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BBenenue

B nocnennee BpeMst oco0oe BHUMaHUE yieNseTcs: mpobdiieMaM U3TOTOBICHUS U
KOHTPOJISl KauecTBa OMOJIOTMYECKOTO TOIMIIMBA, KaK MCTOYHUKY BO30OHOBIISIEMON U
AKOJIOTHYECKOM sHepruu. OJHUM U3 MIHUPOKO UCTOJIb3yEMbIX OMOIOTHUYECKUX TOIUIUB
ABJISIETCA OMOAM3ENTbHOE, KOTOPOE MpEeACTaBiIsieT CcOOOM CMeCh YTIeBOJIOPOJIOB
HEe(PTAHOTO MPOUCXOXKACHUS U F(DPUPOB KUPHBIX KUCIIOT, MOJTYUYEHHBIX, B OCHOBHOM,
M0 peakiuu nepeaTepuduKani pacCTUTEIbHBIX WU )KUBOTHBIX )KUPOB CO CIUPTAMU
B TMPUCYTCTBUU KaTain3aTopoB. (OCHOBHBIMH HOPMHUPYEMBIMU TOKA3aTEIISIMU
KauecTBa OWOJU3EIILHOTO TOIUIMBA SBISIOTCA €ro MPEeKypcophbl (METUIOBBIM U
ATUJIOBBIN COUPTHI, TPUTIULEPUJIBI KUPHBIX KUCIOT, KaTaau3aToOpbl) U MOOOYHbBIE
NpOAYKTHl (raulepuH, Boja). Kpome TOro, cymecTBylOT 3aJadd ONpPEACIICHUS
MPUMECHBIX KOMIIOHEHTOB, KOTOpPbIE€ MOTYT HPHUCYTCTBOBAaTh B OHOJM3EIHLHOM
toriuBe (cepa, docdop, KpeMHUM, MeTaUIbl W Jp.) W BIUATH Ha €ro
AKCIUTYaTallMOHHBIE CBOMCTBA.

Jlns mpoBeieHUs XMMUYECKOT0 aHaJIn3a OMOIU3EIbHOTO TOTUIMBA B OCHOBHOM
UCIIOJB3YIOT CEKTPaIbHbIE U XpoMaTorpaduueckue METObl, BKIIFOYAIOIIUE PYUYHbIE
MPOIEAYPHl MPOOOMOATOTOBKH, TPEOYIOIINE OTHOCUTEIBHO OOJIBIIINE TPY103aTPAThHI
U pacxo/ibl peareHToB.

OOmielt TeHJAEHIMEN B COBPEMEHHOM aHAJIUTHYECKOW XUMHH SIBISETCS
aBTOMAaTHU3alMs U MUHUATIOpU3AIMS XUMUYECKOTO aHAIN3a C 1EIbI0 TOBBIIICHUS €T0
MPOU3BOJIUTEIBHOCTH U CHIDKEHUIO TPYJ03aTpar, pacxXxoioB MPOO U PEareHTOB.
[IpoTouHble MeETOABI HANUIM I[IUPOKOE MPUMEHEHHE [JIi AaBTOMAaTU3allUh U
MUHHATIOpU3AIMA XUMHUYECKOTO aHAIIN3a Pa3JIMYHbIX OOBEKTOB, B TOM YHUCIE U IS
aHanu3a OMOU3ENBHOTO TOTUINBA.

Ha ceromnsimauii IeHb OAHUM W3 TPEHJAOB B METOJOJIOTUU MPOTOYHOTO
aHanu3a SABISETCA pa3pab0oTKa METOJOB, OOECIEUYMBAIONIUX  BO3MOXKHOCTH
aBTOMAaTHU3aLUU MHOTOKOMITOHEHTHOTO aHajau3a. st peanuzaiuu
MHOTOKOMIIOHEHTHOTO ~ NPOTOYHOTO  aHalu3a  NPEMJIOKEHO  HUCIOIb30BaTh

xemMoMmeTpuueckue u auddepeHInanTbHO-KUHETUUECKUE TOAXOAbl, a TakK XKe



MPOTOYHBIE MYJbTUKOMMYTAIIUOHHbBIE, MYJIbTUIETEKTOPHBIE U «CIHABUYY» CUCTEMBI.
I[Ipy »TOM BaxxHOM 3amauei ocTaeTcs pa3pab0TKa HOBBIX METOJOB W
MHCTPYMEHTAJIbHBIX CXE€M MPOOOMOJTrOTOBKH, OOECIEYMBAIOIIUX BO3MOXKHOCTh
OMpeNIeNIeHUs] HECKOJIbKUX aHAJUTOB U3 OJHOM MPOOBI CO CIOXHOM MO COCTaBy
Matpuie. OTa TEHIEHUHUsS MPOSBISAETCS W B MPOTOUYHBIX METOJAaX aHallu3a
OuonuzenpbHOro ToruMBa. OOIIMM pEIIeHHEM CYIIECTBYIOUIEH 3a/laud SIBISETCS
aBTOMAaTH3allsi MHOTOKOMIIOHEHTHOTO aHajiu3a OWOJU3EIbHBIX TOIUIUB Ha
NPUHINNAX [HUKIXYECKOTO WHXKEKIMOHHOTO aHaln3a, KOHLEMIMUS KOTOPOTo
o0ecrnieunBaeT BHICOKYIO UyBCTBUTEIBHOCTh U BO3MOXKHOCTh BKJIIOUEHHUSI B €T0 CXEMY

Pa3In4YHbIX MCTOJ0B HpO6OHOI[FOTOBKI/I .

Ileap padoTbI

- enb uccienoBanusi — pa3pabOTKa HOBBIX METOJUYECKUX MOJXOJ0B U
MHCTPYMEHTAJIbHBIX CXEM MPOOOMOATOTOBKM JUisi MHOTOKOMIIOHEHTHOI'O aHaln3a
OMOIM3EIbHBIX TOIUIMB Ha MPUHIUIIAX UKINYECKOTO HHKEKIIMOHHOTO aHAJIN3a.

- JInst JOCTMKEHUs TMOCTAaBICHHOM 1eNu ObUI0 HEOOXOAUMO PEINIUTh
CIIEAYIOIINE 3a1a4u:

— aJanTUPOBATh METOJ MHOKECTBEHHOM JIMHEMHON PErPECCUU K YCIOBUSIM
BBITIOJTHEHUS UKJINYECKOTO WHXXEKIIMOHHOTO MHOTOKOMITOHEHTHOTO
CHEKTPO(POTOMETPUUECKOTO aHaTu3a OUOU3EIIbHOTO TOIUIUBA JI1 OJHOBPEMEHHOTO
Ompe/ieNIeHHs] B HEM KaJblvs, MarHusl, kelie3a, antoMunus, pochopa u KpeMHus;

- ONTUMU3UPOBATh  YCJIOBUS TPOBEICHHUS  XPOMOTEHHBIX  pEaKIHii
oOpazoBanus koMmiiekcoB nOHOB Kanblusa(Il) u maruusa(Il) c spuoxpomom yepabim T
B CIOHUPTOBBIX pacTBOpax OWUOJU3ENbHBIX TOIUIUB [JIi WX TOCIEIYIOIIETro
CIEKTPOPOTOMETPUUECKOTO ONPEACIICHUS;

- M3YUYUTh WU ONTHUMH3UPOBATH MPOIECC CEIEKTUBHOIO MEMOpPAHHOTO
BBIJICJICHUS METaHOJIa M 3TaHoJla W3 OMOIM3EIBHOTIO TOIUIMBA B BOAHYIO (a3y u

AaITUPOBATh €T0 B CXEMY HMUKIINYCCKOI'0O MHKCKIIMOHHOT'O aHAJIN34a,



- M3YUYUTh W ONTUMHU3UPOBATH YCIOBHS MPOBEACHUS XPOMOT€HHOM
peakiuu oOpa3zoBanus rimiepara meau(ll) B rereporenHoit cucreme: BogHas ¢aza —
Cu2+-KaTHOHUT 1S CHEKTPO(POTOMETPUUECKOTO OMPEICIICHHS TIIUIIEPUHA;

- M3YUYUTh U ONTHUMU3UPOBATH MPOILIECC HOPMATbHO(PA30BOTO KUJKOCTHO-
AKHUJKOCTHOTO XpoMmaTorpaduueckoro BbIJCICHUS TIUIEpUHA U3 OUOIU3EIHHOTO

TOINIMBA U aJalITUPOBATH €TI0 B CXEMY HUKIIMYICCKOI0O MHXXCKIIMOHHOI'O aHaJIn3a.

