:55 215 330
F BkF
20000 1
s BaA Chr |
& o ' BghiP
: _ | \ BFP Daha|
§ 30000 Py ” ‘\ W |
£ Ant | |
= 20w [ | “ | ‘\
/\ ’ \ \ BbF || || | } \
10000 Flu Phe l | | |
Nap ; | \ \} | \ l ||
u JI\--__‘_ B }l"l\ _/\\ B I:| '.\._ ilt\_II \ ~ | :'\‘__ .|/ 'l\ J } I\ _ U -
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Pucynok 17. Xpomarorpamma BomgHoro pactBopa cmecu I[IAY: BaA —
oens[a]anrpauen, Chr — xpuzen, BbF — 6enzo[b]pnyopanten, BaP — 0enzola]nupen, BKF
— 0en3o[k]dmyopanten, DahA — qubens|a,h]anTpamnen, BghiP — 6enzo[ghi|nepunen, Nap
— n"adranul, Flu — dnyopen, Phe — penantpen, Ant — antpauen, Flt — dmmyopanren, Pyr

— mupeH (Cauamra = 5 MKT/).
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2.5. MeTonasbl aHaJM3a Bbl/leJIeHHbIX (a3

I'X-T1HU]] onpedenenue 1-nonunamuna i 2,2-0UmMemuinponasoBoll KUciomul

N3yuenue cocTaBa BBIICICHHON MUIEIO-000TaEHHON (a3bl MPOBOJIUIU C
oMOIIbI0 ra3oBoro xpomarorpada «Kpucramn 5000» (Xpomarek, Poccust) ¢ miamenHo-
MOHU3ALIMOHHBIM JETEKTUpOBaHUEM. Pa3neneHue OCyIIeCTBISIM HAa KalWUISIPHON
kojionke «Optima 1» (25 M x 0,32 mm x 0,35 mxm; Macherey-Nagel, ['epmanus).

VYcaoBus ompexaeneHus  |-HOHWJIAMUHA — CIIEAYIOLIME: TEPMOCTATUPOBAHME
KOJIOHKH ocytiecTBisuiy ipu 100 °C; uHxkeKTUpyeMbIit 00bEM poob coctaBui 0,5 MK,
CKOpOCTh TMOTOKa Taza-Hocutens (N) — 2,2 Mia/MuH, Temmeparypa HHKEKTOpa
ycraHoBiieHa Ha 250 °C.

VYcnoBus onpeneneHus 2,2-AUMETUIIIPONAHOBON KUCIOTHL: Temmneparypy 65 °C
BBIJICP)KUBAJIN B T€UEHHE 2 MHUH, 3aTeM yBennmuuBan A0 225 °C co ckopocteio 20
°C/MUH; UHXEKTUPYEeMbI 00bEM MpoOBI OBLT paBeH 1 MKI; CKOPOCTh NMOTOKA Ta3a-

HOCHUTEIIS — TeIUs COCTaBMiIA 2,2 MIJI/MHH.

I'X-I1I1]] onpedenenue cenmano8ol KUCIOMbL U MUMOLA

N3yuenne coctaBa (a3pl DP mpoBOIMIM C MOMOIIBIO ra30BOro xpomartorpada
«Kpucrann 5000» (Xpomartek, Poccus) ¢ miaMeHHO-MOHU3AIMOHHBIM JIETEKTOPOM.
Paznenenue ocymiecTisum Ha KanuuisipHor kostonke HP-5 (5 % nuanonponwidenun u
95 % metmnmonucmiokcan, 10 M X 0,53 MM BHYTpeHHHI TuaMeTp, TOKPHITHE 2,65 MKM).
TeMneparypel neun W KOJOHKH moaaepxkuBanud Ha ypoBHAX 250 °C u 180 °C
COOTBETCTBEHHO. B KauecTBe ra3a-HOCUTEINS UCIIOJIB30BAIM a30T CO CKOPOCTHIO MTOTOKA
30 ma/mMuH, 00beM oOpa3ua coctasisia 1,0 M. [Tonyuennas xpomarorpamma ¢assl OP

IpecTaBlicHa Ha pUCyHKe 18.
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Pucynok 18. Xpomarorpamma ¢a3bl 3BTEKTHUECKOTO PAaCTBOPUTEIIS.

2.6. Ouenka 3)(peKTUBHOCTHU M3BJICYECHUSA AHAJTUTOB

B mporiecce uIKOCTHO-KUIKOCTHOM AKCTPAKIIUU pacpe/iesICHHE BEIecTBa A B
YCJIOBHUSAX PaBHOBECHS B CUCTEME, COCTOSIICH UX JBYX KHAKUX (a3 (opraHudeckoi (0)
U BOJHOI (B)), OTPAHMUYECHHO CMEIIMBAIOIINXCS MEXIY COOOW MOXHO MPE/ICTABUTH B
cienyromeM Buje [118]:

Aw < A

Ha nmpaktuke mipu BBIOOpE OKCTpareHTa HCHOJB3YIOT  KO3ghuyuenm
pacnpeoenenus (K), KOTOPBIH yYUTHIBACT OTHOIIEHHE CYMMAapPHBIX KOHICHTPAIUI BCEX
dbopm BemecTBa B ABYX (ha3zax M IOKa3bIBACT, KaK PaCIpeeiCHO BEIIECCTBO MEXKIY

paBHBIMH 00bEMaMU BOJHOM U opraHuueckoil ¢a3 u BeIpakaeTcs: (HOpMYIIOii:

Co
KZC_’
B

rne C, — KOHIIEHTpalus BemiecTBa B opranndeckon dasze; C, — KOHIICHTpAIMS
BEILIECTBA B BOJHOM (hasze.

Eme omHOM BaXHOW XapaKTEPUCTUKOM SKCTPAKUMOHHOIO MPOLECCA SBISIETCA
cmeneHb uzeiedenusi, Kotopas xapakrepusyeT 3QGeKTUBHOCTD U3JICUEHUS BEIecTBa A

u3 ogHOM (pa3el B ipyryto. CTeneHb U3BIECUEHUS paccunuThiBaeTcs B % mno ¢popmyre:

CoVo-100 K -100

Cmenenwv uzeneuenus, % = = ,
CeVB+CoVo K+VB/Vo

rae V, — 00beM opranndeckoit (aspl; Vi, — 00beM BOIHON (pa3bl.
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Kosgppuyuenm  konyenmpuposanusi (N) Takke CIy>)KUT I OICHKH
(G ()EKTUBHOCTH KOHIICHTPUPOBAHMS U TIOKAa3bIBAET BO CKOJBKO pa3 HM3MEHSIETCS
OTHOIIEHUE KOHIIEHTpAIMH BerecTBa B 3KcTpakTe (C,) MO OTHOLIEHUIO K €r0 UCXOIHOM

KoHUeHTpauuu B Ipo0e (Crposa) ¥ BBIPAKAETCS (POPMYJIION:

Co
Cnpo6a

Ecnu noTeps BemecTBa B X0/I€ €0 U3BJICUEHUS HE ObUIO, TO MPEINOIaraeTcs, 4ro
KOA(GUIIUEHT KOHIIEHTPUPOBAHUS MPUOIUZUTEIHHO PaBEH OTHOIICHUIO 00beMa MPOOBI

K 00BbeMy OpraHudecKou ¢asbl.

2.7. OueHka pe3yJbTaToOB ONpeAeJeHNs] AHAJINTOB

MeTposorudeckyio o0paboTKy pe3yIbTaToOB MPOBOJMIN B cooTBeTCTBHH € [119].

['panyupoBoUHbBIC 3aBUCUMOCTH JUIsI ONIPEACIICHUS 1IEJIEBBIX aHAIUTOB TMOJTyYan
MyTEM aHajii3a CEpUil pacTBOPOB C U3BECTHOM KOHIIEHTpaIlMel aHAIUTOB U 00pabOTKHU
MOJyYEHHBIX JaHHBIX TI0 METOy HAaMMEHbBIINX KBaaparoB. [Ipegen ooHapyxkenus (I10)
paccuuThIBANIM, KaK YTPOCHHOE CPEIHEKBAPATUUECKOE OTKIOHEHNE (DOHOBOTO CUTHAJIA
(30), BBIpaXEHHOE B EOMHHUIIAX KOHIICHTPAIlMM HAa OCHOBAaHUH ypPaBHEHUS
IpagyupOBOYHON 3aBUCHUMOCTH, TIpPENeNl OIMPEACNICHUS PACCUMUTHIBATIN aHATIOTHMYHBIM
obpasom kak 10c. [loBTOpsieMOCTh XapaKTepU30BaJIM C IOMOILIBIO OTHOCHTEIHLHOTO
cpenHekBaaparudyeckoro ortkioHeHus (OCKO, %) pe3ynbraroB H3MEpeHHl B
COOTBETCTBYIOUIUX YCIOBHSIX.

OxpyrieHue pe3yJbTaTOB OMPEISICHUS OCYLIECTBISLTA COTJIACHO TPEM OOIIHUM
npasuiaam [120]:

1. Pe3ynbTaThl NpOMEKYTOUHBIX U3MEPEHUM MTOTYYallu, UCIIONb3Ys 3 - 4 3HaYaImnX
uupsI.

2. AGCOIOTHYIO U OTHOCUTEIBHYIO MOTPEIIHOCTh PE3yJIbTaTa aHajIn3a OKPYTIIsuIn
710 ABYX 3HAYalIuX Iudp, €cliv mepBas U3 HUX paBHa | wim 2, U ogHON mUdpoii, ecnu
nepBas paBHa 3 u Oouiee.

3. Pesynbrar aHaiu3a OKPYIVISUTM JI0 TOTO K€ JAECSITUYHOTO paspsiaa, KOTOPHIM

OKaHYMBAETCSl OKPYIJIEHHOE 3HAYEHUE O0IIEH MOTrPEIIHOCTH.
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[IpaBUABLHOCTh TIOMYYECHHBIX PE3YyJbTATOB MOATBEPKIATH METOJOM «BBEICHO-
HaWJICHOY» W/WJIM METOJIOM CPpaBHEHHUSI.
Memoo «seedeno-nHatoeHo»

OTtHocutenbHOe cMmenienue (R, %) paccunteiBany 1o cieayromei popmye:

C i—C
R,% =100- | 1- ¢ 000a6Koll 0e3 dobasku |

dobasku

€ C, yopaecon — KOHIIGHTpaAIus aHamuta B mpode ¢ 100aBKOW; Cpus posusku —
KOHIICHTpaIusi aHanuta B mpode 0e3 m00aBku; C,,s46c, — KOHIIGHTPALUS BBEICHHOM
N00aBKHU.

Memoo cpasnenus

J1J1st cpaBHEHUS PE3yJIbTaToOB, MOJTYUYEHHBIX C IOMOIIBIO pa3pab0TaHHOTO METOA U
HE3aBHCHUMOTO METOJa, BBIMOIHSUIM OleHKY Kputepusi Pumepa (F-tect, mpoBepka
«paBEHCTBa» OTKIOHeHUM) W kputepus CTerofeHTa (t-TeCT, MpOBEpKa «PaBEHCTBA»
cpenHux 3HadeHui). Paccunrannslie 3Hauenus F-tectoB < F,, yka3piBanu Ha OTCYyTCTBHE
3HAYMMOM Pa3HUIIBI MEXKIY CTaHIAPTHBIMUA OTKJIOHCHHSIMH JIBYX METO/IOB, & 3HAYCHUS t-
TECTOB < t,, CBUJECTEIHLCTBOBAIN O TOM, YTO HET CTATUCTHUYECKH 3HAYMMOTO Pa3InuMsl

MCXKAY pE3yiibTaTaMi, ITIOJTYYCHHBIMH C UX ITOMOIIBIO.
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[TTABA 3. ITAPO®A3HAA MUKPOSKCTPAKIIWA JJJIA BBIJAEJIEHUA JIETYUNUX
AHAJIUTOB M3 ITPOB ITMIIEBBIX [TPOAYKTOB

[TapodazHasi MUKpPOIKCTPAKIUS JIETYYMX AHAJIUTOB C MPUMEHEHUEM COpPOEHTOB
MIPENCTABIICT OCOOBI MHTEpEC M aHajdu3a CIOKHBIX MO COCTaBy MPOO MHIEBBIX
IPOAYKTOB. B 3TOM citydae CKito4aeTcsi Menaroniee BIusHie MaTPUYHBIX KOMIIOHEHTOB
npoObl. Beibop moaxosnsdiero copOeHTa Jyuisl 11€JIEBOr0 aHAJIWTA SIBISIETCS OCHOBHOM
3amadeid mapodasHOW MHUKpPOIKCTpakmuu. [l 3Tux 1eneit HamMu BIEpBBIE OBLIO
PEITI0KEHO UCIIOJIb30BATh (beppoMarHuTHbIE HAHOYACTHUIIbI (HY) —
BBICOKOTEXHOJIOTUYHBIE MaTepHUajbl, KOTOpbIe 00Jaal0T PSJIOM MPEUMYIIECTB, TAKUX
KaK BBICOKasi COpPOIMOHHAs CIOCOOHOCTh 3a CUET Pa3BUTOM MOBEPXHOCTH; BBICOKHE
MarHUTHBIE CBOMCTBA, YTO MO3BOJIAET UCKIIOUUTH CTAIUIO IEHTPU(PYTUPOBAHMS; a TAKIKE
HU3Kass BOCIPUUMYMBOCTh K OKHUCJICHUIO W BHEIIHEMY Bo3jaeiicTBuio. CoenuHEHus,
copOupoBaHHbIE Ha MarHUTHBIX HY, MOXHO Jerko 5>IoUpoBaTh MOAXOISAIIUM
pacTBopUTeNneM Uil MOCHeAyromero omnpeneneHua. Panee cooOmanoce 00 ux

MPUMEHEHUH TOJILKO B aHANINU3E KUAKUX mpod [121-123].

3.1. Ilunamuveckas napogasHasg MUKPOIKCTPAKIHUS

B kadectBe 0011ero moaxoaa K mpoOOMOATrOTOBKE KUAKUX MHUIIEBBIX MPOTYKTOB
npeiokeHa cxema on-line BBIACICHUS HEOPraHWYSCKUX BEIIECTB, CIIOCOOHBIX
00pa3oBBIBATh JICTYYHE COCTMHCHUS, BKIIFOUAOIIAs PCAKIIMOHHYO Ta30BYI0 YKCTPAKITHIO
aHAJIMTOB U UX MOCIEAYIOIIEe ra30-aICOPOIIMOHHOE BBIICJICHUE U KOHIICHTPUPOBAHHE Ha
MAarHuTHBIX Xenezoconaepxammx HY. JanpHeWmmi aHaiu3 MNpearojaraeT CoOYeTaHue
NPEMIOKEHHOTO Crmoco0a C  pa3IMuYHBIMU  METOJaMHM  JI€TEKTUPOBAHUS, KOTOPOE
o0OecrnieunBaeTCs BLIOOPOM MOAXOIAIIETO IIIOCHTA.

Bo3MOXXHOCTH NPEIIOKEHHOTO ITOAX0/1a OBLIN MPOJIEMOHCTPUPOBAHBI HA IIPUMEPE
OTIpeJIeNICHUsI CeJIeHa B TIPEABAPUTEIIHHO MUHEPAITU30BAHHBIX OMOJIOTHYECKU aKTUBHBIX
MUIIEBBIX 100aBkax. CeJieH UTpaeT BaKHYIO POJIb BO MHOTHX MPOIIECCAX, MPOUCXOASIINX
B OpraHu3Me YeJIOBEKa U )KMBOTHBIX (HEOOXO[MMasi CyTOYHAs /1032 CeJieHa I YeJI0BeKa

coctasiiseT 50 - 100 mxr). HecmMoTpst Ha moJie3HbIe CBOMCTBA CeJIeHa, €70 U30BITOK MOXKET
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CTaTh MPUYMHON OTPABIICHUS, @ TAKKE PA3BUTHS Pa3INYHBIX 3a00I€BaHUI, B TOM YHUCIIE
u oHkojornueckux [124]. 3agacTyro mpOU3BOAUTENM MPOAYKTOB MUTAHUS HAMEPEHHO
N00AaBIISAIOT CEJICH JJI YBEIMYECHHS UX TOJIE3HBIX CBOMCTB. Takum o0Opa3om, CyIiecTByeT
3a/1a4a KOHTPOJIS COEPKAHUS CelleHa B TpoayKrax nurtanus u bAJI.

Pa3paborannas cxema mpoOONnoAroToBku (pucyHok 19) mpeamnosnaraer mepeBoa
ceneHa (IV) B ero neryuyro ¢opMy — CEIEHOBOJAOPOI MPU HHMKEKIMH PacTBOpa
Oopruzpuaa HaTpHsl ¢ MIOMOIIbIO MEPUCTATBTUYECKOTO HACOCa B TOJKHUCIIEHHBII PacTBOP
poOkI, C MOCIEIYIOUUM MPOMyCKaHEM 00pasyrolencs ra3oBoi a3kl yepe3 KOJIOHKY,
B KOTOPOl MarHUTHBIE JKEJIE30COAEpKAIINE HAHOYACTULI YIEPKUBAIUCH C IMOMOILBIO
BHEIIHETO MarHura. B KOJOHKe mpoucxoAwia ajacopOuus CeJIeHOBOAOpOIa Ha
HOBEPXHOCTU (PEpPOMArHUTHBIX HAHOYACTHII. DIIFOUPOBAHNUE aHAJIUTA B BOAHYIO (pa3y B
YABTPA3BYKOBOM I10JIE M OTJEJEHHUE 3JI0ara OT YaCTULl BO BHEUIHEM MAarHUTHOM IOJi€
o0ecrneunBaso MojlyueHue pacTBopa ISl MOCIEYIOIIETO €ro aHaJIn3a METOJJOM aTOMHO-

a0COpPOIIMOHHOM CIIEKTPOMETPHH C dJEKTpoTepMudeckoi atomuzanueit (AAC-OTA).

[Tepuctanbrnyeckuit

HAcoC e
NaBHj4 H,Se/H, KOJIOHKa
) o 1 cOpoc
Fe;0q4

IIpoGa (H")

Pucynok 19. Cxema on-line BbIieNieHNs ¥ KOHIICHTPUPOBAHUS JIETYUErO aHAJIUTA

Ha MarouTHBIX HAHOYAaCTHUIIaX.

Jist peanuzanuu TPEAJIOKEHHONM CXEMbl OBUIM CHUHTE3MPOBAHBI U HU3YYCHBI
paznuunble ¢peppomarauteie  HU (FesO4, Fe;O4@5SAIOO0OH, FesO4@10AI00H,
Fe;04@20A100H, Fe;04@33AI00H, Fe;04@50AI00H,  FesO4@66AI00H).
Fe;04@AIOOH Obu1 BbIOpaH, MOCKOIBKY OH M3BECTEH Kak A((EKTUBHBIN COPOSHT ISt
paznenenus noHOB [125]. CTOUT OTMETUTDh, UTO HAJIMYUE TUIPOKCUIHON OOOJOUKHU HE

CKa3blBAJIOCh HA MAarHUTHBIX CBOMCTBax copOeHToB. HaHomarepuanbl ObLIH
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MIPEIOCTABIICHBI COTPYAHUKAMU Kadeapbl 00IIe 1 Heopranndecko xumun MHcTuTyTa
xumun  CII6GI'Y. HY  Obumm  oxapakTepu3OBaHbl — Pa3IWYHBIMU  METOJaMH
(peHTreHOCTpyKTYypHbIN  aHanu3, Dypbe-MK-cnekrpockonus, MpocBeUYUBAIOIIAs
AIIEKTPOHHAsT MHUKPOCKOIHUSA, CKaHUpYlolas >JIeKTpoHHas Mukpockonusi) [17]. Ha

pucyske 20 npeAcTaBiIeHo pacipeiesieHue pa3MepoB CHHTE3UPOBAHHBIX MarHUTHRIX HY.

Fes0, “]  |Fes0,@5%AI00H | ] Fe,0,@20%AI00H
) 3 20
11,920,2 Hm =1 15,920,2 HM 15,20,5 HM | 13,540,2 Hm

N

5 .ﬂH HH“H;-.

KomgectBo, %

2 10

10 15 10 15 20 25 15 20
Tuametp HU, am Huametp HY, aM Juametp HU, aM

10 s 135
Juametp HY, H™M

0 B Fe 0H BN Fe,0,@50%AI00H 8 Fe;0,@66%AI00H
] 14,7£0,2 HM 5
> - *1 13,8402
=N ol
>
g -
9
L
E 104
B
] 5
4
ol
10 15 20 25 ) 5 10 15 20
Juametp HU, HM Juametp HU, HM Juametp HU, HM

Pucynoxk 20. Pactipeaenenue pa3MepoB CUHTE3UPOBAHHBIX MarHUTHbIX HY.

YcraHoBneHo, 4TO Bce cUHTe3upoBaHHble HY oOecrneunBaroT H3BIICUEHUE
cenenoBogopona. [lokpeitre Fe;O4 yacTuir 000104KOM, ¢ OHOM CTOPOHBI, MPUBOUIIO K
YBEJIMYCHHIO UX CTAOMJIBHOCTH B Y3 T0JI€ B IPOIIECCE IITIOUPOBAHUS, C PYTON CTOPOHBI
HaO0JII0AN0Ch CHIDKEHHE 3(PPEKTUBHOCTH cOpPOLIMH cesieHoBoaopoaa (10 65 + 5 %), Tak
KAaK YMEHbIIAJIACh IUIOIIA/Ib AKTUBHOM ITOBEPXHOCTH, JOCTYITHOM I B3AUMOACHCTBUSA C
Mosiekynamu raza (pucyHok 21). bonee Bbicokasi HEprusi B3aMMOJEHCTBUS YACTHI[ C
aHAJINTAMH BO BHEIIHEM MArHUTHOM IIOJI€, pAacCUMTAHHAas IO CIPABOYHUKY [126],
HaO0JI01aIach B ClIy4ae HETMOKPHITHIX MarHUTHBIX HY.

CrerneHb U3BJIEUEHUS aHATIUTA PACCUUTHIBAIACH 11O (hOpMyIie:

CreneHs M3BISUCHIS (%) = %ajg X].OO,

rae Q¢r — UCXOHOE KOJIMYECTBO aHAJIUTA B cTaHAapTHOM pactBope Se (IV), Mob;

Qaxc — KOMMYECTBO aHAJINTA, HAWJEHHOE B AJII0ATE, MOJIb.
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Pucynok 21. CreneHb u3BieueHus (ClieBa) U PHEPTUSl B3aUMOJACHCTBUS YaCTHII C
aHaJMTaMH B Ta30BOH (pa3ze moj BIUSIHUEM BHEHIHETO MAarHUTHOTO MOJs (CrpaBa) AJis
Pa3IMYHBIX COCTABOB MAarHUTHBIX HAHOYACTHI] Maccou 5 mr (n = 3).

MakcumalnbHasi CTeTIeHb U3BJICUEHHUS CEJICHOBOJOPO/a HAOMI0AANACh JIJISl YaCTHII
tuna Fe;O4 (90 = 5 %). [losToMy 17151 BBIZICTICHUS CEIIEHOBOAOPO/IA MO MPEAJIOKEHHOM
cxeMe BbIOpanbl yacTuilbl Tuma Fe;Oy4, mpennonararonye uxX OAHOPa30BOE MPUMEHEHHE,
B CBSI3U C TE€M, UTO IOCJI€ BO3JECUCTBUS HA HUX Y3 MOJSA UX COPOIMOHHBIE CBOICTBA
YXYALIAINCH.

beino mpennonoxeHo, 4ro 3GpGEeKTUBHOCTh CBS3bIBAHUS COpPOCHTA M aHAJIUTA B
razoBoii ¢aze omnpeaeNnsiach JIByMs IPOILIECCaMHU: MAarHUTHBIMM B3aUMOJEHCTBUSIMU
mexay HY u nporieccom mpsimoit afcopOruu. [ moHUMaHusT MEXaHu3Ma afcopOIuu
H,Se na nosepxnoctu marautHbix HY cocrasa Fe;O4 mocTpoeHa uzorepma aacopOIum.
J{ns olleHKHM B3auMOACHMCTBUS ajicopbara W afcopOEHTa HUCIOJIb30BaHbI JBE IIUPOKO
UCIIOIb3YEMBIE MOJEJIM, OCHOBAHHBIE Ha YpaBHEHUAX H30TepMbl JleHrmiopa wu
Operinmxa. M3orepma JleHrMiopa ONMCBIBAET MPOLECC MOHOMOJIEKYJISIPHOTO
MOTJIONICHHS] Ha OJTHOPOJIHOM MOBEPXHOCTH C MIACHTUYHBIMH y4acCTKaMH aacopOiuu U
MOJKET OBITh 3aMrcaHa B CJICAYIOIICH JIMHEHHON hopme:

1_ 1, 11

Qp Qu  KiQucC’

rie Qp m Qu — paBHOBECHAasT M MaKCHMajbHass aJCOpPOLIMOHHAs EMKOCTb

COOTBETCTBEHHO, K, — moctosHHas Jlenrmtopa, C — paBHOBECHAsA KOHLIEHTPALHSL.
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Jluneiinas ¢opma wu3zorepmbl DpelHIMXa OMUCHIBAET MOJTMMOJEKYISIPHBINA
IPOLIECC TOIVIOIIEHUSI HEOIHOPOAHOW MOBEPXHOCTH, M MOXKET OBITh IMpEACTaBICHA
CJIETYIOUTUM 00pa3oM:

12Q, = 1gK¢+ nlgC,

rme Ky — 9310 mnocrosHHas OpeiHanuxa, cBsA3aHHas C aJCOPOLMOHHON
CIIOCOOHOCTBIO  aJicopOeHTa, a n — OMIHUPUYECKUN MapaMeTp, CBSI3aHHBIA C
MHTEHCUBHOCTBIO aJICOPOLIMH.

PesynbraThl IMHEapU3aIuy MoKa3aid, YTO B IAHHOM Cllydae MpoIece aicopOuun
OB MOJIUMOJIEKYJIIPHBIM, MOZeNIb DpeiHIIMXa XOPOIIO COMIACYETCsl C MOIYyYEeHHbIMH
manHbIME (k0d(pduuuent koppemsuu R? = 0,998). Takum 00pa3oM, MOXKHO CIEIATh
BbIBOJI, uTO ajacopOuust H,Se Ha marnutHeix HY cocraBa Fe;O; xapakrepuzoBanach
HEOJTHOPOJAHOCTHIO TOBEPXHOCTU COpOEHTA, OCKOIBKY MOJIENb N30TepMbl DpeitHanxa
MPENICTAaBIIAET HEOMHOPOJHOCTh TMOBEpXHOCTU. 3HadeHue n (0,947), momydeHHOE u3
monenu @peiiHanuxa, Mesblie 1 (pucyHok 22). Takum o0Opa3oMm, HpPOUCXOIUT
HEJIMHEUHBIN MPOoIEeCC aJICOPOIUH.

A b
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Pucynok 22. M3zorepma ancop6imu H,oSe uist HemokpeiThix HaHodacTuil Fe;O4 (A)

(5 mr HY) u nuneapuzanus moaenu Opeinpmxa (b).

Taxxe Ob1T0 M3yueHo BIusHUE Macchl copoenta (Fe;O4) B quamazone ot 2,5 10 10
MT Ha 3((HEKTUBHOCTH COPOIIMH, U YyCTAaHOBJIEHO, yTo Macca HY 5 Mr npu oObeme npoObl

5 mu1 oGecrieunBalia HauOOIBITYIO cTereHb u3BiedeHus — (90 = 5) %.
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[ToMMMO  KOHIIEHTpalMii  pEareHToB, BaXXHYI pojdb B  00pa3oBaHHUH
CEJICHOBOZIOPOJAa M €ro copOomuu Ha MarHuTHeIXx HY wurpaer ckopocTh MOTOKa
M0JIaBaeMoro pacTBopa Oopruapuna HaTpus. M3ydeHo BIMsHHE CKOPOCTH moToka 3 %
pactBopa NaBHy (B 0,1 mons/m NaOH) B aquanazone 0,2 - 1 Mia/MuH. YCTaHOBJICHO, YTO
MakcuMalibHast 3(h(PEKTUBHOCTD BBIIEIEHUS TUIIPUAA U €ro copOLuK HadIoAanach Npu
ckopocTu moTtoka pactBopa NaBH4 0,5 mur/muH, mpu 3TOM MakcuMajbHasi CKOPOCTb
noToka obpasyromierocs Bogopoaa cocrasisuia 10 ma/mun. [Ipu yBennyennn ckopoctu
MoJlayd peareHTa HaOMofalics KaleJdbHBIM yHOC pacTBopa MNpoObl U CMayMBaHUE
copOeHTa C MOCIEAYIONICH MOTEPEH ero COPOIMOHHBIX CBOHCTB.

[IpynuMass BO BHHMMaHHME HEOOXOAMMOCTH MEPEBOAA AaHAJIWTA B MPOLECCE
HIIFOUPOBAHUS B BOJIOPACTBOPUMYIO (POPMY, a TAK)KE YUUTHIBAsE OCOOEHHOCTH METO/IA €T0
onpezaenenus (AAC-OTA), B kauecTBe 3II0€HTOB ObUIH pACCMOTPEHBI TAKUE OKUCIATETN
kak KMnQOy (1077 - 10”° mons/n) u H,O, (5 - 30 %). B pesynsrare uccieqoBanuii ObLI0
YCTAHOBJIEHO, 4YTO B H3yYEHHOM JHAaNa3oHe KoHUeHTpauuid pactBop KMnOy
obOecnieunBaeT HU3KYIO 3h(HEKTUBHOCTH AmtoupoBanus (He 6osee 30 %), B TO BpeMsi Kak
30 % H»O, obecneuuBaer 3(pPeKTUBHOCTD HMIOMpPOBaHUS B 2,5 pasa Ooiblie IO
cpaBHeHMIo ¢ pactBopaMu KMnQO,. OnTumanbHbIii 00beM TI0€HTa COCTAaBIIT 1 MIT.

W3BecTHO, 4TO YNBTPa3BYK IIMPOKO HCIONB3YETCS AJI aKTHBAaLMU MOBEPXHOCTU
MarHutHeix HY [127]. BosgelictBue ynbTpa3ByKOBOIO TMOJNS MOMKET YIyYIIUTh
MacCONEPEHOC MEXAY JBYMs HECMEIIMBAIOIIMMUCS (a3aMu M YMEHbBIIUTH BpeMs
yCTaHOBJIEHHsI paBHOBecus. I[lokazaHO, UTO HMCHOIB30BAHME YIBTPA3ByKa IO3BOJIMIIO
YBEJIMYUTH CTENIEHB AMIOMPOBAHMS B 1Ba pa3a. [Ipu 7ToM MakcuManbHbI aHATUTHYECKU I
curHas HaOmtonancs yepe3 10 MuH mociie 0OpabOTKU YIBTpPa3ByKoM (MOIIHOCTH Y3
3oHa 240 Bt) yactun B 30 % pactBope H,O,.

Taxxke ObUIO MCCIEAOBAHO MeEIIAOIIee BIUSHUE JIeTyunX coequHeHuil (AsHsz u
H,S) na copbmmto H,Se u mocnenmyroiiee omnpeeieHre ceieHa. ITO CAENaHO MyTeM
noOaBieHUsT M3BECTHBIX KoHLeHTpanuii coneit KAsO, um Na,S x mnoxpkucieHHOMY
pactBopy cenena (IV). YcranomneHo, uTo oOpasyromuecs B pe3ybTaTe PEakinH C
OOprufpuoM HaTpus JEeTyude COEIWHEHUs He BIUAIT Ha copouuio H,Se wu

MOCIICAYIOIICC OMPCACICHUC LICJICBOI'0 aHAJIMUTA.
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Pazpaborannas cxema BoifeneHus ceneHa B komOuHanuu ¢ AAC-2TA mo3Bonuna
o0ecneunTh JUana3oH OnpeeseMbIX KoHIleHTpalui 1 - 20 MKr/i, mpeaen oOHapyKeHus
cenena (IV) (3o) 0,3 wmkr/m. IloBTopsieMOCTb XapakTepu3oBaliach IPHU TMOMOIIU
OTHOCHUTEIBHOTO cpeHeKkBaApaTuyHOro oTKIoHeHUs (OCKO), KoTopoe pacCUuTHIBAIOCH
0 MOJYYEHHBIM JaHHBIM B TeueHue 5 qued. Takum oOpaszoM, paccuutanubie ais 1 u 20
Mkr/n 3Hadenust OCKO cocrasunm 6 - 9 % u 4 - 8 % coorBercTBeHHO. OObEM MPOOBI
OBLT BEIOpAH PaBHBIM 5 M.

Pa3pabGoTranHblii aBTOMAaTU3UPOBAHHBIA CHOCOO MPUMEHEH MJig OIpeleleHus
cenena (IV) B Tpéx Ouonornuecku akTUBHBIX NoOaBKax. BAJl sBISIIOTCS CIOXKHBIMU
MaTpUllaMH, KOTOPBIE BKIIIOUAIOT B ce0s cesleHokcanTeH (oOpaser] Ne 1), HaTpust CeeHUT
(o6pasiel Ne 2, 3) B kauecTBe OMOJIOTMYECKU aKTUBHBIX BEIIECTB, U PA3JIMUHbIC JPYTHE
KOMIIOHEHTHI (LIEJUTI0NI03a, JIEKCTpO3a, Kpaxmai), BEIIeCTBa, MPEAOTBpalIAIOIUe
clumaHue (creapar MarHus, JUOKCH]JI KPEMHHUS, TalbK), HEKOTOpble BUTaMUHBI ((2P)-
2,7,8-tpumetun-2-[ (4P, 8R)-4,8,12-rpumetuntpuaenui]-6-xpomanon (Buramut E) u L-
ackOpOMHOBOM KHCJIOTHI (BuTamuHa C)), U COJIU/OKCUABI ITMHKA, Kejle3a U KajbIus.
[TpoGooTOop u npeaBapuTebHAs MOATOTOBKAa 00pa3ioB onucana B 1. 2.3. [lomyueHnHbie
pe3yJIbTaThl ObUTH MOATBEPXKACHBI METO/IOM «BBEIECHO-HAWIEHO». B 11e510M, HallieHHBIE
3HAYEHUSI COOTBETCTBOBAIM COACPKUMOMY, YKa3aHHOMY Ha Ka)XJOW YIakoBKe (Talnuiia
5).

[Ipu ananu3e peanbHbBIX 00pPaA3LOB C MCHOJb30BAaHUEM pa3pabOTaHHOIO crocoda
OTHOCUTEJIbHOE cMellleHrne He mpeBbimano 13 % (tabmuma 5), 94TO JEMOHCTPUPYET
NPAaBWJILHOCTh IMOJIyYeHHBIX pe3yiabTaToB. B coorBerctBum ¢ [128] nmns mpob c
cojiep>kaHreM aHaiauTa Ha ypoBHE 100 MKI/KT I0OMyCKaeTcs OTHOCUTEIBHOE CMEIIECHUE
10 20 %.

Kpowme Toro, 17151 mpoBepku pa3pabOTaHHOTO CIIOC00a MCIIOIB30BAIM CTaHAAPTHBIH
obopazerr SRM 7340-96 (pactBop Se (IV), Dxoxmm, Poccus). B atom ciyuae s
YCTAHOBJICHHSI CTAaTUCTUYECKON 3HAYMMOCTH PE3YJIbTAaTOB MPUMEHSIICA t-KpUTEpUi
CrerofenTa. Pe3ynbTarbl HE MOKa3aldM pa3inyui, KOTOpble ObUTM OOHApY>KEHbI MpPH
ypoBHE J0ocTOBEpHOCTH 95 %, Mexay 3HauenueM Se (IV), ykazanasim g CO kak (500

+ 5) MKr/n v nostydeHHbIM 3HaueHreM Se (IV) — (500 £ 5) mxr/n (n = 3). Takum o6pazom,
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NOJIyYEHHBIH pe3ysbTar comacyercsi co 3HaueHUEM CO (tyen < tep): t KpUTHYECKHE U

OXKHUJaeMble 3HaUCHUs ObLTH paBHBI 2,78 1 1,34 COOTBETCTBEHHO.

Tab6auua S. Onpenenenue conepxkanus cenena (IV) B o6pazuax BAJL (P =0,95,n

=3).
Obpazen Ne 3asiBjIeHHOe Beeneno, Haiineno,
COACpPKaHUuE, MKI' MKTI MKT R, %

0 45+8 _
: >0 50 90+ 12 10

100 147 £ 21 2

0 54+7 _

2 30 50 101 = 10 6

100 146 + 17 8

0 52+8 _

3 40 - 60 50 99 + 11 6

100 139+19 13

[IpensioskeHHBIN aBTOMATU3UPOBAHHBIA CIMOCOO JWHAMHUYECKON mapoda3Hon
MUKPOIKCTPAKIIMM C MCIHOJIb30BaHUEM (DepPOMArHUTHBIX HAHOYACTHUI[ B Kauye€CTBE
copOeHTa umeert psia npeumyuecms. Bo-nepsoix, HY Ha ocHoBe Fe;O4 xapaktepusyrorcs
IIPOCTOTOM MOJYyYEHUS, NEIIEBU3HOW M JOCTYIHOCTBIO IPEKYPCOPOB, YTO ITO3BOJISAET
UCIIOBb30BaTh WX OJHOKPATHO, TE€M caMbiM U30aBlisisi OT CTaauid TPOMBIBKU U
KOHIUIIMOHUPOBAHMS, a TaKXe TMEePEeKPECTHOro 3arps3HeHusi mnpoO. Bo-BTophIX,
MarHuTHble HU MOTYT JIeTKo yaep:KuBaThCsl BHEITHMM MArHUTHBIM MOJIEM B Ta30BOM
¢daze, 4TO MPUBOAUT K COpPOLMM aHAJIWTA B TOTOKE ra3oBoi (a3bl U M30aBISIET OT
MEIIAIONIEro BIMSHUS MaTpuilbl TPoObl. B-TpeThux, MO CpaBHEHHIO C OOBIYHBIMU
copbenTamu MarHuTHble HY mO3BOJSIIOT OCYHIECTBIATH ANMIOMPOBAHHME aHAIUTA Oe3
neHTpudyrupoBanuss u GunsTpanuu. Kpome TOro, MpeioKeHHBIH JTUHAMUYECKHMI
peKUM  KOHIICHTPUPOBAHUS CEJICHOBOAOpPOJAa Ha (GEeppOMarHUTHOM COpPOCHTE B
coyeTaHuu ¢ 4yBCTBUTENIbHBIM MeToIoM AAC-DTA obecnieunBaer Huskue 110 cenena

(IV), B cpenHeM Ha MOPSIIOK HIKE, Y€M B paHee MPEIIOKEHHBIX MeTo/ax (Tabmnwuia 6).
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Ozcpanuuenuem pazpabOTaHHOTO CcrIOCcO0a SBISETCS BHICOKAsi CTOMMOCTD peareHTa

(Oopruapuaa HaTpus).

[TonyueHnHble pe3ynbTaThl PabOTHI OIMYOJIMKOBAaHBI B kypHajie Analyst [14].

Ta6auua 6. CpaBHerue metonoB napodaznoit TOMD nist onpeseneHus ceeHa

(IV).
Metox O0BeKT CopOenT Pearent 110, Ccblika
aHaIM3a aHa/IM3a HI/MJT
I'X-AD? [TpoOsI Boabl | JAuBHHUIOCH30J1/ Terpastunbopar 7,3 [129]
KapOoxcen/ HaTpHs
[IIMC?
I'X-AB /1 [TpoOsI Boabl | JAuBuHUIOEH301/ 4,5-Tuxmop-1,2- 3 [129]
KapOoxcen/ beHnnenmamMmua
[aMcC
I'X-MC Moua IIaAMC Terpadenunbopar 0,03 [130]
HaTpUs,
TeTpasTUI00par
HaTpUs
CUIT CeiBopotka | [Tonunuppon 1,2-penunenauamun | 12 [131]
KPOBH,
NPUPOHBIC
BO/JIBI
onC? [TuBo, cycno, | [IJIMC/Kapbokcen Bopruapun Hatpus 0,8 [132]
UBHBIC
TIPOXKIKHU
AAC-OTA BA /] Maruutuasie H4 boprunpun Hatpus 0,3 Jlannas
pabora

- — 1 a30Bad XxpoMmarorpa@us ¢ arToMHO-ODMHUCCUOHHBIM ACTCKTUPOBAHUCM,
I'X-ADI'-T

HI[MC2 — IMomuauMeTHIICUIIOKCaH;

CUIT® — CrieKTpoMeTpHst HOHHO# TIOBHKHOCTH;

ODC* — ONTHKO-IMICCHOHHAS CTIEKTPOMETPHS.
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3.2. Crarnyeckasi napogazHasi MUKPOIKCTPAKIUSA

JIyist BBIZENCHHS JIETyYUX OPTaHWYECKUX aHAJUTOB M3 TBEPAOGa3HBIX MaTPHIL
NUIIEBBIX MPOAYKTOB ObUT  pa3paboTaH cmoco0  cTaThyeckod  mapodazHoi
MUKPOAIKCTPAKIIMH, BKITFOUAIOIIHNA CTAIUIO COPOIIMOHHOTO KOHIICHTPUPOBAHUS aHAJTUTOB
Ha MarHuTHBIX HY ¢ ux nmocnenyromum snroupoBanueM. Ha pucynke 23 npencraBiieH

KOMOMHUPOBAHHBIM BapUaHT pa3padOTaHHOIO TOJX0Ja C XpomaTorpaduyeckon

CHUCTEMOI.
® MarHurHble
HAHOYACTHUIIbI
‘ + AHaJIUTHI
\
DIIIOEHT
\/MarHHT
— |OZUTOKKQ

13 Goabrn

10 MuH

— o BOKX-DJT
=

Pucynok 23. KoMOMHMpOBaHHBIA CIIOCOO OMpEIENeHUsT JETYYUX AaHaTUuTOB,

BKJTFOYAIOIINI CTATHYECKYIO Tapoda3zHyo MUKPOIKCTPAKIIMIO HA MAarHUTHOM COpPOEHTE,

AIIIOMPOBAHKE U MOCIEAYIOINNA XpoMaTorpaduuecKuii aHaus.

Bo03MOXHOCTH MPeIOKEHHOTO MOX01a OBUTH TPOUJLTFOCTPUPOBAHEI Ha TIPUMEPE
OTIpeJIeNICHHs JIETYyYnX (PEeHOJIOB B 00pas3iiax KOMYEHBIX MSICHBIX M3lenuil. B kadecTBe
aHAJIMTOB BBIOPAHBI YETHIPE HAHOOJIEe YaCTO BCTPEUAOIINXCS B KOMYEHBIX IMHIIECBBIX
npoaykrax ¢enona: GeHos, o-kpe3oi, n-kpe3on u reaskon [133,134]. B uccrienoBanuu
nosykomueHsix kosbac [133] mokaszaHo, 4uTo B mpoliecce KOIMYCHHMS OCHOBHAs 4acTh
dbenonoB momnagaer B 060s0uky (0,1 mMr %). B nmanpHeiimem konudecTBO (EHOJIOB

YMCHbLIIACTCA BCICACTBUC UX IIPOHUKHOBCHUS BHYTPb KOH6aCLI, d TAKIKC YJIICTYyYUBAHUA
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HEKOTOPOM YacTH C MOBEPXHOCTHU NPOAYKTa. DEHOJIBI XOPOUIO PACTBOPSIOTCS B KHUPE,
TaKUM 00pa3oM B )KMPOBOM TKAHU UX COAEPIKUTCS OOJIbIIE, YEM B MBILIEYHOM.