HayuyHnasi HOBH3HA pa0doThI

[Ipenoxken HOBBIM KOMOMHUPOBAHHBIM METOJ  MHOTOKOMIIOHEHTHOTO
MPOTOYHOI'O aHajIW3a, OCHOBAHHBIM HA COYETAHUM IUKIMYECKOTO WHKEKIIMOHHOTO
aHaJIN3a U METOJA MHOKECTBEHHOW JIMHEMHON PErPECCHH.

Pa3pabGorana HoOBasi MHCTpyMEHTaJbHas CXe€Ma MPOOOMOJATOTOBKUA  JUIs
OmpeNeNieHns] METaHojJa W JTaHojla B OHOAM3EIBHOM TOIJIMBE B YCIOBHUSX
HUKJINYECKOT0 MHXKEKIIMOHHOTO aHaIn3a, OCHOBaHHAs HA MCIIAPEHUH aHAJIUTOB Yepe3
CEJIEKTUBHYIO MEMOpaHy.

Pa3pabGorana HoOBasi MHCTpyMEHTaJbHas CXe€Ma MPOOOMOJATOTOBKUA  JUIs
OmpeNeNieHHus] TIHIEpUHA B OHOJIU3EIBLHOM TOIUIMBE B YCIOBUAX ILHUKIUYECKOTO
WHXXEKIIMOHHOTO aHajin3a, OCHOBaHHAs Ha €ro HOPMalbHO(PA30BOM KUJIKOCTHO-
AKHUJKOCTHOM XpOMaTOTpauuecKoM BbIJIETICHUHN U KOHIIEHTPUPOBAHUH.

[Ipennoxkena HoBas MeMmOpaHa wu3 nonudeHueHn3zopTaraMmuaa it
CEJIEKTUBHOTO BBIJIEJICHUSI METAHOJIA U 3TaHOJIa U3 OMOIU3EIHLHOIO TOILIUBA.

VYcraHOBIIEHBl YCIOBHUSI TPOBEACHUS XPOMOTEHHBIX pEaKIUid 00pa3zoBaHMs
anamutuyeckux Qopm kanpuusa(ll) u marnusa(ll) ¢ spuoxpomom uyepueiMm T B
CIIUPTOBOM  pacTBOpe OMOAM3ENBHOrO0 TOIUIMBA JJISI HX  MOCIEIYIOIIETO
HUKINYECKOTO0 UHXKEKIIMOHHOTO CIEKTPO(OTOMETPUUECKOTO OMPEACIICHUS METOJIOM
MHOKECTBEHHOW JINHEWHOW pPErPECCUM.

[lokazaHa BO3MOXKHOCTb TPOBEICHUS XPOMOTEHHOW peakiuu 00pa3oBaHUs

riutepara meau(Il) B rereporenHoit cucteme: Boanas ¢aza — Cu2+-KaTHOHHUT.



HpaKTH‘IeCKaﬂ SHAYUMOCTDb paﬁOTbl

Pa3zpaboTtanbl U anpoOUPOBaHbI IUKINYECKUE UHKEKIITMOHHBIE METOAUKHU:

- OJIHOBPEMEHHOTO CIEKTPOGOTOMETPUUECKOTO OINpPENETCHUS Kaablus U
MarHusi B OMOJIM3eIbHOM TOIUIMBE, 00ECIIEUNBAIOIIAsl BO3MOKHOCTh CYIIECTBEHHOTO
COKpallleHHUsI BPEMEHU aHalih3a, pacxoja pearecHToB U o0bema Oo0pa3yroIuxcs
OTXOJIOB 3a CUET MPOBEJICHHUSI XPOMOT'€HHBIX PEaKIMi HETOCPEICTBEHHO B PACTBOPE
OMOIN3EIIFHOTO TOILJINBA;

- CHEKTPO(POTOMETPUUECKOTO OMpPEACIICHUsI MIUIEpUHA B OMOIU3EIHLHOM
TOIUUIMBE, 00ECIEUnBAIOIas aBTOMATU3AIUI0 U MUHUATIOPU3ALINIO aHAJN3a;

- OJTHOBPEMEHHOTO CIEKTPOGHOTOMETPUUECKOTO ONPEICTCHUS] ATFOMUHMUS,
xKeneza, kKpemHus W ¢docdopa B OHOAM3EILHOM TOIUITMBE Ha MPHUHIMIIAX HOBOU
KOMOMHUPOBAaHHONW  BEPCMUM  MHOTOKOMIIOHEHTHOI'O  MPOTOYHOrO  aHAJIN3a,
OCHOBAaHHOM Ha COYETAHUM BO3MOXHOCTEU HHMKINYECKOTO0 MHKEKIIMOHHOTO aHalu3a
Y METOJIa MHOYKE€CTBEHHOM JIMHEUHOUN pErpeccuu;

- OJIHOBPEMEHHOT'O BOJIBTAMIIEPOMETPUUYECKOTO OINpPEETICHUS METaHOJIa U
ATaHola B OWOJU3EIBHOM TOIUIMBE I aBTOMATU3UPOBAHHOTO KOHTPOJIS €ro

Ka4dycCTBa.

HO.IIO)KeHI/IH, BBIHOCHUMBIC HA 3aIITUTY

1. HoBblli KOMOMHUPOBAHHBIM TPOTOYHBIN METOJT MHOTOKOMIIOHEHTHOTO
aHalin3a, OCHOBAHHBIM HA COYETAHWHM LHMKIWYECKOTO0 HHXKEKIMOHHOTO aHalu3a Hu
METO/1a MHOXECTBEHHOM JIMHEWUHOUN PErpeCcCu;

2. VYcnoBus  mpoBeAeHUST ~ XPOMOTEHHBIX  peakiui  00pa3oBaHUs
ananutuyeckux ¢opm noHoB kanbiuA(Il) u maruus(Il) ¢ spuoxpomom uepubim T B
CIIUPTOBOM  pacTBOpe OMOAM3ENBHOrO0 TOIUIMBA JJISI HX  MOCIEIYIOIIETO
HUKINYECKOTO0 MHXKEKIIMOHHOTO CEKTPO(OTOMETPUUECKOTO OMPEACIICHUS METOJIOM
MHOKECTBEHHOMW JIMHENHON PETrPECCHM;

3. Cxema CelIeKTUBHOTO MEMOPAHHOTO BBIJICJICHHUS] METaHOJA U 3TaHOJIA B

BOAHYIO a3y u3  OWMOAM3EIBHOrO  TOIJIMBA  4epe3  MeMOpaHy U3



nonupeHwieHn3oPrariamMuaa, aJanTUPOBaHHAS K  YCIOBUSM  ITUKIMYECKOTO
WHXKEKIIMOHHOT'O aHAJIN3a;

4. Cxema HOpPMaJIbHO(a30BOTO JKUIKOCTHO-KHUIKOCTHOTO
XpoMatorpauueckoro BbIJIENICHUs TIUIIEpUHA B BOJHYIO (hazy U3 OUOIU3EIHHOTO
TOIUUTMBA, aJJalITUPOBAHHAS K YCIOBUSIM ITUKIMYECKOTO MHXKEKIIMOHHOTO aHAJIN3a;

5. Cxema mpoBefeHus peakuun oOpazoBanHus riunepara meau(ll) B
reTeporeHHon cucreme: BoaHas ¢(aza — Cu2+-KaTUOHUT IS IIUKIMYECKOTO
WHXKEKIIMOHHOTO CIIEKTPOGOTOMETPUUECKOTO ONPEEICHUS TIIUIEPUHA.

6. MeToauKy IUKIMYECKOTO HMHXKEKIIMOHHOTO OMpEeIeNIeHUs] METaHOoJa,
ATaHoNa, TIULepUHa, KpeMHus, ¢ocdopa, xKene3a, allOMUHUS, KaJblUs U MarHus B

6I/IOI[I/13€J'H)HOM TOIINIMBE U PE3YyJIbTAThI UX HUCIBITAHUM.



I'naBa 1. O030p JuTeparypsbl
1.1. buoauzenbHOE TOMIUBO, KiIacCU(UKAIIAS U METOJIbI TTOJTYYEHUS

Pactymue Temnbl TOTpeONieHHS] HMCKOMAEMbIX HEPTENPOAYKTOB  IpPHU
MOCTENEHHOM MX YMEHBIIEHUHU MPUBEJIO K TOMY, UTO, y>K€ HaUMHAas C MPOILIOro Beka
YeJIOBEYECTBO AKTHUBHO pPa3BUBAE€T TEXHOJOTMU CO3JaHUS  albTEPHATHUBHBIX
HUCTOYHUKOB dHepruu. OaHUM U3 HanboJiee MepCrneKTUBHBIX U OBICTPO Pa3BUBAEMBIX
HalpaBJICHU B OSTON 00JIaCTH SIBISETCS CUHTE3 M M3y4YeHHE OUOJIOTHYECKOTO
TOIJIUBA.

B Hacrosmiee Bpemsi 1moj; OMOJOTMYECKHMM TOIUIMBOM MOHUMAIOT TOIUIUBO,
MPOU3BEACHHOE W3 PACTUTEIBLHOIO WM KUBOTHOTO CBHIPhS WU M3 MPOAYKTOB
KUZHEACATETbHOCTU OPraHu3MOB. ChIphE, U3 KOTOPOTO MPOU3BOAUTCS MOJABIISIONIEE
OOJIBIIMHCTBO BHUJOB OHOJIOTUYECKOTO TOIUIMBA, MOXKHO pa3/ieIuTh HA 4YEThIPe
rpynnbsl.  [lepBas rpymnma — CenbCKOXO3SHUCTBEHHBIE KYJIBTYpPhl C BBICOKUM
coaepkaHUEeM >KUPOB (TiepepabaTbiBaeMbIX B OMOAU3EIHHOE TOIUIMBO), KpaxMaia U
caxapoB (mepepabaTbiBaeMbIXx B OMo03TaHOJ). Takoe chipbe HEYJOOHO TE€M, YTO €ro
HCIIOJB30BaHUE BBI3BIBAET H3BATHE YACTU OSTHUX K€ CaMbIX KYJIbTYp C pbIHKA
MUIIEBBIX MPOAYKTOB. BTOpas rpynma — HENUIIEBbIE OTXOJbl KyJIbTUBUPYEMBIX
pacTeHuii, TpaBa MW JpeBecHHa. TpeThbs Tpylmna — BOJAOPOCIH, Haubolee
MEPCIIEKTUBHOE ChIPbE, TAK KaK BOJOPOCIH HE TPEOYIOT 3€MENbHBIX PECYPCOB, MOTYT
UMETh OOJIBIIYI0 KOHIIEHTPALUI0 OMOMACCHI U BBICOKYIO CKOPOCTh BOCITPOU3BEACHUS
[1-3]. IlocnmenHssi, yeTBepTasi rpymnia — aJlbTEPHATUBHOE ChIPHE, MPOU3BEICHHOE HA
3eMJISIX HEMPUTOJHBIX JUISl CEJIbCKOTO XO3fiCTBA M HE Tpelylollee pa3pylieHus
Oouomaccel. [lpuMepoM TakoW TEXHOJOTUM SIBISETCS MPOU3BOJICTBO aAJIKAHOB
(OCHOBHBIX KOMIIOHEHTOB MOTOPHOTO TOIUIMBA) T€HETUYECKU MOAU(DUIIMPOBAHHBIM
[IMaHOOAKTEPUSIMU B X07ie (POTOCUHTE3a U3 YIIIEKUCIIOTO ra3a [4].

Camo Ouonoruueckoe TOIUIMBO pa3ACNSIOT Ha KUJAKOe, TBEPAOE U
razooopasnoe. IIpumepom TBEPAOrO OMOJOTMYECKOTO TOIUIMBA MOTYT CIYXXHUTh

ApOBa M TOINNIMBHBIC TI'PAHYJIbI (HGJ]J'ICTBI), KOTOPBIC IIOJY4YarOTCs HM3MCIIbYCHUCM H



MOCTIEYIOIIUM CIIPECCOBBIBAHUEM PA3IMYHOTO ChIPbA [S]. TakuMm ChIpbEM IS HUX

MOTYT CITYKUTb TOP(Q, APEBECUHA, TPEBECHBIC U CENbCKOX035UCTBEHHBIE OTXO/IBI.

K xupkum Buaam OHOJIOTMYECKOTO TOIJIMBA OTHOCATCS CHUPTHI —
OumomeTaHoy, OMO3TaHOJN, OMOOyTaHON [6-8], KOTOpHIE CHHTE3UPYIOT MO PEaKINU
OpoOXeHUsI pa3IMYHbIX BUJOB OMOMAacChl, B TOM 4YHUCJI€ U Bojopociei. M3 xupos
’KUBOTHOTO  WJIM  PACTUTEIIBHOTO  MPOUCXOXKICHUS  MOXKHO TI0  PEaKiuu
nepesTepudUKaluy MoIyuYuTh OMOAU3ENIbHOE TOIUIMBO [9]. B Hamm qHU COUPTHL U
OMOIM3EIbHOE TOIUIMBO AKTUBHO HUCIIOIB3YIOTCS B CMECAX C OOBIYHBIM JU3EIbHBIM
TOIUJIMBOM WM OC€H3MHOM. DTO MPUBOJIUT K TOMY, YTO HE TpeOyeTcs CyIIECTBEHHO
M3MEHATh KOHCTPYKIIMIO CYIIECTBYIOIIUX JIBUTATENIe, a B HEKOTOPBIX Ciydasx
O0MoIM3eIbHOE TOTUIMBO IPUMEHSIOT B YUCTOM BHJIE.

['a3000pa3HbIM BHAOM OHOJOTMYECKOr0 TOIUIMBA SBISIETCS Ouora3 (CcMech
MeTaHa M YIJIEKUCIIOro rasa), IMOJdydaeMblii MyTéM METaHOBOTO OpPOKEHUS
opraHu4eckux orxonoB. HarpeBanumem Oumomaccel 0e3 pgocTtynma KHCIOpOJa M0
temnepatypbl 500 — 800°C monyuyaroT OMOBOJOPOJ, KOTOPBIH, KPOME TOTO, MOKHO
MOJIYyYUTh U OMOXMMHYECKUM METOJOM C TMOMOIIBI0 Pa3IMYHbIX OaKTepuil WU
ncnoiib3ysa sogopociu [10].

Hanbonee mnepcrnekTUBHBIM U OBICTPO Pa3BUBAIOIIMMCS HAIMpPaBICHUEM
UCCIIEIOBAaHUM B  00JIaCTH TOJY4YEHHUs] OHMOJIOTMYECKOrO0 TOIUIMBA  SIBJISIETCS
TEXHOJIOTUS TIOJIydeHUs OHOJIU3EIBHOTO TOIUIMBAa, KOTOpPOE OO0JagaeT psaioM
CYIIECTBEHHBIX TMPEUMYIIECTB MO CPABHEHHUIO C HEePTEMPOIyKTaMu HCKOIMAeMOTo
MPOUCXOKICHHUS:

* TexHOJIOTHYECKAs] cXeMa MPOU3BOJCTBA OUOJU3EIHHOTO TOIUIMBA MPOIIE, YeM
MPOU3BOJICTBA M OUUCTKHU TOTUTMBA HEPTSHOTO MPOUCXOXKICHHUS.

* Becr BbIOpomIeHHBII B aTMocepy YIJIIEKHUCIBIA Tra3 B XOJIe CrOpaHus
OMOIMU3EIBLHOI0 TOIUIMBA OyAEeT MOTJIONIEH PACTeHHSIMU, U3 KOTOPBIX OyleT
MPOU3BOJIUTHCS CIEAYIONIAs MApTUs TOILIUBA.