CornacHo TNpeIoKEHHOMY CIoco0y, BblAeleHHe (EeHOJIOB U3 TBeploda3zHou
poOBI MPOBOJMIOCH B TEPMETUYHON CHCTEME: CTEKIITHHOM cocyae (oobemom 10 mi) ¢
IJIOTHO MPUTEPTOMN MPOOKOM, HA BHYTPEHHEH TOBEPXHOCTH KOTOPOM HAXOAWIICS TOHKUN
CIIOM MArHUTHBIX HAHOYACTHI], VYAEPKUBAEMBIX 33 CUET BHEIIHErO0 MAarHuTa
(KOMMEpPUYECKH JOCTYIHOM JIMIIKOW MAarHUTHOM JIEHTHI). YCTaHOBJIEHO, YTO HauoOoJjee
sbdexTuBHOE BBIIETEHUE (EHOJOB W3 H3MEIBUYCHHBIX TBEPAO(Ga3HBIX MHUIIEBBIX
IPOJYKTOB MPOUCXOAUT MPU PABHOMEPHOM INEPEMEIIMBAHUU U HArPEBAHHUH, TIO3TOMY
cucteMa Obla MOMEIIEHA HAa MAarHUTHYIO MEIIAiKy C nojorpeBoM. Ilo oxoH4uaHuH
BbIICJICHUS] (PEHOJIOB KPBIIIKY T€PMETHYHON CHUCTEMbI CHUMAJIN M YaCTUIIBI IEPEHOCUITU
B YHCTYIO BHAJly IyTEM OTCOEAMHEHMS BHEIIHEro Maruuta. Ha cnenyromem 3tane npu
WHTEHCUBHOM IEPEMEIIMBAHUH TTPOBOINIIN SJIFOMPOBAHUE AHAJIMTOB; J1aJie€ MarHUTHBIC
HAHOYACTHILIBl YAEPKUBAIA HA JHE €MKOCTHU MPH MOMOILIM MArHWTa, a HaJ0CaJOYHbIN
pPacTBOp C BBIAEICHHBIMH B HEro (peHojsamMu oTOMpaniu M MPOBOAWIA AHAIU3 METOJIOM
BOXX-®JI. BwiObop ycrnoBuii U TOCTPOCHUE TPATyHUPOBOYHONW 3aBUCHMOCTH
OCYUIECTBJISUIM € MCIIOJIb30BAHUEM 00pasiia mpoObl, IPUTOTOBIEHHOMY COIJIACHO II. 2.3
C BBEJICHHEM COOTBETCTBYIOIINX J00aBOK aHAJIUTOB.

Jist u3BneyeHus aeTyuux GheHosoB u3 TBepAo(]a3HbIX Mpod B KauecTBe copOeHTa
obLn uccienoBanbl Marautaeie HY coctaBa Fe3Oq4, Fes04@Cr(OH)3, Fes04@Ni(OH),,
FG304@CU(OH)2, F6304@C0(OH)2, FE304@NiO, F8304@F6203, FG304@CUO.
Hanomarepuanbsl ObUIM  TPENOCTaBIEHbl COTpyAHUMKaMU Kadeapbl oO0med u
Heopranundecko xumun Muctutyta xumun CIIOI'Y u oxapakrepu3oBaHbl pa3iMuHbIMU
METOIaMHU (PEHTIeHOCTPYKTYPHBIHT aHaiaus, Oypre-MK-cnekrpockonus,
pOCBEUMBAIONIAs  DJEKTPOHHAs  MHUKPOCKONMS,  CKaHUpYIOIIas  3JIEKTPOHHAas
mukpockonusi) [19]. Ha pucynke 24 mnpeactaBlieHO paclpeieieHue pa3MepoB
CUHTE3UPOBAaHHBIX MarHUTHbIX HY.

DKCIEPUMEHTAIILHO YCTaHOBJICHO, YTO HaHo4acTuilel coctaBa Fe;O,@Cr(OH)s
obecrieunBanu 00IbIIYI0 3PHEKTHBHOCTh COPOIMH 1IETIEBBIX AHAIUTOB IO CPABHEHUIO C

npyrumu HU  (pucynok 25), mosToMy OHHM ObLIM BBIOpPAHBI IS JaJIbHEHIIIHMX
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uccienoBanuif. [IpeanonoKuUTENbHO, TPOLECC COPOIMH  OMpEAeNsieTcss ABYMs

KITIOYEBBIMU  (DakTOpamu: TemIepaTypod KWIIEHHs aHAIWTa M B3aWMOJCHCTBHEM

MOBEPXHOCTH COPOEHTA C aHAJIUTOM.

F6304

Fe;0,@Ni0 Fe;0,@Fe,0; Fe;0,@Cu0
- d=155+11 HM ° d=18,1+0,2 HM d=16,7+0,3 HM : d=16,7+1,5 HM
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Juavetp HU. oM
Fe;0,@Cr(OH);

Jlnametp HY. M
Fe;0,@Ni(OH),

Jnametp HY. HM
Fe;0,@Cu(OH),

Juametp HY. HM
Fe;0,@Co(OH),

Pucynoxk 24. Pactipenenenue pa3MepoB CUHTE3UPOBAHHBIX MarHUTHbIX HY.

II-Kpe30i
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Pucynox 25. BnmsHue cocraBa MarHUTHOTO copOeHTa Ha 3(PPEeKTUBHOCTH

napodazHoit MUKpOIKCTpakiuu (heHoma, o-kpe3oina, n-kpeszona u reaskona (Capamra = 0,5

MI/KT, Macca poos1 — 0,5 r, n = 3).
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B cnyuae oxcumHON 000JOYKH UMETHM MECTO TOJIBKO B3aMMOJICUCTBUS MEKIY
MOBEPXHOCTHBIM aTOMOM MeTajia ¥ aHanuTaMmu. [lomydeHHBI psin (OKCHABI MEIH,
Kese3a U HUKEJIsl) XOPOIIIO COIUIacyeTcsl ¢ KOHCTaHTaMU YCTOMYHUBOCTU 3d-KOMITJIEKCOB
METAJJIOB, 4YTO TMOJTBEPKIAET MPEANOI0KEHUE O B3aUMOACHCTBUM METAUIOB C
aHanutamu. HaumOonpluii  aHaMUTUYECKUHW CUTHAN mody4deH Ui (peHodna,
XapakTepusyromnierocsi camoi Hu3kod temrepatypoi kuneHus (181 °C). Oto Moxer
OBITH CBSI3aHO C 00JIee BRICOKON KOHIIEHTpaIuei ¢eHoia B ra30Boi (ha3e mo cpaBHEHHUIO
C JApyrumMH  aHanuTtam. Jns  TUAPOKCHIIHOM  OOOJOYKM  JIOMOJIHUTEIHHOE
B3aUMO/ICHCTBUE MOXKET MPOUCXOIUTH MEXKYy aHAJTUTaMH U TUAPOKCUIBLHBIMU TpyNaMu
marauTHeIX HY. [Tpu ucnonp3oBanuu copoenToB Tna Fe;Os@ruapokcn HanbobIas
CTEIICHb W3BJICYEHUS MOJYy4Y€HA ISl TBAasSKOJIa, XapaKTEPU3YIOIIETOCsd CaMOW BBICOKOM
temneparypoit kuneHus (205 °C). B otimune OT APyrux aHAJIMTOB IBAsIKOJ COACPIKUT
TUIPOKCUIIBHBIE U METOKCHJIbHBIC TPYIIIbI, KOTOPbhIE MOTYT MOBBIMIATH 3 (HEKTUBHOCTH
COpOLIMH 32 CYET ABYX TOUEK CBSA3BIBAHUSI.

Ha cnenyromem sTane npu NOCTOSTHCTBE APYTUX MapaMeTpoB ObLIa H3yUeHa Macca
copbenta B nuarnazone oT 1 mo 20 mr, KoTopas SBJISETCS OJHUM M3 KIIOYEBBIX
napaMeTpoB 3P dhekTuBHOM copOiu. Ha ocHOBaHMM MOJTyYEHHBIX KCIIEPUMEHTATbHBIX
nanHbIx Macca copbenta (FesOs@Cr(OH)s3) 6buta onpenesnena kak 10 mr. MeHbliast
Macca copOeHTa He oOecrnednBaia MOJIHOTO0 U PAaBHOMEPHOTO 3arOJHEHUSI BHYTPEHHEH
MOBEPXHOCTU MPOOKH, YTO MPUBEIIO K CHUKEHUIO 3(PPEKTUBHOCTU COpOLIMH, B TO BpEMS
Kak macca copOenta 6osee 10 Mr He mpuBoUIIa K 00Jiee BHICOKOMY aHAIUTUYECKOMY
CUTHATY.

[IpuHrMasi BO BHUMaHUE, YTO TEMIIepaTypa SIBJISIETCS BaXKHBIM MapaMeTpOM s
BBIJICJICHUS JIETYYUX aHAJIUTOB M3 MATPHILGI MPOOHI TpH mapoda3HO MUKPOIKCTPAKIIUH
[135], Oblna u3ydeHa 3¢ ¢GeKTHBHOCTD BbIeIcHUS (EHOJIOB IPHU HArPEBaHUU MPOOBI B
temriepatypaom uHTEepBasie 40 - 100 °C. B pe3ynbrare ObUIO yCTAaHOBJICHO, YTO YEM
BBIIIIE TEMIIEpATypa, TEM BBIIIEC AHATUTHYECKUN CUTHAN, OJJHAKO, MPH TeMIepaTypax
Boiie 90 °C HabmoganM cMaurBaHUe COpOCHTA BOASHBIM MapoM (OT MpoOkI), UTO BEJO
K HEBOCIPOM3BOJIUMBIM pe3yibTaTaM. Kpome Toro, OpUT0 yCTaHOBIIEHO, 4TO uepe3 10

MuH niepemerivBanus npu 90 °C aHATUTUYECKUN CUTHAN OT BBIJIEJIECHHBIX U3 MPOOBI



82

aHAJIMTOB HE MEHSUICS C YBEJIMYEHUEM BPEMEHU IepemelmunBaHusa. W3BecTHO, 4TO
yJIbTPa3ByKOBOE BO3JICHCTBUE Ha MPOOY CHOCOOCTBYET YCKOPEHHIO MaccolepeHoca M
COKpPAIIICHUIO BPEMEHH yCTAaHOBJICHUs paBHOBecus Mexay dazamu [136]. Onnako, B
JTAHHOM HCCJIEJOBAaHUM OBLJIO YCTAaHOBJEHO, 4TO Y3 He BIHUsAET Ha 3(PPEeKTUBHOCTDH
BbIJIeTIeHUs (PeHO0JIOB U3 TBEepA0(a3HBIX MPOO.

Ha cnenyromiem stamne ObuT U3yUYeH IPOLECC IIIOUPOBAHUS aHAIIUTOB C MATHUTHBIX
HaHouacTHll. J[Js peanus3anuu 3TOro 3Tama HEoOXOAMMO ObUIO BBIOPATH DIIOCHT, €ro
ONTUMAaJbHbIE KOHILIEHTpALMIO U 00BEM, a TaKkKe Moao0paTh BpeMs 3itoupoBaHus. B
KaueCTBE 2JII0EHTa ObUIM PAacCMOTPEHBI lenoHn30BanHas Boaa, 0,01 M pactsop NaOH,
MeTaHos U arleToHuTpui. CopOuust (eHo0B Ha MOBEPXHOCTU MAarHUTHbIX HY MoxeT
OPOUCXOAUTh Kak IyTeM B3aUMOACUCTBHS 4Yepe3 TUAPOKCUIbHBIE TPYIIBI C
o0pa30BaHUEM BOJIOPOJHBIX CBSI3€H, TAK U MyTEM 00pa30BaHUs CBSI3€l MEXKIY aTOMaMH
MeTaljla IOBEPXHOCTH U TMAPOKCHIBHBIMH TPYIIIaMU COPOEHTA. DTO MPEANON0KEHUE
NOATBEPKAANOCH TEM (PAKTOM, UYTO MEHEE MOJISIPHBIM pPacTBOPUTENH (ALETOHUTPUII)
o0ecreynBall MUHUMATBHYIO 3()QEKTHBHOCTD AIFOUPOBAHUS (PUCYHOK 26).

100
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DIII0eHT

Pucynok 26. DdPpekTUBHOCTH Tpoliecca IIOUPOBaHUS (PEHOJOB ¢ MAarHUTHBIX

nanouactuil coctaBa Fe3O4,@Cr(OH); ¢ mpumererreM pa3saudHbIX dTF0CHTOB (Cayamra =

0,1 mr/kr, n = 3).

HauOompiime aHaIUTHYECKHE CHUTHAJIBI Ha6J'IIOI[aJ'H/ICI> Inpu HUCIOJIb30BAHHUHN

pacTBopa rHAPOKCH I HATPpHs (TIEPE] BBOJIOM B XpOMATOTpaUUIECKYIO CUCTEMY PACTBOP
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MpEeABAPUTEIHLHO HEUTPATU30BAIH ). BbUIO YCTAHOBJIEHO, YTO KOHIIEHTPAIUS IEI0UYHOTO
pactBopa (B auamazone 0,01 — 0,5 mosnb/n) He BiIuseT Ha 3PPEKTUBHOCTD AIMIOUPOBAHMUS,
a BOT 00bEeM, HANpPOTHUB, CTall peHaroimM (HaKTOpoM B BOMPOCE UYyBCTBUTEIHLHOCTH
mMeroma. Takum oOpazom, amroupoBanue mpoBoawad B 0,01 monws/m pactBop NaOH
oobremMom 0,1 MiI — MUHHUMAJIBHBIH 00BbEM, 00ECIIEUMBAIONIMI TMOJHOE CMauWBaHUE
YacTHUI] U BOCHPOU3BOJMMOCTh pe3yJbTaToOB. Bpems sitonpoBaHus OBLIO U3Y4YEHO B
nuanasone ot 1 1o 30 MuH (Mpyu UHTEHCUBHOM MEPEMEIIMBAHUN), U YCTAHOBJIEHO, YTO
MaKCUMaJlbHbIE TUIONIaN XpoMaTorpaduyecKux MUKOB HAOIIOJAIKCh yoke yepe3 10 Mmun
NepeMeIINBaHUS.

B BBIOpaHHBIX YCITOBUSX AUAINA30H OMPEACIISIEMbIX KOHIICHTPAIIUH COCTaBUI JIJIs
dbeHoma, rBasgKoa, o-kpe3ona u n-kpesoia ot 0,5 1o 2500 mkr/kr. CteneHb U3BICYEHUS
aHAJIMTOB, PACCUMTAHHAS KaK OTHOIIEHUE KOJIMUECTBA aHAJIMTA HAMJICHHOTO B AJII0ATE K
KOJIMYECTBY aHajluTa, BBEJAEHHOro B mpody coctaBmwia (82 + 5) %. Ilpenensr
oOHapyxeHus (36) paBubl 0,2 MKI/KT. [I0BTOpsieMOCTb, XapaKTepU3yIOIIAsICs 3HAUEHHEM
BenmuunHbl OCKO, He mpeBbimana 8 %. CneuuduyHocTh omnpeneneHus QeHoua,
IBasikojia, 0-Kpe3ojia M M-Kpe3oJia MpU aHaIM3€ PEAbHBIX MPOO OIEHUBAIU IyTEM
COTIOCTABJICHUS BPEMEHHM yACPKUBAHUS KAXKI0T0 aHATIMTA MPU aHATIU3€E PeaTbHOM MPOObI
U CTAaHJAPTHOTO PAacTBOPA, PACXOKICHHE BPEMEH YJIEpKUBaHUS HE HpeBbIaio 2 %.
Bpewms npepioxkeHHOro crioco6a mpooomoaroToBKu cocTapmiio 20 MUH.

[IpennoxeHHbli crmoco0d ObLT MPUMEHEH JJIsi OLEHKH cojJepKaHusl (QeHoa,
rBasKoja, IM-Kpe3oja M 0-Kpe3oia B TpEX BUAax Komu€HoW Kosbackl (tabiuia 7).
[Ipo6ooTOOp M mpenBapuTeNbHas MOATOTOBKa 00pa3ioB onucana B 1. 2.3. Bce ueTkipe
aHanuTa OBLIM HaWJEHBlI BO Bcex oOpasiax Koydachl, MpU 3TOM cojepkaHue (eHOJIOB,
KaK ¥ OXKHJAJI0Ch, B KOMUEHBIX KoJ0acax OKa3aJoCh BHIIIE, Y€M B IMOJIYKOIMYEHOM
oOpasiie. [lpaBHIIBHOCTh TOJYUYEHHBIX PE3YyJIbTATOB Obla TMOATBEPXKIAEHA METOJIOM
«BBEIEHO-HAUJICHOY.

Cpen  OrpoMHOr0o MHOToOOpasWsi METOAWK, TIO3BOJISIONMIMX  IIPOBOIUTH
KOJIMYECTBEHHOE  BbIJiejieHue (EHOJIOB M3  MPOAYKTOB MHUTaHUsA, HauOosee
pacnpoctpanéHHbiMU sBIsIFOTC JKOKMD [39] u TOMD [137]. [Tapodaznas TOMDO

NPUMEHSAETCA TOpa3lo pPEke, XOTs U O0JafaeT pPsioOM npeumyujecme TaKUX Kak
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OTCYTCTBHE HEOOXOIMMOCTH B TMPEABAPUTEIIBHON TOATOTOBKE oOOpasma (Kpome
U3MEJIBYCHUS), UCKIIOUCHHE MEIIAONIET0 BIUSHUS MHOTOKOMIIOHEHTHON MaTpuIlbl
npoObl, OJHOPA30BOE MCIONb30BaHHE COpPOEHTOB. Ilo cpaBHEHMIO C ONMHMCAHHBIMHU B
JUTEPATYype BapHaHTaMU KJIACCHYECKOM M BaKyyMHOH Mmapo(a3HOW MUKPOIKCTPaKLIUN
(dbeHosa ¢ UCIoNIb30BaHHEM KOMMepUYeckuX BojoKoH [138] u B komOunaruu ¢ ['X-TTH1]]
aHaJIM30M, pa3paboTaHHbIi criocoO obnanaer 6onee Hu3kuM 10 denona, a Takxke 6osee
HIMPOKUM JUANIa30HOM OIpeesieMblX KOHLIeHTpanuii. KpoMe Toro, coznanue Bakyyma
BHOCHUT JIOTIOJIHUTEIIbHBIE CII0KHOCTH B MpoIenypy npodomnoaroroBku. [Ipenmyiiectsa
UCI0JIb30BaHUs MarHUTHBIX HY B kauecTBe COpOEHTOB ObLIM OTMEUEHHI B paszaeie 3.1.
Pe3ynbratsl uccienoBanuii onyoaukoBaHbl B xxypHaiie New Journal of Chemistry

[17].

Tadoauna 7. Onpenenenue coaepkanus JeTydux (eHoaoB B 00pa3ax KomuéHou

kojoacel (P = 0,95, n = 3).

Oobpa3sen AHaIUT Bgreneno, Haiigeno, Mr/kr R, %
MI/KT

Komnb6aca Nel denon 0 1,142 £ 0,014 -
(komruéHas) 0,5 1,68 0,07 8
1 2,32 +0,05 18

I'Basixon 0 3,69+ 0,07 -
0,5 4,24 +0,04 10
1 4,83 £0,14 14

0-Kpe3zon 0 1,05 £ 0,04 -

0,5 1,63 £ 0,04 16

1 2,11 +£0,06 6

n-Kpesou 0 1,25+ 0,06 -

0,5 1,72 £ 0,09 6

1 2,26 £0,05 1

Komnbaca Ne2 denon 0 0,114 +£0,013 -
(mosrykormuéHas) 0,5 0,65 + 0,04 8
1 1,01 £0,18 10




I'Basixoi 0 0,96 + 0,08 -
0,5 1,55+0,15 18
1 2,11+£0,14 15

0-Kpe3zon 0 0,16 £0,03 -
0,5 0,61 +0,04 10
1 1,16 £0,03 90

n-Kpeson 0 0,18 £0,04 -
0,5 0,69 + 0,06 2
1 1,31 £0,05 13

Konbaca Ne3 ®denon 0 1,22 £ 0,04 -
(komruéHas) 0,5 1,71 +£ 0,08 2
1 2,19 +£0,05 3

I'Basixon 0 5,72+ 0,14 -
0,5 6,21 +0,13 2

1 6,63 +£0,11 7

0-Kpe3zon 0 1,06 + 0,06 -
0,5 1,63 £0,05 14
1 2,19+0,11 13

n-Kpeson 0 2,05+0,11 -
0,5 2,62 +£0,08 14

1 3,12+0,11 7
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[TTIABA 4. XUAKOCTHAA MUKPOSKCTPAKIMA IJIA BBIAEJIEHUA
AHAJINTOB 13 TBEPAO®A3HBIX ITPOB ITMIIEBBLIX ITPOAYKTOB

BakHpIM acCIlEKTOM COBPEMEHHOTO XHMHUYECKOIO aHaliu3a SBIAETCA €ro
OKOJIOTHYHOCTh, TPOSABISAIOMIASCS B 3a00T€ KaK 10 OTHOIIGHUIO K XUMHUKY,
BBHITIOJIHAIONIEMY aHaliu3, Tak U 00 OKpyXKarouiel cpepe. ITO MPUBEIO K Pa3BUTHIO
L[EJIOT0 HAy4YHOI'O HAIPABIICHHUS — «3€JICHOM» aAHAaJIMTUYECKOW XHWMHHU, OCHOBHBIMU
NPUHIUIIAMU KOTOPOH SIBIISFOTCS paIUKAILHOE COKPAIlEHHE TOKCUYHBIX PACTBOPUTENEH
WIM HMX TOJIHAS 3aMeHa MPUPOJHBIMU aHAJIOraMH, MHHHMH3alUs OO0pa3yoIIUXCs
OTXOJIOB, a TAKXXE aBTOMAaTU3alMs aHAJIU3a C LENbI0 COKpaleHus tpyno3arpar [139]. K
HKOJIOTMYECKH O€30IaCHBIM 3KCTPAr€HTaM OTHOCAT MOHHBIE KUIAKOCTH, IBTEKTUYECKHUE
pacTBOPHUTENIN,  JKCTPareHTbl C  «IEPEKIoYaeMoil  THAPOPUIBHOCTBIO» U
cynpamonekyispueie pactBopurenu [140,141]. Takue sKCTpareHThl €mIE€ HA3BIBAIOT
PacTBOPUTEIISIMHA NIOCJIEHETO IMOKOJICHUS WIH «IU3aHEPCKUMU PACTBOPUTEISIMI, TAK
KaK MOTYT OBITh aJaliTUPOBAHbI K KOHKPETHOM 3a7aye MyTEM BapbUPOBAHUS TAPAMETPOB
cuctemsl [24,83].

B nanHOlf auccepranMoHHOM pa0oTe pealn30BaHbl MPUHLIMIIMAIBLHO HOBBIE
MOJIXO/Ibl MUKPOSKCTPAKIIMOHHOTO BBIJIEIICHHS M KOHLICHTPUPOBAHUSI KCEHOOMOTHKOB U3

MULLIEBBIX TPOJYKTOB C IPUMEHEHUEM PACTBOPUTEIIEHN MTOCIEIHETO IMOKOJIECHHUS.

4.1. MUKpPO3KCTPAKIUSA C IPMMEHEHHEM UMIIPErHUPOBAHHOI MeMOpaHbI

Anamu3  TBepAO(a3HBIX  MHUIIEBBIX MPOIYKTOB  OCJIOXKHSIETCS  CTaJuel
IpeIBApUTENbHON TMOATOTOBKH Mpo0, 3a4acTyl0 BKIIOYANOIIEH HX KHUCIOTHOE WIH
HIeJIOYHOE paszioxkeHue g nocnenyromed XKOKMD. MeMOpanHas MUKPOIKCTPAKIIUS
SIBIISIETCS TIPUBJIEKATEIHHBIM METOJIOM pa3/IeCHUs] W KOHIEHTPUPOBAHHUS C TOUKH
3peHUs] BO3MOXKHOCTH €€ OCYIIECTBIICHUS B CYCIEHIMPOBAaHHBIX oOpasmax. B sTom
ciiyqae MemOpaHa BBICTYIIa€T CBOEr0 pojaa OappepoM, W TPEAOTBpAIIACT BIHUSHHE
MaKpOKOMITOHEHTOB MpoObl Ha A((PEKTUBHOCTH IKCTPAKIMH, B TO BpEeMs Kak cam
OKCTPAreHT YACp>KUBAaeTCs B mMopax ruapodoOHOM MmomuMMepHOW MeMOpaHBI 3a CUeT

KallMJUJIAPHBIX CHUJIL.
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Bricime kapOOHOBBIE KUCIOTHI MPECTABIAIOT OCOOBI HHTEPEC C TOUKU 3PEHUS
UX TPUMEHEHHS B KayeCTBE HOBBIX OPraHUYECKUX HSKCTPAreHTOB, IMOCKOJBKY OHHU
OTBEYAIOT OCHOBHBIM KPUTEPUSM <«3EIEHOW» aHATUTUYECKOM XMMHH: HU3KOU
TOKCUYHOCTH W 3KOJIOTMYECKON Oe30macHOCTH. B menouyHoil cpeae MpOMCXOAUT UX
MPaKTUYECKU TOJHAs WMOHM3alUs, BCIEICTBHE 4Yero (¢aza KHUCIOTHI PAcTBOPSETCS B
BOAHOM (paze. OgHaKo, IpU MOJKUCIECHUH pacTBOpa KapOOHOBAsl KMCIOTA IEPEXOIUT B
ruapodooHy0 hopmy, o0paszys coOCTBeHHYIO (a3y, YTO TO3BOJISIET HCIIOJIH30BATh
BbICIIME KapOOHOBBIE KHCIOTHI B KauecTBe OJKCTpareHToB. biaromaps cBoum
ruApo@OOHBIM CBOMCTBAM BBICIIME KapOOHOBHIE KHCIOTHI CIIOCOOHBI CMAa4MBaTh
ruaApooOHbIE TOJIUMEPHBIE MUKPOIIOPUCTHIE MEMOPAHBI.

Cxema aHayiv3a Ha MEPBOM 3Talle BKJIKOYalda MACCUBHBIA TPAaHCHOPT IMOJIIPHOTO
aHajquTa B MOJICKYJISIpHOM QopMe U3 TOAKUCICHHBIX PAaCTBOPOB/CYCIIEH3UN B
opranunyeckyto ¢(azy OIII, ynepkuBaemoro B mopax ruapodoOHOil memOpanbl. Ha
BTOPOM DdTamle OJKCTPAKT OIIOUPOBAIM BOAHBIM PACTBOPOM THUIAPOKCHAA Kauus W

MPOBOAMIIA XpOMaTOrpapruecKuil aHaIu3 MOJyYEHHOIO ATroara (PUCYHOK 27).

KOH

® AHanut @ MamenbyeHHas npoba /O\

\/\/\/\)LOH W\/\/'?*o-
—

nepeMewHBanne nepeMcuBanue

; i

pH<7 pH>7

IKcTpaKumsa PeaKcTpakuus

Pucynok 27. CxemMa MHKPOIKCTPAKIIMOHHOTO BbIJAEICHUS (TOPXUHOJIOHOB M3
CYCIIEHJAMPOBAHHBIX TPOO HA MEMOpaHax, UMIIPETHUPOBAHHBIX BHICHIMUMH KAPOOHOBBIMU

KHCJIOTaMHM.
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W3ydeHbl 1Ba TUIIa KOMMEPUYECKH JTOCTYMHBIX THAPOPOOHBIX MEMOpPAH HA OCHOBE
comnonuMepa TerpadTopaTiiieHa u BuaunuaeHpropuga (MODK-0,25, pazmep mop — 0,25
MkM) u nonunpormwiena (MHIIII-0,20, pasmep nop — 0,2 mkMm). MemOpaHy pa3zmepom
1010 MM MMIOPETHUPOBAIA 3KCTPAr€HTAMU C «IIEPEKII0YaEMON THAPOPUIBHOCTHION,
3aKperIsId Ha UIVIE M TIOMEIAau B 3 MJI BOAHOTO pacTBOpa PTOPXMHOIOHOB Ha 40 MUH
npu nepememmBanuu. Ha crienmyroiieM sTame MpOBOAMIM AIIIOMPOBAHUE AHAIMTOB C
MeMOpanbl uctonb3yst 500 Mk 0,1 Mo/ pacTBOpa THAPOKCHAA KaJlMs, TIOCIE YEro
anmoat koppektupoanu 10 % ykcycHol kuciotoit 10 3HayeHust pH 8 u ananuzuposanu
metonoMm BOXKX-DJI. 3nauenust k03dHUneHToB TUNOPUIBHOCTH I (PTOPXUHOIOHOB
B PasHBIX JIMTEPATypPHBIX HCTOYHHKAX OTIMYAIOTCS, MOATOMY B 3TOW pabore A
HCKOTOPBIX BEHICCTB TMpHUBeACHbl jauama3onbl  10gPow: Hopdmokcamumua (-1,0),
nomednokcanuHa ((-0,86) — (-0,43)), dnepokcanmna ((-0,58) — (-0,1)) u odmokcaruna ((-
0,39) — 0,09). B pe3sysnprare uccienoBaHWi OBUIO YCTaHOBJIEHO (pUCYHOK 28), 4TO
MemOpana M®®DK-0,25 obecneunBana Oonee >PGHEKTUBHOE H3BICUCHHUE IIEIEBBIX
ananutoB, yem memOpana MHIIII-0,20. DTo cBsizaHo ¢ Oombiiel TUAPOPOOHOCTHIO
Marepuana MeMOpaHbl U O0JBIIMM pa3MepPOM IOp, YTO, B CBOIO OYEPE/b, CIOCOOCTBYET

YBEJIMUYEHUIO IIJIOMAAN KOHTAKTa (a3, a, CIEA0BaTENbHO, U 3(P(hEKTUBHOCTHU IKCTPAKLIUH.

2100000

O HoHaHORAA KHCIIOTA

OT excaHOBAasA KHCIOTA ‘}

1800000 - B 2.2-THMETHIIPONAHOBAsA KHCIIOTa
< 1500000 - ] M®DK-0.25
= MHIIII-0.20
= 1200000 -
v
=1
=
g 900000
=
=]
= 600000 A

300000 -

0 M

Jlomednokcammma Hopdmokcamua @aepokcanmua Odmokcaria

PTOPXHHOJIOHBI

Pucynok 28. BiusiHue trima memMOpaHbl M MPUPOJBLI SKCTPAreHTa Ha TLIOIIATN

xpomarorpadguaeckux TUKoB GTOPXUHOIOHOB (Cauamra = 100 MKT/7T; n = 3).
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[Tpu 3Tom n3 yucia OIII" 6bum n3ydensl HoHaHoBas (I0gPow = 3,4), TekcanoBas
(logPow = 1,9) u 2,2-mumernnmpornanoBas (lIogPyw = 1,5) kucimoTel. YcTaHOBIIEHO, YTO
HOHAHOBAs KUCJIOTA JyUllIe OCTAILHBIX YIEPKUBAETCA B MOpax MEMOpPaHbI (PUCYHOK 28),
YTO MOXKET OBITh OOBSICHEHO €€ HaUMEHBIIIEH PACTBOPUMOCTHIO B BOJIE.

Pa3smep meMOpaHbl TakKe SIBISETCS BAXKHOM COCTABIISIONICH IKCTPAKIIMOHHOTO
mpoliiecca, MOTOMY OBLIM HM3YyYEHbl pPA3IMUHbIE €€ pa3Mepbl U YCTAHOBJIEHO, YTO
MeMOpaHbl pazmepoM 10x10 MM cmocoOcTBOBaimM Oojiee BBICOKOW A((HEKTUBHOCTH
HKCTPaKILUHU, 110 CPABHEHUIO C MEMOpAHAMH MEHBIIETO pa3Mepa, OJHAKO, JdajibHeillee
YBEJIMYEHUE PA3MEPOB HE MPUBOIUIIO K YIYUIICHUIO PE3YJIBTATOB, TOATOMY 3TOT pa3sMep
OBLT BBIOpaH ISl JayibHEHIIUX ucciienoBanuii. O0beM AKCTpareHTa, HeOOXOAUMBIHN ISt
MOJIHOTO CMauuBaHusi MeMOpanbl pazmepoM 10x10 mm cocraBun 4 mxia. [Iponemypa
MIPUTOTOBJICHUSI MeMOpaH 3akiroyaiach B Hape3aHUU MeMOpaH HY>KHOTO pa3mepa, mociie
4ero Ha WX MOBEPXHOCTh C TMOMOIIBIO XPOMATOrpaUUecKoro IMIMpUIla HAHOCUIIU
HOHAHOBYIO KHCIOTY 00beMoM 4 MKI. 3areM MeMOpaHy OCTaB/SId B CTaTHYHOM
MOJIOKEHUHU HA 5 MUH, TIOCJIE YeTO MCIOJIb30BaJH ISl aHAIU3A.

N3BecTHO, 4TO PTOPXUHOJIOHBI CYIIECTBYET B PA3IMYHBIX (OpMaX B 3aBUCUMOCTHU
or pH. B xwucinoit cpeae ¢GTOPXUHOIOHBI CYHIECTBYIOT B BHJI€ MOJOKUTEIBHO
3apsOKCHHBIX HMOHHBIX (OPM M HMEIOT HHM3KO€ CpPOACTBO K TuapodoOHOM dasze
AKCTpAreHTa, Mo3TOMYy MpU HU3KUX 3HaueHusiXx pH crenenu uzBnedueHus manbl. [Ipu
yBenuueHun pH u mnpuOmmkeHMHM K HEWTpallbHOW Cpelle CTENEHU U3BICUCHUS
YBEJIMYMBAIOTCS, TaK KaK MOJICKYIbl (DTOPXHMHOJIOHOB TMEPEXOAST B HE3apsHKCHHBIE
(anekTpoHeTpasibHbIe) GOPMBI, O0IaaroMe 00JIee BHICOKMM CPOJICTBOM K HEMOJIIPHOM
(aze HOHaHOBOM KHUCIOTHL. OJJHAKO CTAOMIILHOCTD (Pa3bl SKCTPAreHTa TaKKe 3aBUCHUT OT
pH pacTtBopa u ymensIaetcs ¢ ero yBennuenuem (pKa HonanoBoit kucnotsl 4,96). s
W3Yy4YEeHHUs ITOTO Mpoliecca CTaHAapPTHBIA pacTBOP cMecH (PTOPXUHOJOHOB CMEIIMBAIIH C
uTparHo-pocdarHeiM OyhepHBIM PACcTBOPOM C COOTBETCTBYIOIIMM 3HadeHHeM pH.
3nauennie pH, paBHoe 4,9 (uccinegyemslii auanazon 2,2 — 6,4), sBasercs
KOMIIPOMHMCCHBIM MEXy IBYMsSI 3THUMH Tpolieccamu. be3 ucmosnb3oBaHus OydepHoro
pacTBopa HaOmomaeTcs: 6onbinas 3HPEKTUBHOCTD IKCTPAKIIUN AJI JJoMeIIOKCaIlMHA U

HOpdIIOKCaIlMHa, HO MPU aHaJU3€ peallbHbIX MPOO HEOOXOIUMO UMETh (PUKCUPOBAHHOE
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3HaueHue pH s coOmromeHs] MOCTOSHCTBA YCIOBHM, MO3TOMY MpU MPOBEACHUU
MOCIIEAYIOMUX OSKCIIEPUMEHTOB HCIOIb30BaANICA IUTpaTHO-PochaTHbiii  OydepHbIit
pactBop ¢ pH =4.9.

Taxke ObUTM WM3Y4YCHBI COOTHONICHHUS OOBEMOB KOHTAKTUPYIOMMX (as.
VYBenuueHue aHaIUTUYECKOTO CUTHajia HabJto1alny Mpy yBeJIndyeHun oobeMa rmpoOsI ¢ 1
MJI 710 3 MUJI, IOCTIE Yero 3aBUCUMOCTb BBIXO/MIIA HA TIATO, YTO MOXKET OBITh CBSI3AHO C
YaCTHUYHBIM PACTBOPEHUEM IKCTpareHTa mpu 00JbInX oobeMax mpoosl. Takum 00paszom,
ObLT BeIOpaH 00beM BOJHOM (ha3bl MpoOKI, paBHBINA 3 M, 00€CTICUMBAIOIINI BHICOKHE
3HAYCHUS aHAJIMTUYECKOTO curHaia u Huszkoe 3Hauenue OCKO.

Bpemsi noctukeHusi paBHOBecHs B cuUcTeMe JOHOpHas (aza/daza sKCTpareHta
3aBUCHUT OT K0d3(purimeHToB nuddy3un aHaIUTOB B a3y IKCTpareHTa, pacrooKEHHYIO
B TIopax MeMOpaHsbl. B 3TOM cirydae mporiecc KHHETUYECKHU 3aMEIJICH | JJIs JOCTHKCHUS

paBHOBecus Tpedyetcs 30 muH (pucyHok 29).

2100 4 mJIoMe(uoKcalHH
5 1800 A B Hopduokcanux % -|:_
= -
E 1500 J O @nepoKcaiuy T
% 1200 0 OdrokcammH o
= | B
= 900 A
=

600 -

300 -

0 .
5 10 15 20 30 40

BpeMﬂ IKCTPaAKIIHH, MHH

PucyHnok 29. BiusiHue BpeMeHU 3KCTPaKIMK Ha TUIOMIAAN XpoMaTorpaduyecKux

UKOB PTOPXUHOJIOHOB (Cauamra = 100 MKI/; n = 3).

OOBIYHO 17151 SIFOMPOBAHUS IKCTPAreHTa ¢ MEMOPaHbI UCIIONIb3YIOT OPraHUYECKUN
pacTBOpHUTENIb WM CMECh OpPraHMYEeCKUX pacTBopurtenieil. B ciyuyae ¢ BbicIIMMU
KapOOHOBBIMU KHUCJIOTaMU SJIIOMPOBAHUE MPOBOJAST C MOMOILIBIO BOAHOTO pPacTBOpa
TMJIPOKCHJIA KalHsg 3a CYeT XHUMHUYECKOM peakiuu, B XOAe KOTOpoil oOpazyercs

BOJIOPACTBOpHUMAs COJb KapOOHOBOM KHUCIOTHI. TakoW MOJIXOJ MO3BOJIMII OOECIEUUTh



91

sKcmpeccHoe W A(PPEKTUBHOE DIIIOMPOBAHUE IICJIEBHIX AHATUTOB 0€3 TPUMEHEHUS
JOTIOJTHUTETHHBIX TOKCUYHBIX OPTAHUYECKUX PACTBOPUTEIICH.

N3yyeHbl 1 yCTaHOBJICHBI CIIEIYIONIME MapaMeTPhl: KOHIIEHTPAIKS JJII0EHTa, paBHas
0,1 mone/m KOH, 1 ero oobem — 0,5 M1, a Takke BpeMsi, HEOOXOAMMOE JIJIsl TIOJTyICHHSI
BOCITPOU3BOIUMBIX PE3YJIHTATOB C MAKCUMAIbHON 3((EKTUBHOCTHIO U3BJICUECHHUSI, KOTOPOE
coctaBwio 1 MuH. CTouT 0T™MeTUTD, 4TO BOXX-Y® ananuz smroara moATBEpIni, YTO B
IIEJI0YHON pacTBOp nepenuio 85 % HOHAHOBOM KHUCJIOTHI B BUJIE HOHAHOATA.

B kauectBe MeToma AETEKTUPOBaHUS BhIOpaHa BHICOKOA(D()EKTUBHAS HKUIAKOCTHAS
xpoMarorpadust ¢ GIYOPUMETPUUECKUM JETEKTUPOBAHWEM. bBbUIM ONTHMHU3UPOBAHBI
YCJIOBHS DJIIOUPOBAHUS KOMIIOHEHTOB ISl KX pa3/IeliCHUs U IETEKTHPOBAHNUS, B YaCTHOCTH
COCTaB MOJBIKHOM (ha3bl U JUVIMHBI BOJIH BO30YKI€HUS (PIIyOPECLICHIIMA U SMUCCHH.

B xauectBe noaBuxkHOM ¢a3sl BeIOpaHa cMech MeTaHoja u hochaTHoro 6ydepHoro
pactBopa (pH 6,4) B cootHomenun 45:55 (00./06.). HecmoTpst Ha TO, 4TO HanOOJBIIAs
MHTEHCUBHOCTD (uyopecleHInH (TOPXUHOJIOHOB Habr01aeTcsa B 00JIee KUCIIOi cpelie, B
TaKUX YCJIOBHSX HE yMaeTcs JOCTUYDL YAOBICTBOPUTEIBHOTO pa3pemieHus MHKOB. JIis
JIOTIOJTHUTENIBHOTO YIIydIlIeHus paspenieHusi B pocdarubiit 0ydepusiii pactsop (pH 6.,4),
SIBJISTFOIITUIACST 9aCThIO TIOJIBFKHOM (ha3bl, BBOAWIH J0OABKY alleTaT TPUATHIAMMOHHUS. JTO
MO3BOJISIET YMEHBIIIUTh BTOPUYHBIC B3aUMOJCHCTBUS MEXKIY CHIIAHOJBHBIMHU TPYIIIAMU
copOeHTa M aMHUHOTpYNIaMu (PTOPXUHOJOHOB, MPUBOAAIIME K HECUMMETPUUYHOMY
VITUPESHUIO TTUKA U YXYIIICHUIO Pa3peIieH s 32 CYET TOTO, YTO MOJIEKYJIbI TPUATHIIAMHHA
KOHKYPUPYIOT C MoOJieKyJaMu (TOPXHWHOJIOHOB B OJTOM IIPOIECCE M YMEHBINAIOT
BEPOSITHOCTh UX B3aMMOJICHCTBHSI CO CBOOOTHBIMU CHIIAHOJIBHBIMH TPYIIIIAMH COPOCHTA.