* ConepxaHue TSDKENBIX METauIoB (BaHaaus W HUKeNsd), cepbl U ¢dochopa B

6I/IO,Z[I/I36J'IBHOM TOINIMBE HaA IOPAAKKM MCHBIIC, 4Y€M B JAU3CIIBHOM TOIIIIMBC
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HEe(PTAHOTO MPOUCXOXKJICHUS, YTO MPUBOJUT K YMEHBIICHUIO HX BbIOpOca B
atMoc(depy U IPOAJICHUIO CPOKa CIY>KObl aBTOMOOUIIbHBIX KaTaln3aTOPOB.

* Bpicokue 3KCITyaTallMOHHbIE CBOMCTBA, TAKUE KAK 1IETAHOBOE YKCIIO (HE MEHBbIIIE
47-51) u Beicokas Temneparypa Benbiku (150°C).

* B mpoiiecce npou3BOACTBa TOIIMBA PACTUTEIIBHOTO MPOUCXOXKICHUS 00pa3yercs
€lle OJWH II€HHBIA MNPOAYKT — TJUUEPUH, HCIOIB3YEMBIM I MOJy4eHUs
CUHTETUYECKUX MOIOIIUX CPEACTB U KHUIKOTO MbLIA.

* buopasznaraemocth OMOJU3ENBHOTO TOMIMBA. [loNHBIA OMoONOrMYecKuil pacmnan
OMOIM3EIBLHOI0 TOIUIMBA B €CTECTBEHHBIX YCJIOBHUSAX (Ha Cylle WIM B BOJE)
MPOUCXOJIUT B CPEJTHEM 32 OJIH MECHIL.

[IpombInieHHOE MTPOU3BOACTBO OMOAM3EIBHOTO TOIUIMBA B OCHOBHOM

OCHOBaHO Ha peaknuu Tnepedtepudukaruu [11]. B obmem Buae peakmuio

nepesTepuUKaluy  TPUTIIULIEPUIOB KUPHBIX KHUCIOT MOXHO MPEICTaBUTH

CJIeAYIOIIM 00pa3om:

O O

| I
CH,- O-C-R, R-O-C-R
|
| | KaTanusartop I |
CH-0-C-R, + 3 R-OH == Rro-Cc-R, + cCH- OH
| Cnupt |
| O P 0 CH, - OH
| I I nnuepwuH
CH,- O-C-R, RO-C-R, hep
Tpurnuuepua Cmech 3¢upos

Jlns mpoBeleHUsl peakluu TMeped3TepuuKauu UCIONb3YIOT TPUTIIHIIEPHUIbI
KUPHBIX KHUCJIOT, MOJYYEHHBIX U3 PACTUTEIBHBIX WU KUBOTHBIX JKUPOB, COUPT (B
OCHOBHOM METAHOJI, 3TaHOJ WJIU HU30MPOIMUIOBBIN CIHUPT), KOTOPBINA J00aBiseTCS B
M30bITKE [IJIi CMEIIECHUsT PABHOBECHS B CTOPOHY o0Opa3oBaHUsA NPOJAYyKTa U
pa3IMYHbIE KaTalIu3aTtopbl. B Xole peakuum mOdMydaroTCsi COOTBETCTBYIOIINE

CJIOKHBIE A(DUPHI U TIIULIEPUH.
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Hcnonb3yemple KaTamu3aTOpbl MOKHO PA3JeIUTh IO JBYM KPUTEPUIM —
XUMHUYECKON mpuposne u (¢azoBomy cocrosHuto. [lo mnepBoMy mnpusHaKy
KaTaJau3aToOpbl AEIATCS Ha KUCIOTHBIE [12-15], wame Bcero 3To cepHas KHUCIOTA,
miesiounbie [16-20] — TUAPOKCUIBI MIETOYHBIX W IICJIOYHO3EMEIBHBIX METALIOB U
dbepMentatuBHble (unaza) [21]. OpHako WHOTJA UCHOJB3YIOT U OoJiee JOporue
KaTanu3atopsl, Takue Kak Ta,Os [22]. Ilo ¢a3oBoMy COCTOSIHUIO KaTalu3aTOpPbI
pa3AensioT Ha TOMOTE€HHBIE U TETEPOTEHHBIE COOTBETCTBEHHO. [Ipn ncnonp3oBaHumn
Pa3IUYHBIX KaTaJu3aTOPOB CXEMbI MPOU3BOACTBA OMOAM3EIBHOrO TOILJIMBA TaK K€
MPETEPIEBAIOT U3MEHEHUS. Tak, IpU UCIOJIB30BAHUM LIEITIOYHOTO KaTaau3a PeaKius
MPOTEKAET B CPEIHEM OT 2X /10 8 4acoB U HE TpeOyeT BHICOKOIM TeMIepaTyphl, a Mpu
WCTIOJIb30BAaHUH KHUCJIOTHOTO — JI0 24 4acOB M TOJBKO MpU HarpeBaHuu. OIHAKO, IPU
BBICOKOM COJIEpKaHUU CBOOOIHBIX KHUPHBIX KUCJIOT B UCXOJTHOM ChIpbe (>2,5%) unu
BOJIbI, KOTOpAasi CIOCOOHA pearupoBaTh C TPUTIIUIIEPUIAMHU C 00PA30BAHUEM KUPHBIX
KHUCJIOT, UCIIOJIb30BAHUE IECTOYHBIX KaTAIN3aTOPOB CTAHOBUTCA 3aTPYAHUTEIIHLHBIM B
CUJIy TOTO, YTO B 3TUX YCJIOBHUAX MPOUCXOIUT 00Opa30BaHUE COJIEH KUPHBIX KUCIOT,
YTO MNPUBOAUT K HEOOXOAMMOCTH MPOBEACHUS OO0Jee CIOKHOW MPOUEIypbl HX
yAajeHus: U3 KOHEYHOro MpoykTa. B Takom ciyuyae criepBa HEOOXOIUMO MPOBECTH
CTaJUI0 TEpeBO/ia CBOOOJHBIX IKUPHBIX KHUCIOT B 3QUPHl € MNPUMEHEHUEM
KHCJIOTHOTO KaTajln3a, a 3aTeéM peakiuio nepedTepudukalud B MOPUCYTCTBUU
LIEJIOYEH.

@depMEHTATUBHBIN KaTallu3 MOJYYEHHUs] OHOJIOrMYECKOr0 TOIUIMBA €IIe He
HaleJa MHUPOKOTO MPUMEHEHHS B MPOMBIIUICHHOCTH B CUJIY TOrO, YTO (hepMEHTHI
HAMHOTO JOPOKE€ MCMOJIb3YEMbBIX KHCJIOT U IIEJI0YEH, OJHAKO OH OCTAeTCs KpanHe
MHTEPECHBIM B CBSI3M C TEM, YTO MOPOAYKT, MOJY4YaeMbId IO TaKOW CXEME,
MOJIy4yaeTcsl HAMHOTO 4YHINE U HE TPeOyeTcsl NOMOIHUTEIBHBIX CTaIUM yJaneHus
OCTaTKOB KaTaJu3aTopa U3 peaklMOHHOW CMECH.

['oMoreHHbIN KaTaIn3 peaklu, KOTOPbIA B HACTOSIIIIEE BPEMSI UCIIOJIB3YETCS B
OOJIbIIIEM YKCII€ MPOMBIIIIEHHBIX YCTAHOBOK YJ00€H TEM, YTO MIPU TAKOM CIOCO0€e B
peakTope MPOUCXOIUT JIByX(a3Hasi peakiusi, a IpU UCIOJIb30BAHUHU T€TEPOreHHOIO

— TpexdazHas, 4TO OTpa)KaeTcsl Ha CKOPOCTSIX 3aBeplieHus peakiuil. OgHako mpu
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WCIIOJIb30BAaHUH T€TEPOTCHHOTO KAaTalu3a yAAJIEHUE KATaau3aTopa TEXHOJIOTHYECKHU
MpONIE, YEM MPHU UCIIOIB30BAHUU TOMOTEHHOTO.