Pa3paboTtaHHbiii KOMOWHUPOBAHHBIA CIOCOO TMO3BOJIMII JOCTUTHYTH CTEIMEHEH
u3BjeucHus, paBHbIX (84 + 4) %, (87 £4) %, (83 £ 4) % u (85 £ 4) % s odokcaryHa,
HOpdIoKcaluHa, JioMediokcalluHa U (JepoKcaliHa COOTBETCTBEHHO (pacyueTsl
OCYIIECTBISUTUCH B COOTBETCTBUU ¢ (HOpMyJIoi, puBeAeHHOU B 1. 2.6). KoaddurmenTs
KOHIICHTPUPOBAHMS /I BCEX aHAJUTOB HAXOMWINCh B auama3oHe 5,0 - 5,2. J[namna3oHbl
OTpeNeNIIEeMbIX KOHIEHTpaluii coctaBuiau s oduiokcanuaa 40 - 1800 wmkr/kr,
Hopduokcanmaa — 120 - 1200 mkr/kr, nomednokcaruia u draepokcarmaa — 180 - 1800

MKT/KT. [Ipenenst ooHapyxkenus (3 6): At opaokcanHa — 12 MKI/KT, HOpdIiokcalmaa —
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36 wkr/kr, nomednokcanmHa wu QuepokcanmHa — 60 wr/kr. TloBTOpsieMOCTb,
xapakrtepusyromasics 3HadeHuneMm BeauuuHbl OCKO, ©He mnpespimana 10 %.
CreuuduyHocTs omnpeneneHus ogaoKcaluHa, HOpQIOKcanuHa, JoMeQoKcaluHa |
(repoxcaliiHa Ipy aHaJIN3€ peabHBIX P00 OIIEHUBAJIACH ITyTEM COIIOCTABIICHUS BPEMEHU
yIEpKUBaHUs Ka)KAO0I0 aHAJINTA IIPH aHAIU3€E PEAJIbHOM ITPOOBI ¥ CTaHAAPTHOIO pacTBOPA,
pacxokJIeHuEe BPEMEHHU yIep>)KUBaHUS HE TpeBbIIaio 2 %o.

Crioco6 ObuT MPUMEHEH ISl OLEHKU CoJiep:kaHus o(iioKcalnHa, HopgIoKcaluHa,
aoMedokcanHa U (uIepoKcalliHa B KPEBETKaxX, MPHUIOTOBIEHHBIX COIJacHO M. 2.3
(tabmuma 8). Bo Bcex Tpé€x oOpasmax copaepkaHue (PTOPXHHOJIOHOB OBIIO HIDKE
ycTaHoBJIeHHBIX 3HaueHui 110. [IpaBuiabHOCTD MOyYEHHBIX PE3YIbTATOB OLIEHUBAIACH C

MCIIOJIb30BAaHUEM METO/Ia «BBEJCHO-HANWICHO» U MeTo/1a cpaBHeHMs [142].

Tabauua 8. Pesynbrarsl onpeneneHus GTOPXUHOJIOHOB B KpeBeTkax (n = 3, P =

0,95, Fy, = 19,00, t,, = 2,78).

Haiineno, MKI/Kr R,

IIpo6a F- t-
Beeneno, | Pazpado | Mertox %

(conepxxanue AHaJIUT KpUTEpP | KpUTep
MKI/KT TAHHBIA | CPaBHEH
aHaJuTa) i 1101
crnocoo s

dnepokcalvH 45+ 6 49+ 4 2,34 0,99 10
Ob6pazer 1 Jlomednokcanux - 49+ 5 46 £ 7 1,92 1,04 2
(<I10) Hopdodnoxkcarun 52+6 50+5 2,02 0,31 4
Odnokcanux 48 +5 51+6 2,74 0,45 4
direpokcaruH 96+ 11 95+ 10 1,21 0,29 4
O6paser 2 Jlomednoxcanux 100 98+ 11 99+ 10 1,44 0,28 2
(<I10) Hopdnoxcarun 97+14 | 103+£11 1,62 1,46 3
Odnokcanuu 98+ 11 97+9 1,49 0,30 2
direpokcaruH 147+ 16 | 144+ 15 1,14 0,59 2
Obpazen 3 Jlomednokcaru 150 145+15 | 147+ 14 1,15 0,42 3
(<I10) Hopdmoxcarn 151+17 | 149+ 16 1,13 0,37 1
Odnokcanux 153+ 18 | 155+ 17 1,12 0,35 2

B Tabmuue 9 mpuBeneHsl mpuMephl MPEICTABICHHBIX B JIUTEpaType CIOCOO0B

OIpCACICHHUA (I)TOpXI/IHOJ'IOHOB B TKaHAX XKHBOTHOI'O IIPOHUCXOXKACHUS. C IIOMOIIIBIO
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pa3paboTaHHOTO BapHaHTa MEMOPAHHOW MHKPOAIKCTPAKIIMHM YAAIOCh CHU3UTHh PacXo

OpPraHUYECKUX PACTBOPHUTENEH B HECKOJBKO Pa3, a TaKKe 00ECHeunTh SIKOHOMHUUECKYIO

BBIT'OOY B TOM YHCIIC U 34 CUCT UCIIOJBb30BAHUA KOMMCPUYCCKU AOCTYIIHBIX HCAOPOIUX

MeMOpaH.

Ta6auna 9. CpaBHeHue cnoco0oB ompeneneHus (GTOPXUHOJIOHOB B MHUIIEBBIX

MPOJTyKTaxX.
Meton O0BexT Obnem opr. CebLik
IIpobdonoaroroska pacTBopuTeJs, no
aHaJImM3a aHaJIu3a 1 a
BOXX- Msico Kypuiisl, 0,05 05-11
Yo CBUHUHA, pbi0a JUIGKM? B IOK MKT/JT [143]
Kunxoctuas
IKCTPAKIUS B CMECH
- 0 5 _
BOXX Kpeserku 0,3% optodochopuoit 4 3,6-84 [144]
dJI KHUCJIOTBI U MKI/KT
aneronutpuia (1:1,
00.), T®D
Kunxoctuas
AKCTpaKus B pazy
TPUXJIOPYKCYCHOM
BDXX- | Msco Kypupbl, KHCJIOTHI ¥ 15 0,06 -0,1 [145]
MC/MC | cBuHuHa, ppiOa alETOHUTPUJIIA C MKT/KT
MIOCIIE Y FOIITUM
KOHIIEHTPUPOBAHHUEM B
reKCaH
KunkoctHas
IKCTPAKITUS B CMECH
BOXX- . 15-25
oI KpeBetku METaHOJIa i YKCYCHOU 5 MKT/KE [146]
KHCIIOTHI C
nocaeayroumei TOO
KunkoctHasg
OKCTPAKITUS B
BOXX- 0,06 -0,1
oI Msico KypHIIbI AIlCTOHUTPHII, 10 KT/ [147]
HCTIapeHue
pactBoputeis, TP
BOXX- Menbpanras 12 - 60 Jlannas
Kpesetku SKUIKOCTHAs 0,004
(O] | MKT/KT paborta
MHUKPOIKCTPAKIIHS

Jlocmouncmeamu pa3pabOTaHHOTO CIOco0a SBISIIOTCS €r0  IKOJIOTHYHOCTD,

OTCYTCTBHE

HEOOXOIUMOCTH

JOITIOJIHUTCIIBHBIX

orepanun

bunabTpauuu U

HeHTpUYTUPOBAHUS TIPH aHAIU3€ CYCHEHAMPOBAHHBIX MPo0. MemOpaHa TO3BOJISET

HAJIC)KHO YACPKUBATDH MI/IKpOO6’beMBI 9KCTparcHTa B IIponecCccc MaCCOIICPCHOCA, 4 TAKIKC

MPENATCTBYET MOMAJaHUI0 MaKpPOKOMIIOHEHTOB MpoObl B a3y SKCTpareHra, 4To



94

UCKIII0YaeT HEOOXOAMMOCTh yAaJeHHuss OETKOB Ha TMPEABAPUTEIBLHON CTaJuH
npobonoarotoBku. K oepanuuenusm MOXKHO OTHECTH HU3KYIO MPOU3BOJIUTEIBHOCTD,
CBSI3aHHYIO C JUTUTEIHHOCTHIO HACTYIUICHUST MexkdazHoro paBHoBecus (30 mun). Kpome
TOr0, OBLJIO YCTAHOBIIEHO, 4YTO pa3pabOTaHHBIA MOAXOA BO3MOXKEH TOJBKO IS
OTIpE/ICTICHUS] AHAJIMWTOB, CIIOCOOHBIX K WOHM3AIMU (HAMpUMEpP, AaHTHUOMOTHUKOB
(GTOPXMHOJIOHOBOTO  psifa), B TO BpeMmss Kak dPPEeKTUBHOCT, MeMOpaHHOU
MUKPOAKCTPAKIIMA AHAIWTOB, YbH MOJICKYJBI HE MOTYT OBITh MOHHU30BAHBI B ITUX
YCJIOBUSIX, HHUYTOXKHAa Majia. DTO OBUIO TOATBEPXkKIACHO HA TMpUMEpPE OMNpeleTCHUs
dbochopopraHUYECKuX MECTUIIUIOB B TUIIEBBIX TPOTYKTaX.

OcHOBHBIE pe3yJIbTaThl MCCIIEAOBaHUN OMyOJMKOBAaHBI B KypHasie Analytica

Chimica Acta [9].

4.2. MUKpO3KCTPaKLus € in-situ 00pa3oBaHueM IKCTPareHTa

JIpyruM TNEpCHEKTUBHBIM PACTBOPUTEIEM IMOCIEAHETO TIOKOJIECHUS, LIUPOKO
UCITIOJIb3YEMBIM ISl 33Ja4 CTaJAUM MPOOOMOATOTOBKHU, SIBISETCS KIACC 3BTEKTHUYECKUX
pactBopuTenei. [l omnpeneneHus TOJNSAPHBIX AHAIWTOB B TMHUIIEBBIX MPOAYKTaX
YKUBOTHOTO TPOUCXOXKJACHHUSI ObUT pa3pabOTaH HOBBIM KOMOMHHPOBAHHBIA CIIOCOO,
KOTOPBIM BKJIFOYAET MUKPOIKCTPAKIIMOHHOE M3BJIEYEHHUE 1IEJIEBBIX aHAJIUTOB 3a CUET in
situ obpazoBanusi DOP mpu HarpeBaHUU €ro NPEeKypcopoB HEMOCPEICTBEHHO B CMECH C
TBepAodazHoit mpobdoii u nocienyromuit BOXKX-DJI ananu3 moixy4eHHOTo KCTpaKTa.

MexaHu3M MHUKPOIKCTPAKIUU aHAIUTOB B OP, oOpa3oBaHHBINA in Situ, BKIIOYAI
Heckonbko dtamoB (pucyHok 30). Ha mepBom »srtame k TBepaodaszHomy oOpasiy
n00aBIsIM Ipekypcop OP — deTBepTHUHYIO cojib aMMOHUsA. [Ipu HarpeBaHuu cmecu
MPOUCXOJIUIIO PACTBOPEHHUE YETBEPTUUHON COJIM aMMOHMSI B BOAHOM (paze, BXojsiiel B
coctaB nipoOwl. Ha cienyromieM stamne B TeX ke YCIOBUSX K CMECU J0OaBIISIIU BTOPOM
npekypcop OP — cmupr. Ilpu HarpeBanuu HaOmomanu oOpasoBaHue OP,
COTPOBOXKIAIOMIMNACA MAaCCOTEPEHOCOM (PTOPXHHOJIOHOB U3 TpoObl B (azy OP. Ha
3aKJTIOUUTETFHOM CTaINK MMPOBOIWIIM pasieieHue a3 myTeM HeHTpUudyrupoBaHusl.

B03MOXHOCTH MTPENIoKEHHOTO MOX0/1a ObUTH IPOAEMOHCTPUPOBAHBI HA IPUMEPE

H3BJICHCHUA  OBYX  HacCTO HUCIIOJIB3YECMbIX B JKHMBOTHOBOJICTBC AHTHOWOTHKOB
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dbropxuHomoHOBOTO psifa (odmokcarmua u QuepokcanuHa) w3 TBepAO(Da3HbIX MPod
YKUBOTHOTO ITPOUCXOMKIICHHS.

[IpenBaputensHO 1S W3BJIEUEHUS  (DTOPXWUHOJIOHOB  OBUIM  M3yUYEHBI
kBazuruaApodoOHsi DP Ha OocHOBe TeTpabyTuiamMMoHHS Opomuma u rentaHona (1:2,
MOJIb/MOJIB) U ruApoduibHbie DP Ha oCHOBe XoiuHaA xjopuaa u mmiepuna (1:2,

MOJIb/MOJIb) M XOJIUH XJIOpUJA U STUIICHITTUKONSA (1:2 MOJIB/MOJIB).

06pa3en MBILISYHOI TKAHH I OKCTparHpoBaHHe

JoGasnene
con,
HarpeBaHite,
" NepeMeNIBanKe

[— 3

.!

A anamiTel

4 O6pasen MbIIeYHO! TKaH! | ) BOja B o0pasie
JloGasnennte cnpra,
HarpeBaHife, nepeMelBatile

Odpazosaune 3P in situ, Brimapieanie Boas! i D oP
II IKCTPAKLUA aHAHTOB I Q)asonoe pasneneuue

Obpasen MbIIeYHOT TKaHK

Pucynok 30. MexaHu3M OSKCTPAKIIMOHHOTO BBIACTEHUS (PTOPXWHOIOHOB U3

MUOICBLIX IMPOAYKTOB JKUBOTHOI'O IIPOUCXOKIACHM.

Hus sroro 0,2 T oOpasma KypuHOro Msica ¢ J00aBKOW aHTUOMOTHUKOB
(mpurotoBiieHHOM cormacHo 1. 2.3), cmemmBanu ¢ 0,3 M npeaBapuUTENIbHO
npurotoBiieHHbIX OP B Teuenue 30 mun npu 100 °C. Ilocne ueHtpudyrupoBaHus u
paznenenus ¢az oroupanu 200 Mk dazer P, npooguam pesxcrpakuuio B 30 mxi 0,005

Monb/1 NaOH wu ananusupoBanu 3kctpakt MerogoM BIXX-DJI. Ha ocHoBanum
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MOJIYYCHHBIX JaHHBIX (puUcyHOK 31), i mambHEWUITUX WCCIEAOBaHHW ObLI BHIOpaH

ruapodobHbii OP Ha ocHOBe TeTpabyTmiaMMoHUs Opomuiga u renrtanona (1:2,

MOJIb/MOJTB ).
1400 -
O dnepoxcalie
1200 - B OdokcaHa
1000 -
~
5
= 800 -
2
=
g
S 600 -
=
400 - T
| " :
200 A
0 T
TerpaGyTiwiaMMoHHs  XOJIHH XJIOPHJ + XolHH XJnopag +
OpOMHJ + TeNTaHO1T TTHIIEPHH 3THIEHTTHKOIb
Cocras JP

Pucynok 31. Bnusinue cocraBa OP Ha mutomaan xpomarorpauyecKux MHKOB

dnepokcanmna u oduokcanrta (Capamra = 100 MKI/11; N = 3).

[Ipu cpaBHeHun H(GHEKTUBHOCTH U3BJICUCHUS AHAJIUTOB B IIPEBAPUTEIHHO
npurotoBieHHbIN OP (kiaccudeckuit BapuanT) U JP, koTopslil 00pa3yercst B mpoiiecce
poOOIOATOTOBKY (in situ), OBLIO YCTAHOBIICHO, YTO pa3pabOTaHHBIA CITIOCOO IMO3BOJIHII
YBEJIMYHUTh CTENECHb BBIJAEICHUS IEJIEBbIX AHAJIUTOB B 2 pasza IO CPABHEHUIO C
KJIACCUYECKUM BApUAHTOM OKCTPAKUHUH. ITOT (EHOMEH MOXKET OBbITh OOBSCHEH
MOBBIIICHUEM PACTBOPUMOCTH aHajuuTa B (a3ze HIKCTpakTa B MPUCYTCTBUU
TeTpadyTUIIAMMOHHUS OpPOMHU/IA.

C uenpl0 ONTUMHU3AIMU MUKPOIKCTPAKIIMK OBLTH WU3YYECHBl PA3IMYHBIC CIUPTHI
(renTaHoJI, OKTAHOJI, IEKAHOJ U JOAEKAHOJI) B KAYE€CTBE JOHOPOB BOJOPOIHOM CBSI3H ITPH
obpazoBanuu OP. VYcraHoBineHO, 4TO 3(PPEKTUBHOCTH HKCTPAKUMUU AHTUOMOTUKOB
YMEHBILIAETCS C YBEIMYCHUEM JJTUHBI YIJICBOJOPOJHON IeNH CIUPTA, YTO OObICHAETCS
0oJsiee BHICOKOM PaCTBOPUMOCTbIO aHTUOMOTUKOB (PTOPXMHOJIOHOBOTO Psifia B MOJSIPHBIX
oprannueckux pactBoputensax [148]. Takke OBUIO HU3YyYEHO BIUSHHUE MPUPOILI

YETBEPTHUYHON aMMOHMEBOW CoNi Ha A((HEKTUBHOCTh HM3BICUCHUS AaHTUOMOTHUKOB. B
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KaueCTBE aKIIETITOPOB BOAOPOAHBIX CBsA3€Hl NJIsi oOpa3oBanusi DP ObLIM McciaenoBaHbl
CIIEAYIOIIME CONU: TeTpaOyTUIaMMOHHUS OpOMUJA, TETPadTUIAMMOHHUSA XJIOPHI U
TeTpaMeTuiaMMoHusl Opomuza. HaubOonbiive 3HauYeHHUS aHAIUTUYECKUX CHUTHAJIOB
(mTomazei muKoB) HAOMIOMAIH IPU UCTIOIB30BAHUM TETPAOyTHIIAMMOHHMS OpOMHIa, B TO
BpeMs KaK B MPUCYTCTBUHU TETpaMeTUIAMMOHUsI Opomuaa obpa3oBanue DP BoBce He
npoucxoausio. [lpu 3ToM MoJIpHOE COOTHOIIEHHE BBIOpaHHBIX MpekypcopoB OP 1:2
(TerpabyTunamMMoHus OpOMHJ U TENTAHOJ, MOJB/MOJIb) OOECIEUHIIO MaKCUMAIbHYIO
MOJIHOTY M3BJICYCHUS 1IEJIEBBIX aHAIUTOB U3 TKaHEH.

Jlnia monTBeprkaeHus: 00pa3oBaHus BOJOPOIHBIX CBSI3€H, BbIICTICHHAs B MpoLiecce
skcTpakiuu (aza OP u ero mpekypcopbl ObLIN U3y4eHBI METOAOM AuddepeHuanrbHon
CKaHUpymomie kanopumerpun (TeruioBod ananuzatop Netzsch STA 449 F3 Jupiter,
I'epmanust) B nuanazone temmeparyp ot -30 °C go 110 °C co ckopoctsio 5 °C/mun. Ha
TepMorpamMmmax (pucyHok 32) HaOmo#and MUKHA, COOTBETCTBYIOLIME OpoMHILy
TeTpabyTuiaMmonus (temmneparypa muiasieHus 105 °C) u renranony (Temmeparypa
rasnenus -34 °C). Jlns OP nabmronanu cHukeHue temreparypsl miasieHus (-10 °C).
M3 nosy4eHHBIX TEPMOTpaMM MOXKHO CJIE€JIaTh BBIBOJ, YTO TEPMHUYECKOE IToBeAcHUE DP

OTJIMYAJIOCH OT MOBEAEHUS €r0 MPEKYPCOPOB.

3,5
3
2,5
Terrranon
20
A
2
LE | o
@)
=
1
3p THAB
. /Qt"’
‘},;'—_‘———\___..-—-—'_—_'____._—__—h_\-—
O \/N \
-60 40 20 0 20 60 80 100

3 Temmepatypa, °C

Pucynok 32. JICK-kpuBbie OP (terpabyTuinammonus 6poMua u rentaHon, 1:2,

MOJIB/MOJIB) M €T0 TIPEKYPCOPOB.
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s noBbieHds 3(QQPEKTUBHOCTH 3KCTPAKUUK Oblla HM3y4eHa BO3MOXKHOCTH
YBEJIMYEHUS] COOTHOILIEHUSI (a3, MEXKAY KOTOPHIMU MPOUCXOAUT MaccomepeHoc. s
aTOrO cooTHOIIEeHHE (pa3 (mpobda / IP) BapeupoBanu B nuamna3one ot 1:1 g0 1:5 mo macce.
[Tpu cooTHomIeHUU (a3 Oonbiie 1:2 He MPOUCXOAUIIO MOJTHOE CMAauMBaHUE TPOOBI U, KaKk
CIEICTBUE, pE3ylbTaThl aHalu3a ObUIM  HEBOCHpou3BoauMbie. Haubonbiue
K03(UIIMEHTHI KOHIIEHTPUPOBAHMS, TOJTHOTA U3BJICUEHHUS U BOCTIPOU3BOAMMOCTh ObLITN
JOCTUTHYTHI TIpU MaccoBOM cooTHomeHnu (a3 2:3. Takum oOpa3om, macca oOpasia
cocraBmia 0,2 1, a macca DP - 0,3 1.

Temmieparypa sBIsIeTCSI BAKHBIM MapaMeTpOM JJIsl CKOpOCTH oOpaszoBanus OP u,
CJIEIOBATENIbHO, JJI1 BPEMEHM OJKCTpPaKUMU B IeJOM. BrnusHue TemmepaTypsl Ha
3¢ HEeKTUBHOCTH IKCTpakiuu n3ydanu B uareppaie 80 - 140 °C. bsuto o6Hapyx’eHO, YTO
B auamazone Ttemmeparyp or 80 °C go 120 °C nHaOmoganuch MaKCHMAaJIbHbBIE
aHAJIMTHUYECKUE CUTHAJIBI, B TO BpeMs Kak, B nuarnaszone 130 - 140 °C Bo3pactas poHOBBIN
CUTHAJI, YTO MPHUBOIMJIO K CHWXEHHIO mpenenoB oOHapyxkeHus. Cleayer Takke
OTMETUTH, uTo Temmneparypa 120 °C obecneurBaia MUHUMAIbHOE BPEMS IKCTPAKIIUU —
20 MUH. YCTaHOBJIEHO, YTO B 3TUX YCJIOBHUSX HCHApPEHUE BOJbI U3 SKCTPAKIHOHHOU
CUCTEMBI CITOCOOCTBYET 00pa3oBaHuio DP U U3BIEUEHUIO (DTOPXMHOIOHOB U3 MATPHULIBI
POOHI.

Pa3paborannsiii crnoco® oOecreunsl MUPOKWE JHUANA30HBI  OMpPenesieMbIX
koHIeHTpauuii anauToB: 30 - 3000 Mxr/kr st odrokcanmna u 40 - 4000 MKr/Kr aJist
dnepokcanuta, npeaens ooHapyxkenus (36) cocraBuiu 10 u 15 MKI/KT COOTBETCTBEHHO.
[ToBTOpsieMocTh, Xxapakrepusyromascsa sHaaeHueM sennunabl OCKO, He nmpesbimana 10
%. CnemuduuHocTh onpeaeneHuss oduiokcanmHa U ¢uiepoKcalliHa TpU  aHaJIHu3e
peanbHBIX MPOO OIEHUBANIACH IMYTEM COIMOCTABIICHUS BPEMEHH YACPKUBAHUS KAXkKIOTO
aHaluTa NpPU aHalu3€ peajJbHOM MpoObl M CTAHAAPTHOIO PACTBOPA, PACXOKICHUE

BPEMEHU yIEpKUBAHUS HE MPEBHIIIAIO 2 %o.
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C momoibio pazpaboTaHHOTO criocoba onpeaeneHbl 0GIOKCAH U (PIepoKCalluH
B IIPOJIYKTaxX YKMUBOTHOTO MPOUCXOXKICHUS (TOBSHKUN U KypUHBIN (apI, KypuHoe (uie).
Pesynbratel onpeneneHuii npencrapieHsl B Tadmume 10. [IpaBHIbHOCTh MOTYYEHHBIX

PE3YJIBTATOB MOATBEPKICHA METOJIOM «BBEJICHO-HANWICHO» U METOJIOM CpaBHEHHUs [142].

Tab6auua 10. Pesynbrarsl onpeaenenus guepokcaiia u oaokcaia B MSICHBIX

npoaykrax (n =3, P=0,95; F, =19,00; t, = 2,78).

Oopa3zen AHaaurt Conep:xanue, MKI/Kr F- t- R,
Jo6aBka | Pazpaboran Metoa kputep | kpute | %
HbIii c110c00 | cpaBHEeHMA it piii
Kypunoe | ®dnepokcanun 0 <I10 <[10 -
dune 50 51+ 2 54t4 | 025 | 253 | 2
100 104 + 6 104 +5 0,63 0,36 3
Odnokcanua 0 <[10 <[10

50 52+ 3 50+4 0,64 1,44 3

100 100+5 99+6 1,48 2,08 1

Kypunsiii | ®nepokcanun 0 <[10 <[10 -
bapm 50 52+3 49+3 | 080 | 274 | 4
100 99+6 100+ 6 0,80 0,83 1

Odnokcanun 0 <I10 <TI0 -

50 52+ 3 55+5 0,47 2,11 3

100 107+ 9 103+ 7 0,74 1,56 7

I'oBsxkuii | ®nepokcanuH 0 <I1O0 <I10 -
Gbapm 50 49+4 53+4 0,74 2,90 2
100 108 + 10 107 +9 0,69 0,42 8

Odnokcanun 0 <I10 <TI0 -

50 53+4 52+3 1,17 0,44 6

100 105+ 7 109 + 10 1,96 1,36 5

Pa3pabortannbiii  crmoco0  JKUJIKOCTHOM ~ MHKPOIKCTPAKIIMM  HCKJIIOYACT
HEOOXOJUMOCTh HCIIOJIb30BaHUSI TOKCUYHBIX KJIACCUUYECKUX PACTBOPUTENICH Kak B
OOJBIIMHCTBE pPaHEE NPEIOKECHHBIX METOMOB (Tabmuma 9), sBISeTCS TPOCTHIM B

pcaiu3anii H (I)I/IHaHCOBO HC 3arparHbiM, 4YTO, HCCOMHCHHO, MOXHO OTHCCTH K
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oocmourcmeam. OAHAKO, ocpanuyeHuem JAHHOTO IMOIXOAA SABIIAETCS HEBO3MOYKHOCTh
€ro aBTOMAaTH3aI[MH B CBSI3U C HEOOXOIMMOCTBIO B CTaAUU EHTPU(yTUPOBAHUS.
[TosmyueHHbIC B X0J1¢ HCCIICIOBAHUI JTaHHBIE OMyOJIMKOBaHbI B xkypHaie Journal of

Food Composition and Analysis [18].

4.3. MUKPOIKCTPaAKIHA C AUCIIEPIHPOBAHUEM IKCTPAareHTa ra3oBoii ¢gasoii

Jns MUKPOSKCTPAKIMOHHOTO BBIIEJICHHUS TOJSPHBIX OPraHUYECKHX aHAJIUTOB
n3ydeHa ¥ 000CHOBaHa BO3MOXHOCTh npuMeHeHuss DP na ocnose DIII" u TepneHowna.
Pazpabotan HoBbI cmoco6 JAKIKMD ¢ mnpumeHeHHEeM  TpPEXKOMIIOHEHTHOM
HKCTPAKIIMOHHON CMECH, COCTOAILEH M3 TepreHOuaa, TuApOo(UIbHON U THAPOPOOHOI
KapOOHOBBIX KHCJOT. YCTaHOBJIEHO, YTO NPHU BBEACHUM TPEXKOMIIOHEHTHOW CMECHU B
BOJHYIO a3y, coAepXkallyl0 T'MJIpPOKapOOHAT-UOHBI, IPOUCXOJUT HHTEHCUBHOE
oOpa30oBaHUE YIJIEKUCIIOrO Tas3a, KOTOpbI aucneprupyer a3y skcrparenra (OP),
o0ecrnieurBast Ipy 3TOM MOBbIIIEHKE () (PEKTUBHOCTH MACCONIEPEHOCA 1IEJIEBbIX AHAJUTOB

B DJICKTPOHEHTPAIBHOH (opMe 1 ObICTpoe paszeiieHue ¢a3 (pucyHok 33).

> <y =

S T S
€0 cmece ko mo =
@ o | > Q co; co |:>

(o) 2 2 H,0 H,0
o’ > - © o "

@ cor C HO; " HCO;
cos> Cj H0 FHCO: H0
> - aHanuThbl

Pucynok 33. JlucmepcroHHasi >KUIKOCTHO-)XHJIKOCTHAs MHKPOAIKCTPAKIIUS B
IBTEKTHUYCCKUI paCTBOPHUTENb C AMCIIEPTUPOBAHMEM Ia30BOi (a3oii, 0Opa3oBaHHOH IN
situ.

Bo3smoxknoctu HoBoro cmocoba JIKOKMD mnokazaHbl mnpu  OnpeaeraeHuu
aHTUOMOTUKOB  (DTOPXUHOJIOHOBOTO psina (HOpduiokcarwHa, (QepoKcaluHa |

odioKkcalHa) B MUIIEBBIX MPOIYyKTax (MOJIOKO, KpeBeTku) MmeTogoM BOXKX-DJI.
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Ha npenBaputensHOM 3Tarie UCCIeIOBaHMid B KAYECTBE JOHOPA BOJIOPOTHON CBS3H
s oopazoBanus DP Obun m3ydensl rekcanoBas (lI0gPouw = 1,9), renranoBas (I0gPop =
2,3), okranoBas (logPow = 3,0) u monanoBas kucinotel (l0gPow = 3,4). ust storo
BBITOJTHSUTH MUKPOIKCTPAKIHI0O B DP Ha OCHOBE MEHTOJIAa U KapOOHOBBIX KHCIOT U3
BOJIHBIX PACTBOPOB aHTHOMOTHUKOB C MOCJCIYIOIINM aHaM30M (a3 meromom BIXKX-
®JI. YcraHoBieHo, 4T0 3 PEKTUBHOCTD SKCTPAKIIUN CHIKACTCS C YBEJIHMUCHUEM JUTHHBI
YTIAEPOAHOM IIENH JOHOPA BOJAOPOIHON CBA3U (pUCYHOK 34). DTOPXUHOIOHBI SIBISIIOTCS
OTHOCHUTEJIHO TOJSIPHBIMU aHAJIMTaMH, TIOTOMY HAOJIOAAeTCs UX CPOJCTBO K OoJee
HOJISIPHBIM dKCTpareHTam. OjHako, Oolblias pacTBOPUMOCTh T€KCAaHOBOW KHUCIIOTHI B
BOJIHON (ha3e (IO CPaBHEHHIO C OCTAIBLHBIMH KHCIOTAMU) TPUBOJUT K CHIKCHHIO
k03 durreHToB pacnpeneneHuss GTOPXUHOIOHOB. B kadecTBe mpekypcopa DP Obiia
BbIOpaHa TeENTaHOBas KUCJIOTa, OOECICUUBAIONIAS MAKCUMAJIbHBIC  TUIOIIAIH

XpoMaTorpaduuecKux MIKOB.

OHopohaokcamun

70 - B Paepokcanus

1 B %11 o +

O0Od1okcanes

30 -

20 A

Ilromane nuka, 10° 0Ty, en.

T'excanopad TenTaHoepas OKTaHOBad Honuanoeasa

Kap6onosas kuc1ota

Pucynok 34. BnmsHue paoHOpa BOAOpOAHOW cBsi3m B DOP Ha mmiomanu
xpomaTorpaduaeckux TUKOB GTOPXUHOTOHOB (Capamra = 200 MKT/II, 00bEM SKCTpareHTa
100 mxi1, n =3, P =0,95).

B xauecTBe akiientopa BOJOPOIHON CBS3H Jyisi 00pa3oBaHus DP Obuti n3ydeHbI ABa

NPUPOIAHBIX TEPIICHOUIA: MEHTOI U TUMOJI (pUCYHOK 35).
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Pucynok 35. Bimsaue akmentopa BOJOpOJHON cBsi3u B OP Ha 1uiomanu
xpoMatorpaduueckux muKoB PTopXuHOIOHOB (Capamra = 200 MKI/J1, 00BEM dKCTpareHTa

100 mxa, n = 3, P=0,95).

[Toka3aHo, 4TO HaJIU4YKME APOMATHYECKOrO KOJIbIAa B MOJIEKYJIE TEPIIEHOUIA UTPAET
KJTFOUEBYIO POJIb JIJISl U3BJICUEHUS LIETIEBBIX aHATUTOB. D(PPEKTUBHOCTD IKCTpaKuuu B DP
Ha OCHOBE THMOJAa OblIa MaKCUMaJbHOW, 4YTO CBS3aHO C MEXMOJIEKYJIIPHBIMU
B3aUMOJCHCTBUSIMU MEKY apOMaTHYECKHUMH KOJIbLIAMU TUMOJa U (PTOPXUHOJIOHOB.

Takxe OBUIO M3YYE€HO COOTHOIIEHHE T€NTAaHOBOM KHUCIOTHI M TUMojia B OP B
nuanasone ot 5:1 go 1:8 (moin./moi.). beito ycTaHOBIEHO, YTO MOJBLHOE COOTHOIICHUE
TreNTaHOBOM KHUCIOTHI M THMoJia 1:2 oOecrieuMBaeT JIydlllee M3BICUECHHE IIEJIEBBIX
aHanutoB (pucyHOK 36). KpoMe Toro, ObLI MOATBEPKACH CHHEPreTHUYCCKUN 3 (DEKT,
00yCIOBJICHHBIN O0JIbIIEH AKCTPAKIIMOHHON CITOCOOHOCTHIO CMECH SKCTPAreHTOB UeM eé
OTACTBHBIX KOMIOHEHTOB [149]. CuHeprusi oOBSCHSIETCS TEM, YTO PACTBOPHUTEIH B
CMECH B3aMMOJEHCTBYIOT JIPYr € JIpYroM M 0Opa3ylOT MOJIEKYJISIPHBIE KOMILIEKCHI
IIOCPEJICTBOM YCTAaHOBJIEHHSI BOJOPOJHBIX CBSi3eM (YTO corjiacyerca ¢ Teopuen
oOpazoBanust OP). IlogoOHble  KOMIUIEKCHI  XapaKTEPU3YIOTCS  MOBBILIEHHOM
pacTBOpsIfOLIEl  CIIOCOOHOCTBIO 1O  OTHOIIEHHIO K  pacTBOPAEMOMY WM
AKCTparupyeMoMy BellecTBY. B kauecTBe J0Ka3aTenbCTBA HAJTUYMS CUHEPTEeTHYECKOTO

s dekta ObLIIO MPOBEICHO cpaBHEHUE d(PPEKTUBHOCTU U3BJICUEHUS] (TOPXUHOJIOHOB B
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BbIOpanHbIi OP (1:2, Mo./MO7.) 1 ero TipeKypcopsl (pucyHok 36). V3 mpeacraBieHHON
3aBUCUMOCTH BUHO, UTO 3HAYCHUSI aHAJIMTUUECKOTO CUTHaJa BO3pacTatoT B 2 - 2,5 pasa

B CJIy4ac UCIIOJIb3OBAHHUA OP.

O Hopdrokcarme
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Pucynoxk 36. Bausinue cootHomienus npekypcopoB OP (renTaHOBOW KUCIOTHI U
TUMOJIa), a TaKXe€ CaMUX NPEKypCOPOB Ha IUIOMIAJU XpoMaTorpaduuecKkux MUKOB

GTopxuHOIOHOB (Canamra = 200 MKI/11, 00beM 3KCcTparenTa 100 Mk, n = 3).

B kauecTBe MpOTOH-IOHOPHOTO areHTa JJjist iN Situ 00pa3oBaHMs yIIIEKUCIIOTO ra3a
— nucnepraropa (aspl OP ObuIM M3y4eHBI BOJIOPACTBOPUMBIE KapOOHOBBIE KHCIIOTHI
(MypaBbHMHAs, YKCyCHas, IlIaBesieBasi, JUMOHHasi M siOJo4YHas). YCTaHOBJICHO, YTO
niaBeseBas, JUMOHHAS U S0J0YHAass KUCJIOThI 00pa3yroT TBepabie (a3bl B MPUCYTCTBUU
TUMOJIA ¥ TENITaHOBOM KUCIOTHI. KapOOHOBBIE KUCIOTHI C KOPOTKOMW IETNBbIO, MypaBbUHAs
(pKa 3,75) u ykcycHas kucinotsl (pKa 4,76), 00pa3oBbIBaii TOMOT€HHBIE CHCTEMBI C
TUMOJIOM ¥ TEeNTAaHOBOM KHUCJIOTOM U oO0ecrneuuBaiv OBICTPYIO pEAKIHUI0 C
ruIpokapOOHaT-noHaMHu B BOAHON ¢ase. Hambosee BhICOKHME CTENEHH BBIICICHUS

aHTUOMOTHUKOB HAOIOJANNCh B Clly4ae MPUMEHEHHs OoJjiee CHJIBHOTO MPOTOJIUTA
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(MypaBBHHOW KHCJIOTHI), oOecrieuuBaromniero Oosee 3PQGEeKTUBHOE AMCTICPTUPOBAHKEC
AKCTpAreHTa.

Taxke nns oOecriedeHus: 3(PQPEKTUBHOrO JqUCHEPrUpoBaHUsl Obula HU3y4yeHa
KOHIIEHTpaIusi KapOOHAT-HOHOB B pacTBope mpoObl B auamazone 0,25 - 1,25 monb/m.
beiio ycTaHoBieHO, 4TO onTUMajbHOM KoHIeHTpanuer Na,COsz s nmpeaiokeHHOM
cxeMbl sBisieTcs 0,75 monb/n (00beM mpoObI — 5 Mi1). MeHbIlMe KOHIICHTPALMK HE
obecrieunBany 3G(HEKTUBHOTO MTEPEMENTUBAHUS MPOOBI, YTO HETATHBHO CKA3bIBAJIOCH HA
CTENICHU W3BJICUCHUU (PTOPXUHOJOHOB. YBEIMYECHHE K€ KOHUEHTpanuu Bbime 0,75
MOJIb/JT HE MPUBOAMIO K POCTY aHAIUTUYECKOro curHama. Takum oOpa3zom, oObeM
MYpaBbUHOM KUCJIOTHI B TPEXKOMIOHEHTHOM cMecu DP ObuT paccuuTaH u3 cooOpakeHUi
MOJIHOTO PAacXOJOBaHUsI B peakluu ¢ KapOoHAT-MOHAMH M cocTaBuwi 290 MKII, 4TO
o0ecrnieunBag0 HaXOXKJICHUE aHAJIUTA B JICKTPOHEHUTpaibHOM hopme.

CoctaB BbIICICHHON TIOCNEe AKCTpakiuu (asbl Obul u3yueH meroxamu ['X-ITN]]
(ycimoBusi ompeAesnieHUsT M XpoMarorpamma npeiacTtaBieHsl B 1. 2.5) u UK-
CHEKTpOMETpUU. bbIIO ycTaHOBIEHO, 4YTO OpraHudeckas (asza moclie mpolecca
AKCTPAKIIUU COCTOSIIA TOJIBKO U3 TENTAHOBOM KUCIOTHI U TUMOJIA. MypaBbUHAsA KUCIOTA
MOJTHOCTBIO PAcXoJI0BajiaCh B XOJI€ PEaKIMU HEUTpaiau3aluu KapOoHaTa HATpUSl U HE
y4acTBOBasia B (DOPMUPOBAHUM BOJOPOJHBIX CBSI3€M KOHEYHOU YBTEKTUUYECKON CMECH.
CornacHo IMTepaTypHbIM gaHHBIM [141], oOpa3oBaHHE HOBBIX MEKMOJCKYISIPHBIX
BOJIOPOJIHBIX CBSI3€M MEXIy JOHOPAMH U aKIENTOpaMU MOJATBEPKIACTCS MOSBICHUEM
WM M3MEHEHHEM OJI0C norsomenus B oonactu 3230-3550 cm™. Jlannble, MoaydeHHbIE
n3 MK-cnekTpoB, CBUAETENBCTBYIOT 00 00pa30BaHMM BOJOPOJHBIX CBSI3EU MEXKIY
reNTaHOBOM KHUCIIOTOM M TUMOJIOM, 3a(UKCUPOBAHHOM IO HAJWYUIO BAJICHTHBIX
xonebanuit OH-rpynm (3420 cm™t). Takke OBUIO MOATBEPKIEHO HAIWYUE BAJECHTHBIX

xone6anuii rpymm —~COOH (1708 cm™Y), npuHamekaimux renTaHoBoii KUCI0Te (PHCYHOK

37).
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Pucynok 37. UK-criekTpbl renTaHOBOM KUCIIOTHI, TUMOJIA U (Da3bl, MOTYYEHHOU B

pesynbtrare JAOKMD.

BN yCTaHOBIIEHBI ONTUMANIBHBIA 00bEM ITPOOBI, KOTOPBIM COCTABUII 5 MII, U BPEMS
MIPOBEICHUSI SKCTPAKITUU — 5 MUH.

PazpabotanHbiii coco0 MHUKPOIKCTpaKIMK OOECHeUrl CIEAyIOIUe JTUHEUHbIC
JIMaIta30Hbl onpeaesieMbIx KoHeHTpanuii: 2,0 - 500,0 Mxr/n nms Hopdiaokcanura u 1,0
- 500,0 mxr/n g odnokcanuHa U (uepokcaruHa. I[Ipenenst oOHapyxkenus (36)
BapbupoBasiuch OT 0,03 wMmxr/n (oduokcanun u  ¢daepokcanud) a0 0,06 wMkr/n
(HopdnoxkcaruH) s pod Mosioka, U oT 0,3 MKI/Kr (odaokcanuH U (repokcaluH) 10
0,6 wMkr/kr  (HopdiokcamuH) I8 KPEBETOK.  3Ha4YeHUs  KOd(POUIIMEHTOB
KOHIIGHTPUPOBAHUSI, PACCUUTAHHBIE KaK OTHOIICHHS] KOHIICHTPAIMM aHAJIUTOB B
opraHuveckoil (¢aze K KOHIEHTpalusM B BOAHOW (Qaze, s HOPGIOKCAIMHA,
odprnokcanmHa u Quepokcanuua coctaBwimn 46,5, 49,5 u 43,0 COOTBETCTBEHHO.
[ToBTOpsieMocTh, XapakTepusyromascs 3HaueHuem BennunHbl OCKO, He mnpeBsllnaia
10%. CnemududHocTh onpenesieHus: HopduiokcanuHa, odiokcaluia U (iepokcaiHa
NPy aHaM3e pealbHbIX NPOO0 OlLEHWBAJaCh IYTEM COIOCTAaBJIEHUS BPEMEHHU
YACPKUBAHMS KAKIOTO aHAIWTA TMPU aHAIM3E pPEATbHOW MPOOBI M CTAaHAAPTHOTO
pacTBOpa, pacX0XXJACHUE BPEMEHU yAEP>KUBAHUA HE TPEBbILIANIO 2 %.