Kpome mpucyTcTBusi kKaTanuzatopa AJisi YCKOPEHHs Ipoiiecca oOpa3oBaHUSA
7(UpPOB HCHOJIB3YETCA PSAJi TEXHOJOTHMUECKHUX BCIIOMOTATENbHBIX CpPEACTB. Takue
MOAXO0/bl, KaK NMPUMEHEHUE yibTpa3ByKa [23-30], KOTOPBIM B HEKOTOPBIX CIydasx
MO3BOJISIET MPOBOAUTH PEAKIMI0 BOOOIIE 0€3 HarpeBaHWsl WM MUKPOBOJIHOBOIO
uznyuyenus [31-39]. Tak xe pa3paOoTaHbl TEXHOJOTUU O€3KATAIIM3HOTO MOTy4YeHUS
OMOIM3EIBHOIO TOIIMBA. Peakiuio npoBOAT MEXAY TPUTITUIEPUIAMU U CHUPTOM B
CBEpXKpUTHUECKOM cocTtossHuu npu Ttemmeparype 300°C. Ilpu sTtoM peaknus
npotekaet B cpeaneM ot 20 10 50 MUHYT 1 He TpeOyeT MPUMEHEHUSI KaTaau3aTopOB
[40-41].

[Tocne npoBenenus peakiuu nepesTepuduKanuu ciaeayeT CTaaus OTIACICHUS
3(UpPOB KHUPHBIX KHUCIOT OT TJUIEPUHA, KOTOPHIA B OOJIBIIOM KOJIUYECTBE
oOpa3yeTcsi Mpu BCEX YCIOBHUSIX NMPOTEKaHWs peakuuu. Jljisi ynaneHus TiuiepuHa
BBIJIEP)KUBAIOT CMeCh MJis paccioeHus a3 unu e€ ueHtpudyrupyrot [42]. Tlocne
otaesieHus: OT (a3l MIHIEpUHAa OMOTOIUIMBO B OCHOBHOM 3arpsi3HEHO OCTATOYHBIM
KaTaJnu3aToOpoM, BOJIOM, HEMPOPEarupoBaBIIMM  CHOUPTOM U CBOOOJHBIM
riepruHoM. Kak mpaBuino, Uit OYUCTKH MPOAYKTA MPUMEHSFOTCS TPU OCHOBHBIX
MOAXO0J1a: OTMBIBKA BOJOM, cyxas cyuika [43] u memOpaHHble MeToAbI [44-45].

Tak Kak TJIMUEPUH W CHUPTHI XOPOIIO PACTBOPUMBI B BOjJE, Haubojee
MPOCTBIM SIBIIIETCSL CHOCOO  yJajeHus MpuMeceid ¢ TMOMOIIBI0 KUIKOCTHOU
AKCTPAKIMU B BOJAHYIO (pazy. DTOT crmocod Takke MO3BOJIAECT yAAIUTh OCTATOUHbBIC
HaTpueBble conu. [locie ynanenus mpumecedl B BOJAHYI (a3y MNPOAYKT Cyllat
UCIIOJB3Ys MOJIEKYJISIpHBIE cUTa, cuiaukarenu win Na,SO,4 [46]. Ipyrum cnocoOom
OYMCTKH TOILJIMBA SBJISETCS MCIOJb30BaHNE HOHOOOMEHHBIX cMmoit [47]. Kpome Toro,
pazpaboTtan MeToJ MeEMOpaHHON OYHUCTKH OMOJM3EILHOrO TOIUIMBA, OCHOBAHHBIN Ha
MIPUMEHEHNHU TIOJIBIX BOJIOKOH [48].

Takum 00pa3oM OCHOBHBIMM KOMIIOHEHTaMU OWOTOIUIMBA, MOJYYEHHOTO IO
peakiuu nepesTepuduKanuu, SBISIOTCS dPUpbl KUPHBIX KUcioT. B [49-51] Obuio

MOKa3aHO, YTO HauOOJee YacTo MOJydyaeMoe OHOTOIIMBO COCTOUT M3 3(UPOB
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KalpujoOBOW, KalpWHOBOW, JIAYPUHOBOM, MHUPUCTUHOBOM, MAIBMUTHHOBOU U
CTEApUHOBOM KUCJIOT HE 3aBUCHUMO OT CIOCO0A MOJIyYEHHUS U UCTIOIB3YEMOTO ChIPhSI.
[Ipekypcopamu OHOJIOTMYECKOTO TOIUIMBA SIBIAIOTCSA METWJIOBBIA M STUIIOBBIN
cnupThl, KatanuzaTopbl (coemunenuss Ca, Mg, Na, K wu gp.). B cocras
UCIIOJIB3YEMOT0 OMOJIOTUUECKOTO ChIPhSi MOTYT BXOAUThH pa3iuyHbie 3JeMeHThl (P,
Si, S, metamisl) [52], KOTOpbIE BIUSIIOT HAa IKCILUTyaTAallUOHHBIE W IKOJIOTUYECKUE
cBOMcTBa Ouonoruueckoro Ttormiua. [[00OYHBIM MPOAYKTOM CHHTE3a SIBIISIETCS
TJIMLEPUH U pa3IMYHbIe MOHO-, IW- U TPUTJIULIEPUIBI [S53].

B tabn. 1 mpencraBieHbl OCHOBHBbIE TPEOOBAHUSI K XMMHUUYECKOMY COCTaBY
ouonuzenpHoro Tommma B 100, koTopble HAUIM OTPaKEHUSI B COOTBETCTBYIOIIUX
MEeTOJaxX €ro aHanuza. JleTanbHoe pacCMOTPEHHE METOAO0B aHadu3a OMOU3EIHLHOTO
TOIUIMBA W CpPaBHEHUE UX AHAIMTHYECKUX BO3MOXKHOCTEM o0O0CyXkaaeTcs B

cIeayromux pasaciax Juccepraiunu.

Tabmuua 1. TpeboBaHMS K XUMUYECKOMY COCTaBy OMoau3enbHoro tommsa B 100 B
cootBercTBuM ¢ ASTM D6751

[Toka3aTenb [IpenenbHOE 3HaUEHUE
Copnepxxanue Ca u Mg, mr/kr 5

Coaepxanue Mmetanosna, % 0,2

Coneprxanue cepbl, MI/KT 10

Copepxanue riauiepuna, % 0,02

Conepxanue pocdopa, % 0,001

Conepxanue Na u K, mr/kr 5

ConeprxaHue BOJIbI, MI/KT 500

CynbdatnHas 301a, % 0,02
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1.2. MeToabl aHaM3a OMOAM3€EJIbHOI0 TOIJINBA
1.2.1. DnemMeHTHBIN aHaIU3 OMON3EILHOTO TOTIINBA

OCHOBHBIMHM  OTIPEACISIEMBIMH  JJIEMEHTAaMU B OHOJM3EIHPHOM TOILJIHMBE
ABJSIFOTCS, B MEPBYIO OYEPENb, Kaluid, HATPUW, KAJIbIUA M MArHuM, COJA U
TUAPOKCUIBI KOTOPBIX HCMONB3YIOTCS B KAaYECTBE KATAJIM3aTOPOB WJIM B MpPOIECCE
00€3BOKMBAHUS OMOIU3EIHLHOIO TOIIMBA, a TAK)KE TaKUE AJIEMEHTHI, KaK KPEeMHUM,
dbocdop, xene3o0, aTIOMUHUHN, [TUHK, MEIb, MapraHell, HUKEIb M BaHAIUM, KOTOpHIE
MOT'YT TOCTyHaTh B OWMOJU3ENbHOE TOIUIMBO M3 MCXOJHOTO CBhIPbSi B BHUAE HX
KOMIIJIEKCOB WJIM B Mpoliecce peaknuu nepesrepudukanum [54]. Cropas, B mpoiecce
AKCIUTyaTallil TOIUIMBA, OHM NEPEXOIAT B (OpMY OKCHUIOB, O0JaJarOlIUX WU
abpasuBHbIMU cBoricTBamMHu (Al,Os3, Si0, U T..) WIK SBISIOTCS KaTaJIUTHYCCKUMU
smaamu (P,0s).