C mnomoripio pa3pabOTaHHOTO crocoba ObLIM  OompeeseHbl HOP(IOKCAIUH,

opiokcaumH U (¢GIepoKcallMH B MpoOE MOJOKa W KPEBETKax, IpeIBapUTesIbHas
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poOOTOITOTOBKA 00PA3IIOB OCYIIECTBISIACH B COOTBETCTBUU ¢ M. 2.3. B mcxomHbIX
oOpa3lax KpeBETOK M MOJOKa CJEeNOB aHTHOMOTHKOB (DTOPXMHOJIOHOBOTO psijia
oOHapyxeHo He Obuto (Tabmuma 11). IIpaBHIIBHOCTH TIONYUYEHHBIX PE3YJIbTATOB

MNOATBCPIKACHA MCTOAOM ((BBGHCHO-HaﬁHeHO)).

Taboauma 11. Pesynbratel omnpeneneHus HopdokcanuHa, ¢repokcalrHa U

odIoKcalMHa B MUIIEBBIX TpoaykTax (n =3, P =0,95).

ITo

MHUKPO3KCTPAKLIUU UMEET PAL npeumyuyecms: OTHOCUTEIBHO BBICOKYHO IKCIPECCHOCTD

Tpoda KoHueHTpanus aHaJIuToB,
MKTI/J1
AHAJIUTBI R, %
Beeneno, Haiigeno,
MKT/J1 MKT/J1

Momnoko 0 <TIIO -
Hopdokcarun 50 48,2 £2,7 4

100 101,8+2,1 2

0 <TIIO -

depokcanuH 50 47 +£3 6

100 102,1 £1,7 2

0 <IIO -

Odnoxkcanun 50 53+£3 6

100 95+3 5)

KoHueHTpanus aHaJIuToB,
MKI/KT

Kpeserku 0 <IIO -
Hopdnokcarma 18,0 16,6 £ 0,8 4
25,2 225+1,9 11

0 <IIO -

dnepokcanuH 10,8 94+1,3 13

17,3 16,1+1,4 7

0 <TIIO -

Odmokcanun 15,2 13,7+ 1,1 11

21,7 19,8 +2,5 6

CPaBHEHHIO C CYUIECTBYIOIIMMHU aHajJOraMM pa3pabOTaHHBIA  CrOCO0
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(5 ™MwMH), SKOJOTMYHOCTH (HE TpeOyeT MNPUMEHEHHS] OPraHUYECKUX TOKCHYHBIX
OKCTPAreHTOB) W DHHEPreTHYeckylo 3(P(EeKTUBHOCTh (HE TpedyeT OSHepruu Jyis
MHTEHCU(PUKAIIMH IIpoLiecca Maccolieperoca u paszenenus ¢gas). Kpome roro, 6marogaps
OTCYTCTBHIO CTaauU ILEHTPU(PYTUPOBAHUSA CTAHOBUTCS BO3MOXKHA €ro IMOJIHAs
aBTOMaTH3alus, 4ro Oyner paccMoTrpeHo B 1. 6.1. Hedocmamkom pazpabOTaHHOTO
NOJIX0J1a SIBJISIETCS] HEOOXOUMOCTh YCTPAaHEHUs KHUPOB U OENKOB M3 Marpull npod Ha
IpeIBapUTEILHOM JTarne MPOOOMOATOTOBKH, YTO JENaeT aHalu3 OTHOCHTEIHHO
TPYJAOEMKHM.

PesynbTathl HCclieoBaHus OIMyOJIMKOBAHKI B s)kypHaie Talanta [21].

4.4. MUKpPOIKCTPaKIUA B MULICJUIAPHYIO a3y

MHoroo6emarnmm METo10M IPOOOMOATOTOBKH JIJIsl aHAJIN3a CYCIIEHAMPOBAHHbIX
po0 ABIIAETCS MULEIUISIPHAST MUKPOAKCTPAKLHUA, XapaKTEPUIYIOMIASICS SKOJIOTHUECKON
0€30I1aCHOCTBIO 110 CPABHEHUIO C IMPOLEAYpaMH MPOOONOATrOTOBKH, OCHOBAHHBIMHM Ha
KJIACCUYECKUX BapUaHTaX »HSKCTPAKUUHU, MPOCTOTOM M JIOCTYMHOCTBbIO, a TaKke
BO3MOXXHOCTBIO M3BJIEKATh PACTBOPEHHBIE BELIECTBA C UIIMPOKUM JIMANAa30HOM
nojsipHoctu. OHaKo, M3-3a BBICOKOM BSI3KOCTH OOpasyrouieiicst ¢asbl, 00oraméHHoMl
MULEJUIAMHM, TaKW€ BApUAHThI MPOOOMOATOTOBKH CIIOXKHEE COYETAIOTCS C METOAaMu
netexkTupoBaHus. Yamie Bcero TpeOyercss paz0aBieHHME 3KCTPAKTOB, YTO MPUBOAUT K
Bo3pacranuto [10.

JUist  ycTpaHEHHs  BBILICTIEPEYUCICHHBIX  HEJAOCTAaTKOB ObLI  pa3paboTaH
MPUHITUITHAIBHO HOBBIM CMOCO0 MHUIIECIUISIPHOW MUKPOIKCTPAKIIMUA, OCHOBAHHBIA Ha
U3BJIICUEHUH M KOHUEHTPUPOBAHUU TMOJSPHBIX aHAIUTOB B (pazy, 0Opa30BaHHYIO
NEPBUYHBIM AMUHOM U KapOOHOBOW KHCJIOTOH €O CpeIHEW NIMHOW YIJIEpOJHOM LEMHu.
Paznenenne a3 obecneunBanoch 3a CU€T BblcalMBaollero areHra. IlomydeHHas B
pe3yJibTaTe MHUKPOIKCTpakiuu (aza obsagana HU3KOM BS3KOCTBIO M HE TpeboBaia
JIOTIOJIHUTENIBHBIX MAHUIYJISIIIUI TIEpe]] BBOJIOM B aHAJIU3ATOP.

[IpennoxxeHHbI cIOcOO OBLT MPUMEHEH ISl ONMpPEETICHUs YEThIPEX MOJSPHBIX
MECTULINIOB, OTJIWYAIOIIMXCS MO0 XMUMHUYECKOW CTPYKType (pucyHoK 38), U IIUPOKO

pacnpocTpaHEHHBIX B CEIBCKOM X03siicTBE B PD: Oudentprna (pacTBOpUMOCTh B BOJIE
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(S) <1 mr/n), mnasunoHa (S = 60 Mr/i), TpHaguMeHoJa (S = 72 Mr/n) u TpuaguMedoHa
(S =70 mr/m) [150].

I/IHCCRTHIIHIIBI:
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Pucynok 38. CtpykTypHBIe GOopMyITbl ONPEHTPHHA, TUA3UHOHA, TPUATUMEHOJA U

TpuaauMedoHa.

Ha nepBom 3Tane ObUT H3y4eH COCTaB SKCTPAKIIMOHHON cMecH. M3BeCTHO, UTO npu
CMEILIEHUH C BOJIOM IEPBUUHBIE aMUHBI CIIOCOOHBI 00Pa30BBIBATH U30TPOIHBIE PACTBOPHI
[151]. Tlpomecc mpoTekaer Omarogapss 0Opa3OBaHUIO THAPATOB aMHHA H HUX
JMCCOLIMAINH, B PE3YJIbTaTE YEro 00pa3yroTCs MOJOKUTENIBHO 3apsSKEHHbIE aMPUPUITbL,
OpU  JOCTMKEHMHM KPUTHUECKOMW KOHILIEHTpAalMM MHULEIO00pa30BaHUus KOTOpbIE
CIIOCOOHBI K CIOHTaHHOW CaMOacCOLMAlMM € OOpa3oBaHMEM MHULEUL. AHAJIOTMYHO
pactBopam [TAB mutienisl aMUHOB 00pa3ytoT B BOAHOM cpejie COOCTBEHHYIO0 MUKpO(da3y
U SIBJISIOTCA  TOMOTEHHBIMM W OAHO(A3HBIMM B MakKpomaciitade, HO
MUKPOT€TEPOreHHBIMU | JBYX(a3HbIMU Ha HaHOypoBHe [152]. Takxke B KaudecTBe
ampupuiIoB B BOJHOW cpele MOTYT BBICTYHaTh >KUPHBIE KHUCIOTHI, COAEpXKallue
ruapopmibHy0 kapookcuibHylo rpynny (-COOH), B To BpemMs kak yriieBog0OpoOIHasI
Henp sBIseTcs TUAPOPOOHON. AreHTaMu KoalepBallMd TaKUX CHCTEM CIIyXaT
YETBEPTUYHBIC AMMOHHEBBIC COJIM, AMPOTOHHBIA PACTBOPUTENDH (TeTparuapodypaH),

MarHuTHbBIE HaHOoYacThIbl [153,154].
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YuuteiBasi pa3Hyl MNOJAPHOCTb ONPEACISIEMbIX B JAHHOM HCCIIEIOBAHUU
MECTHIIMJIOB, HapuUMep, KoapurueHT aunoduibHoct 10gPon 1 AuasuHoOHa paBeH
3,8, a s Oudentprna on coctaniser 6,0 [155], ObLI0 MpeAI0KEHO U3YUHTh IIEPBUYHBIC
aMUHBI B psAAy OT OyTHJIaMHHA A0 JelujaMiHa U THAPOPOOHBIE KapOOHOBBIC KHUCIOTHI:
2,2-TUMETHIINIPOIIaHOBAasl, T€KCAHOBAas, OKTAHOBAsi U HOHaHOBasi. Kpome Toro, BIiepBbIe
OBLJIM M3yYEHBI CMECH 3TUX COCJUHEHUN B PA3IMUYHBIX COOTHONICHUSX B JMANa30HE OT
1:4 mo 4:1 (06./06.). DKCIIEpUMEHT MPOBOJIUIICS CIACAYIOMMM 00pa3om: 1 M1 BOJTHOTO
pacTBopa necTuluIoB ¢ KoHieHTpauuend 100 Mkr/n cMemmBanu ¢ 50 MK MEPBUYHOTO
amMrHa, KapOOHOBOW KHUCJIOTHI MJIM 3KCTPAKIIMOHHOW CMECH, COZEpIKalleld MepBUYHBIN
aMUH U KapOOHOBYIO KHCIIOTY, B Pa3JIMYHBIX COOTHOIIEHMSX; 3aTeM 100aBisiin 200 MK
HACBHIIIEHHOTO BOJHOTO pAacTBOpAa XJIOPUIA HATPHs, TIIATEIBHO NEPEMEUIMBAIA B
TEUEHHUE 3 MUH, TOCJI€ YEro B TEUEHUE 5 MUH IeHTpUdyrupoBain co ckopoctbio 5000
006/muH. [Tonyuennyro dazy anamusupoBaiu Merogom I'X-MC. Beuto ycTaHOBIIEHO, YTO
TOMOTE€HHBIE PAaCTBOPHI OOPA3YIOTCA JJII BCEX aMUHOB M CUCTEM HAa OCHOBE MEPBUYHBIX
aMUHOB M KapOOHOBBIX KHCJIOT MPAKTUYECKU BO BCEX COOTHOIIEHUSX. I'ekcaHoBas,
OKTaHOBasi, HOHAHOBass U  2,2-IUMETHINPONMAHOBAasl  KHUCIOTHI  OOpa30BbIBAIM
TUApOPUIBHBIE IMYJIBCUHU, YTO MOKHO OOBSICHUTh HU3KOM PACTBOPUMOCTBHIO KUCIIOT B
BOAHOM (paze MU MX BBICOKOM KOHIIEHTpalMed B cucteme. Tem He MeHee, MOCIe
n00aBJICHUS BBICAJTMBAIOIIETO areHTa paszjeieHue (a3 MPOUCXOIUIO TOJBKO IS
HECKOJIbKUX CHUCTEM: |-TenTujaaMuH U 2,2-TuMeTHiInpornanoBas kuciota (4:1, 06./00.),
1-HoHMIIaMUH u 2,2-muMeTWiInpornanoBas kuciora (3:2, 006./00.), l-renTuinamMuH u
HOHaHOBas kuciorta (4:1, 00./06.). bb10 ycTaHOBIEHO, YTO BBEJACHUE B CUCTEMY 2,2-
JMMETHINPONAHOBOW KHUCJIOTHI MO3BOJIMIIO CYIIECTBEHHO YIy4YIIUTh 3(PPEKTUBHOCTH
AKCTPAKIMHU JIJIsi O0JIee PACTBOPUMBIX B BOJIC aHATMTOB (TpuaguMedoH U TprHaauMeHON)

Onaronmapsi MeHbIIeH ruAPOPOOHOCTH 2,2-TUMETHIIIPOTIAHOBOM KUCIOTHI (pUCYHOK 39).
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Pucynok 39. BausHue coctaBa SKCTPaKIIMOHHON CMECH Ha CTETICHHW M3BIICUCHUS

necTHIHIOB (Capamra = 100 MK/, N = 3).

Ha ocHOBe TOJNlydeHHBIX JaHHBIX ObLI BBIOpaH  CYNPaMOJIEKYJISIPHBIN
pacTBOPUTEIIL Ha OCHOBE |-HOHWMJIAMHMHA W 2,2-AMMETHINpPONAHOBas KUCIOTHI (3:2,
00./00.), obecrieunBaromnii OOJIBINYIO CTEIICHb N3BIICUEHUS IIeJIeBBIX aHaTUTOB (76 - 100
%).

JIist  yMEHBIICHHS BA3KOCTH BBIOPAHHOW OSKCTPAKIMOHHOW CMECH OBLIO
MPEJIOKEHO JOOABIATh B CHUCTEMY JCMOHU30BAHHYIO BOJY. BBUIO yCTaHOBJIEHO, YTO
COOTHOIIICHHWE |-HOHWUJAMHUHA, 2,2-TUMETHUINPONAHOBOM KHUCIOTHI M JEHOHU30BaHHOM
BOJIbI paBHOE 3:2:5 (00./00./00.) oOecreunBasio MaKCUMAaJIbHBIC CTEIICHU HW3BJICUCHUS.
Takum 00pa3om, BBEJICHHE JIEHMOHM30BAHHOW BOJBI B COCTaB 3KCTPAKIIMOHHOW CMecH
MO3BOJIMJIO 3HAYUTEIILHO YMEHBIIUTD €€ BI3KOCTh, UTO, B CBOIO OUEPE/Ib, ITOJIOKUTEIIBHO
MOBJIMSJIO HA BOCIPOU3BOJAUMOCTL PE3YyJIbTAaTOB, & KPOME TOr0, YIPOCTUIIO MPOIECC
npoOonoaAroTroBku. Takke ObUT YCTAaHOBJIEH ONTUMAaJbHBII 00bEeM BBIOpAHHOMN
HKCTPAKIIMOHHON CMECH, PaBHBIN 225 MKIL

B kauectBe wuHHIMaTOpa KoalepBallud OBUIM U3Y4Y€Hbl HauboJiee YacTo
UCIIOJIB3yEeMbIC JUISI OTUX LEJIel DJIEKTPOJIMTHI, TaKUE KaK XJIOPHUA HATpHs, Cyibdar

aMMoHusI, Tuapodocdar HaTpus, ameTaT aMMOHMS, KapOoHar Kaiaus. Takxke, ObLIO
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UCCJIEIOBAHO BIIMSIHHE BBICAXAPUBAIOMIET0 areHTa (TJIIOKO3bl), M  HOJSPHOTO
pacTBOpHUTENs (alleTOHUTPHUIIA), KOTOpPbIE, KaK U3BECTHO, CITIOCOOHBI OKA3bIBATH CXOXKHE
b dexTrl. b0 ycTaHoBIEHO, YTO OOpa3oBaHME KoalepBaTa MPOUCXOJIUIIO TOJIBKO
nocJie 100aBJI€HUs] CUIIBHOTO AJEKTPOJUTA — XJIOpUAAa HaTpus. B ocTanbHBIX ciydasx
oOpa3oBaHus OTAeNbHOU (pa3pl He HaOIOan0Ch. Mcnonb3oBanue cynbdaTa aMMOHHS,
ruapodocdaTa HaTpusi M KapOOHATa Kajvs MPUBOAWIO K OOpa3oBaHUIO OCAIKOB —
KOAryJsiTOB, CBOMCTBEHHBIX KOJIJIOWTHO-HECTAaOUIBHBIM cucTeMaM. Takum oOpazom,
XJIOpDUJ HATpHUs BBICTYyNAJd B POJM areHTa KOallepBallMd, YMEHbIIAs pPacTBOPUMOCTH
[IEJIEBBIX aHAIMTOB B BOJHON (haze U CcrOcOOCTBYS 0Opa30BaHUIO OTIAEIbHON (pa3bl —
KoanepBarta. Bo wu30exanue pa30aBlIeHHs aHAJIM3UPYEMOrO BOJHOIO pacTBOpa
PacTBOPOM 3JIEKTPOJIUTA, COJIb JT00ABIISII B BUJIE CYXOI'0 BELIECTBA. Y CTAHOBJIEHO, YTO
AHAJIMTUYECKUIN CUTHAJII BO3pACTal MPU YBEIMYEHUN MACChl XJiopuaa Hatpus A0 200 mMr
U HE MEHsICA B JalibHEHIIeM, TakuM oOpa3oMm, 3Ta Macca Oblia BblOpaHa aJis
JNANbHEHIINX SKCIEPUMEHTOB. TakKe OMNBITHBIM IMyTEM OblIa yCTAaHOBJIEHA HAaBECKa
oOpasiia, kotopas coctaBuia 0,8 r.

JUis aHanM3a MUIIEBBIX MPOJYKTOB PACTUTEIBHOTO IPOUCXOXKACHUS Oblia
NpEeIIoKEHa CXeMa aHajiu3a, BKIIOYarollas B ce0s HECKOJIbKO cTaauii: 1) BBeneHue
HKCTPAKIIMOHHOM CMECHM Ha OCHOBE IMEPBUYHOIO aMHMHA M KapOOHOBOW KHCIIOTHI B
pacTBOp, COAEpKaINI TOMOT€HU3UPOBAHHbIN 00pa3el U nepeMeIMBaHle CUCTEMBI; 2)
yAaJIeHHEe TBEPbIX YACTHIl 00pa3la ¢ MOMOUIbIO (PUIIbTpaA «CHHSIS JIEHTay (pa3Mep nop 4
MKM); 3) BBeJCHHE areHTa KoarepBaiuu; 4) meHTpudyrupoBaHUue ¢ ILEIbIO MOJHOTO

pazaenenus ¢as3; 5) ananu3 BeieaeHHOH (a3bl ¢ momorisio ['X-MC (pucyHok 40).
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SKCTpaKIHOHHAS
CMeCh, 225 MKI

JleHOHH30BaHHAA

ﬁir
f

NaCl02r g4
BOJa. 3.8 M1 Brimenennas ¢ aHanHTaMH
¢ .
OunpTanHa ¢aza
OO
o0
o° 1
> |) — |—> >> FLI__
- \_/ I'X-MC aHamn3
I'oMoOreHH3HPOBAHHEIL lenTpudyruporanne,
obpazen, 0.8 T 5 MHH

Pucynoxk 40. KomOuanpoBaHHas cxema aHaiu3a TBepAO(a3HBIX MPOO MUIIEBHIX
IIPOYKTOB, BKJIIOYAIOIIAs MULEIUIIPHYI0 MUKPOIKCTpAKIMIO U nocaeayomui I'X-MC

aHanu3 (asbl.

Crnenyronuii aTan ObUT MOCBSIIEH U3yUYEeHUIO BblienuBIeiics ¢gasbl. Coaepkanue
BOABl B CYNpaMOJIEKYJIApHOMl (a3e oueHuBanock wmetonoM Kapma-®Oumepa ¢
ucnosb3zoBanueM KyinoHometrpa 831 KF (Metrohm, IlIBeiinapus). boiio oOHapyskeHo,
qT0 BBIACNICHHAs (a3a comepkana (75,0 = 1,0) % (06./06.) Boabl. Beicokoe conepxaHue
BOJABI O0EcTeunBajgo0 HHU3KYI0 BSA3KOCTh pacTBOpHUTENsA. M3MepeHHOe 3HaueHHUe
KMHEMAaTU4YeCKOW BS3KOCTH C HCIOJB30BaHHMEM BHUCKO3UMeTpa Y00enole coCTaBUIIO
(15,3 £ 0,4) mm?/c pu 25 °C. Anamus dassr merogom I'X-TTH]] (1. 2.5) moarsepau
Hanmnuue B Her (25,0 £ 1,0) % (06./00.) l-HoHMIamMuHa W 2,2-THUMETHINPONAHOBOM
KHUCIIOTHI B cCOOTHOIIEHUU 1:1 (Mosib/MOIB). Takum 00pa3oM, MOKHO MPEANOI0KUTh, 4TO
pu 100aBJICHUN MPOTUBOUHOB (KApOOHOBOM KUCIIOTHI) K MOJOKUTEIHHO 3apSXKEHHOMY
aMHUHY B TIPUCYTCTBHM areHTa KoallepBallud o0O0pa3yeTcss CympaMoOJICKyISIPHBIA
PacTBOPUTEIT.

[TonTBepkeHne HaTUYUS CYNPaMOJIEKYJISIPHBIX arperaToB B BBIIEICHHOU (ase
OCYIIECTBIISUTM C MOMOIIBIO METOJa JUHAMUYECKOTO pPacCesHUs CBETa Ha yCTaHOBKE

«PhotoCor Complex» (Dotoxop, Poccust), morpemHocts n3mepenust coctapisia £ 1 %;
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paccesiHue uccienoBainu B auanazone yrios oT 40° no 100°, norpemnocts 0,01°, mpu
temrniepatype 20,0 £ 0,1 °C; UCTOYHUK H3Iy4EHHS — TEPMOCTAOMIM3UPOBAHHBIN
JUOJIHBINA JIa3ep MOIIHOCTHIO 25 MBT, ¢ nnuHHON BOnHBI 445 HM. [lpunuun merona
3aKJTF0YACTCS B M3MEPEHUU KOPPEIAIMMOHHON (GYHKIUHM (IyKTyarnuii WHTEHCHBHOCTH
pPacCcessHHOTO CBETa, BO3HUKAIOIINX M3-32 OPOYHOBCKOTO JIBUXKEHHUS JUCIIEPCHBIX YACTHUIL
WJIM MaKPOMOJIEKYJT B dKHUIKOCTH MPU MPOXOKICHUH JIA3€PHOTO Jyya Yepe3 TUCIIEPCHYI0
cpeny. AHanM3 KOPPEISILMOHHON (YHKIHMH TMO3BOJISIET IOJYYHTh PpPaCIpEAeIeHUe
XapaKTEPHBIX BPEMEH pestakcanuil prykTyaluil yucia 4acTuil B pacCeuBaroIieM o0bEMe,
a TaKXe paclpesesicHne Mo pa3mMepam dactull U kodhdumuent ux auddysuun [156].
Pe3ynbTaThl U3MEpeHUil MoKa3aau, YTO B CIy4dae OT/IEIbHBIX BEIECTB: JEMOHN30BaHHON
BOJbl, |-HOHWIaMMHA H 2,2-TUMETHINPONAHOBOW KHUCIOThI, aBTOKOPPEISLUOHHAS
GyHKIUMS HE HakaruBaeTcs. Takas KapTUHA XapakKTepHa IJi ONTUYECKH YHMCTBIX
xuakoctedl. Takum oOpa3oM, MOXKHO CJeNIaTh BBIBOJI O TOM, YTO B JIaHHBIX Cpellax
HAJIMOJIEKYJISIPHBIE CTPYKTYPbl OTCYTCTBYIOT.

Hanuune aBTOKOppETIMOHHON (PYHKIMU ObUIO 3a(PUKCUPOBAHO I MCXOTHOM
AKCTPAKIIMOHHON cMecH (1-HOHMIIaMuH, 2,2-TUMETHIINIPOIIaHOBast KUCIIOTa, Boja (3:2:5,
00./00./00.)) u BbAeneHHoM (a3pl. Pacnpenenenus koapduunentoB auddysum,
pacCcUMTaHHbIE U3 MOJYUYEHHBIX JAaHHBIX MPHU yTiie paccesHus 90°, mokazaHbl HA PUCYHKE
41. Kaxnoe pacrnpeieieHue ¢ OJHUM MUKOM IOKa3bIBAET, YTO 00pazyercs OJIMH THUI
HAJMOJIEKYJIIPDHOM  CTPYKTYphl (MHULEJUIBI), HMEIOUMI cxoxee Aupdy3uoHHOE
nosenenue. Koopduuuentsr quddysuu stux arperatos pasusie (31,9 +£0,7)-108 cm?/c B
SKCTPAaKIMOHHOM cMecH 1 (22,2 + 0,2)-108 cm?/c B BBIgEneHHOM (a3e ObUIM pACCUMTAHBI
KaK CpeiHHEe 3HaYeHUs (n = 7) U3 U3MEPEHMI, MOTYyUEHHBIX MU yriax paccesHus ot 40
10 100° ¢ mrarom 10°. [l gucThix BemecTB KodpduineHTsl 1udPpy3un CyIecCTBEHHO
seime: 2,3-107° cm?/c ans Boael [157], 0,59-10° cm?/c ansa 1-noaunamuna [158], 0,89-10-
> cm?/c g 2,2-puMeTHanponaHoBoil kucnoTel [159]. Uem Hmke Kod(QuUMEHT
muhdy3un, Tem Oosbiie pazMep yacTull. Takum oOpa3oM, pa3Mep OOHApYKEHHBIX
CTPYKTYp NMPUMEPHO Ha JIBa MOPSJIKA BBIIIE, YeM y UX MPEAIICCTBEHHUKOB. DTOT (HaKT
CIIYKUT JJOKA3aTeIbCTBOM TOTO, UTO MTPOU3OIILIA arperaiys MOJIEKYI U CPOPMUPOBATHCH

CYIPaMOJIEKYJISIPHBIE CTPYKTYPBI.
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Pucynoxk 41. Pacnpenenenue koddpdunuentoB auddysuu (D) ansa
CYMpaMOJICKYJISIPHBIX CTPYKTYp B BbIACIUBIICHCS (pa3e u B 3KkcTpakimoHHo cmecu (T =
293 K, yrox paccesiusg 90 °, n = 7).

Ha ocHOBaHWM MOJyYEHHBIX JaHHBIX MOXXHO CYIUTh O CICAYIOIMIEM MEXaHH3Me
sKcTpakiuu (pucyHok 42). Ilpu BBeIeHNN SKCTPaKIUOHHON cMecH (1l-HoHMIaMuH, 2,2-
JTUMETUJINPOTIaHOBAasl KUCJIOTa U JIeMOHU30BaHHas Boja (3:2:5, 00./06./00.)) B BOAHBIN
pacTBOp C TOMOTCHH3WPOBAHHBIM 00pa3IoM 00pa3yeTcs KOJUIOWIHBIN pacTBop. [lanee
MIPOUCXOIUT MACCOIIEPEHOC AaHAIUTOB U3 TBEPAO(DA3HOM TPOOKI B JAHHBIN KOJIJTOWIHBIN
pacTBop. BBenenne ximopua HaTpUs B CUCTEMY MPUBOAUT K U3MECHEHHIO HOHHOUW CHITBI
pacTBOpa M CIOCOOCTBYET KOAallepBallMH, B PE3yJbTaTe YEro MPOUCXOIUT pa3/ciICHUE
da3. bputo TpennonokeHo, UYTO JABWXKYIIEH CUJIOW mporiecca oOpa3oBaHUS
CYMPaMOJICKYJIIPHOTO PACTBOPUTENS SIBJISCTCS JJIEKTPOCTATHUYECKOE B3aUMOICHCTBUE
MEXIY TTOJIOKHUTEIBHBIM 3apsi/IOM Ha | -HOHUJIAMUHE U OTPHUIIATEIbHBIM 3apsi/ oM Ha 2,2-
JTUMETHJITIPOTIAHOBOM KHCJIOTE; a M3BJICUECHUE aHATUTOB B (Da3y CympaMoJIeKyJSIPHOTO
pacTBOpHTEINsA, O00ECIEUNBACTCS MEKMOJCKYISIPHBIMA B3aUMOJICHCTBUAMU  MEXKTY
ruApohOOHBIMA XBOCTAMHU MOJIEKYJ |-HOHMIaAMHUHA/2,2-TUMETHIIPOTIAHOBOW KHCIIOTHI

N AJIKWJIbHBIMHU T'pYyIIIIaMH MOJICKYJI IICCTULIN/IO0B.
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Pucynok 42. MunemisipHasi MHUKPOIKCTPAKIUS TMECTUIIMIOB M3 CYCIICH3MI B
CYNpPaMOJIEKYJISIPHBIN pAacTBOPUTENIb HAa OCHOBE MEPBUYHOIO aMHUHA W KapOOHOBOM

KHCJIOTOM.

BaxxHol 0COOEHHOCTBIO BBIJICIICHHON (ha3bl, COCTOSIIEH U3 aMrUHa U KapOOHOBOM
KHCIIOTBI U TIOYYECHHOW IO TIPEIIOKCHHOW CXeME MHUKPOAKCTPAKIIMH, SIBISETCS €&
HU3Kas BSI3KOCTh, YTO TIO3BOJIMIIO OCYIIECTBIATh €€ TpSIMOM BBOJ B Ta30BBIN
xpomatorpad 0e3 pazOaBieHHUS, a 3HAYUT, U COXPAHUTh YYBCTBUTEIIBHOCTh METOJ/IA B
uesnom. Jist cpaBHeHMs ObUTM U3MEPEHBI KHHEMATHYECKUE 3HAU€HUS BA3KOCTH 1pu 25 °C
JUTS BBIICTICHHBIX (a3, MoJTydeHHBIX coriacHo padote [93] ¢ mpumenenuem Tpurona X-
100 (30 %, wmacc./006.) W DKCTPAKIMOHHOM CMECH, NPUMEHSIEMOM B JaHHOM
uccnenoBanuy. 3HaueHus cocraBumu (1070 £ 33) mm%c m (153 +£ 04) mm?c,
COOTBETCTBEHHO.

Pa3paboTanHblii KOMOMHUPOBAHHBIA CHOCO0, BKIIOYAIOMIMK MHULEIUISIPHYIO
mukposkerpakiuuio (7 muH) U ['X-MC ananu3 (12 muH), obecrneunBall ClIEIyIONTUE
JUHEHWHBIC THAa30HbI ONPEACIIeMbIX KOHIICHTparuii: 25 - 800 MKI/KT 11 TUa3uHOHA,
30 - 1000 mxr/kr gist tpuaaumedona, 15 - 500 Mkr/kr nis TpuaguMmenona, u 3 - 1200
MKT/Kr aiusa Oudentpuna. Ilpenenst oOHapyxkeHus (36) cocTaBWwiIM: 8 MKI/KT s

nvasuHoHa, 10 MKr/Kr it TpuaaumedoHa, 5 MKI/KT 1J1 TpUaJIuMeHoJIa, U 1 MKI/KT 1Jis
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oudentpuna. [loBropsieMocTs, xapakrepusytomiascs 3nauenneM BennunHbsl OCKO, ne
npesbiana 9 %. CnenuuuHoCTh ONpeAeNICHUs] AHATUTOB MIPU aHAINU3€E PeaIbHBIX MPO0
OLICHUBAJIaCh ITyTEM COIIOCTABIICHUS BPEMEHM YACPKUBAHUS KaKJIOTO aHaIUTa IMpU
aHallu3e peaJbHOM MpoObl M CTAaHAAPTHOTO pPacTBOpa, pPacXOXKJIECHHE BPEMEHU
yAEpKUBaHUS HE TIpeBbIao 2 %.

Bo3moxHocTH  pa3zpaboTaHHOro crnocoba ObLIM  MPOJEMOHCTPUPOBAHBI HA
npuMepe OompeAeNieHus] AUa3uHOHA, TpuaguMedoHa, TpHaauMeHola U OudeHTpruHa B
NUIIEBBIX MPOAYKTAaX PACTUTENBHOIO MPOUCXOXKACHUS (OrypLax U JETCKOM OBOLIHOM
ntope). [IpaBUIBHOCTh MOJYYEHHBIX pPE3YyJbTaTOB OblIa MOATBEPKIECHA METOIOM
«BBEJICHO-HAWJICHO» W METOJOM cpaBHeHHMs (Tabimmia 12). B kauectBe MeTona
CpaBHEHHUs ObUT BHIOpAaH KOMOMHHMPOBAHHBINA CIIOCOO, OCHOBaHHBIM Ha KJIACCUYECKOU
IPOLEIYPE KUJIKOCTHO-KUIKOCTHOM 3KCTPAKIMU C BBICAJIMBAHUEM M TOCIETYIOIIUM

I'X-TIT1]] anamuzom [160].

Tabsmpma 12. Pesynbrarel  omnpeneneHusi AWAa3WHOHA, TpuaguMedoHa,
TpUAAUMEHOJIAa U OM(PEHTPUHA B JETCKOM OBOIIHOM IMUTAHUHM U OTYpLAX C MOMOIIbIO

paspaboranHoi u peepeHTHor Metonuk (n =3, P=0,95, F, = 19, t, =2,78)

Haiineno, MKr/Kr t- F- R,
BBeaeno
Oo6pa3sen AHaJIHT Ix- kpute | kpurte | %
, MKr/kr | I'X-MC
111401 pui puit
0 <10 <10 -
JnaznHoH 250 243 £10 | 240+ 11 0,67 1,10 3
500 497+ 13 | 475+18 | 2,02 2,19 1
0 <10 <10 -
Herckoe Tpuagumedon 250 246 +12 | 252+10| 0,83 1,98 2
OBOIIHOE 500 501 +£20 | 512+19 | 0,80 1,16 1
mope 0 <I10 <I10 -
Tpuanumenon 50 52+3 51+4 0,32 2,22 1
100 103+ 10 108 +9 1,58 2,40 3
0 <10 <10 -
budentpun
500 496 +£17 | 501 +11 0,44 2,44 1
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1000 968 + 30 1ot 2,74 | 13,07 3

10
0 <[10 <[10 -
Jlna3suHOH 250 257+ 16 245+9 0,73 3,26 3
500 51010 | 496+27 | 1,06 | 16,41 2
0 <[10 <[10 -
Orypust | Tpuamumedon | 250 250+10 |[251+18 | 0,03 | 10,15 | O
[JIaJIKUeE 500 513 +25 503 +£8 0,75 9,28 3
JUTMHHOILION 0 2342 23+1 0,51 3,99 -
HBIE Tpuagumenon 50 76 £7 75+2 0,35 17,26 4
100 12242 123+2 | 1,38 2,25 2
0 <[10 <[10 -

budentpun 200 209 +19 196 + 8 1,24 6,21 5
400 403 + 23 397+5 0,50 18,94 1

0 <[10 <[10 -

JlnasuHOH 250 248 £30 | 250+12 | 0,39 10,35 1

500 511+25 | 515+11 | 0,30 6,02 2

0 <[10 <[10 -

Orypusl | Tpuagumedon 250 25611 |252+10| 0,54 5,38 2
KOJIFOUHe 500 504+18 |494+11| 0,85 4,87 1
KOPOTKOILIO 0 <[10 <[10 -
TTHbIE TpuagumeHnon 50 50+£2 50+1 0,39 3,53 0
100 103+9 99+3 0,79 | 13,32 3

0 <I10 <I10 -

budentpun 200 216 +17 | 202+12 | 1,41 3,04 8
400 420+45 | 395+19 | 1,13 5,07 5

MunennspHas 3KCTpakuus ObUla YCHEIIHO peaju3oBaHa JJis ONpelesIeHUs
NECTULIMJIOB B Pa3IMYHBIX MUIIEBBIX NpoAyKTax. OJHAKO, KaK yXe ObLJIO OTMEUEHO,
CaMOOPraHU30BaHHbBIE CPEABI UMEIOT CEPhE3HOE OIPAHNYEHUE — TTOBBIIIEHHYO BA3KOCTb.
JlanHOoe  CBOMCTBO  MpPEMATCTBYET HEMOCPEICTBEHHOMY BBEIEHHUIO (a3bl B
aHAIMTUYECKUI TpUOOp M TpeOyeT BKIIOYEHHUS JTOMOJIHUTEIBHOTO 3Tana MOATOTOBKHU:
paz0aBlieHHEe, OCAKIECHUE WIIA PEIKCTPAKIHUIO, YTO CYIIECTBEHHO YBEJIMYMBAET BPEMS

aHanu3a. B oTamunMe OT METONOB, TMPEACTABICHHBIX B JuTeparype (Ttadnmma 13),
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pa3paboTaHHBIN crmOcOo0 He TpedyeT pa3daBieHHS U O0OpAaTHOM AKCTpaKIMK Ojaroaaps
HU3KOU BSI3KOCTH 00pa3oBaHHOM (a3bl. [Iponemypa sBaseTcs IpoCToit, JETKOH, OBICTPOi

1 DKOJIOTUYECKU 0€30ITacHOM.

Pesynpratel uccnenoBanusi omyOnukoBaHsl B kypHaine Journal of Molecular

Liquids [16].

Tadaumma 13. CpaBHeHUE METOAOB OIpPEICICHUS NECTUIMI0B B IHILEBBIX

MpoaAyKTax Ha OCHOBC MHHGHHﬂpHOﬁ 9KCTPAKIHU.

O0bexT Bpems
JKCTPAreHT aHaJM3a Merton npodonox | Cebln
AHAIUTBI mo
(0bém/ macca) (Macca aHaJu3a rOTOBKH, Ka
npoobI) MHUH
Tputon X-100 OsBomn
Tpuxnopdon BOXX-Y® | 5 0 mxr/n 60 [93]
(1,5 mm) 21
Honenwmicynbdar
HaTpus/ OpyxkroBeie | Pochopopran 1.30 15
TeTpaOyTHIAMMOH | COKH, BOJIA NYECKUE BOXX-YO® ’ [161]
MKT/JT
ust OpoMuT (5 M) IECTUIIUIBI
(0,233 1)
Honenumicynbdar
10):10) 110
HATpPHS Kapbapun Co-YB 50 mxr/i 7 [162]
(10r)
(0,31)
[Monmustunenrnmuko | dpykroBeie | dochopopran 053
16 6000 COKH HUYECKHe I'X-TId[ 1 27 [163]
MKT/KT
(3 M) (2r) TIECTULIH]IBI
JexanoBast
KHCIIOTa/ Bona Tpua3zuHoBbIE 0,3-0,5 [154]
Marautuasle HY (30 M) repOUITIIbI BOXX-YVO MKT/J1 17
(0,2 1)
Honunamun/2,2- Osomu, JlnasuHOH,
JlanHa
JUMETHIIIIPONIAHOB |  OBOLIHOE oudentpuH, I'X-MC 1-10 7
s
ast KMCIIOTa/Boja mope TpuaaumedoH, MKI/KT
pabora
(0,225 ™) (0,8 1) TPUATUMEHOT
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['TTIABA 5. JUCIIEPCHMOHHAS XXUJIKOCTHO-KUJKOCTHAA
MUKPOSKCTPAKINN JJIA BBIJIEJIEHMA AHAJINTOB U3 XXKUJKUX ITPOb
[MNIIEBBIX ITPOAYKTOB

OmgnuM U3 caMbIX  BOCTPEOOBAaHHBIX W IIMPOKO  PaCIpPOCTPAHEHHBIX
MUKPOIKCTPAKIIMOHHBIX METO/IOB B aHaJu3€e BOAHBIX Mpo0 sBisiercst JDKOKMO. B pamkax
pazButus JIDKOKMD ocoboe BHUMaHuE YACISIOT MOWCKY HOBBIX AKCTPAKIMOHHBIX
CUCTEM, OCHOBAHHBIX HA MIPUHIIUIAX «3€JICHON» aHAIUTHYECKOW XxuMuu. Tak, B KauecTBe
0e30macHbIX AKCTpareHToB i peanuzanuu JKKMD Ob1mu pensioskeHbl TEPIIEeHOU b
IpUPOAHOTO TpoucxoxkacHus [164]. Takue TeprnieHOMIBI KaK MEHTOI M THUMOJ NpPH
HOPMaJIbHBIX YCJIOBUSX HAXOAATCA B TBepaoda3zHOM cocTosiHuU. [Ipu He3HAUUTEIbHOM
HarpeBaHUM TEPIICHOUIOB (TeMIIepaTyphl IuTaBieHust MeHTosa u Tumona 43,0 °C [165] u
50,5 °C [166] cOOTBETCTBEHHO) 00Pa3yIOTCsl BA3KHUE KUAKOCTH, JIJISL JUCTIEPTUPOBAHUS
KOTOPBIX B BOAHOW ¢aze Takxke TpeOyeTcs NMPUMEHEHHUE MOJSPHBIX OPraHUYEeCKUX
pactBopurenei-aucnepraropo [167]. Kak Obuio ormeueHo B 0030pe JHUTEpaTyphl,
HaJu4Me JucIepraropa B CHCTEME HEraTuBHBIM OOpa3oM  CKa3bIBaeTCs Ha
3G (HEKTUBHOCTH JKCTPAKIMU  IEJEBBIX AHAJIUTOB, CIOCOOCTBYS UX JydlleMy
pacTBOPEHUIO B BOAHOM (paze. Takum 00pa3oM, OMCK HOBBIX MOAXOIOB JIsl pean3aluu
JIKOKMD ¢ ucnosib30BaHUEM «3EJICHBIX» IKCTPAreHTOB OCTACTCA aKTyaJbHOM 3ajayeit

AHAJIMTUYECKON XUMUMU.

5.1. Mukpo3KcTpaKkuusi, OCHOBAaHHAs Ha ()a30BbIX NePexoaax IKCTPAreHTa

JIist aHanmM3a KUIKUX Tpo0 MUILEBBIX MPOIYKTOB ObLIa pa3padoTaHa SKCIpeCcCHas
JDKOKMD, npeanonararomas WHXEKIIAIO KUJIKOW TPoObI B 3apaHee IMOATOTOBICHHYIO
AKCTPAKIMOHHYIO BUAJy, Ha JHO KOTOPOW OBLI HAHECEH CJIOM 3aCTBHIBIIErO MEHTOJA;
TEPMOCTATUPOBAHUE TOJYYEHHON CHUCTEMBbl NPU TEMIEParype BbIIIE TEMIEPaTyphbl
IJIABJICHUS AKCTPAreHTa, MPUBOJAILIECH K €ro IUIABICHUIO U MOJHITUIO CO JTHA BUAJIbI Ha
MOBEPXHOCTh BOAHOM (ha3wl (pucyHok 43). Takas mpoctas B peanu3aldud Mpoleaypa
oOecrieunBajga pPaBHOMEPHOE pACHpEICICHHEe MEHTOJIa 10 BceMy OOBbeMy MpoObI B
mpoiiecce ero MeajaeHHOro ¢a3oBoro Imnepexoaa, U Kak cienctBue, 3PpGeKTUBHOU

AKCTpaKUUU LeneBoro ananura. [Ipu pazOaBieHnn nosydyeHHOU (ha3bl OpraHUYECKUM
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pactBopuTeneM  (METaHOJOM,  AUETOHUTPWIOM)  BO3MOXKHO  KOMOMHHpOBaHHE
npennoxxeHHoro noaxoaa ¢ BOXKX cucremoii. BosmoxunocTu paspadorannoit JKOKMO
C IUIaBJIEHMEM OJKCTpareHTa ObUIM HpPOAEMOHCTpUpoBaHbl Ha mnpumepe BOIKX-YO

OmpeJIeNICHUs] KOHCEpBaHTa OCH30MHON KUCJIOTHI B O€3aJIKOTOJIbHBIX HAITUTKAX.

© — Menro.1

¥ — Benzoiinas
KHCJI0TA

o | == | BOKX-VP
»

NenToa OGpazen, 2ya
(rBépasiii)

MenToa

PacmaaBIeHHBI,
100MKAa

Pucynok 43. JDKO)KMD, ocHoBaHHast Ha (pa30BOM IEpexojie IKCTpareHTa (TBEpIoe

BEILIECTBO — KUJIKOCTb).

BrisiBJIEHBI OCHOBHBIE 3aKOHOMEPHOCTH MUKPOIKCTPAKIIMOHHOTO Tiporiecca. (s
TOr0 ObUIM W3yYEHBl pa3IMYHBIE TApaMETPbl CHUCTEMBI: COOTHOIIeHue (a3,
TEMIEPATyPHBIM PEXUM, KUCIOTHOCTh CPEibl M MOHHAs CWIIbI pacTBopa. [IpumeneHue
XEMOMETPUYECKUX aITOpUTMOB (MHOTO(MAKTOPHBIA JU3aliH) MO3BOJWIO COKPATUTh
KOJIMYECTBO IKCIIEPUMEHTOB JIJIs1 BEIOOPA ONTUMAIIBHBIX YCIOBHM.

Kaxxnplii u3 mapaMeTpoB paccMaTpUBaJICS Ha JBYX I'PaHUYHBIX YPOBHSIX, 3HAYCHUS
KOJIMPOBOK MpHUBE/EHBI B Ta0nwuIe 14: «+1» COOTBETCTBOBAI MAaKCUMATLHOMY 3HAYCHHIO

U3 pacCMaTpUBAEMOT0 JIMANa3oHa, a «—1» - MUHUMaIIbHOMY.
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Taomuna 14. KonupoBaHHble 3HAUCHUS TAPAMETPOB CUCTEMBI.

VBKCTpaFEHTa’ Vo6pasuaa MJI pH T, °C Na2SO04

MKJI
100 300 1 10 1 7 45 70 | ectp | HeT

-1 +1 -1 +1 | -1 | +1 -1 +1 -1 +1

KittoueBbIM mapamMeTpoM cUCTEMBI C (Pa30BbIM MEPEXOAOM IKCTPAreHTa SBISETCS
TEMIlepaTypa TEpPMOCTaTHPOBAaHUSA, I[IOTOMY MHHHMMAaJIbHAs TeMmIiieparypa Oblia
oOycrnoBieHa ty,; Menrtona (43,0 °C [165] ), B34TOM ¢ y4€TOM MOTPEIIHOCTH HArPEBaHUS
npudopa. /unanazon 3nadenuii pH ObuT BRIOpaH B KHUCIOW 007acTU IJI UCKITIOUEHUS
MoHMU3aunu 0eH30itHoM KucioThl (pKa =4,21). D dekT BpicanuBaHus U3ydajicsa Ha ABYX
KaTeropuaibHbIX YPOBHSX (B IPUCYTCTBUM BbicanuBaroliero arera Na,SO4 u 6e3 Hero).
MunumaneHbIl 00bEM SKCTpareHTa ObUT OOYCJIOBIEH YIOOCTBOM €ro orbopa s
nanpHeiero BOXX-Y® anamza. O0béM 00pasiia BHIOUpAICS ¢ YYETOM MPUEMIIEMBIX
st 3(PpPEKTUBHOM HSKCTpaKUUU KOA(DPUIIMEHTOB KOHIEHTpHpoBaHusA. lcnonb3ys
JIpoOHbIN (haKTOPHBINM aHaiau3, ObLJIO YCTAHOBJICHO YHCIIO JKCIEPUMEHTOB, KOTOPOE
cocTtaBuio 16.

[Tocne BbINOMHEHUS KaXA0ro 3kcnepumenTa (N = 3), ObUIM MOJy4YEeHbl OTKIUKH
(3HayeHUs TwIOMIAACH Xpomatorpadguueckux nHKoB). Koadduimentsl perpeccun B
YPABHEHUM, CBS3bIBAIOIIEM HKCIEPUMEHTAJbHBIE IapaMeTpbl C AHAIATHYECKUM
CUTHAJIOM, OBLIM pacCUMTaHbl C HCMOJIb30BAaHUEM HOPMaJIbHOTO YypaBHeHus [168].
[TonyuenHble 3HaYEHHUsS A KaXKIOTO W3 3aKOAMPOBAHHBIX (PAKTOPOB MPUBEICHBI B
YpaBHEHUHU:

S =3560,56 — 1116,06 x t — 703,94 x pH + 21,06 x Na;SQ4 —

—1020,56 x Vo, — 248,94 x Vy + 244,94 x t x pH — 238,06 x t x

X NaxS04 + 254,31 xt X Vo + 71,19 x t X V5 — 396,44 x pH x
x NaxSO4 + 122,19 x pH x V, + 408,31 < pH x Vs — 91,06 x

X Na2SO4 X Vo —2,44 x Na2SO4 X V5 — 449,94 X V, X V,

rae S — miomanas nuka, V, — 00beM opranudeckoil asbl (3kcTparenta), Vi, — 00beM

BONIHOM (ha3bl (IpoOkI), t — Temmepatypa, Na;SO, — Hanuune/0TCyTCTBUE COJIH.



122

Ha ocHoBanuum moOdy4YeHHBIX KOA(POUIMEHTOB pErpeccuu ObUTH  CAETaHbl
CJIEYIOLIUE BBIBOJBI:

— CcaMblM BaXHBIM [apaMETPOM SBISUIaCh TEMIEparypa M, IOCKOJIbKY
COOTBETCTBYIOUIHI KOA((UIIMEHT UMEET OTPULIATENIbHBIN 3HAK, YeM HUXKE TeMIleparypa
— TeM BbIle A3 (PEKTUBHOCTH U3BJICUCHHS. TakuM 00pa3om, Obljia BEIOpaHa TemMieparypa
45 °C;

— YeM MEeHbIlIe 00bEeM SKCTpPareHTa, TeM BhIIIe IPPEKTUBHOCTH IKCTPAKIIUY;

— 4yeM Huxe 3HaueHue pH, TeM aQppexkTuBHEE U3BIECUCHUE;

— COOTHOUIEHHWE OOBEMOB 3KCTpAareéHTa M NpoObl OKa3bIBAJO CYIIECTBEHHOE
BJIMSIHUE HA BEITMUMHY aHAJMTHYECKOTO CUTHANIA;

— TaK)K€ OKa3aJIMCh BayKHBI B3aUMOoecTBUS MexX 1y pH 1 00beMoM npoObl, Mex 1y
pH u conslo;

— opaHako, d¢@dexra BbICANMBaHUS HE HAOIIONAIOCh, IO3TOMY COJb HE
UCTIOJIH30BANIM B JABHEUIITNX SKCIICPUMEHTAX;

— ocTalibHble KOA((UIIMEHTHI, IO MEHBIIEH Mepe, B [1Ba pa3a HIKE U, TaKUM
00pa3oM, UMEIOT OrPaHUYECHHOE BIMSHUE Ha Pe3yJIbTaT HIKCIEPUMEHTA.

[IpuHuMas BO BHUMaHue 3HaYeHUs Ko3ppuuuenToB B3aumoaeiicteus pH, oobéma
JKCTpareHTa U oobéMa oOpasla, NPeUIOKUIN APYroe IJIaHUPOBAHUE HKCIIEPUMEHTA,
BKJIIOUAIOIIEE ITU MapaMeTphl: MOJHbIN (DaKTOPHBIA AU3aWH ISl TPEX MapaMeTpoB IO
IByM ypoBHsM. i Gosee monpoOHoro uydenus BiusgHus pH B kucioil obnactu ero
3Ha4YeHUs ObUTN BHIOpaHbI paBHBIME | 1 2, 00beM pacTBoputens — 100 u 200 mxi1, 06bem
oOpazua — 1 u 2 mu. Takum 00pa3oM, erie BOCEMb 3KCIEPUMEHTOB ObLIO MPOBEACHO MPU
¢bukcupoBanHoii Temneparype 45 °C u 6e3 BricanuBaroniero areura (n = 3). [lonydennbie
3HAUYEHUS PErPeCcCUU MPEICTABICHbI B yPAaBHEHUU:

S =6248,25+ 117,75 x pH — 867,25 x Vo + 1662,5 X Vg +

+ 7,75 X pH X Vo — 253 x pH X V5 — 160 X V4 X V5 — 46 X

X pH X Vo X VB

Ha ocHOBaHuMM TIpenCTaBICHHBIX B ypaBHEHWH Kod((PUIIMEHTOB perpeccuu
CZI€JIaHbl CJIETYIOIINE BBIBObL:

— ONTUMAJIbHBIA 00beM MPOOBI — 2 MIT;
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— ONTUMAaNbHBIN 00beM sKcTpareHTa — 100 MKIT;

— B yKazaHHOM auana3oHe pH He okaspiBaeT BiAMsiHMS Ha 3(QQPEKTUBHOCTDH
HKCTpaKLUU, TAKUM 00pa3oM OblT BeIOpaH pH paBHBIi 2;

— B3aUMOJICHCTBUS MEXKIY MapaMeTpaMu HE CyIIECTBEHHBI.

Y4uThIBast CIIOKHBIN COCTaB MATPHUIILI IPOOBI, OBLIO U3YyUEHO MEIAIOIEe BIUSIHUE
OCHOBHBIX €€ KOMIIOHCHTOB: COpPOMHOBOH, aCKOPOMHOBOH, JHMMOHHOMW, SHTapHOM,
0JIOYHOM, BUHHOM, U IABEJIEBOIM KUCIOT; COJed (XJIOpUJ aIFOMUHUS, XJIOPUJ HATpus,
cynbdar Harpus); HEOPraHMYECKUX COJeH (XJopuja allOMUHUSA, XJIOpHJa HaTpus,
cynb(ara HaTpus); TIIOKO3bI, (PPYKTO3BI M caxapo3bl; pyTHHA, a TAaKXKe Pa3IMYHBIX
kpacuteneit (uaaurokapmuna (E132), opunnuantoBoro cunero (E133) , azopyOuna
(E122), cancera xéntoro (E110), caxapnoro xonepa (E150a), u taprpasuna (E102)).
BbIIO yCTaHOBIEHO, YTO BCE H3YYEHHbIE BEUIECTBA HE BIMSIOT Ha ONPEICICHHUE
OenzoitHoM KucnoThl fgaxe npu ux 1000-kpatHoM u30bITKE (< 5 % OTHOCHUTENHHOU
norpemHocty curHana). Kpome toro, HamisigHo BugHO (poro Ha pucynke 43), yTo
Kpacsilllu€é TUIMEHTBl HE MEIIaJd ONpEACICHUI0 OEH30MHOM  KHUCIOTHI, Ha
XpoMarorpaMMe peajbHbIX 00pasioB ¢ J00aBKOW ObUT 3aUKCUPOBAH €IUHCTBEHHBIN

MUK OCH30MHOMN KUCIIOTHI (PUCYHOK 44).

mAU
790 |
690 |
590
490
E 390
=
= 290
2 190
4]
=
= 90
—
10 A
o0 1 2 3 4 5 6 7 8 9 10 11 12

Bpems ynep:xuBanus MMM

Pucynok 44. Xpomarorpamma, TMOJydeHHas TPU OMPEACICHUA OCH30MHON

KUCIIOTHI (Canamura = 25 MI/IT) B COKE C MOMOIIBIO pa3pabOTaHHOTO Crocooa.
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Pazpaborannwiii Bapuant JIDKXKMD obecreunsi BBICOKYIO CEJIEKTUBHOCTb,
MPOCTOTY, 3KCIPECCHOCTh (3 MHUH) W HAAEKHOCTh NPOOOMOATrOTOBKH. Jlnama3oH
ompeieNIeMbIX KOHIICHTpaAIui OeH30MHOM KUCI0Thl cocTaBwi 0,5 — 50 mr/m, mpenen
obnapyxenuss (3c) — 0,15 wmr/n. IloBTopsieMocTh, XapakTepu3ylomiascs 3HaYCHHEM
BenmunHbl OCKO, He npepimana 12 %.

Cnoco6 Obul TpUMEHEH ISl OUEHKH colepkaHusi OEH30MHON KHUCIOTHI BO
(GPYKTOBBIX | SITOMHBIX cokax (Tabmura 15). [IpaBuIbHOCTH MOMYYEHHBIX PE3yJIbTAaTOB
OIICHUBAJIM METOJIOM «BBEJACHO-HAWICHO» M METOJOM cpaBHeHuUs [169]. benzolinHas
kucnora (13,5 mr/im) 6su1a 0OHapyKeHa TOJIBKO B OAHOM 00pasie (SATroJHOM COKE), U4TO
MOXET OBITh OOBICHEHO ECTECTBEHHBIM COJIEpKaHUEM €€ B HEKOTOpBIX Srojax,
HaIlpuMep KIIFOKBE WJIH MOPOUIKE.

llpeumywecmseamu  pazpaborandHoro Bapuanta JIDKOKMD Ha  ocHoBe
WCIIOIb30BAHUSL  JIETKOIUIABKOTO  NPUPOAHOTO  TEPIEHOWUJA IO CPAaBHEHUIO C
KiaccuueckuMm  BapuantoM  JUKOKMO  sBistrores::  OTCyTCTBHE — Aucmepraropa,
HEOOXOIMMOCTH B pa30aBieHUM WM (QUIbTpaluu Mnpod, a Takke CTaauu
HEeHTpUYTUPOBAHMS, YTO CYIIIECTBEHHO CKa3bIBACTCS HA BPEMEHHU BCETo aHanm3a. Takum
oOpazoM, pa3pabOTaHHBIM METOH MPOOOMOATOTOBKM MOXKET PacCMaTpUBATHCS Kak
pelieHue Uik BhIACICHUS aHAJIUTOB, MPOSBIISIONIUX KUCIOTHBIE CBOMCTBA (Hampumep,
OJTHOOCHOBHBIX KapOOHOBBIX KHCIIOT) B OpraHUYECKylo ¢a3zy ¢ b0 YCTpPaHCHUS
MEUIAIOIIEro BIMSHUS CIOKHOW MaTpULbl KUAKUX MPoO IS MOCIEAYIOIIEro aHaln3a
METOJIaMH KHUAKOCTHOM Xpomarorpaduu ¢ pa3aTuyHbIMU BapUAHTAMH JTETEKTHPOBAHUA.
Hcnonp30BaHue 0THOPA30BBIX IKCTPAKIIMOHHBIX BUAJI C IJIUTEILHBIM CPOKOM XpaHCHUS
MO3BOJISIET ~ MCKJIOUMTH  MEPEKPECTHOE  3arpsi3HeHne mnpod ©  oOecredyrBaeT
BOCIIPOM3BOIUMOCTh  pE3yJAbTaToB.  OKCIpEcCHass W MNpocTas  Mpoueaypa
POOONOATOTOBKH MOXET MPEACTABIATh HHTEPEC JIJIsi MAaCCOBOTO aHau3a rnpoo. OaHako
ATOT METOJ UMEET TaKOe ocpaHudeHue, Kak 3acopeHue cuctemMbl BOXX-YD dazoi
MEHTOJIa, TI03TOMY TpeOyeTcs ee MpeABapUTeIbHOE PACTBOPEHHWE B OPTaHUYECKOM
pacTBOpUTEIIC UK B MOABUKHON (paze nepes aHanu3oM. MeHTOII, Kak 1 MHOTHE ApyTHe
TEPIICHOBbIEC CIUPTHI, HE3HAYUTEIBLHO MOMIOMIAET AEKTPOMAarHuTHOE U3ydeHue B YO

obnactu [170], moaToMy He MemiaeT YD-1eTeKTUPOBAHUIO aHATIUTOB.
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Taoauna 15. Pesynbrarel onpeneneHuss OEH30MHOM KUCIOTHI, MOMTyYEeHHBIE MpU
MOMOIIM pa3padoTaHHOTO criocoba u metoaa cpaBHeHus (n = 3, P = 0,95; Fy = 19,00; t

=2,78).

Haiineno, mr/n F- R, %
BBeneno t-
Obpasen Pa3paGorannbiii Meton _ [KpuTepu
» MI/JI KpUTepuii .
c1ocod CPaBHEHHU "
0 <IIO <IIO -
1 1,17+ 0,26 1,3+0,3 0,44 1,47 17
S10nOYHBIH COK

10 10,4 £ 0,6 9,67 +0,22 2,77 6,86 4

25 247+£0,5 249 +0,7 0,42 1,97 1

0 <IIO <IIO -

MynbTHGPYKTOB 1 1,07 £0,22 1,004 0,20 2,71 7
BII COK 10 10,0 £ 0,7 10,8 £ 0,7 2,07 1,03 0

25 24,7+0,3 24,67 £ 0,22 0,45 1,86 1

0 <IIO <IIO -
ATEIbCUHOBBIH 1 1,1+0,3 1,L1+0,3 0,67 1,95 10
COK 10 10,6 £ 0,6 10,9 £0,8 0,66 2,02 6

25 249+ 0,8 25,1£0,3 0,59 7,00 1

0 <TIIO <TIIO -

1 0,93+0,3 0,87 £ 0,08 0,53 13,00 7

Bumnéselii cox

10 10,0 £ 0,6 10,1 +0,5 0,40 1,70 0

25 252 +0,6 24,67 £0,22 1,35 6,86 2

0 13,5+0,4 13,3+0,6 0,84 2,33 -
1 14,6 £ 0,4 14,6 +£ 0,5 0,73 2,58 10

SITOMHBINA COK

10 23,8+ 07 239+0,6 0,19 1,21 3

25 38,8+0,6 38,0+£0,5 1,99 1,33 1

Pesynbrarel

Liquids [12].

uccienoBanus onyOnukoBanbl B KypHane Journal of Molecular
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B xome uccienoBaHuii ObUIO YCTAHOBIIEHO, YTO AHCIIEPTHUPOBAHHUE CUCTEMBI
ra3oBoil ¢a3oil ¢ MOCIEAYIOUIMM BBIMOpaXHMBaHHEM (a3bl SKCTpareHTa MPUBOIUT K
MOBBIMICHUIO 3(PPEKTUBHOCTU HKCTPAKIMOHHOTO BBIJCICHUS OCH30MHON KHUCIIOTHI
IIPaKTUYECKH B 2 pa3a 10 CPABHEHHIO C BAPUAHTOM, IPEIJI0KEHHBIM BbIIIE. ITO MOKET
ObITh OOBSICHEHO YaCTHUYHBIM pPAaCTBOPEHHMEM MEHTOJa B BOIHOM (asze mpoObl mpu
BBICOKMX Temmeparypax (435,5 mr/n nmpu 25 °C [170]), npuBoasmuii Kk MeHee
3¢ dEeKTUBHOMY U3BJICUCHUIO aHAJIUTA B a3y TePIEHOU A, YTO YCTPAHSIETCS B BAPHAHTE
C 3aTBep/ieBaHreM (ha3bl IKCTPAreHTa, BCIEICTBUE KOTOPOTO BECh MEHTOJ, HAXOAAIINICS
B CHUCTEME, COOMpAETCs Ha IMOBEPXHOCTU MPOOBI (IOTHOCTH MenToda 0,890 r/cm?).
Kpome Toro, 00bICHEHHEM MOXET CIYKUTh TOT (DAaKT, YTO C MIOHUKEHUEM TEMIIEPATYPBI,
YMEHBILIAETCS] PACTBOPUMOCTh aHAJIUTOB B BOJHOM (a3e.

Takum oOpazom, Obul mpemiokeH Bapuant JKKMDO ¢ nucneprupoBaHueM
IIOTOKOM aTMOC(EpHOro BO3yXa U 3aTBep/ieBaHuEM (a3bl IPUPOTHOTO IKCTPAreHTa is
onpeeneHust 0eH30MHON 1 COPOMHOBOM KHUCIIOT B KUJKUX MpoOax (pucyHok 45).

Ha mepBom 3Tame cxema mnpearnosarajia BBEICHHE PacCIUIaBICHHOIO MEHTOJIa B
KUaKopazHylo Mpoly, TEPMOCTATUPYEMYIO IpHU TEMIIEpaType BBIIIE TEMIIEpPaTyphbl
IUIaBJIEHHS SKCTpareHtra (MEHTOJa), U MOCIEAYIONee aCIUPUPOBAHUE CUCTEMBI ITyTEM
0TOOpa CMECH U3 SKCTPAKIIMOHHON €MKOCTH € IMOMOILBIO J103aTOpa U BBoJA €€ 00paTHO.
Takoll BapuaHT AMCIIEPTUPOBAHMSA XOPOUIO HU3BECTEH M 0O0CyXJajics B 0030pe
auTeparypbl. Ha BTopoM 3Tare moy4eHHy0 CyCIEeH3UI0 OXJIaX1allv, B PE3YJbTaTe Yero
Ha [MOBEPXHOCTU CUCTEMBI ITPOUCXOIUIIO 00pa30BaHNE TOHKOM TIEHKH (ha3bl TEPIIEHON1a
C BBIJICJICHHBIMU B Hee aHanuTaMu. [l aHanu3a MOMYYEHHOTO 3KCTPAKTAa IJICHKY
MEHTOJIa MPOKAJIBIBAIM WIVION U yHaJsaiyd BOAHYIO (azy ¢ momoinpto mmnpuina. [locrue
ATOTO B AKCTPAKIMOHHYIO €MKOCTh BBOAWUIM MeTaHon (1:1) u TepmocrarupoBaiu B
teueHre 30 ¢ s €ro MOJHOTO PacTBOPEHHUS W mocieayromero Beojga B BOXX-YO

CUCTEMY.
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Ypanenue O - MenTon
BOAHOM dasbi "
AcnupuposaHue o {3 - BeH3olHan K-Ta

(3 pasa) A\ - CopbuHoBas K-Ta

70 mkn
pacnnaBneHHOro
MeHTOoNa

3acTbiBaHWE MeHTONa
Ha NOBEPXHOCTU B BUAE
TOHOKOW NNEHKU

+ MeTaHon
(1:1,06./06.)

) RIKX-YO

45°C

Mpoba, 2 mn

i &.A-:,'fiy
Pucynok 45. JDKOXKMD, ocHoBaHHas Ha IUCIEPrHPOBAaHMU Ta30BoM (a3oil u

(da3oBoOM mepexojie IKCTpareHTa (JKUIKOCTh — TBEPI0€ BEIIECTRO).

OKCNEpUMEHTAIBHBIM IyTEM OBUIO yCTAaHOBJICHO, YTO IS pealu3anuu
MPENTIOKEHHOTO CII0co0a ONTUMAJILHBIN 00beM TIPOOBI COCTABIISIET 2 MJI, @ 00beM (pa3bl
skcTparenta — 70 mxi. Mcnonb3oBanue o0bema MeHTONa MeHee 70 MK IpUBOIUIO K
pa3pbIBy IUIEHOK MeHToNa M BbICOKMM 3HaueHMsM CKO. [Ins nucnpeprupoBaHust
CUCTEMBI Ta30BOM (a30il ObUIO OCTATOYHO TPEX IUKIOB AaCHUPUPOBAHUSA, UTO
MOJITBEPKTAIOCH CTAOMIIBHBIM aHAJUTHYCCKUM CHTHAJIOM ¥ BOCIPOU3BOIUMOCTHIO
pe3yabTaroB. J[s yckopeHus mporiecca 3aTBepaeBanus (ha3bl MEHTOIA IKCTPAKIIMOHHY IO
€MKOCTh ITOMEIIIAJIA Ha 5 MUH B XOJI0AWIbHYIO Kamepy (6 °C). bonee Huzkas remmeparypa
Mopo3ubHOM KaMmepsl (-15 °C) He crmocoOcTBOBaIa YCKOPEHUIO Mpoliecca.

Jlnara3oHbI onpeeIIeMbIX KOHIICHTPAIIUK pa3padboTaHHOTO CII0c00a COCTABISIOT
0,1 — 150 mr/a pyst 6enzoiinoi kucioTel U 0,05 — 100 Mr/n 171t COpOMHOBOM KUCIIOTHI €

I10, paccuutanubpiMu Ha ocHOBE 30, 0,03 mr/im u 0,02 Mr/s1 COOTBETCTBEHHO.
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Bo3MoxkHOCTH pa3paboTaHHON CXeMbl aHaiau3a ObUTH MPOMJUTIOCTPUPOBAHBI HA
npumepe omnpenenenus 0enzonHoil (E 210) u copbunosoit (E 200) kucior B cokax,
ra3upOBaHHBIX OC3AJIKOTOJBHBIX HAUTKAaX U cOeBOM coyce (Tabmuna 16). Kak u Obu1o
yKa3aHO Ha YMaKOBKaX Ta3MpOBaHHBIX HAMMMTKOB, KAXK/BIA U3 HUX COAEpKaJl OCH30MHYIO
KHCIIOTY, OJJHAKO €€ CoJiep>KaHHe HE MPEBBIIIAIO HOPM, YCTAHOBJIEHHBIX TeXHUYECKUM
Pernamentom TamoxenHoro Coro3a B 0€3aJIKOTOIBHBIX apOMAaTU3UPOBAHHBIX HAITUTKAX
(150 mr/m). dnst copOMHOBOM KHCIIOTHI ATOT TTOKa3areib Beime B 2 pa3a — 300 mr/a. B
COEBOM COYCE€ M COKax pacCMaTpUBAEMBbIX B MCCIIEIOBAHUN KOHCEPBAHTOB OOHAPYKEHO
He Obwt0. [IpaBUIBHOCTH TMOMYyYEHHBIX PE3yAbTaTOB ObLIa MOATBEPHKIECHA METOIOM

«BBEJICHO-HAWJICHO» U METOIOM CpaBHEHMS [ 169].

Tabamuma 16. Pesynbrathl omnpesgenenus O€H30MHOW W COPOMHOBOM KHUCIOT,
MOJIyYEHHbIE TIPU MOMOIIM pa3paboTaHHOTO criocoda u MeTona cpaBHeHus (n = 3, P =

0,95; Fx = 19,00; t, = 2,78).

Haiigeno, Mr/a t- F- R, %
BBeneno,
IIpoba AHauT ) Pa3patoran Metona KPUT | KPUT
mr/a
HBIH cIOCO0 | cpaBHeHMsl | epuil | epuid
0 <IIO <IIO -
ben3zolinas
50 46,5+ 1,8 49,8+ 2,2 2,19 | 1,53 7
S6m0uHO- KHCJIOTa
100 99 +3 97,9+2,7 0,67 | 1,24 1
BUHOTPAJIH
0 <IIO <IIO -
Il COK CopOuHoBas
50 499+1/4 52,1+172 2,17 | 1,59 0
KHCJIOTa
100 99,9+ 2,6 100,6 +0,9 | 0,44 | 7,64 0
0 <IIO <IIO -
ben3zolinas
50 494+14 47,7+ 1,6 1,55 | 1,38 1
®pyKTOBO- KHCJI0Ta
100 100,7 £ 2,3 101+4 0,06 | 3,76 1
SITOJTHBIHN
0 <IIO <IIO -
COK CopOuHoBas
50 48,8+1,9 51,6 +0,7 1,75 | 8,82 2
KHUCJIOTa
100 99,2+0,9 99,8+1,5 0,71 | 2,74 1
0 1354+1,1 141+ 4 2,71 | 13,45 -
JInmoHan bensoiinasa
50 186,429 190,024 | 1,72 | 191 2
Nel KHCIIoTa
100 238+3 240,8+2,8 | 2,07 | 1,26 3
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0 <110 <10 -
CopOunoBas
50 49+ 4 499+1,2 0,18 | 12,63 2
KHUCJIOTa
100 100+ 3 100,6 £1,8 | 0,24 | 3,62 0
0 117+7 116 +7 0,14 | 1,18 -
ben3zoiinas
50 169+4 167 +2,5 0,85 | 2,54 4
KHCIIOTa
Jlumonan 100 218+5 216,12+2,66 | 0,50 | 3,72 1
Ne2 0 <IIO <110 -
CopOunoBas
50 49 +3 49,3+1,9 0,13 | 3,00 1
KHCIIOTa
100 105+ 3 98,4+1,3 1,14 | 5,85 )
0 122+ 7 1279+9,2 | 1,05 | 1,52 -
benzoiinas
50 176 £ 3 178,5+3,8 | 2,49 | 1,59 8
KHCIIOTa
Jlumonan 100 2225+ 1,8 2259+1,9 | 2,58 | 1,08 1
Ne3 0 <IIO <IIO -
CopOunoBas
50 49,6 + 2,1 49,7+1,9 0,07 | 1,07 1
KHCIIOTa
100 100,2 £ 0,4 98,8+ 1,4 1,89 | 13,52 0
0 <IIO <IIO -
benzoiinas
50 490+21 49,0+ 0,6 0,55 | 11,63 2
KHCIIOTa
CoeBblit 100 99,2+1,2 50,4+0,8 0,30 | 3,22 1
coyc 0 <IIO <IIO -
CopOuHoBas
50 49,1+1,2 50,4+0,8 1,77 | 2,11 2
KHCIIOTa
100 103+3 100,4+1,1 | 0,40 | 8,51 3

IIpeumywecmsea. Ilo cpaBHEHUIO C W3BECTHBIMH B JIUTEPATYpE CIOCOOAMMU
ornpezeneHust 0eH30MHONM U COPOMHOBOM KHCIIOT B )KHJIKMX MPOoOaxX MUIIEBBIX MPOYyKTOB,
ocHoBaHHbIX Ha JKKD u XOKMD (tabmuna 17), pazpaboranusiii Bapuant JIKXKMD
oOecrieunBaeT OTHOCUTENbHO HU3KHE [1O, 3KCIpeccHOCTh, MPOCTOTY UCHONHEHUS (HE
TpeOyeT 3aMeHbl PACTBOPUTENS, LEeHTpudyrupoanus). Kpome toro, mcnoiab3oBaHHe
MUKPOOOBEMOB DKOJIOTUUECKU-0€30MMacHOTO0 JAKCTpareHTa (MEHTOJIa) M OTCYTCTBUE
JUcriepraropa JIeNaloT  ero  IMPUBJIEKATeNbHbIM C TOYKH 3PEHUSI  «3EJICHOI»
aHaJIUTUYECKON XUMHUH. OcpaHudenuem crocoda, Kak y)Ke 0TMeYaioch paHee, sIBISIeTCS
HEBO3MO)XHOCTb IIPSIMOTO BBOJIA IOJIYYEHHOTO KCTPAKTA B XpoMaTorpad, KOTOPbIH JIETKO

YCTpaHsIETCs IPeIBapUTENHHBIM pacTBOpeHHeM ¢asbl B meranose (1:1, 006./006.).
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Ta6auma 17. CpaBuenue crmocoOoB ompenenenus OenszoviHoit (E 210) m
copounoBoit kucinor (E 200) B >XKMAKMX NHIIEBBIX MPOAYKTaX, OCHOBAHHBIX Ha

)KPII[KOCTHO-)KHI[KOCTHOﬁ OKCTPAKIMHU 1 MUKPOIKCTPAKIIUHU.

5 Metona
Ipo6a IpoGonoaroToska KCTparent
(maccaloBnen) (Bpensi) (06BeMm, MIT) nerekTupoBad | [10, mr/a | Ceblika
ust
JMATUIIOBBIN 0,2
KKD, 3amena
CoeBblii coyc a¢up, (E 210),
pacTBOPUTEIIS BDXX-YVd [171]
(1r) 0 (5000) 0,1
(E 200)
JudrTHnoBbIN 9,8x107
KKD, 3amena
CoeBblii coyc a¢up (E210),
pacTBOPUTEIIS KD-K/| [172]
(1 M) (5000) 5,6x107
(> 22 mun)
(E 200)
b/a nanuTkw, Xnopodopm / 0,1
MOJIOKO, JIKOKMD, w/d aleToH — (E210), [173]
KETUyII (12 muH) (250 / 1200) 0,08
(5 M) (E 200)
0,03
b/a nanurtku,
JIKOKMD, i/ OkTaHon o (E 210), [174]
COKH
(> 10 muH) (200) 0,04
(6 M)
(E 200)
OxTtanoin/ 0,06x107
[IuTteeBbIe
JIKOKMD, 1/ 3TaHOI (E 210),
HOrypTHI BOXX-Y® [169]
(10 31 (12 mun) (60 / 450) 0,15x107
MIT
(E 200)
Pa3pabor
Coxu JIKOKMOD 0,15 P
MenTo1, BOXX-Y® AHHBIN
(2 m) (3 Mun) (E210)
(100) croco6 1
b/a nanurtku, 0,03 b 5
azpaboT
COKH, COEBBII JDKOKMD Menton BNV D (E210) u P .
- AHHBIH
coyc (7 mun) (70) 0,02
crnocob 2
(2 mu) (E200)
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[TonmyueHHbIe B X0O/1€ MCCIIEIOBAaHMS JaHHBIE OMYOJMKOBaHbI B )kypHase Journal of

Chromatography A [13].

5.2. MUMKpPO3KCTPaKIMsl, OCHOBAHHASI HA (DA30BOM Iepexoie qucnepraropa

J7i BBIENECHUS U KOHIIEHTPUPOBAHUS OPTaHUYECKUX aHAJIUTOB U3 XKUAKUX MPOO
MUIIEBBIX MPOAYKTOB ObuT paszpaboran cnocob JIXKIKMD, xoropelii obecriednBaeT
BO3MOXKHOCTh ~ JWCTIEPTHpOBaHMs (a3pl OSKCTpareHTa B IIHPOKOM JUAIa30HE
kucnotHocTH. Croco6 mpearnonaraeT TUCHEprUpoOBaHUE dKCTpareHTa ra3oBoi ¢aszoii,
KoTopasi obpa3yercs B pe3yabrare (a3oBOro nepexoaa AUCIepraropa — Mpyu HarpeBaHUH
OKCTPAKIIMOHHOW CHUCTEMBI. IIpH HTOM CENEeKTHBHOCTh MAacCOMEPEHOCa MOXKET
BapbUPOBATHCA HM3MEHEHHEM (OPM CYIIECTBOBAHMUS Pa3[eisIeMbIX BEIIECTB IIpU
pEeryIupoBaHUU KHUCIOTHOCTH BOAHOM (a3bl, a Takke BBIOOPOM OSKCTpareHTa.
AHanuTHYECKHEe BO3MOXXHOCTHU TMPEAJIOKEHHOTO MOJX07a ObLIM MPOIEMOHCTPUPOBAHBI
Ha npumepax: 1) BOXX-Y® onpenenenus koncepBanToB (copounoBoii (1o6aBka E200)
u 6enzoiiHol (no6aBka E210) kucnor) B 6e3ankoroibHbix HanuTKax; 2) BOXKX-MC/MC
OIpEAEIICHUS] HHCEKTULUIOB (MaJlaTUOHA, TMAa3MHOHA U ()03aJI0HA) B BUHE.

JUis peannzanuy MpeiokKeHHOTO MOX0/1a B KAUECTBE IKCTPAreHTa ObLI0 PELIEHO
UCTIONIb30BaTh TMPHUPOAHBIN TEPHNEHOUJ — MEHTOJN, 3apEKOMEHAOBABINUN cebs Kak
pacTBOpUTENb, 00ecTieunBaOIMi A(HEKTUBHOE U CEIEKTUBHOE U3BJICUCHHE OCH30MHON
U COpOMHOBOM KUCIOT U3 ®KUAKUX TIpol (1. 5.1). B kauecTBe nucrnepraropa ObUT U3yYeH
nuxjaopMmetaH. JluxjopmeraH OTHOCHUTCA K 4 Kiaccy OMacHOCTH (MayioomacHble WU
Oe3o0macHbIe BENIECTBA) HO, TEM HE MEHEee, TPEOYyeT OCTOPOKHOTO OOpaIeHHs, TOITOMY
€ro pacxoj He0OXOANMO OBLIO CBECTU K MUHUMYMY. BinsiHue o0bema 1uxjaopMeTaHa Ha
73 PEKTUBHOCTH MUKPOIKCTPAKIIUU OBLJIO M3YUEHO B auaria3zone ot 35 go 145 Mk, npu
TOM 00BbeMBbI BOIHOM (a3bl (2,0 M) u axcTpareHTa (70 MKIT) ObUTH TOCTOSTHHBIMU. BBLITIO
ycTaHoBieHo, uto 100 Mk gucnepraropa obecneunBaeT 3(PPEeKTUBHBINA MacCCONEPEHOC
aHAJIUTOB B (pa3y SKCTparcHTa.

B kadecTBe WHUIIMATOPOB WCMApPEHUs JUCHEpratopa ObUIM  W3YyYCHBI
HEOpraHu4yecKas CoJib (XJIOpUJ HATpHs) U MOHocaxapu (TIIOKO03a), KOTOpPhIE, KpOMeE

TOTO, MOTYT OKa3bIBaTh BhICAJMBAIONIUN M BhIcaxapuBatomui ¢ dexTsl. JlobaBneHue
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Ka)XJOr0 M3 BEIIECTB B CYXOM BHJE€ K SKCTPAKIIMOHHOM CHCTEME IPUBOAMIIO K
WHTEHCUBHOMY WCHApEHHUIO JMXJOPMETaHa, OJHAKO HauOONbIINE AHAIUTHYECKHUE
CUTHAJIBI (TUIOIIAIM XpOMaTorpaguyecKux MUKOB) HAOIIONANUCh B clydyae XJopuaa
Hatpust. OOHapyXkeHo, dYro Tmpu mpobaBieHnr comd MeHbme 10 mr asddexr
WHULMAPOBAHUS HE HaOMoAasics, TaK Kak COJlb Cpa3y pacTBOpsjiach B BOAHOU (asze.
Macca conu B nmuamnasone ot 10 1o 50 Mr oGecrieunBasa conocTaBUMbIe aHAIMTUYECKHE
CHUTHAJIbI, TIOATOMY JJISl TaJbHEHIIINX UCCIEe0BaHUM Obliia BRIOpaHa MHHMMaJIbHAS Macca
uHHUIMaropa — 10 mr.

Temneparypa kunenusi aquxiopMmerana (40,0 °C [175]) Huxke, uem TeMmmeparypa
raBienus Menroina (43,0 °C [165]), mosToMy HcapeHue AUcrepraropa IpouCXoanuT B
YCJIOBHSIX, KOrJa (paza dKCTpAareHTa HaXOJSATCA B JKUJIKOM COCTOSHHUH. YUHUTBIBAs, YTO
TEeMIlepaTypa SKCTPAaKLIMOHHON CHUCTEMBbl BIIMSAET HAa MHTEHCHUBHOCTh WU CKOPOCTh
UCTIApEHUsT JUXJIOpPMETaHa U, Kak CJeAcTBUE, Ha A()(PEKTUBHOCTH AMCIEPTHPOBAHUS
AKCTpareHTa B BOJHOM ¢aze, oHa Obuia u3yueHa B auanaszone ot 45 °C no 80 °C. beuio
3aME€YEHO, HMHTEHCUBHOE HCHAapEeHHUE TUXJIOpMETaHa U 3PPEKTUBHOE TUCIIEPTUPOBAHUE
HKCTpareHTa BO3MOXKHO TOJbKO Tpu HarpeBanuu > 70 °C, mostomy Oblia BbIOpaHa
temrmeparypa 70 °C.

CTOUT OTMETHTB, UTO BEIOOP JUCIIEPTaTOpa OTPAHUYNBACTCS HE TOJIBKO €r0 HU3KOU
TEMIIEPaTypOU KUIIEHHS, HO U BBICOKOW IJIOTHOCTHIO. J{J1 peanu3aunu npeajioKeHHOTO
MOJIX0/1a AUCTEPraTop JOJKEH HaXOAUTHCS HA JHE SKCTPAKIIMOHHON €MKOCTH, YTOOBI B
nmpoiiecce ucnapeHusi obecneunBarh I(GGEKTHBHOE TMEpeMelIMBaHuE Bcero o0bEMa
poOBL. Tak, MJIOTHOCTH YHCTOrO AUXJOpMETaHa cocTtaBier 1,33 r/mi, a B
npenioxxeHHoM Bapuante JJKKMD minotHOCTh cMecu MeHToNa U AuxiiopMerana (7:10,
00./06.) coctaBmna 1,197 r/mi, uto 60bIIIe, YeM y BOJbI, TOATOMY OopraHudeckas (asza
npu J00aBieHMH TPoObI HE ycTpemysjgack HaBepx. B mporecce wucnapeHus
TUXJIOPMETaHa TUIOTHOCTh opraHudeckoi ¢asbl ymenbimanack g0 0,940 r/mi, B
pe3yapTare 4Yero SKCTPAKT BBIACISUICS B BHJIE OTHENbHOUM (as3wl cBepxy. [Ipu atom
I0THOCTH MeHToJa — 0,890 r/MJ1, YTO CBUAETENBLCTBYET 00 00Opa30BaHUM IBTEKTUYECKON

CMECH, KOTOPYIO CIOCOOHBI 00pa3oBHIBATh TEPIEHOUBI B MPUCYTCTBUU BOabl [176].
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[lepen BBOmOM BBIZEICHHOU (ha3sl B XpoMaTorpaduyecKkyro cUcTeMy e€ pa30aBiisin
METaHOJIOM B 00beMHOM cooTHomeHuH 1:1 (06./00.).

Cxema BoInonHeHus npeioxennon [DKOKMD npencrasinena Ha pucyHke 46.

3 Beusoiinas kucnora NaCl 3 CH,Cl, Ananns BOKX-Vd
4 Copbunosas kucrora w/ &) J e ®
| —Lt—— ! T :
I [ | |
! I @ I
! I ! I
o+ o |+ S
[Tpoba —} . ! | + +
I . [
+| S |
] ! I
1 )
A+ o |
CMech MeHTOa : I I ;
1 CH,Cl, , L !
! Vo i
: T=70°C ; T=70°C
Jlobasnenne nHHIMATOPA Wenapenne CH,Cl,,

ucnapenns CH,Cl, obpasoBaHHe MHKPOKArehb
9KCTparcHTa

Pucynok 46. Cxema Beinonnenus JDKOKMDO ¢ ucnapennem aucnepraropa s

onpeeneHust 0eH30MHON 1 COPOMHOBOM KHUCIIOT.