Habonpmiee pacmpocTpaHeHHE TpU OMNPEACIICHUHM SJIEMEHTHOTO COCTaBa
MOJYYUSIM METOJbl AaTOMHOTO CIEKTPaJIbHOTO aHaliW3a, TaKWe KaKk aTOMHO-
AMUCCUOHHBIM U aTOMHO-a0COPOLUMOHHBIA MeTObl. OCHOBHBIE pa3iuyas MpU 3TOM
HaOJIIOJal0TCd B OCHOBHOM B METOJaX IPOOOMOATOTOBKHU. B Hacrosiiee Bpems
CYIIECTBYIOT HECKOJIBKO OCHOBHBIX MOAXOI0B K TPOOOMOATOTOBKE MIPH OMPEICICHUH
3JIEMEHTHOI'0 COCTaBa OMOAN3EILHOTO TOTLJIUBA.

IlepBBIit COCTOMT B MHUHEpAIM3allMK 00paslla M OMPEACICHUHM 3JIEMEHTOB B
30JI¢ WJIM MOJYYEHHOM BOJIHOM pacTBope. Tak, aBTopbl B pabote [55] mpemnarator
METOJUKY OMNpeNeNieHUs] HaTpus B OMOJM3EIBHOM TOIUIMBE MOCJIE TEPMUUYECKOTO
paznoxenus npoOsI (0,5 r) npu temneparype 600°C ¢ nocneayomum pacTBOpEeHUEM
MOJIYYEHHOW 30Jibl B PAcTBOPE a30THOM KUCIOTHI UM aHAJIU30M MPUTOTOBJICHHOTO
pactBopa. B pabote [56] aBTOpHI CpaBHIIIM JiBa CIIOCO0A pa3I0KeHUS — KUCIIOTHOE U
MHKPOBOJIHOBOE TIPH OIpEeICHUH Kalblusa, (ocdopa, MarHus, Kajaus U HaTPHUS.
VY 10BIETBOPUTEIBHO COBIIABIIME 3HAYEHHMS KOHIICHTPAIIMN IIO3BOJIMIN CJeJaTh
BBIBOJIT O TOM, YTO KHUCJIOTHOE pa3JIOKEHHE MOXKHO YCHEIIHO 3aMEHUTh
MUKPOBOJIHOBBIM B CHIIly OoJsiee JKcmpeccHoro mocieaHero (B 4  pasa).
[IpoGomoaroToBka mpu 3ToM 3aHUMAET He Ooisiee 33 MuUHYT. B 11€510M Takoil moaxon

— OoJtee YHI/IBCpcaJIBHBIﬁ M TO3BOJIICT IOJHOCTBIO YCTPAHUTH BJIMAHHUC MATPUILI,
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MPOBOAUTL OINpEJEICHUEe CYMMapHOTO COJAEpKaHUs Bcex (OpM aHaIUTA U
HCMOJIb30BaTh B KAYECTBE IPalyuPOBOYHBIX PACTBOPOB BOJHBIE PACTBOPHL. OHAKO B
TaKuX YCIIOBHUSIX MOSIBISIETCS HEOOXOAMMOCTh MOA00pa ONTUMAIBHBIX YCIOBUHU
MpOOOIMOJArOTOBKY JjIsl TIEPEBOJIa BCEX OMPEACNISIEMbIX AHAIWTOB B YJOOHYIO st
aHanu3za (oOpMy, HCMOJB30BAHUSI CHEKTPAIbHO YHUCTBIX KHUCIOT, IIeJIo4Yed u
OKUCIUTENEH JUIsi YMEHBIIEHUS BEPOATHOCTH 3arpsi3HEHUsT NpoObl Ha CTaauu
poOOIOArOTOBKH.

BTopoii moaxos 3aki04aeTcs B ONPEACICHUHN JIEMEHTOB HEMOCPEICTBEHHO B
0o0ObEKTE aHalih3a IMOCJEe €ro pa3z0aBlieHUs] OPTraHUYECKUM PACTBOPUTEIIEM WU
0o0pa3oBaHus €ro 3MYJIbCUI B MPUCYTCTBUM BOJIBI WJIM BOJHBIX PACTBOPOB KUCIOT U
ITAB.

B kayecTBe OpraHM4eckoro pacTBopuresis B pabote [57] aBTOPHI UCMOIB3YIOT
ATUJIOBBIM COUPT U BOAHBIE CTAHAAPTHBIE PACTBOPHI, 32 UCKIOUYEHUEM OIPEICICHUS
Al, 118 KOTOPOro TpaaydpOBOYHAsE 3aBUCUMOCTH OblIa TOCTPOEHA C
WCMOJIb30BAaHUEM 3TAHOJBHBIX PACTBOPOB XJIOpHJA AMIOMHUHUA. [ omnpeneneHus
KpeMHUsI B OMOAM3EIBbHOM TOIUIMBE B paboTe [58] aBTOpHI Tak ke HCIOIB3YIOT
paz0aBiieHue oOpasiia THWIOBBIM CIIUPTOM U BOJHBIE T'PATyHUPOBOYHBIE PACTBOPHI U
MOKA3bIBAIOT MPEUMYIIECTBO TAKOTO croco0a MpoOOMOArOTOBKM MO CPaBHEHUIO C
MHKPOBOJIHOBBIM W KHCJIOTHBIM pa3J0KEHHUEM C TOYKH 3pPEHUS MPOCTOTHI
peanu3aluu U dKCIpeccHOCTH. s onpenesieHuss HATpUsl U Kajaus B OMOJU3EILHOM
toBe [59] ¢ NmOMOIIBIO TIJIAMEHHOM ATOMHO-3MUCCHOHHOM CIEKTPOMETPHH
MpeUIoKeHa METOJIMKa, BKJIOYaroliasi CTaauio pa30aBlieHUs MpOObl B STUIOBOM
cnupte. [ns onpenenenust Ca, Cu, Fe, K, Mg, Na, P, S u Zn B OuoauzenbHOM
TOIUIUBE W PACTUTENBHBIX Maciax [60] mpemnokeHa METOAMKA WX ONPENECICHHS,
OCHOBaHHasi Ha pa30aBieHUU TPOOBI B ITWIOBOM CIHUPTE B Clydyae TOIUIMBA U B
MPOMWJIOBOM cnupTe A aHanusa macen. s onpenenenus Ca, P, Mg, K u Na B
OMONM3ETbHOM TOIUIMBE C TOMOIIBID aTOMHO-dMUCCHOHHOTO CHEKTPaJIbHOTO
ananu3za [61] mpoOy pa30aBIIsSIIOT Tak e B STUJIOBOM CIIUPTE U BBOJSAT COJIU UTTPUS B

Ka4CCTBC BHYTPCHHCTO CTaH/1apTa.
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Kpome cnupTroB s pacTBOpeHUs MpoObl OHOIU3EIBHOTO  TOIIMBA
UCIOJB3YIOT U JIpyTU€ OpraHHyYecKue pacTBOpuTenu. Tak, aBTOpbl B pabore [62]
MpEUIOKUIIN YHUBEPCAIbHYIO METOUKY onipenenenus Ag, Al, B, Ba, Ca, Cr, Cu, Fe,
Mn, Si, Ti u V B 6M0o113€15HOM TOIUIMBE, CMa304YHBIX MAC/IaX U Ma3yTaxX C MOMOIIbIO
aTOMHO-3MHUCCHOHHOIO CIEKTPAJIbHOTO aHaliu3a MOoclie PAacTBOpPEHUss mpod B O-
kucione. Kpome o-kcuioa B Ka4eCTBE pacTBOPUTEIISI IPUMEHSIETCS U KepOCUH. Tak,
B pabote [63] Obula mpoaeMOHCTpUpoBaHa Metoauka onpenenenus Ca, Cl, K, Mg,
Na u P npu 4-x kpaTHOM pazbaBieHun oOpasiia OMOIU3EIbHOIO TOILIMBA KEPOCUHOM
¢ nocinenyroumMm MCII-ADC nerexktupoBanuem. [ns onpeneneHus 28 3JIEMEHTOB B
Omoau3zenpHOM TOIUIMBE mpemiokeHa wmeroauka WMCII-MC [64], BxiIrouaromias
cTaguio 3-X KpaTHOro paszbaBiieHHs NMpoO B KepocwHe. PacTBopeHune oOpasia B
OpraHUYeCKOM pacTBoOpuUTEse ocTaeTcs KpaiiHe MpUBJIIEKATEIbHON
MPOOOIMOArOTOBKOM C TOUKHU 3pEHUS IKCIPECCHOCTH U Tpyo3arpat. OJIHAKO BaXKHBIM
HalpaBJICHUEM HA  CETOAHSIIHUM  JIeHb  SBJSIETCS  PAa3BUTHE  «3EJICHOW»
AQHAJTUTUYECKOM XHMUU U C DOTOW TMO3UIUU HCIOJIb30BAHHE OPTaHUYECKUX
pacTBOpUTENEH ABISETCSA HEXKENATSIbHBIM.

I[To o3ToM 1pUuMHE B  HACTOAILIEE BpPEMs  IMIMPOKO  MCIIOJIb3YETCSA
poOOIOAroTOBKA, BKIIIOYAIOIAs 00pa30BaHUE SMYJIbCUU OMOAN3EIbHOTO TOTUIMBA B
BOJIHO-OpraHuueckoit cpeae B npucyrctBuu [TAB. Haubonee yacto MCMONIB3YIOT
cucteMbl: 6MoToIIUBO — BOJIHBIN pacTBOp [TAB (Triton X 100) — pacTBOp KHCIOTHI
— nponanoj. Tak, B padote [65] mpennoxxena meroauka omnpenenenus Cd, Pb u Tl B
OMOIM3EIbHOM TOIUIMBE IMOCJIE 00pa3oBaHMs SMYJIbCUU B CHUCTEME MpOoOa-pacTBOp
10% a30THOW KHUCIOTHI-MpOrNaHoid. B kadecTBe TrpagyHMpOBOYHBIX PACTBOPOB
aBTOpaMy OBbUIM UCIIOJb30BaHbl AaHAJOTUYHBIE SMYJIbCUU, COJEPKAIIUE BMECTO
OouonuzenpHoro TtomuBa Macio. [ns ADC omnpeneneHuss HAaTpus U Kaiaus B
OMOIM3ETbHOM TOIUIMBE MPEASIOKEHA TPOCTasi METOIUKA C 0Opa30BaHUEM dMYJIbCUU
npoObl B CUCTEME KUCIOTA-MPoOa-cupT [66], 4TO MO3BOJIMIO UCTIOIB30BaTh BOJIHBIE
PacTBOPBI HEOPraHUYECKHUX COJIEM B KauecTBE rpadyHpoBOYHBIX. sl ompeaeneHus
MBIIIbKA B OMOAM3ETBLHOM TOIUIMBE TMpEUIOKEeHO wucnoib3oBanue AAC c

AJEKTPOTEPMUYECKON aromMu3zanuer [67] mociie DPUTOTOBIECHHUS AHAIOTWUYHOU
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smynbcuu. Ucnons3oBanue [TABa Triton X-100 nns ompeneneHusi METaqioB B
OMoaM3eIbHOM TOIUIMBE IMOKa3aHO B psge pabor. Tak, B pabore [68] aBTOpHI
UCIIOJB3YIOT YETBIPEXKOMIOHEHTHYIO CHUCTEMY OHOJU3EIIbHOE TOILTUBO-PACTBOP
[TAB-a3oTHasi KMCIOTa-MPOMAHON MPU OMPEACIICHUN Kalblvs, MarHus U IIMHKA C
nomompto AAC. Insa ompenenenuss Co, Cu, Fe, Mn, Ni u V B au3eiapHOM U
OMOIM3ETbHOM TOIUIUBAX MPEJIOKEHO UCTIOJIb30BaHKe MOJ00HONU MTPOOONOATOTOBKU
st UCII-MC [69]. B paGote [70] aBTOphl MOKa3zald NPEUMYIIECTBA METOJa
0o0pa3oBaHUs MUKPOSIMYJIbCUM TE€pes] METOJOM MHUKPOBOJIHOBOTO pa3OKEHHS B
AKCIPECCHOCTU METO0JIa, KOTOPHI 3aHUMan Oonee 24 yacoB BKJIOYas BCE CTaauu
npo6onoaroroBku npu AAC onpenenenuu Cu, Pb, Ni, Cd B Onoan3enbHOM TOILIUBE.

Jns ynydinieHus aHAIUTUYECKUX XapaKTePUCTHK METOJMKHU ompeaesieHus Na,
K, Ca u Mg B OMoAan3eIbHOM TOIUIMBE MPEIJIOKEHO TPUMEHEHHUE JOTOJIHUTEIHHOTO
pactBopa snektponuta (CsCl mpu ompenenenunm Hatpus u kanmus u KCl npu
OMpENIEeICHUH KalblMsl U MarHus) B KauecTBe J00aBKU JJIsl MOJABICHUSI NOHU3AINI
METAJIJIOB B IUIaMeHe [75].

[ToMuMO cHeKTpanbHBIX pa3padOTaHbl METOAMKU, OCHOBAHHBIE Ha JPYTUX
MHCTPYMEHTAJIbHBIX MeTojax. Tak, pa3paboTaHa METOAMKA OMNpENEJCHUS HaTpus,
KaJIbI[USI, MATHUS U Kajusl, OCHOBaHHAsl Ha UX UJKOCTHOM M3BJICUCHHUU B Y3 TOJIE C
MOCHEAYIONIUM  OMpENeICeHheM B BOJHOM  pacTBOpE  METOJAOM  HOHHOMU
xpoMmarorpadgu Ha KaTHOHOOOMEHHOM KOJIOHKE, 3aIllOJTHEHHOW CHJIMKAaresieM C
kapOokcwibHbIiMU rpynnamu (Metrosep C4 100) [78]. DaekTpoxuMuyecKue
METOJMKH TaK € BKIIOYAIOT CTAJIUIO KUJIKOCTHOM IKCTPAKIIMU WIM MUHEpaTU3aluu
oOpa3s1a ¢ mociaeAyIUM aHaTu30M BOJHOTO pacTBopa. Tak, B padore [80] aBTOpHI
UCIIOJB3YIOT METOJ| BOJBTAMIIEPOMETPUU [IJIsi OMpEACIICHUST MarHusi B BOJHOM
pactBope, coaepxameM OJ[TA, Ha CTEKJIOYIJIEpOAHOM DJJIEKTPOJE MOCIE
MUKPOBOJIHOBOM MHUHEpan3aluu npoosl. s onpeneneHus kaius B OMOAU3EILHOM
TOIUJIUBE METOJOM LMKIUYECKOU BOIBTAMIIEPOMETPUU C NMPUMEHEHUEM HUKEIEBOIO
ANEKTpoAa, MOAU(MUIIMPOBAHHOIO C IMOMOIIBIO rekcanuanodeppara kKaimus mpoOy
pa30aBISIOT BOJIHBIM pPacTBOpOM coisiHOM kucioTel [81]. Eme omgHa meTomuka

MPSAMOTO OMpEAeieHUs] MEAW OCHOBaHAa Ha TMPOCTOM pa30aBICHUU TPOOBI
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OMOIM3ETBLHOIO TOIJIMBA CMECHIO COJISHOM KHCIOTBI M 3THIOBOrO CHUPTa U
ONPEAECICHUH aHAJIUTA C MOMOIIBI0 METOAA XPOHOMOTEHIUOMETpUH [82]. ABTOpaMu
B paborte [83] mpemiokeHa METOAWKA MPSIMOTO OMpPEACICHUS CBUHIIA U MEOU B
OMOIM3ETbHOM TOIUIMBE IMOcie pa30aBlieHHs TPOObl B CHUCTEME BOJA-CIOUPT U
ONPEAECICHUN AHAJUTOB HAa PTYTHOM DJJIEKTPOJE B YCIOBHUSX HWHBEPCUOHHOU
BOJIbTaMIIEpOMETpUM TpH noTteHuunanax -410 mB gns ceunua u -100 MB st menu.
[Ipenymoxena MeTOAMKA HWHBEPCUOHHOW BOJBTAMIIEPOMETPUU JJISI OINPEACIICHUS
0JIOBa B OMOIM3EIIbHOM TOIUIMBE MOCJIE MUHEpaIu3auu oopasna [84].