Pa3paOoranHplii kOMOWHHpPOBaHHBIM cnoco0, Brmoyatrommi JIAOKMD wu
nocnenyromuii  BOXX-Y® ananus, obOecrneunmBain aMana3oHbl  ONPEACNIIeMbIX
koHIeHTpauuit 1 - 300 mr/n ast 6enzoitHoit u 1 - 120 mMr/n ans copOMHOBOM KHUCIIOT.
[Ipenensr obHapysxenus (36) Ay ABYX aHaIUTOB cocTaBmwin 0,3 MI/i1 COOTBETCTBEHHO.
[ToBTOpsieMOCTh W BHYTpuiIabOpaTopHasi BOCHPOU3BOJUMOCTh XapaKTEPU30BAIUCH TIPU
MOMOIIM OTHOCUTENBLHOTO cpeiHekBaipaTuyHOro oTKIIoHeHUs (OCKO) u He npeBsiiana
10 %. Bpems mpoOOmoAroToBKM coctaBuiao 5 MuH. Bpemsi xpomartorpadudeckoro

aHaiausa — 13 MuH.

[IpennoxkeHHbII cOCOO NPUMEHEH JUIsl  ONpeNeNieHUus KOHCEPBAHTOB B
0€3aJIKOTOJIbHBIX KOHCEPBUPOBAHHBIX HAMUTKaX (COKe, KOMIIOTE U Ta3upOBAaHHOM
HAllUTKE), PEKOMEHIOBAHHBIX JUIsl JETCKOrO MUTaHus. Pesynbrarel omnpeneiaeHus
npencTanieHbl B Tabnuie 18. [IpaBuibHOCTB MOTyYE€HHBIX PE3YABTaTOB OCYIIECTBIISIACH
C MMOMOIIbIO METO/IA «BBEJCHO-Hail1eH0». COrTacHO MOTYyUYEHHBIM IaHHBIM, OCH30MHas U

COp6I/IHOBaH KHCJIOTBI IPUCYTCTBOBAJIM B Hp06ax B HC3HAYUTCIBbHLIX KOHLOCHTPAIOUAX,
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YTO OOBSICHSIETCS HMX €CTECTBECHHBLIM INPUCYTCTBUCM B HCXOIHOM CBIPbEC. PGBYJ'IBTaTBI

UCCIIEIOBAaHUN OMyOarKoBaHbl B JKypHasie aHaauTuuecko xumun [23].

Tabamuma 18. Pesynbrarhl omnpeneneHus KOHCEPBAHTOB B 0€3aJIKOTOJIbHBIX

Hanutkax (n =3, P=0,95).

Bgeneno, Haiineno,
IIpo6a AHaJINT R, %
MTI/J1 M/
0 25+0,5 -
5 7,2+0,9 6
Bensoiinas xuciora 50 55+7 4
Cok s 100 109+ 24 6
JIIETCKOTO 200 207 £ 17 2
[IUTAHUS 0 1,90 +£ 0,15 -
5 6,6 0,5 6
CopOurHOBas KUCJIOTA
50 50+ 6 3
100 105+ 11 3
0 1,90+ 0,15 -
5 6,7+1,2 4
Bensoiinas xuciora 50 54 +9 5
Kowmmot mst 100 99+ 11 3
JIETCKOT'O 200 213+7 6
MIUTAHNS 0 1,223+ 0,017 -
5 6,3+1,0 1
CopOuHoBast KUCIOTa
50 51+6 0
100 99 +19 2
0 1,45+0,16 -
5 6,3+0,4 2
Bensoiinas xuciora 50 49+5 5
["azupoBaHHBIN
100 98 + 17 3
0€e3aIKOTOJIBHEII
200 209 + 18 4
(bpyKTOBBII
0 <TIIO -
HAIIUTOK
5 48+0,5 3
CopOuHoBas KUCIOTa
50 480+2,0 4
100 94 +19 6
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Taxoke Oblia Mokazana BO3MOXXHOCTh komOuHupoBanus JJKKMD, ocHoBaHHO# Ha
JMCTIEPTUPOBAHUN JKCTpareHTa JETKOJIETYUYUM PACTBOPUTENEM (AUXJIIOPMETAHOM) B
nporiecce (azoBoro rnepexona — ucnapenusi, ¢ cucremo BOXX-MC/MC nns 3anaun
ONpEeNeNICHUsI ~ TPEeX  IIUPOKO  HUCIOJNB3YEMBIX B CEJIBCKOM  XO3SMCTBE
dbochopopraHndecKkux HHCEKTHITUAOB (MajgaTHOHa, TMa3uHOHA U (po3ajoHa) B BUHE.

OCHOBHBIMU TpeOOBaHUSMHU, PEIBABISAEMBIMU K SKCTPAreHTy B pa3paboTaHHOM
BapUaHTE MUKPOIKCTPAKIIMH SBJISIOTCS: HU3Kasi PAaCTBOPUMOCTh B BOJTHOM (Da3e, HU3Kas
IJIOTHOCTH (MEHBIIIE TJIOTHOCTH BObI), U BBICOKAS SKCTPAKI[MOHHAS CIIOCOOHOCTH IO
OTHOIIICHUIO K IICJIEBBIM aHajnuTaM. KpoMe Toro, BaKHBIM KpHUTEpPHEM BbIOOpa
AKCTpAreHTa SBJSETCS €ro COBMECTUMOCTh C KOHEYHBIM METOJIOM OIpECICHUS.
W3BecTHO, 4YTO AJisi W3BICUEHUS] TECTUIIMIOB PACTBOPUTEIM BHE 3aBUCUMOCTH OT
TIPUPOJIBI U3BIICKACMBIX BEIIECTB (€CIIM OHU HE UMEIOT SIPKO BBIPAKECHHBIX KHCIOTHBIX
WIM OCHOBHBIX CBOMCTB) IO BO3pPAaCTaHUIO JKCTPArUPYIOMIEH CHOCOOHOCTH
pacroiiaraloTcss B psii: TNpeaeiabHble < HEmpeaelibHble < XJIOPIPOU3BOAHBIE <
apOMaTHYECKUE YIIIEBOAOPOAbl < MPOCTbIE 3PUPbl < COUPTHI < CIOXKHBbIE APUPBI <
pactuTenbHble  Maclia.  BoJbIIyl0  AKCTpPaKUMOHHYIO  CIIOCOOHOCTH  MMEIOT
XJIOPCOZAEPIKAIIUE YIIIEBOAOPObI, 00pa3yIolIKe ¢ MECTULIMIaAMHA BOAOPOAHbIE CBs3H. [1o
ATOM K€ MPUYUHE XOPOIIIO U3BJICKAIOT MECTUIIUIBI CIIUPTHI ¥ UL, pa3InyHas MPUPoIa
KOTOPBIX Mo3BoysieT auddepenimponaTs aericteue skcrpareHToB [177]. IlpuauMas Bo
BHUMAaHUE BbIIICTIEPEUUCIICHHBIE TpeOOBaHUs, C IEbI0 BBIOOpA HSKCTpareHtra s
aHAJINTOB, OBLI PACCMOTPEH TOMOJOTHYECKUA psAf  anudarudyeckux CIOUPTOB C
KOJINYECTBOM aTOMOB ymiepoaa ot 4 a0 7. B xoae ucclienoBaHuii ObLUTM YCTaHOBJICHBI
KO3(PUIMEHTHl pacnpeereHusl BbIOpaHHBIX AHAJIWTOB B CHUCTEMax BoAHas (a3za-
skctparenT (1:1, 00./00.), cCOMIacHO KOTOPHIM BCE U3YUYEHHBIE OKCTPAreHTHI
obecnieunBaiay MpUMEpPHO paBHble 3HaueHus K, (tabmuma 19). OgHako, rexcaHon u
renTaHoy 00Jalar0T MEHBINEH PAaCTBOPUMOCTHIO B BOJIE OTHOCHUTEIBHO JBYX JAPYTHUX
CIUPTOB, TOATOMY oOecrneunBanu OoJbiue KOIPPUIIMEHTH KOHIICHTPUPOBAHUS
ananutoB. Kpome TOro, pesynbrarhl, MOJyde€HHbIE C TPUMEHEHHMEM OyTaHoJIa |
MEHTAHOJIa B Ka4eCTBE OJKCTPAreHTOB TMpU OoJee BBICOKHX KOIPPHUITMEHTAX

KOHIICHTPUPOBAHUS, XapakTepu3oBaiuch BbicokuMu 3HaueHussiMu CKO (15 - 20 %) uz-3a
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TOTO, 9TO OOBEMBI PKCTPAKTOB 3aBUCAT OT KoJieOaHUi Temrieparypbl. Ompeaesironmm
(dbakTopoM B BRIOOPE MEXy TEKCAHOJIOM W TENTAHOJIOM CTaja Oojee HU3Kas BI3KOCTh

IICPBOTO, 9TO ABJLICTCA IMPCAIIOYTUTCIIBHBIM IIPH ﬂaHLHeﬁmeM COUETAaHMU C CUCTEMOM

B2XX-MC/MC.

Taomuma 19. Koadbdumumentsr  pacnpenenenus  dochopopraHMIeCcKux

uHcekTu0B (C = 10 MKI/JI; COOTHOILIEHWE OPTaHUYECKOTO PACTBOPUTENISI U pacTBOpa

ananuta 1:1 (00./00.); 25 °C, n = 3).

Cnupr Kosppuunentnl pacnpenenenus Kp
Manaruon Jna3zuHoH do3a1moH
Byranon 45+3 45+2 31+3
[lentanon 47+3 48+3 24+ 4
I'excanon 48+ 2 50£2 25+2
I'enTanon 49+2 52+3 23+4

OO0beM nuUXJIOpMETaHa BIUSET HA IUIOTHOCTh SKCTPAKIIMOHHOW CMECH, CKOPOCTh
€ro WCIapeHWs W3 CHCTeMbl W, KaK CJCICTBHE, Ha BpeMms aHanm3a. [l mowmcka
ONTHUMAJIBHOTO COOTHONICHHS IUXJIOPMETaH CMEIIMBAIA C TEKCAHOJIOM B Pa3IMYHBIX
COOTHOIIICHUSIX. BbUIO yCTaHOBJIEHO, U4TO MpU 00BeMe MpoObl 10 MII IKCTpaAKIIMOHHAS
cMech o0bemoMm 0,4 MJI M COOTHONIEHWU AuMcHepraropa u skctpareHra 1:1 (06./00.)
o0ecrieunBaeT Bce He0OXOIMMbIE TPEOOBaHUS.

J1J1st ocyIieCTBIEHUS MPOIIECCa UCTIAPEHUS TUXJIOPMETaHa He0OX0IUM HHUITUATOD,
B Ka4eCTBE KOTOPOTO OblJIa BEIOpaHa TITFOK03a, SIBIISIONIASCS KOMITOHEHTOM IOy CIIAIKAX
BUH (cozaeprkanue caxapa 18 - 45 r/m), u monoxkutensHo Biustomas Ha 3hHEKTUBHOCTh
OKCTPAKIIMA aHAJIMTOB, OKa3biBas d(p@deKT BeIcaxapuBaHusa. ONTHUMalbHAsS Macca
TJTFOKO3bI, HEOOXOoAMMas TSI MHUIIMUPOBAHUS AUCTIeprupoBanms, coctapmia 0,15 .

Brnusare Temmneparypbl Ha mporecc ucrmapeHus Obu1 u3ydeH B nuamnazone 40 - 90
°C. beuto ycranomieHo, uyto Temmeparypa 70 °C obecneunBaer 3()PEKTUBHYIO
SKCTpakiuio u MuHuMainbHbie 3HaYeHUsT CKO (pucyHok 47), ipu 5TOM HEOOXOTUMOE ISt

AKCTPAKIIMU BPEMS COCTABIISIET | MUH.
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Pucynox 47. BiusHue TeMrmeparypbl HarpeBaHus Ha CTEIEHb H3BJICUYCHUS

UHCEKTULUJIOB (Canamra = | MK/, n = 3).

[Ipu BeIOOpE 3HaueHus pH MakcuMalibHbIE 3HAYEHHS aHAJIMTUUYECKOTO CUTHAJIA
OBbLTM TOJIy4EHBI B JIMana3oHe OT 3 70 7, TaK KaK CHWJIbHOKHWCIAA W CUJIBHOIIECIOYHAs
Cpenbl COCOOCTBYIOT THJPOJIU3Y MajlaTUOHA M Jua3uHoHA. CTOMT OTMETHUTh, uTo pH
o0Opa3lioB BUH HaXONIWJICS B JaMana3oHe 3 - 5, TakuMm oOpa3oMm, oOpasibl mpod He
MOJIBEPTaJINCh JIOMOJIHUTEIBbHON NMPOOONOArOTOBKE nepen 3KkcTpakiueil. Taxke Obuio
YCTaHOBJICHO, YTO ATUJIOBBIN CIIUPT, BXOAAIIHM B cocTaB BUH (9 - 16 %) npu coaepkanuu
8 % wu BbIIIE OKa3bIBACT HETATHUBHOE BIMSHUE HAa A(PPEKTUBHOCTH HKCTPAKIIUH,
yYBEJIMYMBAsl PacTBOPUMOCTb aHAJIUTOB B BOOHOU ¢aze. [lorTomy mnpenBaputenbHOE
pazbamieHue MpoO BHH IMOTPEOOBANIOCH IS MOCTIKEHHS d()(PEKTUBHOTO BBIACICHUS
aHaJIUTOB.

C y4yeToM BBIOpaHHBIX MTAPaMETPOB CXeMa BBIMOJHEHUS MPEIJIOKEHHOTO BaprUaHTa
JODKOKMD niia onpeneneHrss MHCEKTULMIOB B BUHE MPEAIOIaraia CIeIyIOIIUe 3Talbl
(pucynok 48). K 10 mn paszbaineHHoit B 3 pa3a npoObl BuHa no0aBisiin 400 Mk
HKCTPAKIIMOHHOM cMecH H-rekcaHoia u quxiopmerana (1:1, 06./006.), kotopas 6naromaps
CBOEM BBICOKOM IUIOTHOCTH ONYyCKaJIach Ha JHO CUCTEMBI. [layiee B cUCTEMy BBOAWIN
nHunmarop — 0,15 1 niroko3bl, 1 momernianu cucremy B Tepmoctat (70 °C) na 1 mus. Ilo
Mepe HCTIapeHUs TUXJIOpMETaHa HaOI01aa0Ch MHTEHCUBHOE TIEPEMEIIMBAHUE CUCTEMBI,
obecneunBaroiiee IPHEKTUBHYIO SKCTPAKIIUIO AHAIMTOB B JIMCIEPTUPOBAHHHYIO 10

BceMy o0beMy mpoObl a3y axcTpareHta. [Ipu 3TOM 3KCTpareHT, MIOTHOCTh KOTOPOTO
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MEHBIIIE [JIOTHOCTU BOJIbI, C BBIJICJICHHBIMU B HETO MECTUIUIAMU MOJIHUMAJICSI BBEPX U
cobupancsi B OTAeNIbHYI0 a3y Ha MOBEPXHOCTH MpoObl. Ha 3akmrounTenbHOM 3Tare

BbIJICJICHHYIO (pa3y oTOupanu u aHanuzuposaiu metogom BIXKX-MC/MC.
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Pucynok 48. Cxema BrimonHenus JDKOKMOD ¢ ucrapenuem nucnepraropa s

ONpCACICHUA HHCCKTUIIN/I0B B BUHC.

JlnanazoHbl ONpeAeIeMbIX KOHIIEHTPAIMM pa3pabOTaHHOTO KOMOMHUPOBAHHOTO
crioco6a coctasmn: 107 - 107° r/n ans manatuona, 10° - 10 /1 qns auaszunona u 10°° -
102 r/n ana pozanona, ¢ I10, paccuntanabiMu 1o 36, — 5108 /1, 3-10° r/nm 3-107 v/
COOTBETCTBEHHO.

[Ipu nepecueTe Ha K MPOAYKTa MpeIOKEeHHbIH crioco0 obecnieunBaet 110 Huxe
IpeAeIbHO JOMYCTUMBIX KoHIIeHTpanui. 3Hadenus [1/IK p1st 6obpIMHCTBA IECTUIINIOB
B Pa3JIMYHBIX MUIIEBBIX MPOIYKTaX MOTYT JiexkaTh B quana3zoHax ot 0,001 qo 100 mr/kr,
HO, KaK MPaBUJIo, IS OBOIICH U GPYKTOB OHH cOoCcTaBisitoT okoo 0,01 mr/kr [178].

AHanuTHYECKHE BO3MOKHOCTH METO/1a ObUTH YCIIEITHO MPOJAEMOHCTPUPOBAHBI HA
npuMepe OMpeNeSIeHUs] MaJlaTUOHA, JWa3uHOHA, (o3ajoHa B MOJYCIaAKUX BHUHAX
(tabmuma 20). [IpaBWIBHOCTH TOJYYEHHBIX PE3YJIHTATOB TMOJTBEPKIACHA METOIOM

«BBEJICHO-HAWMICHO» U METOIOM cpaBHeHus [179].
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Tab6amua 20. Pe3ynsrarel onpeneneHuss MHCEKTULHMI0B B BUHAX, TIOJyYEHHbIE U
MOMOIITH pa3paboraHHoro crocoba u metoaa cpaBaenus (n =3, P=0,95; Fy = 19,00; t, =

2,78).

Beeneno, Haiigeno, MKr/m t- F-
IIpoda AHaINT
MKT/JI B2KX-MC I'X-MC  |[kpurepuii kpurtepuii| R, %
0 <IIO <IIO -
MaJlaTHOH
1 1,06 + 0,02 1,05+ 0,03 0,24 14,9 6
0 0,044 + 0,013 | 0,050 + 0,012 2,75 1,2 -
benoe INA3VHOH
BHHO 1 1 1,02 £ 0,07 1,08 £ 0,03 1,53 3,4 2
0 <IIO <IIO -
do3zanon 0, 975+ 0, 5
1 1,03+ 0,07 1,69 10,3
023
0 <IIO <IIO -
MaJlaTHOH
1 1,00 +£ 0,03 1,02 + 0,06 0,49 7,6 0
Benoe 0 <IIO <IIO 3
JTHA3UHOH
BHHO 2 1 1,02 + 0,03 0,96 £ 0,05 2,33 3,5 2
0 <IIO <IIO -
do3zanon
1 1,010 +£0,04 | 0,962 +0,021 1,91 3,4 1
0 <IIO <IIO -
MaJlaTHOH
1 0,961+0,011 | 0,99 +0,05 1,52 17,9 4
Benoe 0 <TI0 <TI0 )
JTHA3UHOH
BHHO 3 1 1,01 £0,11 1,04 £ 0,03 0,42 12,9 1
0 <IIO <IIO -
do3anon
1 1,01 +£0,03 0,96 + 0,03 2,33 1,4 1
KpacHoe 0 <IIO <TI0 i
MaJlaTHOH
BUHO 1 0,96 + 0,03 1,03 + 0,03 2,75 1,4 4
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<IIO <IIO
TMa3UHOH
1,01 +0,05 0,96 £ 0,03 1,64 8,7
<TIO <IIO
do3anon
1,06 + 0,03 1,10+ 0,04 1,47 18,1
<IIO <IIO
MaJIaTHOH
0,96 + 0,04 0,99 + 0,04 1,26 1,3
I'pymieBoe <O <O
TMa3UHOH
BUHO 1,03 + 0,03 1,01+ 0,04 1,11 12,3
<TIO <IIO
do3zanon
0,94 + 0,05 0,96 + 0,06 0,43 1,2

lpeumywecmesa. Pazpadorannsiii criocod [PKIKMD xapakrepuszyercst IpoCTOTON
BBINIOJIHEHU S, SKCIIPECCHOCTHIO (BpeMsi MPOOONOATOTOBKY — 2 MUH) U SKOHOMUYHOCTBIO
(Hemoporue peakTHBBI, He TpeOyeT CJokHOro oOopynoBanusi). biaronaps
MCIIOJIb30BAHUIO SKCTPAre€HTa ¢ HU3KOM BSI3KOCTHIO BO3MOYKEH MIPSIMOM aHAJIU3 SKCTPAKTa
0e3 TMpeaBapUTENLHOTO pa30aBiCHUsT PACTBOPUTENIEM WM TOABMXKHOU  (pa3oil.
Coueranue ¢ BbICOKOUYBCTBUTEIBLHBIM MeTo1oM BIXKX-MC/MC 1103BOIHIO0 TOOUTHCS
MOJly4eHHUs] pekopAHO Hu3kux 3HadeHuit [1O0 (tabmuma 21). OrcyTcTBUE B
HEOOXOJUMOCTH IEHTPU(PYTrUpOBaHUSI OTKPHIBAET BO3MOXKHOCTH JIJII aBTOMAaTH3alluu
MPETIOKEHHOTO MOAX0a Ha MPUHIIUIIAX TPOTOYHBIX MeToN0B (1. 6.1). K neoocmamxam
crocoba MOXXHO OTHECTH TOKCHUYHOCThH JucIiepraropa (AUXJIOpMETaHa), YTO BHOCHUT
JIONIOJIHUTENIBHOE  YCJIOBHME IO MPOBENCHHI0 AaHHOro Bapuanta JDKOKMD —
WCIIOJIb30BAHUE BBITSKHON CUCTEMbI BEHTUIISILIUU.

Pesynbrathl uccienoBanuii onyoaukoBaHsl B kypHaie Journal of Chromatography

A[10].
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Tabauma 21. CpaBHeHHE CHOCOOOB OIpeneieHHs MNEeCTHIMIOB B IMHIIEBBIX

npoAyKTax, ocHoBaHHBIX Ha JIZKOKMDO.

Meton
IIpoba JkerpareHt/
AHaJIHUT aerektupo | IO, mxr/a | Ccblika
JAUCTIEPTaTop
BaHMS
Coxk docdopoprannueckue
TerpaxmopaTan/
OOSPBIITHUK MMECTULIUIBI I'X-I1D )] 0,05-0,1 [180]
AIlCTOHUTPHIT
a
I'pymeBsiii | TerpaxiopaTuiieH Hunepmerpun u 2,2-31
I'X-TT1[ [181]
COK /alleTOHUTPHUIT epMETPUH MKT/KT
Terpaxsopatan/- | ®ochopopranuueckue
Buno (Y3 u mexaHuy. Y TPUA3WHOBBIE I'X-A® | 0,007 - 0,07 [182]
MepEeMEeITNBAHUE) TIECTHITIBI
VX (HY TiOy)/- AKapHIHIbI
Men u yait BOXX-Y® | 0,04-0,18 [183]
(CO2-niepemert.)
Bunorpann TpuazonbHbie
BIii COK, Tonyon/- NECTULIUIBI
I'X-TT1[ 0,53-1,13 [160]
OTypIbI, (aspupoBaHme)
TOMATHI
dochopoprannueckue Pa3pabor
I'excanon/ BOXX-
Buno MECTUIIAIEI 0,0003-0,3 AHHBIN
TUXIIOpMETaH MC/MC
croco0

Takum o0pa3zom, MOXKHO 3aKJIIOYUTh, 4TO paszpadoranHbii Bapuant JIDKOKMDO,

OCHOBAaHHBIN Ha JUCTIEPTUPOBAHUH IKCTPAreHTa ra30Boi Ga3oil, 00pazoBaHHOM in Situ B

pesyaprare (a3zoBoro rmepexoja — HCHAPEHUS JIETKOJETY4Yero OpPraHHUYeCKOro

pacTBOpUTENs, O0JIAJaeT pAIOM npeumyujecms TO CPABHEHUIO C KJIACCUYECKUM

BapuantoMm JDKOKMDO:

1) 3@ CUCT YyAaJICHUA H3 CHCTCMblI BCIIOMOI'aTCJIbBHOIO OPTraHHMYCCKOIO

pPaCTBOPHUTCIIA, BBIIIOJIHAIOIICTO POJIb JUCIICPraropa, yAaacTcd MCKIIOYHUTL Cro

HEraTUBHOE BIUSHKUE HA Y()(PEKTUBHOCTH IKCTPAKIINH,
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2) Omaromapsi TPOCTOTE BBIMOJTHEHUS MPEIOKEHHOTO TOIX0/Ia U OTCYTCTBHUIO
CTaAuM TICHTPU(PYTUPOBAHUS, OCYIICCTBICHA BO3MOXXHOCTH €TO BBIIIOJHCHHUS B
aBTOMAaTU3UPOBAHHOM PEXHUME.

B memom, paspaboTaHHbBIN CITOCOO MOXKET COUETATHCS C PA3TUIHBIMUA METOaMU
JNETEKTUPOBaHMUS, a TaKKe UMEeT TEPCIEeKTUBY JUIsl U3Y4YEHUS TPUMEHEHUS
pactBoputeneid nocnenanero mnokonenus (OP, VDK, MunemispHbIx cpel) B KauecTBe
IKCTpareHToB. OepaHuuenue METOAA CBA3aHO C TPEOOBAaHUSAMH, MPEABSIBIIEMBIMH K
(bU3MYECKMM CBOWCTBAM JHCIEPraropa, M CYIIECTBEHHO CYXKAIOIIHUX KpPYyr TaKuX

PaCTBOPUTENIEH.
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ITIABA 6. ABTOMATU3ALINA MUKPOSKCTPAKILIMN HA TTPUHITUITAX
I[MPOTOYHOI'O AHAJIM3A

ABTOMaTH3alMsl XUMHYECKOTO aHajdu3a, KaKk M MUHUATIOpHU3alMs BXOOUT B
KOHICMIINIO «3€JICHOW» aHAIUTHUYECKOM XHUMUU U SIBISETCS NEPCHEKTUBHBIM
HanpasjieHuem €€ paszputus [184]. [l yBennueHus: NpOU3BOAUTEIILHOCTH aHAIN3a
MPUMEHSIOT TMPOTOYHBIE METOJbl, PACCMOTpPEHHbIE B 0030pe auteparypsl (m. 1.3).
YuureiBas, 4YTO 4Yamle BCEro JIMMUTHUPYIOIIEH CTaadel aHaau3a  SBJISAETCS
poOOMOATrOTOBKa, €€ aBTOMATH3AllMs JHEPreTHUYECKH M JKOHOMHMYECKH OIpaBlaHa.
Brienenue aHaMToB B Pazy 3KCTPAreHTOB MPOBOASAT B CIIEIUAIBHBIX IKCTPAKITMOHHBIX
Kamepax, a TmpoOy, pacTBOPbl PEAreHTOB M HKCTpareHTa MOJAl0T C IOMOIIBIO
MEPUCTAIIBTUYECKUX WJIM IINPUILIEBBIX HACOCOB, KOMMYTHpPYsS IOTOKM Yepe3 KpaH-
nepekiouarenb.  BriroueHWe B THAPABIMYECKHE  CXEMbl  CIEIHaIbHBIX
MEPEMEIINBAIONINX YCTPOMCTB IMO3BOJIAET JOCTUTraTh MOJHOTHI MAacCOIEpEHOca U
BBICOKOU CKOPOCTU HACTYILICHUS] PABHOBECHSI.

B »T0if maBe OymyT paccMOTpeHbl pa3paOOTaHHbIE HAa MPUHIUIIAX MPOTOYHBIX
METOJIOB aBTOMATH3WPOBAHHBIE CIIOCOOBI MPOOOMOITOTOBKH, OCHOBAHHBIE HAa METO/Iax
JACTEPCUOHHON KUIKOCTHO-)KUIKOCTHOM, TOMOT€HHON >KUAKOCTHOW W MUUEIUISIPHOU
MUKPOAIKCTPAKIIUU, ¥ TIPEAHA3HAUYCHHBIE IS aHAM3a KUAKUX U TBEpAoQa3HbIX MPoO
MUIIEBBIX TPOAYKTOB. A  Takke OygeT TMoKa3zaHa BO3MOXKHOCTh COYETaHUS
aBTOMAaTU3UPOBAHHBIX MOJIXOJI0B C BBICOKOUYBCTBUTEIBLHBIMU MeTOIaMH
neTekTupoBaHus. Pa3HooOpasue W OCOOCHHOCTH aBTOMATH3MPOBAHHBIX CIOCOOOB

aHalIn3a IMUIICBBLIX IMPOAYKTOB, B TOM YHUCJIC OITMCAHHBIX B 3TOM I1aBe, MPCACTABJICHBI B

o03opax [6, 11, 15, 20, 24].

6.1. ABTOMATU3HPOBAaHHAS IMCIIEPCUOHHASA *KUAKOCTHO-KU/IKOCTHASA

MHKPOIKCTPAKIMS

Jlns aBTomaruzanuu npeactasieHHod B 1. 5.2 JDKOKMD ¢ nucneprupoBaHrem
da3pl dKcTpareHTa (TEKCaHOoJIa) JIETYYHMM pPAaCTBOPUTENEM (IUXJIOPMETaHOM) ObLia

pa3pa60TaHa ruapaBIMYCCKasd CXCMa Ha MPHUHOUIIAX HHUKIMYCCKOTO HMHIKCKIHWOHHOTI'O
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aHaju3a, BKJIIOYAIOIas HECKOJIBKO 3TanoB (pucyHok 49). Ha nmepBoM 3tame ¢ moMonibo
NEPUCTANTBTUYECKOTO HACOCA U 8-XOA0BOr0 KpaHa-MepeKIF0YaTelIs B TEPMOCTATUPYEMYIO
HKCTPAKIMOHHYIO €MKOCTh 10 KaHaiy 1 momaBanu nopuuto npoOsl (10 mit), nanee tyaa
K€ 0 KaHAITy 2 HaIlPaBJIsUIA SKCTPAKUMOHHYIO cMech (0,4 MIT), COCTOSIIY IO U3 TEeKCaHOJIa
u auxjopmerana (1:1, 06./06.). Ha Bropom »sTame, mo AOCTHKEHHUIO TEeMIIEPaTypbl
cuctembl 70 °C B eMKOCTb 110 KaHay 3 Hanpasisuia 0,5 mia 315 /1 pacTBopa IIt0K036I ¢
nocneAyronel nojadei nortoka Bo3ayxa (kanan 4), 1jis paBHOMEPHOTO pacrpeeeHus
BBICAXApUBAIOIIET0 areHra Mo cucreme. B pesynbrare HaOMoganu WHTEHCUBHOE
UCIIApEHUE JUXJIOPMETaHa, MO0 MEpPEe YMEHbBILIEHUS KOTOPOro, T'eKCaHOJ, IIOTHOCTH
KOTOPOTO MEHBIIIE TUIOTHOCTH BOJBI, MOJHUMAJICA HaBepX, YTO COIMPOBOXKIAIOCH
HKCTPAKIMOHHBIM BBIIEJICHUEM aHAJIMTOB B Opranuueckyro ¢asy. Ha ciemyromem stamne
C MOMOIUIBIO MEPUCTATBTUUECKOTO HACOCA BBHIMOJHSINA CIIUB HUKHEHW (BOAHOM) (ha3wl U3
KaMmephl (KaHai 5), a (ha3y dKCTpakTa epeKauyrnBaliv B BUally Juist mocieaytomiero BOXX-
MC/MC  ananuza. Ha 3akiroudTensHOM —3Tane  MPOBOAWIM  MPOMBIBKY — BCEX
KOMMYHUKAIIMH CUCTEMBI CMEChI0 METaHOJIa U AUCTUIUIMpoBaHHOW Boabl (1:1, 00./00.)
(kanan 6). Bce omepaliuu BBITIOJHSIUCH MPU TOMOIIHM MPOrPaMMHOIO OOECIEeUeHHUs,

ycranoBieHHoro Ha [1K.

BKCTpaKHHOHHaﬂ EMRKOCTH

it i o |

[IpoGa

1
1
1
1
:
1
Boxa-meTtamon DKCTPAKITIOHHASL !
1
(1:1) CMECh :

:

1

Kpan-nepexiwuareinb

\

IHepucraabTHIeCKHI
Sp0c/ HAacoC
Copoc PactBop
0TOOp 3KCTpaKTa SiGRORE

Boznyx

Pucynok 49. I'mapasnuueckas cxema JDKXKMDO ¢ ucnapenuem aucnepraropa s

aHaJM3a BOIHBIX MPOO.
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Pa3pabGoranHas cxema aHanu3a OblIa MPUMEHEHA ISl ONpPENEIEHUsT MaJlaTUOHA,
JMa3uHOHA M (o3aJ0Ha B IMONYCIAJKUX BUHAX, PE3yJAbTaThl COBMAIU C pe3yibTaTami,
MOJIYYCHHBIMU TIPU TOMOIIM PYYHOrO BapuaHTa »dKcTpakiuu (tabmuua 20).
ABromaru3zanusi Iporecca MnpoOONOArOTOBKM I103BOJIMJIA CHU3HUTH TPYHO3aTparbl U
c/ieNiaTh aHaiIu3 0oJiee SKOJIOTMYHBIM, YMEHBIIIUB KOHTAKT aHAJIMTUKA C PeareHTaMH.

B Hacrosimee BpeMs ISl OUEHKH SKOJIOTMYHOCTU TNPEIJIOKEHO HECKOIBKO
WHCTPYMEHTOB pacuera MHAEKCAa AKOJOTHYHOCTH, Takux kak Analytical GREEnness
metric (AGREE) [185], National Environmental Methods Index (NEMI) [186], Eco-
Scale Assessment (ESA) [187], Green Analytical Procedure Index (GAPI) [188] u mp.
Jns namnsaaaoctu no cucteme AGREE Obutn paccunTanbl MHAEKCH SKOJIOTUYHOCTH JJIS
oboux  pa3paboTaHHBIX  CHOCOOOB  (C  pyyHOH M aBTOMAaTU3MpPOBAHHOU
npobonoaroroBkoii). CyTts wMetoga AGREE 3akimiouaercss B pacuere CTENeHU
BO3JICUCTBUSA MO0 KaXAOMY U3 |2 MNPUHIMIOB «3€J€HOI» aHAIUTUYECKONM XUMHH I10
mkaige or 0 go 1, rme 1 — makcuManbHBIA Oailjl, CBUAETENIBCTBYIOIIUNA O IMOJHOM
COOTBETCTBMM MNpuHLHUIY. [lomydeHHble Oaibl CyMMHUPYIOTCS U YCPEAHSIOTCA, B
pe3ynbTare NPUII0KEHUE-KaIbKYJIATOP BbLAAET JIETKO YATAEMYIO TUKTOTPaMMY, B LIEHTPE
KOTOPOM yka3zaH oOlIui rokas3aresib, a BHEIIHUM 000/ nojesieH Ha 12 cermeHToB. Bee
YYaCTKHU OKpAIlIeHbl B UHTYUTHBHO MOHSTHBIE 1BETA CUCTEMBI CBETO(Opa, YTO YIPOIIaeT
YTeHHE pe3yabTara. biaronaps TakuM CUCTEMaM OLIEHKH SKOJIOTHYHOCTH MOYKHO OBICTPO
UAEHTU(PULIMPOBATH Cclla0ble MECTa B aHAJTUTUYECKUX MPOLIETypax, a TAK)KE CPaBHUBATh
pa3paboTaHHbIE CLIOCOOBI MEXKTY COOOI.

Takum oOpa3oMm, paccCUMTaHHbIE HWHIEKChl  JKOJOTMYHOCTH A JBYX
MPECTAaBICEHHbIX B padoTe CrIocoOOB ONPEAECNCHUs] WHCEKTHLMIOB C PYYHOU H

aBromaru3upoBanHo JIDKIKMD cocrasuau 0,56 u 0,61 coorBeTcTBeHHO (prcyHOK 50).
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1. NpeasaputenbHas obpaboTka Npobbi
2. O6vem npobbi
0.8 3. MonoxeHue aHanu3aTopa OTHOCUTENBHO
uccnegyemoro obpasua
4. Konuuectso ctaguii npo6onogrotosku
0.6 s. ABTOMaTM3aUMNA U MUHUATIOPM3aLUMA aHanusa
6. [Jepwusatusauma
7. Konwmyectso oTxon08
8. lMpoussoguTenbHOCTh (KoN-80 aHanuTos/4ac)
9. 3nepronoTtpebnexue
0.2 10.Ucnonb3oBaHue NPUPOAHbLIX peareHTos
11.KonuyecTso TOKCUYHbIX PeareHTos
12.Konu4ectso yrpo3s okpyxatouwein cpeae
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Pucynok 50. H1eKChI 3KOJIOTUMYHOCTH JUIsl pyYHOTO (A) M aBTOMaTU3UPOBAHHOTO
(b) BapmanToB JDKXKMD ¢ nucneprupoBaHMeM OJKCTpareHTa Tra3oBod (a3oii,

oOpa3oBaHHOM in sifu B pe3ynbrare $Ga30BOro nepexojia IUxXjaopMeTaHa.

[Ipennoxxennas B 1. 4.3 JIXKIKMD ¢ropxunononos B OP ¢ nepemenBanueM Qa3
YIJIGKUCIBIM Ta30M, 00pa3oBaHHOTO IN SitU B pe3yibTare XUMHYECKOH pEaKIuu
TUAPOKAPOOHAT-MOHOB MPOOBI C OAHUM U3 KOMIIOHEHTOB 3KCTPAKIIMOHHON cMecH, Oblia
aBTOMATHU3MpOBaHAa Ha MPUHLUIAX [HUKIMYECKOTO HWHXXEKIMOHHOTO aHaJu3a.
['unpaBnuyeckas cxema [IMA (pucynok 51) BkiIIOYanma: MHOTOXOJOBOM KpaH-
nepexioyatensb (Cole-Parmer, CIIA); nepuctanstuueckuii Hacoc (MasterFlex L/S,
Cole-Parmer, CIIIA), obecrieunBaroIinii peBepc HarpaBJICHHUS MOTOKa (CKOPOCTh MOTOKA
— ot 0,5 10 6,0 MJI/MHH); SKCTPAKIIMOHHYIO €MKOCTh — MOJHUIIPONHIEHOBYIO TPYOKY
KOHycOoOOpa3Hoit ¢opmMbl 00BEeMOM 5 MiI; TpPYOKM [t KOMMYHHUKAIMH U3
nosmrerpadTopaTUicHa (BHyTpeHHHM auameTp 0,5 MM); KOMIBIOTEp, OCHAIIEHHBIN
nporpammoii LabVIEW 8.5.

ABTOMaTH3UPOBaHHAs cXxemMa IPOoOOIOArOTOBKHU MpeAroiaraia nojgaqy ¢ oMOIIbI0
NEPUCTATBTUUECKOT0 Hacoca 4yepe3 KpaH-MepeKItoyaTellb B AKCTPAKIIMOHHYIO0 €MKOCTb
nopuuii (1,9 mi) 2 Monb/n pactBopa kapOoHaTa Hatpus (kaHai 1) u 3,1 mut ipoOsI (KaHam
2), mocJie 4ero OCyIeCTBIISLIIN UX TIepeMelINBaHe My3bIpbKaMu aTMOC(EPHOTO BO3/TyXa,
KOTOpPBIX MoJIaBany 1o kaHaimy 3 B TeueHue 20 c. Jlanee mo kaHany 4 B peakiMOHHYIO
€MKOCTh Harnpapisuid 390 MKII SKCTpaKIIMOHHOW cMecH (FenTaHoBasi KUCJIOTa, MEHTOI U

MypaBbHHas Kuciota, 1 : 2 : 48, MO./MOJI./MOJ.), MOCIIE Yero BHOBb IOAaBaJIH
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aTMOC(EpHBIN BO3MYyX B T€UCHUE 5 MHUH (CKOPOCTH MOTOKOB cocTaBisuia 3,0 MiI/MUH).
[Ipu >TOM B 3KCTPAKIMOHHOM €MKOCTH HaOJroAanu OypHOE BBIICIICHHE YIJIEKUCIOTO
rasza, CiIy>Kallero B KadecTBe MAHCIEepraropa M CIOCOOCTBYIOIIETO JalibHEHIeMy
pasnenenuto ¢a3. [locrne pasznmenenus ¢a3 ¢ MOMONIbIO MEPHUCTATIBTHUECKOIO Hacoca
BBITIOJIHSUTY CJIMB HUOKHEH (BOAHOM) a3kl U3 KaMmephl, a a3y IKCTpaKTa nepeKkauynBaiach
B BHAIy I MOCJEIYIOLIEro aHaiu3a. Ha 3akiIrouuTeNbHOM 3Tane MpOU3BOJIUIU
MPOMBIBKY BCEX KOMMYHHKAIINI CUCTEMbI CMECHIO METAHOJIA U TUCTUILUIMPOBAHHOU BOJIbI
(xaHai 6).

QKCTpaKHHOHHaﬂ EMRKOCTHb

PactBop kapOoHara

HATPIA
Boma-MeTanon
(1 - 1) Hpoﬁa
Kpan-nepexiawuareas 4 /P
IlepucTaasTHYSCKHI
Copoc Boznyx Hacoc

3*_KOMIL.
IKCTP. CMECh

Pucynok 51. Cxema aBromatusupoBannoii JIDKXKMD B OP ¢ mepemermBanueM

¢a3 razom, odpazoBaHHOro IN SitU 17151 aHATKM3a BOAHBIX MPOO.

Crioco6 oOecrieuns auamna3oHbl OMPEISIAEeMbIX KOHIIEHTpAWi odJIoKcaIHa,
baepokcanmHa 1 Hopdokcanuaa oT 1 10 200 MKr/1 mpu o6beme 1podsl S M. TIpeaensl
oOHapyxeHust (3c) nns Bcex aHamuToB coctaBwim 0,3 Mkr/n. OTHOcCUTEIbHAS
HEHCKITFOUCHHAsI CHCTEMAaTHYeCKasl MTOTPEITHOCTD ISl YPOBHS KOHIICHTpAIIUi aHAJIUTOB
1 mxr/in ve ipeBwimana + 20 % (P = 0,95). Ilpu sTom 3HaueHus Sy BHyTprUIabopaToOpHOI
MPEIM3UOHHOCTH He npeBbimaid 9 % (n = 6). [Ipou3BoAUTENHHOCTH MTPOOOIIOATOTOBKH
— 10 mpo6 B yac. Bpems xpomatorpadudeckoro anannza — 20 MuH.

B03MOXXHOCTH aBTOMAaTHU3UPOBAHHOTO CIIOCO0a MUKPOAKCTPAKIIUK TIOKa3aHbI MPU

BOXX-®JI onpenenenun odiokcannHa, ¢iaepokcainnHa U HopdIOKcaluHa B BOJIE
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(tabmuua 22). [lpaBUIBHOCTH MOMYYEHHBIX PE3yJbTAaTOB IMOATBEPKIECHA METOIOM

«BBeJIeHO-HaiiieHo». Cmennenust (%) He npesbimanu 20 %, 4To SBJISIETCS IOy CTUMBIM

JUISL 5TOTO YPOBHS KOHIIEHTpaluii cormacto [128].

Tab6auna 22. Pesynbrathl ompeaeneHus OQIOKCAIMHA,

HopdIokcanuHa B mpobax Bojwl (n = 3, P =0,95).

daepokcanHa H

IIpoba Beeneno, Haiigeno,
BOALI Ne Awaur MKT/J1 MKT/J R %
1 Hopdodnokcarun 0 <[1o
15 12,1 +£1,2 19
30 250=+1,5 17
45 38,6+1,9 16
dnepokcanuH 0 <[10
15 13,5+ 1,4 10
30 24,4+0,8 19
45 38,7+2,1 14
Odmokcanun 0 <[10
15 13,2+0,9 12
30 256+£1,2 15
45 37,4+0,9 17
2 Hopdnokcarma 0 <[1o
15 14,7+0,8 2
30 27,1£1,0 10
45 41,7+ 1,5 7
dnepoxcanuH 0 <[10o
15 13,7+ 0,7 9
30 28,6+1,3 5
45 40,5+1,0 10
Odnokcanun 0 <I10
15 14,8+0,9 1
30 27,7+0,6 8
45 412+14 8
3 Hopdmokcara 0 <10
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15 12,6 £0,7 16

30 247+1,2 18

45 40,0+ 1,4 11
dnepokcayH 0 <[10

15 13,4+1,1 11

30 26,0£0,9 13

45 39,7+ 1,3 12
Odnokcanun 0 <[10

15 13,9+£0,6 7

30 26,7+ 1,0 11

45 37,3+0,6 17

Hns pyunoro (m. 4.3) u aBromaruzupoBaHHOTrO BapuaHToB JIDKIKMD Obutn
pacCUMTaHHBIE HHJEKCHl JKOJOTMYHOCTH, KoTopble coctaBwm 0,50 wu 0,63
COOTBETCTBEHHO (PUCYHOK 52), M3 4Yero MOXHO CJelaTh BBIBOJ O OoJbliel
AKOJIOTUYHOCTH aBTOMAaTU3UPOBAHHOTO CHoco0a, YTO corjacyercss ¢ MpUHIMUIAMU
«3en€Hoi»  aHamuTHYecKkod XumuH. Croco0 TMO3BOMMII  HCKIIOYHWTH  PYYHBIS
MaHUMOYJSIUU W CHU3UTh TpyJao3aTparbl. Pe3ynbrarsl pabOThl OMyOJIMKOBAHBI B

Kypnane ananutudyeckoi xumun [22].

A
3.0 1. NpegeapwurensHan obpaboTka npobsi
2. O6vem npobbi
0.8 3. NonoxeHue aHanUsaTopa OTHOCUTENBHO
uccnegyemoro obpasya
4. Konwuuecrtso craguit npobonoarotosku
a t0.6 s, ABTOMAaTH3aUMA U MUHUATIOPU3AUMA aHaNn3a
| 6. [epusatusaumsa
7. Konauuecrso oTxonos
10.4 8. MpoussoguTenbHOCTL (KON-BO aHanuTos/vac)
9. 3HepronoTpebnerne
0.2 10. Ucnonb3oBaHue NPUPOAHbLIX PeareHTos
11. KONM4eCTBO TOKCHUUYHBIX peareHTos
12.Konu4ecTso yrpos oKpyxatouien cpege
0.0

PucyHnok 52. HaeKChl 9KOJIOTMYHOCTHU AJ1 PYYHOTO (A) M aBTOMaTU3MpPOBAHHOTO

(b) BapuanToB JIDKXKMD ¢ nucnieprupoBanuem ¢a3 razoM, 00pa3oBaHHOTO in Situ.

[IpuHIIMTIMATFHO HOBBIN MOAXOJ] B aHANM3€ TBEPAO(PA3HBIX MUIIEBLIX POAYKTOB
OBLT peaJIN30BaH B MOMbBITKaX yCTPAaHUTh HeAoCTaTKU kiaccuueckort JDKIKMD u permuth

BOIIPOC TOJIHOW aBTOMAaTH3aIMK MPOIEyphl MpoOomoarotoBku. Kak ObII0 OTMEUYEHO B
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o030pe IuTeparypbl, aHAIU3 TBEPAO(a3HBIX MPOO SBISETCS TPYAOEMKHM IPOIIECCOM,
3a4acTyl0  TpeOymomuid  NpeABapUTENbHON  MUHEpalu3alud  o0pasima  Wid
sKcTparupoBanusi. Kpome TOro, aHamum3 MNPOAYKUUU KUBOTHOTO MMPOUCXOKICHHUS
OCJIOKHSIETCS. HAJIMYUEM OOJBINOr0 KOJMYECTBA OCJTKOB, KHUPOB W BOJIOKHHCTOMN
CTpyKTypbl. [lo3TOMy mMpakTHUYECKM BCE METOAMKH MPEANOJararoT  CTaJuIo
HEeHTpUYTUPOBAHUS, UTO CO3JIAET CIOKHOCTH Il aBTOMATU3AIIUH.

C yueToM BceX BBIIICU3IIOKEHHBIX 0COOEHHOCTEMH, OblIa peaqn30BaHa MOJHOCTHIO
aBTOMaTU3UpOBaHHAsT CcXeMa aHanu3a TBEpAOGA3HBIX  MHUILIEBBIX  MPOTYKTOB,
BKJIIOYAIOIIAsi U3BJICUCHUE MOJISIPHBIX aHAIMTOB U3 MPOOBI B BOIHYIO a3y B Y3-morne ¢
MOCJIEYIONEH MHUKPOAKCTPAKIIMOHHBIM ~ KOHIICHTPUPOBAHUEM aHAJUTOB B  (azy
OpraHUYeCcKOro pacTBopuTess. bblia nmokasaHa BO3MOXHOCTh KOMOMHUPOBAHWS HOBOTO
crioco6a mpo6onoAroToBkH ¢ cucteMoit BOXKX-®JI u npousuitocTpupoBaHa Ha IpuMepe
OTpeIeICHNs] aHTUOUOTHKA O(IOKCAIIMHA B KYPUHOM MsiCE.

[IpenBaputensHO OBUIO M3YYEHO M3BICUYCHHE O(IIOKCAIIMHA B PA3TUYHBIE KIIACCHI
OPraHUYECKUX PpACTBOPUTENEH: ajKaHbl (H-I€KaH, H-IONEKaH, H-TeKcaJeKaH),
apwiranoreHuabl  (OpoMOeH3071, XJIOpOeH30M), ciaoXHbIe 3hupsl (TpubyTHiIdOChaT,
nulytundranar), apoMaTUYECKUE YIIEBOJOPOAbl (0-KCUJION), >KUPHBIE KHUCIIOTHI
(onmewHOBasi, HOHAHOBAsI W TEKCAHOBAsl KUCJIOTHI), cupThl (1-remtanon, 1-okTaHoN) U
XJIOPOPTaHUYECKHE PACTBOPUTENHN (TETpaxjopaTuiieH, Xjiopodopm, auxiopmeran). Ha
OCHOBE PacCCUMTAHHBIX KOA(DPUIIMEHTOB pacrpeseieHuss ObUT BhIOpaH JAUXJIOPMETaH.
Kpome Toro, wucnonp30BaHHME JIETKOJETYYErOo OKCTpareHTa IMO3BOJSET  IpHU
HEO0OXOIUMOCTH TIPOBOIUTH 3aMEHY PACTBOPHTEIIS ITYTEM €TO BBHITTAPUBAHUS U3 CHCTEMBI,
a TaKKe yBEIMYMBATH KOI(PPHUIIMEHTH KOHIICHTPHPOBAHUS 3a CUET HCIOJIb30BAHUS
MEHBIIIEro 00beMa 3aMEHSIOIIETO PACTBOPUTEIIS.

B kadecTtBe mucrmepraropa Oblia W3y4eHa BO3MOXKHOCTH NMPUMEHEHUS Pa3IMYHBIX
KapOOHOBBIX KUCJIOT, CHOCOOHBIM K MOHHM3AITUY TIPU U3MEHEHUH KUCIIOTHOCTH PacTBOpA.
b0 mokazaHo, 4TO MPU BBEICHUU CMECH PA3TMYHBIX OPTAaHUUYECKUX DKCTPAreHTOB M
KapOOHOBBIX KHCJOT B BOJHYIO IIEJIOYHYIO CpeIy TPOUCXOAWT HEUTpamu3aIus
KapOOHOBBIX KUCIIOT U ObICTpOE U A3(H(HEKTUBHOE AUCTIEPTUPOBAHUE OPTAHUYECKOM (ha3bl

C MOCIEAYIONIMM pasfeieHueM ¢a3 0e3 ueHTpudyrupoBaHusi. bbulo yCTaHOBIEHO, YTO
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UCIOJb30BaHUE BBICHIMX KAapOOHOBBIX KHUCIOT JUIS peaju3aludl NpeyIoKEHHOTO
Bapuanta JDDKOKMD He mnpeacraBnsieTcss BO3MOXHBIM, TaK Kak HE HaOmomaercs
paznenenus a3 (comu BbICHIMX KapOOHOBBIX KUCIOT MPOSIBJISIIOT CBOMCTBA aHUOHHBIX
[TAB, B mpucyTcTBHM KOTOpPBIX 00pa3yloTcs ycToilumBblie 3Mynbcun). [losaTomy Oblia
U3y4YeHa BO3MOKHOCTb HCIIOJIb30BAHUSI OPTaHUYECKUX KHUCIOT C MEHBIIUM YHCIIOM
aToMOB B yriepoaHoi nenu (ykcycHoit (pKa = 4,76), merakpuiopoii (pKa = 4,66) u
akpusioBoit (pKa = 4,23) kucnot). bbiio ycTaHOBJIEHO, YTO BCE M3YYEHHBIE KUCIIOTHI
o0OecreynBajil JHUCIEPTUPOBAHUE OKCTPAreHTOB B WIEJOYHOW Cpele, OJIHAaKo,
MaKCHUMAJIbHBIE 3HAYEHHS] AHAJIMTHYECKUX CHTHAJOB OBUIM TOJYYEHBl B CiIy4yae
aKpUJIOBOM KHUCIIOTHI, 00Jafaromieii Oonblieil cTeneHbio auccounuanuu. Kpome Ttoro,
00Opa3yIoLUiCs B IPOLECCe SKCTPAKUUU aKpUiIaT HaTpHs JOMOJHUTENIBHO OKa3bIBall
MOJIOKUTEIIbHBIN BBICATMBAIOMIMKN A((EKT, YTO OTCYTCTBYET B CIIy4ae HCIIOJIb30BAHUS
KJIACCUYECKUX AMCIIEPraTopoB (METAaHON U aleTOHUTpuI). [IpumMeHenune kinaccuyeckux
JUCIIEPTraTOPOB MPUBOAMIO K YMEHBUIEHUIO aHAJTUTUYECKOTO CUTHAJIA Ha MOPSII0K, YTO
OOBSICHSIETCA YBEJIMYEHUEM DPACTBOPUMOCTH AHAIUTOB B BOJHOW (pa3ze — MIaBHOMY
HesocTaTky Kiaccuueckoit JDKOKMDO.

N3BecTHO, YTO (PTOPXMHOIOHBI CYLIECTBYET B Pa3HbIX (POpMax B 3aBHCUMOCTH OT
pH: 3nauenuss pH BomuHoi ¢a3el MeHee 6,0 TPUBOAST K PE3KOMY CHUKCHHIO
3(p(GEKTUBHOCTH IKCTPAKIMH, MOCKOJIbKY aHAJIUThI B 3TOM COCTOSHUU CYILIECTBYET B
MPOTOHUPOBAHHOM (hopMe, KOTOpasi MPEeANnoUYTUTENLHO OCTaeTcsl B BogHOM (aze [189].
[ToaTomMmy B manHOW pabore ObLIM u3yudeHbl 3HaueHuss pH BogHoM (a3el mocrie
n00aBIIEHNS aKPUIJIOBOM KUCIIOTHI, U YCTAHOBJIEHO, YTO OHU HAXOJIWUJIUCh B JUANa30HE OT
6,0 no 7,0.

M3y4eHsl pa3nvyHble COOTHOUIEHUS 3KCTPareHTa W AUCIEPraropa. YCTaHOBIIEHO,
4TO0 OOBEMHOE COOTHOIIECHHE IUXJIOPMETaHa W aKpUJIOBOM KHUCIOTHI paBHOe 1:2
obOecrieunBaeT HAMOONBIIYI0 A(HPEKTUBHOCTH IKCTPAKIWU. BIusHUE COOTHOIICHUS
npoObl U SKCTPAKIIMOHHON cMecH Takke Obu1o n3yueHo. Hanbomnburyo 3ppeKTuBHOCTD
HKCTPaKLMU aHAJIMTA HAOMIOAIU MPU UCHoib30BaHUH 600 MKJI SKCTPaKIIMOHHOM CMecH

(1:2, 06./06.) 1,4 mi1 ero BOIHOTO pacTBOpa.
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Cpenu mMPOKOTO pa3HOOOpa3usi MPOTOYHBIX METOAOB ISl pealu3aluu
MIPETIOKEHHOTO CrIoco0a ObLT BRIOPAH IUKINYCCKUN MHKCKITMOHHBIA aHAJIN3, KOTOPBII
o0ecreynBaeT BO3MOKHOCTh aHaJIn3a TBEpA0(a3HbIX MPOO 3a CUET BKIIOYCHUS B CXEMY
aHalaM3a CMECUTEIbHBIX Kamep [6]. Hanuume cMecUTENbHBIX Kamep, HanpsIMyro
CBSI3aHHBIX C arMoc(epor, OTKPHIBAET BO3MOKHOCTH I peaM3alMU  CIOKHOM
POOOMOATOTOBKH, BKIIIOYAIOIEH dKCTparupoBaHUE aHaluTa U3 TBepAo(da3Hoil mpoosl,
yCTpaHEHUE MENIAIOMIETO BIUAHUA OEJIKOB MAaTpHUIlbl MPOOBI, 3KCTPAKIIMOHHOE
BBIJICJICHHE U KOHIEHTpUpOBaHUE aHanuTa. [yt onpeaeneHus odiokcalia B mpodax
KypPHHOTO Msica ObLJIO MPEAJIOKEHO OCYILECTBIIATh U3BJICUEHNE aHAJINTA B CIIELIMAIBHBIX
OJTHOPA30BbIX KapTpuKax (MOJUMPONWICHOBBIM Minpull), ocHameHHbIXx [IT®D
bunsTpaMu AJi9 yCTPAHEHUs] MEIIAIOIIETO BIUSHUS OCJIKOB, KOTOPHIE KOAryJIUPYIOTCS B
NPUCYTCTBUH 3JEKTPOIUTOB B BOAHOU (pa3e. bbuio ycraHoBieHO, 4To 1,5 Mi1 2 MOIb/1
pactBopa NaOH, conepxamero 20 mac. % NaySOs, obecneunBaer >PQpeKTUBHOE
AKCTpAarupoBaHUE IIEJIEBOI0 aHaduTa M3 00pa3loOB KypuUHOTo Msca 0e3 oOpa3oBaHUs
KOJUUIOUJTHOTO pacTBOpA.

N3BeCTHO, UTO SKCTParupoBaHUE B YCIOBUIX YABTPA3ByKOBOTIO MOJISI CIOCOOCTBYET
3(()EKTUBHOMY  HW3BJICYEHHUIO IIEJIEBBIX AHAJIMTOB W3  TBepaoda3Hbix  1Ipoo.
OcobeHHoCThIO Y3 1oJIs ABISETCS TO, YTO B CPEAE PacCHpOCTPaHEHMs 3BYKOBBIX BOJIH
HAOJII01aeTCsl YaCTOTHOE, PaBHOIIEPEMEHHOE YepE0BaHUE 30H CKaTHA U pa3pexeHus. B
KoJie0aTesIbHOE JIB)KEHHUE BOBJIEKAETCSI M OSKCTPAreHT, M YacTHUIlbl MpoObl. Takxke
HOSBIISIIOTCS CUJIbHBIE TYpPOYJICHTHBIE TEUEHHUSI, KOTOPbIE CLIOCOOCTBYIOT paCTBOPEHUIO U
U3BJIEYEHUIO BemlecTB. Ilpu 3TOM MNPOMCXOOUT MHTEHCUBHOE TMEpEeMEIINBaHUE
COAEPKUMOTO TPOOBI, YTO SIBISETCSA IJIaBHBIM MPEUMYLIECTBOM Y 3-BO3JEHCTBUS IO
CPaBHEHHUIO C JPYTMMHU METOAAaMHU 3KCTparupoBaHusi. HeCOMHEHHBIM OCTOMHCTBOM
u3BJIeUeHUsT B Y3-mosie sBisieTcss Majias MNpPOAOJKUTENBHOCTh AKCTparupoBaHUs, a
3HAYUT, BBICOKAsI MPOU3BOAUTENBHOCTh MeTona [136]. Takum oGpa3om, WCTOUYHUK Y3
BoyiH (Y3 BanHA) ObUT BKIIIOUEH B aBTOMATH3WPOBAHHYIO cxeMmy. BriOpaHHoe Bpems
BO3JIEHCTBUA COCTABUIIO 15 MUH. J[OMONHUTENBHO OBLIO U3YUYEHO BIUSHUE TEMIIEPATYPbI
Ha 3P PeKTUBHOCTH ¥Y3-9KCTparupoBanus oioKcaluHa. bbUIo yCTaHOBIEHO, UTO HarpeB

cucteMsl yke Ha 5 °C MpUBOAUT K PAaCIIMPEHUIO BO3IyXa B KAHAJIE, YTO B CBOIO OUEPE/Ib
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MPUBOIUT K HAPYIICHUIO IETOCTHOCTH CUCTEMBI (DUIBTPOBAHUS, MOITOMY IPOIIECC
MPOBOAMIINA TP KOMHATHOM TeMIlepaType.

Jlns ynaneHus B3BELIEHHBIX YaCTHUI[ U3 BOAHOTO-IIEIOYHOTO SKCTpakTa Oblia
pa3zpaborana ¢uiabTpoBanmbHas cucteMa (pucyHok 51). Ona mpencrtaBisia coOoi
KapTpUIK auaMeTpoM 15 MM u BbicoToM 70 MM, Ha THE KOTOPOTO Pa3MEIIAIA CUCTEMY
GbunsTpoB, cocTodAllylo W3 2 OnokoB crneu€HHbIX ¢pakuuid [ITOD u 06e3301bHBIX
OyMa)XHBIX (GUIBTPOB «CUHS JeHTa». Dpakiuio [ITOD roToBmIM criekKaHHEM MOPOIIKA
(pa3mep uactun 0,15 - 0,20 mm) nipu 385 °C B Teuenue 1,5 4. Takas cucrema GuiIbTPOB
MO3BOJIsIJIa MPOBOAUTH (PMIIBTPALIMIO B aBTOMAaTH3UPOBAHHOM PEXHMME U oOecrneynBaia
MOJIy4eHHE NMPO3PAYHOTO (PUIIbTpaTa Ha BBIXOJE.

Takum o0pa3om, pa3paboTaHHasi THApPABIWYECKAs CXeMa JJIsi OIpeleNieHus
oioKkcalMHa B KypHHOM MsICE BKIIIOUAET B C€Od KOMMYTALUIO CIEAYIOMIMX Y3JIOB: 8-
XOOBOTO KpaHa-MEpPEKIoYaTeNsl; IIMNPUIIEBOTO W MEPUCTAIBTUYECKOTO HACOCOB;
cMecuTeNnbHON cniupanu (yrHa 80 cM); KapTpuKa, MTOMEIIEHHOTO B YJIBTPa3BYKOBYIO
BaHHY (35 kI'1); nByX cMecutenbHbix kamep: MC-1 (CTeKISIHHON TPYOKH ¢ BHYTPEHHUM
muamerpoM 13 mm u gmuHod 50 mm) u MC-2 (monunponuiieHOBOM MPOOUPKH C
BHYTPEHHHUM JUaMeTPoM 9 MM u JyirHOM 40 MM), TOMEILIEHHBIX B TEPMOCTAT; TPYOOK JIJIsi
KOMMYHHUKAIMI U3 nonurerpadropaTuiiena (BHyTpennuii guametp 0,8 MMm); KoMIbIOTED,
ocHaménupiii mporpamMmoit LabVIEW 8.5. Cxema npescraBieHa Ha puCyHKe 53.

CormacHo pa3pa0OTaHHOM CcXxeme, Ha IepBOM JTane Mpody H3METBYEHHOIO
kypusoro msica (1 r)u 1,5 M 20 % Na,SO4 (B 2,0 mons/n NaOH) momernianu B KapTpumIK,
rIe MOJA JNEUCTBHEM Y3-NOJsA B TEUYEHHE |5 MHMH NPOUCXONWIIO DKCTPAarupoOBaHUE
oiokcallMHa M3 BOJIOKOH MAaTpUIlbl B IIEJIOYHON pacTBOp. 3areM C MOMOILIBIO
NEPUCTAIBTUYECKOTO HAcOCa pPAcTBOp MPOKAYMBATIM dYepe3 CUCTeMy (QHIBTPOB U
nojaBaiu B cMecutenbHyto kamepy 1 (CK-1). Ha Bropom 3Tane ¢ HoMOIIbO MITPUIIEBOTO
Hacoca U kpaHa-nepekitodaresis B CK-1 ¢ MakcuManbHON CKOPOCTHEO MOJIABAIIH MTOPIUIO
(600 MKI) 3KCTpakUMOHHOW cMmech W Bo3ayX. C HavyajaoM MpOAYyBaHUS MPOUCXOAMIIO
MTHOBEHHOE 00pa30BaHKE MEIKOJUCIIEPCHOM AIMYIBCUU 32 CUET U3MEHEHHUS MOJIIPHOCTH
akpusioBOM KucHoThl. (OcenaHve AUXJIOPMETaHa Ha JHO PEaKIHOHHOW EMKOCTHU

HaOmoganu B TeyeHue | muH. Ha 3akimourTensHOM 3Tarne MPOBOAWIA 3aMEHY
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pactBopUTENS (txun AUXTOpMeTana = 40 °C). [Ins sToro B repmocTatupyemyto npu 45 °C
MC-2 or6upamu 100 mxn docdarHoro OydepHoro pactBopa (pH = 6,4) u momaBanu
BO3/lyX, B PE3yJIbTaTe Yero AUXJIOPMETAaH ObLI MOJHOCTBIO YNAJCH U3 CUCTEMBI, 3aTeM

KOHLIEHTpAT OTOMpany u aHaau3upoBain MerogoM BOXKX-DJI.

CHcTeMa QHIBTPOB
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CMecHTeIbHaA COHPATB

Bydeprerii pacTEop

Bosayx
(pH6.4)

Copoc

CK-1 IInpanesoii
HAacoc

Pucynok 53. Cxema aBTOMAaTU3MpPOBAHHOM MPOOOIOATOTOBKH, BKIIIOYAIOIAS
sKcTparupoBanue oduiokcanuHa w3 TBepaodaszHoit mpooOwl, JAKIKMD ananurta us

BOJIHOTO PacTBOpa M 3aMeHy pacTtBopuTes s nocienyromniero BOXKX-®JI ananu3a.

C ydeTroM BBIOpPaHHBIX YCIIOBHH IHMAINa30H OMPEACTSIEMBbIX KOHIICHTPAIIUN IS
odokcanuna coctasua 6x107° - 5x107 monb/n, nmpenen o6HapyxeHus — 2x 107 Mob/11.
Bpewms nonHoro mukiia mpoOonoAroToBKH 3aHUMAaIIO0 0KoJIo 30 MuH.

B0O3MOXHOCTM aBTOMAaTU3MPOBAHHOTO CIIOCOOA TIOKa3aHbl Ha OIpEAesIeHun
oduokcaniiHa B mpobax KypuHoro msca (tabmuna 23). [IpaBHIBHOCTH MOYYEHHBIX
PE3yABTATOB MOATBEPIKACHA METOOM «BBEICHO-HAACHO» U MeToaoM cpaBHeHus (KDJ)
[190].

Jlocmouncmea. Pa3paboTaHHBI CIOCOO SBJISIETCS TIEPBOM aBTOMAaTHU3UPOBAHHOM
NpoLEeaypol omnpeaeneHus odQuiokcalrHa B TBepAo(da3HbIX Mpodax, HCKIIOYArOUIUI

CTaaHuro HeHTpI/I(I)yrl/IpOBaHI/ISI 3a CUCT BKIIOYCHUA B HPOTOYHYIO CXCMY CTaJlUU
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¢unsTpoBanus. Mcnonb30BaHue OHOPA30BbIX KapTPHUIXKEH i1 (PUIBTPOBAHUS MPOOHI,
a TaKXKe OCYIIEeCTBICHHE TMPOMBIBKH THAPABIMYECKON CXEMBbl TMOCIE KaKJIOTO
HKCIIEPUMEHTA MO3BOIMIIO UCKIIIOUUTH IEPEKPECTHOE 3arpsi3HEHUE Mpod U 00ecreunsio
BBICOKYIO BOCIPOM3BOAMMOCTh pe3yapraroB. llpemnoxennsii Bapuant JAKKMO
NO3BOJIMJI  YCTPAaHUTh HEOOXOAMMOCTb IMPUMEHEHHUS IMOJIIPHBIX OpraHUYECKUX
JUCIEPraropoB, YBEINYUBAIOIIMX PACTBOPUMOCTh aHAJIUTOB B BOIHOH (aze. OnHako
Coco0 MMEeT ocpanudenus: MPEJIOKEHHBIN MOAX0J MOXKET ObITh MCIHOJIb30BAH JJIS

9KCTPAKIUH aHAJIIUTOB TOJIBKO B HlCJ'IO‘IHOfI 141 HeﬁTpaHBHOP'I cpeac.

Tabmuna 23. Pe3ynbrars! onpeneneHus oaokcalria B mpodax KypruHOTo Msica (n

=3,P=0,95; F,=19,00; tx = 2,78).

IIpob6a | BBeneno, Haiineno, MKr/kr
t-kpurepuii F-kpurepnii| R o,

Ne MKI/KT BYKX-®1 K3 ’
0 <TI0 <TI0 - - -

1 5 4,5+0,5 4,7+£0,5 1,46 2,01 10
50 51,0+ 1,0 49,5+0,9 3,18 1,96 2
0 <TI0 <I1O0 - - -

2 5 4,6 +0,5 45+04 2,33 0,98 8
50 494+ 1,1 50,9+1,0 2,47 2,71 1

PesynbTatel paboThl onmyOrkoBaHbl B xxypHaie Analytica Chimica Acta [7].

6.2. ABTOMAaTU3MPOBAHHAS TOMOI'C€HHAA KUAKOCTHAS MUKPOIKCTPAKLMSA

B pamkax guccepranMoHHON pabOThI BIEpBbIE OblIa aBTOMATU3MPOBaHA
TOMOT€HHas >KUJKOCTHAas MHUKPOAKCTPAKLUMS C BbICAXapMBAaHUEM Ha MPUHLIMIIAX
IPOTOYHOIO aHallh3a, a TaKkKe IMOKa3aHa W O0OOCHOBaHa BO3MOXHOCTb €€ MPsSIMOTO
coueranus ¢ cucremoir BIXX-MC/MC. [Ipo6GomoarotoBky  OCyIIECTBISUIN
HEIMOCPEICTBEHHO B IIMNpHIleBoM Hacoce. OHa mpeamnosiarana HECKOJIBKO 3TaroB
(pucyHok 54). Ha nepBom 3Tane, ¢ HOMOLIBIO KpaHa-MEPEKII0YaTelis B IINMPUIIEBON HACOC
noouepeaHo oOTOMpanyd mnopuuu TpoObl (kKaHad 1) W MOJIPHOTO SKCTpareHTa

aneToHuTpuia (kaHaiu 2), HaOmromast mpu 3ToM oOpa3oBaHUE TOMOTEHHOTO pacTBopa. Ha
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BTOPOM 3Tal€ C IMOMOIIBID TOTO K€ HINPUIIEBOIO HAacOCa WHXKEKTUPOBAIU PACTBOP
IJIIOKO3bI (KaHal 3), U B YCJIOBHUSIX MHTEHCHUBHOIO NPHHYIUTEILHOTO KOHBEKTUBHOIO
nepeMeNIMBaHusl 3a CYET BKJIAJbIIIa MAarHUTHOM MEIIAJIKK, IOMEIICHHOW BHYTPh
mmpuna, HaGmomanu oOpa3oBaHue 3Mynbcud. [Ipu 3ToM mpoMcXoAMiIa SKCTPAKIIHS
aHanuToB B (pa3y aneronutpuia. [locie ocTaHOBKM MeXaHHW3Ma MarHUTHOW MEIIAJIKU B
TEUEHHE HECKOJIbKMX CEKYHJ HaOIIoaiyd CaMOIpPOM3BOJIBHOE pasneneHue (a3 mocie
Yero, Ha 3aKJIIOUYUTEIBHOM JTare, BBIACICHHYIO BEPXHIOIO (Da3sy HMHKEKTUPOBAIH B

cuctemy BOXX-MC/MC.

PacTBOp I'TEOKO3BI

Boaa

DKCTpareHT (11 IPOMBIBKH)

IIpoGa C6poc

BOKX-MC/MC KpaHn-nepex.1iouare/ib

IInpunesoi

=2 Hacoc

—_—
= <

O

Mortop

Pucynok 54. Cxema TOMOI€HHOM JKUIAKOCTHOM MHUKPOIKCTPAKIUH C

BbICaXapUBaHUCM B IOIIPUIICBOM HACOCC.

Bo3MoxHOCTH pa3pabOTaHHOW aBTOMATU3UPOBAHHOM CXEMbl aHajiu3a ObUIU
npogemMoHcTpupoBanbl Ha npumepe BDOXKX-MC/MC onpeneneHuss 4eThIpex 4YacTo
UCIIOJIb3YEMBIX B  CEJIBCKOM  XO3SIMCTBE NECTULMIAOB (MaJIaTUOHA, JUA3MHOHA,
MMUJIAKJIONpUIa U OaifJIeTOHA) B COKaX.

YuuTthiBasg 0COOCHHOCTH SKCTPAKIIMOHHOTO Iporiecca (HU3KHE KOA(PPHUIIHMCHTHI
KOHLIGHTPUPOBAaHMs), BaXXHbIM KpUTepueM BbIOOpa OKCTpareHTa Oblla  €ro

COBMCCTHUMOCTbL C KOHCYHBIM MCTOAOM OIIPCACICHU. C »3TOM TOYKH 3pCHUA,
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alETOHUTPUJ, ucnoib3yeMblii B meroae [7KMD c¢ BeicaxapuBaHueM, NPEACTABISET
uHTepec i oopainieHo-¢pazopoit BOXX, 3auacTyro HCHoIb3yIONTYI0 3TOT pACTBOPUTEIIH
B Ka4eCTBE KOMIIOHEHTa MOJBIKHOM (a3bl. B xome nccnenoBanuii ObUTH yCTaHOBIICHBI
ko3¢ durnentsl pactpenenenus (mpu 25 °C) BIOpaHHBIX aHAJTUTOB B CHCTEME BOIHAS
(daza-aneToHUTpUI, Kotopele coctaBmwm 11,8 £ 0,9 nna manaruona; 68,8 = 1,9 mis
nuasuHoHa; 7,2 + 0,6 mis umungakionpuaa u 8,9 £ 0,7 qis tpuaaumedona. Jlnasunon
(O,0-au31un-O-(2-u3onponmin-6-MeTuiI-mupuMuanH-4-un)tuopochar) ©U MalaaTUOH
(0,0-Aumetun-S-(1,2-nukap6sTokcustuin)autuodocdar) OTHOCSTCS K
dbochopopraHndeckuM HHCEKTUIIUAAM, UMUIaKiIonpun (4,5-muruapo-N-HuTpo-1-[(6-
XJI0P-3-TUPUINIT ) -METUJI |-UMU1a30JIUIUH-2-UI€H-aMUH) SIBJISICTCS HEOHUKOTUHOUIHBIM
uHCceKkTuuaoM, Tpuaaumedo (1-(4-xiaopdbenokcn)-3,3-mumerni-1-(1H-1,2,4-rpuazon-
1-n1)0yTan-2-0H) — CUCTEMHBIM TPHUA30JbHBIM (QYHTUIIMAOM, COJEepkKaluM (parMeHT
1,2,4-tpuazona. [I0CKOIBKY aHATUTHI CHJIBHO PA3JIMYalOTCs MO CBOEH MOJISPHOCTHU, YTO
MOKHO BUJETH N0 KO3((PHUIIMEHTaM paclpeAesieHns], UX Oo0OlIee ONpeAeIeHue METOAOM
BOXX-MC/MC 3a pa3ymMHOE BpeMsi B PEXKHME H30KPATHUYECKOTO 3SIIOUPOBAHUS
3arpynHeHo. [loatomy ObUT BBIOpaH peXUM TPATUEHTHOTO 3MroupoBaHus (m. 2.5).
YCTaHOBNIEHO, YTO UCIOIB30BAHKUE JIEMOHU3UPOBAHHON BOJbI (KOMIIOHEHT MOABMYKHOM
da3el A) u meranona (kommoHeHT b), comepxkamiero 0,1 % (06./00.) MypaBbHUHOMN
KHUCJIOThI, YBEIWYMBAET MHTEHCUBHOCTh HOHMU3ALMM TECTUIUAOB U, KaK CJIEACTBUE,
YyBCTBUTEIBHOCTh METO/Ia IO CPAaBHEHUIO C UCIOJIB30BAHUEM AllCTOHUTPUIIA
(xommioHEHT b).

Takxe ObUIO YCTAaHOBJICHO, UTO HCIIOJIb30BaHHE MOHO- ((hpyKTO3a, IIIOKO3a) U
nucaxapusoB (caxaposa) s pazaeneHuss a3 ropasgo dddexTuBHEe, HEKEIH
UCITIOJIb30BAaHUE BBICAIMBAIONIETO areHta (Cyiab(har HaTpusi), KOTOPBIA MPUBOAMI K
YMEHBIIICHUIO aHAJIIMTUYECKOTO CUTHAJIa B Ciiyyae BBIOpaHHBIX aHaiauToB. [loaToMy B
Ka4eCTBE BBhICAXapHUBAIOIIETO areHTa Oblja BbIOpaHa rioko3a. CienyeT OTMETUTh, U4TO B
UCXOMHBIX (PYKTOBBIX M SATOAHBIX COKax CONIEpKaHUE COJIM HE3HAYUTEIHHO
(MapKUpOBaHHOE cojepKaHue cojiell B uccieayeMbix oOpasuax Obuto meHee 0,2
(mac./00.)), mosTOMY BIUSIHHUE COJIei TPoObI Ha 3(H(PEKTUBHOCTH U3BJICUCHUS TIECTUITUIOB

He OBLIO BBISBIICHO.
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[TonmHoe paznenenue a3 aeTOHUTPHUIIA U UCCIEAYEMBIX COKOB HaOMIOAAIOCH IPU
cooTtHomennu a3 1:1 (06./06.) 1 KOHIIEHTPAIMH TITIOKO3bI B BOAHOM pacTtBope bosee 200
r/n. JIas TMONMHOCThIO aBTOMATHU3MPOBAHHOM TMpoluexypbl Obuid BbeIOpaHbl 0,6 M
arnetonutpuia, 0,3 mur oopasma u 0,3 ma 400 1/11 pacTBOpa ITIOKO361. beITO yCTaHOBIICHO,
yTo Ay obecnieueHus 3hPeKTUBHON FKCTpakiuu (cTerneHu usBieueHus > 90 %) 6bu10
JIOCTAaTO4YHO 1 MUH nepeMenuBanus ¢asz, Mpu 3TOM CaMOIPOU3BOJILHOE pa3zesieHue (a3
Habmonanock B TeueHue 20 c.

Bb110 M3ydeHo BIMsSHUE TEMIIEpAaTypHOTO pexkrma Ha 3pHEKTUBHOCTH U3BJICUCHUS
neneBbiXx aHanutoB B nuamnaszone 20 - 50 °C. Harpeanue Bbime 25 °C npuBOIMIO K
o0pa3oBaHUI0 YCTOMYMBOW  OSMYJIbCUHU, TpeOyromield JOMOJHUTEIBHOTO  JTamna
HEeHTpUYTUPOBAHUS, YTO OCIOXKHSIET aBToMaru3anuio. Kpome TOro, HarpeBaHue
CUCTEMBI IPUBOAMIIO K CHIXKEHHIO 3(D(HEKTUBHOCTHU U3BJICUEHUS TECTUIIMIOB, YTO MOKHO
OOBSICHUTH YBEJIMUEHUEM PACTBOPUMOCTH 1I€JIEBBIX AHAJIUTOB B BOIHOM (hase.

Baxxnpim mapaMeTpom cuctemsl sABisieTcs pH, KOTOPBIM OKa3bIBAET 3HAYUTEIBHOE
BJIMSIHUE HA U3BJICUECHUE aHAIUTOB, 001aIal0IMX KUCIOTHBIMUA/OCHOBHBIMU CBOMCTBAMU
uinu gyBcTBUTENBbHBIX K pH [191]. MakcuMainbHble CTETIEHU W3BJICUCHHUS IEIEBBIX
aHAJIUTOB OBLIM MOJy4yeHbl B auanazoHe pH 3 - 7 (pucyHok 55), B CHIIBHOKHCIIBIX U
CWJIBHOIIETIOYHBIX  pacTBOpax  HaOmromancs  rugapoin3  (GpochopopraHuueCcKUX
necTUIUaoB (MajmaTuoHa U auasmHoHa) [192,193]. Ilpm 3TOM M3BECTHO, YTO
TpuaaumMedoH cTaOuiIeH B KUCIBIX U OCHOBHBIX pacTtBopax [194], a mMupakmonpun
CTaOWJIEH B KHUCJIBIX U HEUTpaJbHBIX PACTBOPAX, HO €ro THAPOJINA3 IMPOUCXOAUT B
IIEJI0YHOM pacTBope pu HarpeBanuu [195]. YuuteiBas, uyto pH peanbHbIX TPo0O (COKOB)
BapbUPOBAJICA OT 4 10 7, TO MPEABAPUTENBLHOM KOppeKkTUpoBKU pH mepen ananuzom He
TpeboBaace.

B ycnoBusx BbIOpaHHBIX NapamMeTpoB pa3pabOTaHHBIA cnocobd obecnedrBal
CIENYIONIME JHAMa30Hbl  ONPEACNSIEMbIX  KOHLUEHTpALM: JJIsi MaJlaTUOHA U
tpuagumedona — 10°- 1072 r/n (TIO = 3x107 /1), ang auasunona — 10 - 1073 r/n (I1IO =
3x107 r/m), ma mmugakaonpuaa — 107 - 1072 v/ (ITO = 3x10° r/m).

C momoIIp0 MPEIIOKEHHOTO croco0a MpoaHaTu3uPOBaHbl 00pa3bl SOJIOYHOTO,

BUIITHCBOI'O, MAJIMHOBOI'O, aIICJIBCHHOBOIO WM aHAaHACOBOI'O COKOB. Bce 06pa3u51 HE
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COZIEpKalli  MSIKOTh, TpeABapHUTelIbHas o0paboTka WM pa3daBieHHe TPoO HE
TpeboBamch. [IpaBUILHOCTH TOMYYEHHBIX PE3YJIbTAaTOB ObLIa TOATBEPIKICHA METOIOM
«BBEICHO-HAUJICHO» U C MoMolplo MeTona cpaBHeHusa ¢ I X-IIWN/] nerektupoBaHuem
[160]. Kak BuaHO 13 TabIuUIb! 24, aHATUTHYECKUE PE3YIIBTAThI, OJYYEHHBIE C TOMOIIBIO

JIByX METOJIOB, XOPOIIIO COTIIACYIOTCS MEXIY COOOM.

100 -
90 A
80 -
70 A
60 A
50 A
40 -~
30 A
20 -
10 4

0

O TpuwamnmedoH
B HMmugaxnonpug
B Manatuon

B J[uasHHOH

CreneHp u3BJIeueHHs1, %

pH

Pucynoxk 55. Bnusnue pH pacTBopa Ha CTENEHU U3BJICUCHHUS LIEJIEBBIX aHAIUTOB
(CZ[I/Ia3PIHOHa = 1 MKF/H) CMaJ'[aTI/IHa = 10 MKF/H) CTpI/Ia,Z[I/IMe(bOHa = 10 MKF/H) CI/IMI/II[aKJ'IOHpI/II[a = 50

MKr/1, 21 °C, n=3).

Tab6anua 24. Pe3ynsrarsl onpenencHus MalaTioHa, TMa3uHoHa, TpruaauMepoHa u
UMUJAKIONPU/IA, TIOMYYEeHHbIE TPH TOMOINM pa3pabOTaHHOTO crocoda W MeToja

cpaBHenus (n =4, P=0,95; Fx =9,28; t, = 3,18).

Haiineno, MKr/ja t- F-
BBeneno,
AHauT kpure kpurep| R,
MKT/J1 BIXKX-MC I'X-InJ
puii uii | %
0 <IIO <IIO -
Manartuon
10 9,8+0,3 9,87+0,022 | 2,62 | 2,83 | 2
IIpo6a
0 <TIO <TIO -
JnazuHoH
10 10,0 £ 0,6 10,1 £ 0,8 1,22 | 1,41 | O
0 <IIO <IIO -
Nmupaxnonpua
10 9,9+0,5 10,03+0,27 | 1,69 | 830 | 1
Tpuanumedon 0 <110 <110 -
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10 10,2 +0,5 10,4 +0,5 2,14 | 1,11
0 <TIO <IIO
Manatnon
10 10,5+0,5 99+0,6 2,49 7,6
0 <TIO <TIO
JnazuHoH
MannHOBBIH 10 9,82+0,34 10,06 £0,31 | 2,33 15
COK 0 <ITIO <ITIO
Nmupaknonpu
10 10,01+ 0,24 9,7+0,5 1,91 4.4
0 <TIO <IIO
Tpuanumedon
10 10,3+ 0,5 10,2+0,4 2,11 | 1,51
0 <TIO <IIO
ManaTtuoH
10 9,6 £0,6 99+0,5 152 | 910
0 <TIO <IIO
Jlna3uHOH
Buninesnrit 10 10,01 £ 0,29 10,04 + 0,3 1,42 | 2,91
COK 0 <IIO <TIO
Nmupaxionpua
10 10,01 £ 0,03 96+0,5 2,56 | 10,45
0 <TIO <IIO
Tpuanumedon
10 10,2+0,5 10,1+0,4 1,02 | 2,33
0 <TIO <IIO
ManaTtuoH
10 9,82+ 0,29 10,0+0,3 3,02 | 1,14
0 <TI0 <IIO
Jna3zuHoH
S10104YHBIN 10 10,2+0,5 10,6 £ 0,6 2,64 | 8,70
COK 0 <TIO <TIO
Nmupaxionpun
10 10,2+0,3 10,1+0,4 1,47 | 10,15
0 <TIO <IIO
Tpuagumedon
10 9,7+0,5 99+04 1,34 | 1,65
0 <TI0 <IIO
Manatnon
10 96=+0,4 99+04 3,16 | 1,02
0 <TIO <TIO
JnazuHoH
ATIeNECUHOB 10 10,0+0,1 10,1+0,4 1,11 | 6,39
BI COK 0 <IIO <IIO
Nmupaxnonpua
10 9,9+0,5 9,6 +0,6 2,43 | 5,22
0 <TIO <IIO
Tpuagumedon
10 10,2 +0,3 10,4 2,17 | 4,82
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ABTOMaTH3UPOBAaHHBIA CIIOCOO MPOOOMOATOTOBKM MOXKET PacCMaTpUBATHCS Kak
YHUBEPCAIBHOE PEUICHUE I IPOCTOTO U KCIIPECCHOTO BBIIEICHUS LEIEBbIX AHATUTOB
B OPraHUYECKYIO (a3y C LEJbI0 yCTPAHEHHUS] MEIIAIOUIET0 BIMSHUS CIOXKHONW MaTpHIlbl
poOBI IS TIOCIIEAYIOMIETO0 aHaIM3a METOIaMH JKHIKOCTHON Xpomarorpadun. [KMD
BIIEpBbIE HaMU OblJIa aBTOMAaTW3MpOBaHA Ha MPUHIMIAX aHainu3a-B-mmpuue (m. 1.3).
HecMoTpss Ha mnepeducieHHble Oocmouncmea Pa3pabOTaHHOTO NOAXOAA, JAaHHBIM
BapuanT [JKMD mnpennonaraer HCHOJIb30BaHWE OTHOCUTEIBHO OONBIIMX OOBEMOB
DKCTpPAreHTa AaleTOHUTpUIA, KOTOPBIM, HECMOTPS Ha CBOK KOMIUIEMEHTapHOCTH C
Xpomarorpapuueckoil CHCTEMO, OTHOCUTCS K TOKCUYHBIM dKCTpareHTaM. Tem He MeHee
Onmaromapsi MPOBEACHHUIO SKCTPAKIMM B 3aKPbITOM NPOTOYHOM CHCTEME KOHTAKT
aHaJIMTUKA C OPraHUYECKUM PaCTBOPUTEIEM MUHUMU3UPOBAH.

Pe3ynbrarsl vcciieqoBaHuii OmyoauKoBaHbl B xKypHaie Talanta [8].

6.3. ABTOMATH3MPOBAHHAS MULE/UIAPHAS MUKPOIKCTPAKIMS

OpHoil u3 mnociaegHuX pa3pabOTOK, YCHEIIHO BHEAPEHHBIX B MPAKTUKY
ucnons3oBanusa JDKOKMDO, saensercsa npumenenue [IAB u cpen Ha HX OCHOBE B KAYECTBE
DKCTPAreHTOB M JUCIEPraTOpOB, YTO MO3BOJISIET HUCKIKOYUTH OCHOBHBIE HENOCTAaTKHU
JDKOKMD: ucnonb30BaHWE TOKCHYHBIX JKCTPAareHTOB M CHIDKEHHE 3(P(EKTUBHOCTH
OKCTPAKIIMK 3a CUET YBEIWYEHUS PpACTBOPUMOCTH AaHAJIMTOB B BOJHON (aze
KJIACCUYECKUMH JTUCTIepraTopamMu (aleTOHUTPHII, MeTaHou). M3BecTHO, 4To Kak camu
KapOOHOBBIE KUCJIOTHI CO CpeHEN MJIMHON YIIeBOAOPOAHOM 1ienu [196], Tak u ux coyiu
[197] moryT BeIcTynaTh B posiu anuOHHBIX [IAB (AITAB) 1 00pa30BbIBaTh MUIICIUIIPHBIC
¢da3wl. Tak, Hampumep, KKM rekcanoBoit kuciotel coctasiser 0,1 monb/n [196], a
rekcanoara Hatpus — nmopsaka 0,4 moin/n [198].

[IpemyioxkeH  HOBBIM ~ BapuaHT  MULEIUIAPHOM  MHUKPOSKCTPAaKLUHUHU:  Ha
NpeIBapUTEILHOM STane KapOOHOBYIO KHUCIIOTY CMENIMBAIM C PACTBOPOM THMAPOKCHUIA
HATPUS B OMNPEACIICHHOM  COOTHOIIGHWM ¥  HaOmomanmd  oOpa3oBaHUE
KOHIEHTPUPOBAHHOW SMYyJIbCUU. [Ipr BBEIEHUM IOJYYEHHOW SMYJIBCUUM B BOJHYIO
npoOy, MPOUCXOAWIO AMCHEPrUPOBAHHE MHUKPOKAIeEdb H30bITKA KUCIOTHI BO BCEM

ooreMe BoaHOU TpoObl AIIAB-oM, 00pa3oBaHHBIM COJBIO KapOOHOBOW KHCIIOTHI, C
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NOCJIEAYIOUMM  [epEPACcHpPE/IEICHUEM KOMIIOHEHTOB 3KCTPAaKIMOHHOW CMECH U

BbIJICTICHHEM (Da3bl CyIpaMOJICKYIISIPHOTO pacTBOPUTENS (PUCYHOK 56).

DobaeneHuve rmapodunbLHou
aMynbcum (KapboHoBas
KUCNOTa, CO/Ib Kap6oHOBOM
KUCANOTbI, BOAA)

CynpamosieKyNApHbIA
|  pacTBopuTesib

e ‘:{ o < [ >
g N 47 4 BT

| ] PR

—

BoAaHbI pacTsop JucneprupoBaHue sKcTpareHTa Pasgenerve da3
npobbl 8 npucytcTeunn AlAB

PucyHnok 56. Cxema AUCTICpCHOHHOM KUAKOCTHO-KUIKOCTHOW MUKPOIKCTPAKITAN
C NPUMEHECHUEM AHUOHHOTO IOBEPXHOCTHO-aKTUBHOTO BEIIECTBA HA OCHOBE COJIU

KapOOHOBOM KHCIJIOTHI B KAUECTBE JAHUCIIEPraTopa.

[IpennoxkeHHbIM BapUaHT MHULEIUIIPHON MHUKPOIKCTPAKIUU ObUT MPUMEHEH IS
U3BJICYEHUS U KOHUEHTpupoBaHus TpuHaauatu IIAY wu3 yas (BOOHOrO HacTos).
M3BecTHO, UTO pacTUTENbHBIE KYJIbTYpbl MOryT conaepxaTth ITAY, ecnu oHu ObLIM
BBIPAIIICHB HA 3€MJIe, 3arpsS3HEHHON STUMHU BEIIECTBAMU B pe3yJibTaTe BHIOPOCOB C
MIPOMBITIUICHHBIX TPENPUSTUH, pa3IuBOB HeDTU U OEH3MHA, NP JIECHBIX MOXKapax WIH
MOJIMBOB BOJIOM, coqiepxkaieit [TAY.

st obecnieuenust 3(HPEKTUBHOCTH IKCTPAKIIMOHHOTO Tporiecca ObUIM NU3Yy4YCHBI
CMECH KapOOHOBBIX KHCIOT (2,2-TAMETHUIIIIPOITIAHOBON, TEKCAHOBOHM, TENTaHOBOM,
OKTaHOBOMW, U HOHAHOBOM) M 1 MOJIB/I TUAPOKCHUIA HATPUS B OOBEMHBIX COOTHOIIICHUSIX
ot 1:2 g0 1:10 cooTBeTCTBEHHO. Y CTaHOBJIEHO, YTO OOpPa30BaHUE MHUIICIISIPHOM (ha3bl
BO3MOXKHO B CJEAYIOIIUX CHCTeMax: TekcaHoBas kuciora u 1 monp/n NaOH B
cootHomeHusix ot 1:2 mo 1:4 (06./06.); rentanoBast kuciaora u 1 mons/mn NaOH B

cootHomenusix 1:2 m 1:3 (00./00.); okrtanoBas kucimora u 1 mons/n NaOH B
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cootHomeHnH 1:2 (06./06.). CMecu renTaHoOBOM M OKTaHOBOM KUCIOT M 1 Moib/i1 NaOH
B coorHomeHusix 1:3 u 1:2 (00./00.) COOTBETCTBEHHO, HE OBUIM PACCMOTPEHBI B
JAJIbHENIINX UCCIIETOBAHUIX M3-3a UX BBICOKON BA3KOCTH, YTO JEJIajJ0 HEBO3MOKHBIM
JAIbHENIITYI0 aBTOMAaTH3aIMi0 MpoOonoArotToBku. Kak u oxxumanocs, oOpazoBaHUsS
MULEIUISIPHON (a3bl C UCIIOIB30BAHUEM SMYJIBCUN HAa OCHOBE 2,2-IMMETUIIPONaHOBON
KHCJIOTHI HE HaOI0alIoCh, TaK Kak OHa He obsanaet cpoiictBamu [IAB. Ha ocHoBanum
U3YYCHHBIX KO3((UIMEHTOB KOHILIEHTPUPOBAHMS MJS IKCTPAKIIMOHHBIX CHCTEM Ha
OCHOBE I'€KCaHOBOM U TenTaHoBoM KUCIOT U 1 Mosb/i1 NaOH B cooTHomenusx 1:4 u 1:2
COOTBETCTBEHHO (PUCYHOK 57), OBbLI clieJiaH BBIBOJ O 0ojiee BBICOKOM 3(PPEeKTUBHOCTU
HKCTPAKIIMU B CIlydyae CMeCH rekcaHoBor KuciaoTsl U 1 monw/1 NaOH (1:4, 06./00.).

OTexcanoBas KHcIOTa - 1 moin/1 NaOH (1:4)

B [enranoBas KUCIOTa - 1 Moae/1 NaOH (1:2)

50
45
40
35
30
25
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5
=

%%Q Q'\‘} Q&\e‘ Y’Q\

KoadpurpeHT KOHIEHTPHPOBAHHUA

AHaIHT

Pucynok 57. Koappuuuentsl konuentpuposanus [IAY (BaA — 6en3[a]anTparies,
Chr — xpuzen, BbF - O0enzo[b]dnayopanten, BaP — Oenzo[a]nmupen, BkF —
oen3zo[k]dmyopanten, DahA — nubens[a,h]Jantpanen, BghiP — 6en3o[ ghi|nepunen, Nap —
Hadtanun, Flu — diyopen, Phe — ¢penantpen, Ant — antpanen, Flt — dnyopanten, Pyr —
MUPEH) B MUIEIUIIPHON (pa3e Ha OCHOBE TEKCAHOBOW M TENTAaHOBOW KHUCIIOT U 1 MOJB/TI

NaOH (Cjuamira = 5 MK/, n = 3).

[Ipennoxennsiii Bapuant JDKKMD ¢ npumenenrem KapOOHOBOM KHCIOTHI B
kauectBe AITAB Obu1 aBTOMATH3UPOBAH HA TMPHUHIMIIAX TPOTOYHOTO aHAIH3a («aHAIH3

B mmpuie» [116]). ABromaTtuznpoBaHHas cxeMa BKJIOYajga B ceOs IIMPHUIICBON HACOC,
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CTEKJSIHHBIM  Impull Oo0BEMOM 5 MII, KpaH-TIEpeKIovyareb, W MarHuTHOE
NEPEMEIINBAIOIIEE YCTPOUCTBO ¢ MOTOPOM. COrnIacCHO MPEUIOKEHHON cXxeMe (PUCYHOK
58), c MOMOILIBIO MITPULIEBOTO HACOCA U MHOTOX0/I0BOT'0 KpaHa-IMepeKIIoyaTesis B IITPHIL
II0JIaBAJIM MTOPLHIO MPOOBIL, a 3aTEM II0 JPYrOoMy KaHAIy TyJa >K€ HaIlPaBJIUIN MOPLIMIO
rusipopunsHO 3Mynbcud. C NOMOIIbIO MarHUTHOM MEIIajKW, BKJIAJbIIIA U MOTOpPA
(«Sciware Systems SL», Mcnanusi) oCymiecTBIsUIM NEpPEMEIIMBAHUE PacTBOpa, MOCIE
4ero MOTOp OCTaHABIMBANU Uil pasfeneHus (a3 C IepexojoM aHAJIUTOB B
MULEIUISIpHYIO (a3y. [lopuuto BelIenuBIIEHCS CBEPXY MULIEIUISIPHOM (ha3bl 0TOMpasiu B
aBTOMATU3UPOBAHHOM pexume il nocienytoniero BOXX-DJI  anammsza. Ha
3aKIIOYUTENIBHOM ~ 3Tale  MPOBOAWIM  MPOMBIBKY  KOMMYHHMKAlUd  CHCTEMBI
AL ECTOHUTPUIIOM.

TunpoduibHas AIETOHUTPHI
OMYIBCHS (U1 MPOMBIBKH)

MarHuTHasi =

MeIIajJaKa |L|

Copoc

BYKX- DI KpaH-neper/awouareb

Ilnpunesoit
HACoC

Pucynok 58. AromartusupoBanHas cxema JXKKMD ¢ nmpumenenuem AIIAB

(comm kapOOHOBOM KHCJIOTHI) B Ka4eCTBE JHCIIEpraTopa.

Jnis oOecnieueHrs onTUMaibHbIX ycinoBui BeinonHeHus JIKOKMD Obutu n3yueHsl
paznuuHble mnapameTpbl. llepBbIM  ONTUMU3UMPOBAHO COOTHOIICHHE KOMIIOHEHTOB
AKCTPAKIMOHHOW CMECH. bbUIO M3y4E€HO TpU COOTHOLIECHHS] T€KCAHOBOW KHUCIOTHI U 1
moutb/1 NaOH, npu KoTOphIX HaOII01aTH BBIZICICHHE MUTeIUIsipHOi (asel: 1:2, 1:3, u 1:4

(06./00.). Hanbonee BbICOKMI aHATMTUYECKUI CUTHA JOCTUTHYT MPU COOTHOIIeHUH 1:4
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(06./06.), mo3TOMY OHO OBLIIO BEIOpAHO IS NajbHeHel padoTel. Takxke ObLIIO U3YYEHO
BIIMSIHUE KOHIIEHTpPAUMU PAacTBOpAa TMApPOKcHAAa Hartpusa B auanazoHe ot 0,25 mo 2,0
MOJIb/JT Ha 3((HEKTUBHOCTh M3BJICUEHUS IEJIEBBIX aHAIUTOB. BBIJIO yCTaHOBJIEHO, UTO
KOHIICHTpaIusl THAPOKCHUIAAa HaTpusi | Monbs/m  oOecrieuynBaia CaMblii  BBICOKHI
aHAIMTUYECKUI CUTHAJ CPEJId MPOUHUX.

Jlanee ObUTM M3y4deHBl 00BEMBI BOJHBIX MpoO B auamnazone ot 3,0 mo 3,8 mi (¢
marom 0,1 mit) u o6beMbl amysbeuu ot 1,0 g0 1,2 mi (¢ marom 0,1 mur). MakcuManbHbIN
aHAJIMTUYECKUI CUTHaII OB JOCTUTHYT IIpu 00beMe oOpasiia 3,8 M U 00beMe IMYIIbCUH
1,2 mn. CnenyeT OTMETUTD, YTO AaJIbHEHIIEE YBEIMUCHUE 00beMa MPOObl MPUBOIUIO K
3HAYUTEILHOMY YMEHBILICHUI0 OO0beMa BBIJCSAIOMICHCS MULEUIIpHON (a3bl, YTO
3aTPYJHSJIO aBTOMATH3AlMI0, a TaKXKe K CHIKEHHIO AHAaJIUTUYECKOTrO CHUTHAJIA U
BbICOKHM 3HaueHusm CKO.

N3BecTHO, uTO 3HaueHue PH pacTBOopa mpoObl MOKET BIUSTH HA YCTOMYHUBOCTD
ITAY [199]. [ToaTomy ObLIO M3ydeHo BiusHUE pH npo0d Ha 3HAYCHHWE aHAIUTUYECKOTO
curHaia B auamnazone otr 3,0 mo 9,0. Ycranosieno, uro npu pH npo6wsr menee 7,0
AHAJIMTUYECKUE CUTHAJIBI YMEHBIIAINCH M3-3a MPOTOHUPOBAHUS I'€KCaHOATa HATPUS U
o0pa3oBaHUs T€KCAHOBOM KHUCIOTBHL. B 3TOM cilyyae 00beM TIe€KCAaHOBOW KHCIOTHI B
MULIETUSIpHON (pa3e yBemuuuBajcCs, 4YTO MPUBOIWIO K pa30aBieHHI0. B IenouHbIx
pacTBopax HaOJIFOdaIM MOHHM3ALUIO TeKCaHOBOM KUCIOTH (pKa = 4,88) u ymeHbIIeHHne
aHAJUTUYECKOro curHaiga. Takum oOpa3oM, onTHUMaidbHbIM 3HaueHuemM pH pacTBopa
npoOsl  BeIOpaH pH = 7, wuHCKIOYAOIIMHA HEOOXOJWMOCTh B  CICIHAIBHOM
npeaBapuTesbHON 00paboTke 00pa3loB, TaK KaK BCE M3yUYEHHbIE 00pa3libl HACTOS Yas
MMeEJIA HeUTpasibHbI pH.

Camonpou3BOIbHOE NHCHEPTUPOBAHKUE Kaledb B MOMEHT BBOJIa 3MYJIbCUU B
npoOy HaOJI0Janu cpasy, OJHAKO, MCHOJIb30BAHME MEXAHWYECKOIro NepeMelInBaHUs
MIPUBEJIO K YBEJIMYCHUIO CUTHAJIA PUMEPHO B 2 pasza, pU ATOM BpeMsl IEpEMEIIMBAHUS
HE UMEJI0 3HAUYCHHUS. DTO MOXHO OOBSICHUTH TEM, UTO TIEPEMEIIMBAHUE CMECH TIOMOTAJIO
o0pa3oBaHuUIO elie 0osiee MEJIKOAUCTIEPCHON IMYJIIbCHH, & CIIEIOBATENbHO, YBEIUUCHHUIO

Iiomaan KOHTaKTa (1)33. CﬂenyeT OTMCTHUTD, YTO UYEM 0oJbIIIe BpEM:A IICPCMCINUBAHUA —
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TeM JoJIbIe Tporiecc pazaenenus ¢as: 10 ¢ / 3 mun — 60 ¢ / 12 MuH, TO3TOMY B TIEJISIX
AKCIIPECCHOCTH aHaJIn3a ObUIO BEIOpaHo Bpems nepememmBanus 10 c.

brina gokazana agpekTuBHOCTD NpeiiokeHHo cxembl JXKIKMD ¢ nmpumenenneM
HATPUEBOW COJIM F'€KCAHOBOM KHCIIOTHI B KAYE€CTBE JUCIIEPraropa MO CPABHEHUIO C €€
KJIACCUYECKUM BapHAHTOM, IJI€ B KayecCTBE JUCIEPraToOpOB MCIOJIL30BAIM TMOJSPHBIC
PaCTBOPUTEIIN — allETOHUTPHII U METaHOJ (pUCYHOK 59).

OHadTama
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Pucynok 59. CpaBuenue paszpadborannoro Bapuanta [DKXKMD ¢ knaccuueckum

BapuaaToM JIDKIKMD n XKXKD (Canamra = 5 MK/, n = 3).

JloGaBeHne HKCTPAKIIMOHHON CMECHU METAaHOJIa M TeKCAaHOBOM KUCIOTHI (1,2 mMit) K
BOJIHOM 1po6e (3,8 MiT) MpUBOIMIIO K 00pa30BaHUIO CTOMKOM AMYJIBCUH, BCIICICTBUE YETO
TpeOoBajIoCh HEHTPUYTUpOBaHUE M pasnefieHus (a3, 4To Aenajo HEBO3MOXKHBIM
aBTOMATH3allMI0  JKCTPAKIIMOHHOTO  mpouecca. TeM  He  MeHee,  MOCIe
1eHTpU(YTUPOBAHUS BBIICIUBINASICS BEepXHsA (pa3a Oblja mpoaHaIM3UpPOBaHa, OJHAKO,
HU3KOE pa3pelicHUe IMHUKOB HE IO3BOJIMIO CPaBHUTH ITOJTYYEHHBIC pE3YyJbTaThl C
JAHHBIMHU JPYTUX cUcTeM. lcmosb3oBaHUE alleTOHUTPWIA B KauyecTBE AMCIepraTopa

IPUBOJWIO K CAMOIIPOM3BOJIBHOMY OOpa30BaHUIO OpraHMYEcKod (as3sl B mpolecce
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OKCTPAKIMK, OJHAKO, AHAJTUTHUYECKUE CUTHAIBI ObUIM 3HAYWUTEIHHO HWIKE CHUTHAJIOB,
MOJIYYCHHBIX C TOMOTIIBIO pazpadoranHoi cxeMbl JIDKOKMO. DTo MOKHO OOBSICHUTH TEM,
4YTO B CJIy4yae alleTOHUTpPUIA B TMPOIECCe OKCTPAKIUU TMPU TEX KE YCIOBUAX
00pa30BBIBAJICS TOPa3a0 OONBIINIA 00bEM OPraHUIECKOU (a3bl, ueM B cirydae JKIKMD
c ucnosib3oBanueM [1AB u, cienoBarensHo, Habmo1amM 3G HEKT pa3daBieHHUs.

Y cTaHOBJIEH COCTaB BBIJEISAIONIEHCS B IPOIIECCE IKCTPAKIIMKI MULISTUISIPHOH (pa3bl.
Omnpenenenue cofepxaHus BOJbI B BBIICIUBIICHCS MULISIUTSIPHOM (ha3e OCYIIECTBIISIIHN C
MOMOIIBIO KYJIOHOMETPUYECKOTO TUTpoBaHusi MeTo oM Kapna ®duriepa Ha KyJTOHOMETpE
«831 KF Coulometer» (Metrohm, IlIsefitiapus). YcranoBineno (n = 3), uro ¢aza
conepxkana (12,0 = 0,4) % Boasl. CoaeprkaHUEe TEKCAHOBOH KHCIOTHI B MULICUIAPHOU
daze omnpeaensiii KUCIOTHO-OCHOBHBIM THUTPOBaHHUEM C Hcmosib3oBaHueM 0,1 Moib/n
pactBopa NaOH wu wungukatopa ¢denondranenHa. bpuio oOHapyXeHO, 4YTO
BhIIesrOmascs (asa cocrosiia Ha (72,1 £+ 1,0) % u3 rekcanoBoi Kucyiotel. Coepikanue
rekcaHoaTa HaTpHs OLICHUBAJIU I10 pa3HUILIE 00IIEH MacChl MULIECIUISIPHOUN (Pa3bl M CYyMMBI
MacC TeKCAaHOBOW KHCIOTHI M BOABL. Ero mpoIrieHTHOE COAEepKaHUE O0Ka3ajloCh PaBHBIM
(15,9+0,7) %. Takum 06pa3om, ObLIIO YCTAHOBIICHO MOJIIPHOE COOTHOIIICHUE 'eKCaHOATa
HATPHs, BOJBI U TEKCAHOBOW KHWCJIOTHI B BBIIEISAIONMICHCS MULeUsIpHON ¢daze — 1:6:6
cooTBeTcTBeHHO. [lomyueHHas wmwuneiapHas ¢asza Oblla HMCCIIeIOBaHAa METOJIOM
CKaHUPYIOIIEH KpuodJieKTpoHHON wMukpockonuu (Kpno-COM) ¢ wucnosb3oBaHreM
CKaHUpYOHIEero 31ekTpoHHoro Mukpockona MIRA3 LMU (Tescan, Yexus). Ha cHumkax
(pucynok 60) BuaHO 00pa3oBaHHE CYNPAMOJEKYJSPHBIX CTPYKTYp, KOTOpBIE
MPEANOJIOKUTEIBHO MOTYT OBbITh MulleUlaMu  Mak-bena (WiMHApUYECKUE WIH
miactundarbie) [200] waum cornacHo [197] Besukynamu. M3 cipaBodHbIX JaHHBIX [196]
n3BecTtHO, yTo KKM rekcanoBoit kuciotel cocrabisieT 0,1 MOJb/1, 94TO corjacyercs ¢
HaIIUMH SKCIIEPUMEHTAIHHBIMU JaHHBIMHU.

Baxnoit ocobeHHocThIO paspabortanHoi cxembl JKIKMD sBasercs HHU3Kas
BSI3KOCTD BBIICIISIONICHCS MUTLISTUTSIpHOH (pa3bl. 3MepeHHOoe 3HaueHne KHHEMATHIECKOM
BA3KOCTH cocTaBuo (8,8 £ 0,3) Mm?/c ipu 20 © C, 4To fenaeT BO3MOKHBIM JadbHEH NI
aHanu3 ¢ nomompio BOXX-®JI cucrembl 06e3 pa3baBiieHHS, a 3HAYMUT, IO3BOJISCT

COXpaHUTb YYBCTBHUTCIIbHOCTb MCTOA.



SEM HV: 5.0 kV WD: 531 mm MIRA3 TESCAN  SEM HV: 5.0 kV WO: .31 mm
B 5.00 Det: In-Beam SE Bl 5.00 Det: In-Bzam SE
SEM MAG: 11.6 kx  Date{m/dly}: 04/2921 SEMMAG: 45.2 kx  Date{m/dly): 042021

Pucynok 60. Kpuo-COM wuzo0pakeHHs] BBLACIAIONICHCS MHULEIUIIPHON (pa3bl

DKCTPAreHTa.

YcTaHOBICHBI aHATMTUYECKHE XapaKTEPUCTUKHU pazpaboTaHHOU
KOMOMHHPOBAaHHOW CXEMBbI aHaJM3a, BKIIOYAIONICH aBTOMATU3MPOBAHHBIA TMPOIIECC
JDKOKMD aHanuToB M HMX MOCIENYIONIEEe AETEKTUpoBaHuE C¢ nomMouipio BOXKX-OJI.
['panyupoBounbie 3aBucumoctu 13 I[IAY daBnAOTCS JNUHEWHBIMA B JUana3oHE
koHnentparuit 0,05 - 50,00 mxr/m ¢ kodddumuentamu koppemsiuu 6omee 0,995.
[Ipenensr oOHapyKeHHsI, pacCUUTaHHbIE KaK 3 o, HaxoasaTcs B auama3one 0,02 - 0,04
mkr/i1.  CormacHo HopmatuBHBIM TpeOoBanusiM EC mo onpenenenuro ITIAY,
YyBCTBUTEIBHOCTh, JOCTHTHYTas B JaHHOW paboTe, JOCTATOYHA IS ONpeaeieHUs
cienoBbix  konumdectB ITAY B mumieBbix mnpoaykrax [201]. TloBTopsiemocTs,
xapakrepusytomasics 3HauenneM Bennunabl OCKO, He npebimana 9 %.

AHanuUTUYECKME BO3MOXKHOCTH pa3pabOTaHHON aBTOMATHU3HPOBAHHON CXEMBI
OBLITM TPOJEMOHCTPUPOBAHBI HA TIPUMEpPE OIpe/eNieHns B 4YeThIpex oOpasiax 4das 13
[TAY  (Gens[a]anTparieHa, XpuszeHa, OeH3o[b]dayopantena, OeH3o[a|mupeHa,
oenszolk]dbmayopantena, nubens|[a,hlanTpanena, Oenzo[ghi]nepunena, HadTanMHa,
bnyopena, (eHaHTpeHa, aHTpaleHa, (uyopaHTeHAa W THpEHa), KOTOpPhIC, COIIACHO
JUTEPATYpPHbIM  JaHHBIM MOTYT  BCTPEYAlOTCS B  NPOAYKTaX PACTUTEIbHOIO
npoucxoxaenus. [IpoBepka npaBUIbHOCTH MOJYUYEHHBIX PE3YJIbTATOB OCYIIECTBIISIACH
C TIOMOIIIbIO METO/a «BBeJCHO-HaleHo» (Tabnuna 25). Cnenu@uyHOCTh OonpeaeaeHus

13 TIAY npu ananmze peanbHBIX MPOO OIEHUBANIACH MYTEM COTIOCTABIICHUS BPEMEHU
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YACP)KUBAHHUS KaXJOro aHajuTa MpU aHaju3e pealbHOM NpoObl W CTaHAApTHOTO
pacTBOpa, pacxokJACHUE BPEMEHHU YIEpKUBAHUS HE MpeBbIalo 2 %. Bpems npoienypsl
poOOMOJITOTOBKHU COMJIACHO pa3paboTaHHOM cxeme coctaBuiio 4 MuH. Bpems BOXKX-

@JI onpenenenus 13 I[TAY — 20 muH.

Ta6auna 25. Pezynbrarsl onpeneneHus [TIAY B mpodax vast (n =3, P=0,95; Fx =
19,00; tx = 2,78).

BBeneno | Beeneno
Haiigeno,
IIpo6a AHaUT 0,5 MKr/n| S MKr/a
MKT/JI
R, %

Hadranun <I10 | 4

dDiryopeH <110 11 1

deHaHTpeH <110 12 0

AHTpateH <10 10 2

@diryopaHTeH <110 3 3

[Iupen <I10 14 3

3elieHbId Yaii bens[a]anTpauen <I10 11 7
XpuseH <110 1 4

benzo[b]dnyopanTen <110 1 1
ben3zo[k]pnyopanten <110 12 6
benso[a]nupen 0,062 + 0,011 5 3
Jlubens[a,h]anTpamen <I10 5 1
ben3o[ghi]nepuien <110 0 8

Hadranun <110 15 6

d@iyopeH <110 4 1

deHaHTpeH <110 1 2

AHTpaueH <[10 8 5

Yaii ¢
@diyopaHTeH <110 4 1
KACMHUHOM

[Tupen <110 0 5
bens[a]anTpanen <T10 1 10

XpuseH 0,054 + 5 1

0,009
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ben3zo[b]dryopanren <[10 15 1
benso[k]dmyopanTen <I10 4 2
benzo[a]nupen <I10 3 5
Ju6ens[a,h]anTpanen <TI0 12 4
ben3o[ghi|nepuien <110 9 3
Hadramun <110 7 1
QuryopeH <110 2 11
deHaHTpeH <I10 13 0
AHTpareH <TI0 3 7
®dayopaHTeH <I10 2 11
[Mupen <110 12 8
benbiit vaii bens[alanTpauen <110 10 1
XpuseH <I10 | 4
benzo[b]dnyopanten <I10 13 1
benzo[k]dnyopanten <I10 14 5
benso[a]nupen <I10 5 2
Jlnbens[a,h]anTpamen <IT10 1 3
ben3o[ghinepuien <110 2 11
Hadramun <IIO 8 1
QiyopeH <110 14 7
denaHTpeH <IIO 15 2
AHTpaleH <110 6 9
@iyopaHTeH <110 12 0
[Mupen <110 9 4
UepHsblii yait bens[alanTpanen <110 1 6
XpuseH <110 7 2
ben3zo[b]dryopanren <IIO 12 5
benzo[k]dmnyopanten <110 3 3
benso[a]mupen <T10 1 2
Ju6ens[a,h]anTpanen <I10 1 5
ben3zo[ghi]nepuien <110 1 3




171

Pa3zpaborannsie ciocoOwr onpenenenus [1AY B uae npeacrasiensl B Tabmuie 26.
Lpeumywecmseamu MPEAJIOKEHHOTO criocoba SIBJISIFOTCSI AKCIPECCHOCTH
(TpOU3BOAMTENBHOCTS TPoOOOTOOpa — 15 mpobG/d) W mpocToTa MPOLETYPHI
POOOTIOATOTOBKM 3a CYET aBTOMaTW3anud. B ommuue oT pa3pabOTaHHOTO paHee
Bapuanta JDKOKMO nmns onpepenenusst IIAY B Bome [202], mnpenmosararomiero
HKCTPAKLUIO B TPUXJIOPITUIICH (TOKCUUYHOE HAPKOTUYECKOE BEIIECTBO), MPEATIOKEHHBIH

crmoco0 OpPUCHTHPOBAH Ha «3CJICHYI0» aHAJIMTUYCCKYIO XUMHUIO.

Tadauna 26. Crioco6s! onpeaencHus [TIAY B yae.

Meton IIpodonoaroroska | Bpems AHATUTBI o Ccepuika
aHaJM3a,
MMH
I'X-MC TdD 25 16 TIAY: Nap, Ace, | 2x10°-6x10° | [203]
BaA, Chr, BbF, BaP, MKT/JT
BKF, IP, DahA,
BghiP, Flu, Phe, Ant,
Fit, Pyr, Ap
B2XX-DJI AOKD 40 4 TIAVY: BaA, Chr, 0,10-0,25 [204]
(atleTOHUTPHI) BbF, BaP MKT/KT
I'X-TT1/] AOKD - 16 TTAY: Nap, Ace, 0,1-0,8 [205]
(muxmopmeran), BaA, Chr, BbF, BaP, MKT/KT
TDD BKF, IP, DahA,
BghiP, Flu, Phe, Ant,
Flt, Pyr, Ap
I'X- QUEChERS 25 18 ITAYVY: Nap, Ace, 0,01-0,20 [206]
MC/MC | (Boxa:aneTOHUTPHIT) BaA, Chr, BbF, BaP, MKT/TT
BKF, IP, DahA,
BghiP, Flu, Phe, Ant,
Flt, Pyr, Ap,
1-metunnadranuH,
2-meTuinHadTanuH
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BOXX-®JI | XKD (rekcan), 90 18 TTAY: Nap, Ace, 0,01-0,21 [207]
3aMeHa BaA, Chr, BbF, BaP, MKT/KT
pacTBOpHUTEs BKF, IP, DahA,
BghiP, Flu, Phe, Ant,
Flt, Pyr, Ap,
1-metunnadranuH,
2-meTuinHadTauH
BOIKX-OJI TOIOKMD B 4 13 TIAY: Nap, Phe, 0,02-0,04 | Jlannas
HITPHUIIE Ant, Pyr, Flu, Flt, MKT/JT pabora
(MunemIsipHas BaA, Chr, BbF, BkF,
dasza) BaP, BghiP, DahA

TI'® — rerparuapodypan; BaA — 6ens[a]antpanen, Chr — xpusen, BbF — 6enso[b]dayopanren, BaP

— Oen3o[a]mupeH,

BkF — 6enso[K]dayopanreH,

DahA - nu6Gens[a,h]anrpanen,

BghiP —

oenso[ghi]mepuien, Nap — nadTanun, Flu — dayopen, Phe — denanrpen, Ant — antparen, Flt —

¢yopanreH, Pyr — nupes.

[Tonmy4yeHHsbie pe3yapTaThl OIyOIMKOBaHbI B )KypHase Talanta [19].
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3AKJIIOUEHUE

1. P33pa6OTaHBI HOBBIC OKCTPAKIIHUOHHBIC CUCTCMbI U MAaTCpHalibl, HA OCHOBC
KOTOPBIX IIPCHIIOKCH KOMIIICKC HOBBIX IIOAXOAOB K MHKPO3KCTPAKIMOHHOMY
BBIACIICHUIO KW KOHOCHTPUPOBAHUIO KCEHOOHMOTHUKOB M3 IMMIICBBIX IIPOAYKTOB,
06CCH€‘{I/IBaIOHII/IX BO3MOXKHOCTb ITOBBIIIICHUA 3(1)(1)GKTHBHOCTI/I MC)K(i)aSHOI‘O
PaclpCaciiCHus NCJICBbIX AHAJIHUTOB C OpI/IeHTaHI/Ieﬁ Ha OCOOCHHOCTH XHWMHUYECKOTO

COCTaBa aHAJIM3UPYEMBIX P00 M UX arperaTHoe COCTOSIHUE.

2. Pazpaboranpsl crnocoObl CTaTMYECKOM W JMHAMUYECKoW mapoda3zHon
MHUKPOIKCTPAKIINK Ha (epPOMArHUTHBIX HAHOYACTHIIAX JIJIST CEJICKTUBHOTO BBIICIICHUS U
KOHIICHTPHUPOBAHUS JIETYYHX BEIICCTB M3 JKUIKUX W TBEpAO(a3HBIX MPOO MHIIEBBIX
MPOAYKTOB; M3y4deHa aJICOPOLIMOHHAsT CITOCOOHOCTh (hePPOMArHUTHBIX HAHOYACTHI] 10
OTHOILICHUIO K JIETy4yuM (EHOIaM U CEJICHOBOAOPOAY B YCIOBUAX CTaTHYECKOH u

,HHH&MHHGCKOP'I H&pO(I)EBHOﬁ MHUKPOIKCTPAKIIHNHN COOTBCTCTBCHHO.

3. [Ipemyoxken  NPUHUMIMAIBLHO  HOBBIM  MOAXOJA K  MeMOpaHHOMU
MUKpPOSKCTPAKIIMM ~ OPraHMYECKHX BEIIECTB (CMOCOOHBIX K  HMOHHU3AIMH) U3
CYCIIEHIMPOBAHHBIX P00, OCHOBAHHBIN HA IPUMEHEHUN KapOOHOBBIX KHCIIOT B KAUE€CTBE
DKCTPAreHTOB C «IMEPEKIIYaeMON TUIPO(PHUIBHOCTBIO»; YCTAHOBJIEHBI OCHOBHBIE
3aKOHOMEPHOCTM MAaccollepeHoca AaHTHUOMOTUKOB (TOPXMHOJIOHOBOIO psiaa U3

CYCIICHIMPOBAHHBIX MPOO HAa UMIPETHUPOBAHHBIE MEMOPAHBHI.

4, Peanmu3oBan crnoco® MHMKPOIKCTPAKIIMOHHOTO BBIJICICHUS AHAJIUTOB,
CIIOCOOHBIX K HOHHM3AINH ((PTOPXHUHOJIOHOB), B OBTCKTUYECKUI PACTBOPUTEIH HA OCHOBE
KapOOHOBOM KHCJIOTHI M TEPIEHOUAA; MOKa3aHa BO3MOXKHOCTh JAUCHIEPTUPOBaHUS (ha3bl
DKCTpareHTa YyIICKUCIBIM Ta30M, KOTOpbIM oOpasyercss in-situ B Tpolecce
MHKPOIKCTPAKIMH; TPEAIONKEHHBIN TOIX0A 00eCIeunsl BO3MOKHOCTh aBTOMAaTH3aIUN
JTIUCIIEPCUOHHON  KUJKOCTHO-)KUJKOCTHOM  MHUKPODKCTPAKUUM B  ABTEKTUUYECKUU

pPaCTBOPHUTCIIb Ha IIPUHIUIIAX TUKIIMYCCKOI'O HHXKCKIIMOHHOT'O aHaJIN3a.

d. N3ydena u 060cHOBaHa BO3MOXXHOCTh MUKPOIKCTPAKIIMOHHOTO BBIJICICHHUS

MOJISIPHBIX OPraHUYECKUX aHaJuTOB ((TOPXMHOJIOHOB) M3 TBepAo(a3HbIX TPoO B
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ABTEKTUYECKUII PACTBOPUTENb HA OCHOBE YETBEPTUYHOM COJIM AMMOHUS U CIUPTA,
00pa30BaHHBIH in-sifu B MPOIECCE MOATOTOBKH; MOIXO0/ 00ECIeYn yBEINUCHUE CTETICHH

HN3BJICUCHU IICIICBBIX aHAJIUTOB M3 TBGpI[O(i)aBHOI\/II MaTpHUuIbI.

6. [IpensyoskeHbl HOBBIE IKCTPAKIIMOHHBIE CHUCTEMBI HA OCHOBE KapOOHOBOI
KHUCIIOTHl U TEPBUYHOTO aMHWHA, a Takke KapOOHOBOW KHUCJIOTOM M €€ Ccoimu s
MULEJUIIPHON MUKPOIKCTPAKIMU ITOJISPHBIX U HEMOJIIPHBIX OPraHUYECKUX aHAJIUTOB U3
KUIKAX U TBepHoda3HbIX MPo0; MOKA3aHO, YTO BBHIACICHHBIE (ha3hbl COBMECTUMBI C

CUCTEMaMHU KUJIKOCTHOM U Ta30BOM Xpomarorpadum.

7. DKCHEepUMEHTAIbHO O0OOCHOBAHA BO3MOXKHOCTH MPUMEHEHHS] MPUPOTHOTO
TepneHona (MEHTOJa) B KauyeCTBE «3EJIEHOrO» JSKCTpareHTa [l BBINOJIHEHUS
JUCIEPCUOHHON  JKMJIKOCTHO-)XKMJIKOCTHOM  MHUKPO3KCTpakuuu  0e3  BBEICHUS
pacTBOpUTENA-AUCIIEpraTopa 3a Cc4YeT €ro (pa3oBbIX IIEPEXOJOB; YCTAHOBIICHA
CHOCOOHOCTb 3KCTPAreHTa CEeJIEKTUBHO U3BJIEKATh OEH30MHYI0 U COPOMHOBYIO KUCIOTHI

N3 JKUAKUX IMHUIICBBIX IIPOAYKTOB.

8. Pa3paboran  cmoco®  ymaneHuss — aumchnepraropa  (OpraHu4yecKoro
PacTBOPUTEIIS) U3 FIKCTPAKIIMOHHON CUCTEMBI B MIPOLIECCE AUCTIEPCUOHHON YKHUJIKOCTHO-
YKUJIKOCTHOM MMKPOIKCTPAKIIMU, OCHOBAaHHBIM Ha (Pa30BOM TMepexoje aucrepraropa:
KHUJKOCTh — Ta3; 3KCIEPUMEHTAIbHO MOATBEPXKACHO, UYTO pa3pabOTaHHBIA CIOCOO
NO3BOJIIET  BBIMOJNHATH  3((eKTUBHOE  BbIACIEHWE M KOHUEHTPHUPOBAHUE

dbocopopraHudeCcKuX NECTULIMIOB U3 KUIKUX MUILEBBIX MTPOTYKTOB.

9. Pa3paboranpl HOBBIC THAPABIMYECKHUE CXEMBl JUISI aBTOMAaTH3allUH
MHUIETUISIPHOM, TOMOTE€HHOU u JTACTIEPCUOHHON JKAJKOCTHO-KUJIKOCTHON
MHUKPOIKCTPAKIIMM KCEHOOMOTUKOB, OOECTIEUMBAIONINE BO3MOXHOCTb TOBBIIICHUS
MPEUU3UOHHOCTH YU TPOU3BOAUTEIBHOCTH XUMUYECKOTO aHAIM3a MUIIEBBIX POIYKTOB;
KaK CJIEICTBUE pa3pab0TaHbl HOBBIE BBICOKOUYBCTBUTEIIbHBIE KOMOWHUPOBAHHBIC
METO/Ibl, OCHOBaHHBIC Ha COUCTAaHUN aBTOMATH3UPOBAHHBIX CITOCOOOB MUKPOAKCTPAKITUN

U XpomarorpaduuecKkux METOIOB aHaJN3a.
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10. Ha ocHOBaHuMM CcHEJTaHHBIX BBIBOJOB M TMOJYYEHHBIX PE3ylIbTaTOB
pa3paboTaHo /4 opucuHaibHbix cnocobos onpeoenenuss Kcenoobuomukos (AHTHONOTHKOB,
NECTULIUJIOB, KOHCEPBAHTOB, TMOJUIUKINYECKUX apPOMaTUYECKUX YIIIEBOAOPOIOB,
¢denonos, Se (IV)) B pa3snuyuHBIX MUIIEBBIX MPOAYKTAX (MPOAYKTAX PAaCTUTEIBHOTO U
KUBOTHOTO TPOUCXOKJICHUSI, JETCKOM IUTAHUM, AJKOTOJIBHBIX U 0€3aJKOTOJIbHBIX
HAIUTKax, OMOJIOTMYECKM aKTHBHBIX MUIIEBBIX J00aBKax) XpomarorpauueckuMu u

CIICKTPAaJIbHbIMU MCTOdAMMU.
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