[ToMUMO »BIEKTPOXUMHUYECKUX pa3paOOTaHbl METOAWKHA, OCHOBAaHHBIE Ha
MPUMEHEHUU KanwisipHoro anekrpodopesa. Jus onpenenenuss Ca, K, Mg u Na
METOJIOM KamuwuIsipHOro 23yekTpodopesa [85] mpoOOMOATOTOBKA  BKIIIOYAET
AKCTPAKIIMOHHOE W3BJICYCHHE AHAIWTOB B JEHMOHU30BAaHHYIO BoAay. Pa3zneneHue
AHAJIUTOB MPOUCXOIUT MPH HAMPSLKEHUHU 25 KB B KBapiieBoM kanusuisipe JauHHON S0
CM ¢ ucnosb3zoBanueM Oydepnoro pactropa (pH 6.00). lns onpenenenne Ca, K, Mg
1 Na MeToI0M KanmuJUIIPHOTO 3JIeKTpodope3a OCYIIECTBISIOT JIEKTPOPOPETHIECKOE
paznenenue HOHOB Ipu HanpsbkeHun 30 kB u ucnons3oBanuu 0ydepHOro pacTBopa,
COCTOSIILIETO U3 MMHUIA30JIa U YKCYCHOM KHUCHOTHI [86]. AHAIUTHI MpEeaBapUTEIbHO
M3BJIEKAIOT B BOJHYIO (pa3y METOAOM KUJKOCTHOM SKCTpaKUMH B Y3 1MOJ€ U BBOAST
noHsbl O6apus (II) B kauecTBe BHYTPEHHETO CTaHapTa.

Eme cymecTByeT HMHTEpPECHBIM TMOAXOJ, OCHOBAaHHBIM HAa MPUMEHCHUU
KBAHTOBBIX TOYEK IJiA OMpeaeieHuu xemnesa [87] m meau [88] B OmMOau3EIbLHOM
TOIUIUBE. MeToauKa OmpeneleHus XKele3a OCHOBAaHA Ha JKCTPAaKIUMU JKele3a B
pacTBOp COJSHOW KHUCJIOTBHI TOJ JEUCTBHEM Y3 HU3JIYyUYECHUS M B3aUMOICHCTBUU
xeneza ¢ CdTe KBaHTOBBIMU TOYKAMH, MPU KOTOPOM MPOUCXOJUT YMEHbIICHUE
(dbayopecuieHIIuY, MPONOPIMOHATBLHOE COJEPKAHUIO kKeje3a B TommBe. MeTouka
ONPEAEIEHNS] MEAU TaK K€ BKJIIOYAECT CTAAUIO KUJIKOCTHOW SKCTPAKIMUA B PACTBOP
COJITHOM KHCJIOTBI TOJA JCUCTBUEM Y3-MOJA C TMOCIEAYIOIIUM HW3MEPEHUEM
yMeHnbleHus payopecteniuu CdSe KBaHTOBBIX TOUEK.

Jlns aBTOMaTU3MPOBAHHOIO OIpPEJEICHUS JJIEMEHTOB B OHOJIU3EIHLHOM

TOIIUBE IIPEIIOKEHA [89] METOAMKA IIPOTOYHO-UHKEKIITUOHHOTO
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CIIeKTpOo(OTOMETPUYECKOTO ormpenaeneHuss Qochopa 1o peakiuu oOpa3oBaHUS
TETEPONOIUKUCIOTHl € TPEABAPUTEIBLHBIM KHUCIOTHBIM Pa3JIOKEHUEM 00paslia.
OO6paszell ToruMBa MOJBEPraeTcsi OKHUCICHUI0 B MPUCYTCTBUU CEPHOM U a30THOM
KHCJIOT W TEPOKCHUJIa BOJOpoJa B My(delbHOU Ieud B TEUEHHE 3 4YacoB, JUOO B
MPUCYTCTBUM a30THOM KHUCJIOTHI U IEPOKCUJIa BOAOPOJA B CUCTEME MUKPOBOJIHOBOTO
pasnoxkenus 3a 25 wMuHyT. Ilocne 53TOro mONMy4YeHHBIA BOJHBIM  PacTBOP
HEUTpanu3ywT, U noaaroT no kanainy A (Puc. 1). Ilpu sTtom mnopuust mpoObl
BBOJIUTHCSL B MOTOK Hocutend (b) — auctumnupoBaHHON BOABI, U 3aTEM MPOUCXOIUT
CMEIIIEHHE 30HbI MPOOBI M 30HBI PEAreHTOB B CMecUTeabHOM chupanu (3).
Onrtuueckas IJIOTHOCTh TMOJYYEHHOIO pPacTBOpa BOCCTAaHOBJIECHHOM  (HOpPMBI
MOI010POCHOPHON TeTePONOIUKUCIOTH U3MEPSETCS B POTOYHOM JE€TEKTOpE (4).
[IpownsBoauTensHOCTh METOAMKHN cocTaBuia 100 onpenenenuii B yac.

A

-0

B¥ 2

- D —

T

Puc. 1. Cxema npOoTOYHO-UHKEKIIMOHHOTO omnpereneHus Gocopa B OMOAN3ETHHOM TOIUTUBE. A —
pactBop oOpasua; b — pactBop Hocutens (H,0); B — pactBop MonubiaTa aMMOHUS, TapTpaTa Kaiaus
U KaJus CypbMSIHOBUHHOKHUCIIOTO; I” — pacTBOp ackopOMHOBOM kuciotsl; JI — cOpoc; 1 — kpan s
BBO/Ia MpoObI; 2 — cMecuTenbHast crnupaib (150 cm); 3 — peakumonnas cnmpans (200 cm); 4 —

netextop (880 HM).

[IpemnoxkeHa TPOTOYHO-TOPIMOHHAS CHEKTPO(OTOMETPUYCSCKAs METOIUKa
[90] ompenenenus ¢ochopa B OHMOAM3EIHPHOM TOIUIMBE IIOCIAE MHHEpaIU3aIlUN
oOpa3lla M pacTBOPEHHH 30JIbl B PACTBOPE CEPHON KHUCIOTHI C TMOCIEAYIOIINM
aHAJIM30M TIOJYYEHHOTO BOJHOTO pacTBopa. [[si 3TOTO B CMECHTEIBbHYIO KaMmepy ¢

IIOMOIIBIO JJICKTPOMAIrHUTHBIX HACOCOB IIOCJICAOBATCIIBHO IIOAANOTCHA HOHy‘IeHHBIP’I
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pacTBOp, CMEIIAHHBIM PacTBOpP peareHToB (MOJIMOAAT AaMMOHMS,  KaJIMid
CYpbMSIHOBUHHOKHUCIIBIH M TapTpaT Kajius) U PAcTBOP aCKOPOUHOBOM KHCIOTHI.
PactBopbl mNepeMemmuBalOTCS € IMOMOIIBIO HEHUJIOHOBOM JIECKM UM MPOUCXOIUT
obpazoBanue wmosmbaodochopHoit  rerepononmkuciaorel  (Puc.  2). Ilocme
3aBEpIICHUS  PEaKIMu MPOUCXOJUT HW3MEpPEHUE aHAIIUTUYECKOTO  CUTHaja
HEIOCPENICTBEHHO B Kamepe ¢ momompto LED perekropa. 3 HegocTaTkoB CTOUT
OTMETUTh OUYEHb JONTYI0 MpobonoarotoBky (10 yacos). OgHako METOA KOHEYHOTO
OTpEeNIeNICHNs] AaHAIUTOB B PACTBOPE MPOOBI SIBJISIETCS BBHICOKOMPOU3BOIUTEIIBHBIM —

190 onpenenenuii B yac.

A = | 1 : .
—

B :_j 2 r .
—_—
A — 5 B e

-—
Puc. 2. CxemMa npPOTOYHO-IOPIIMOHHOTO ompeneneHus Gochopa B OHOIU3EIBHOM TOIUIMBE. A —

pacTBop MoyMOIaTa aMMOHHMS, Kalusl CypbMSHOBMHHOKHCIIOTO M TapTpaTta Kamus; b — pactBop
acKOpOMHOBOM KHCIOTHI, B — o0Opaszen wim craHmapTHbIM pacTBop; I — pacTBOp Ui MPOMBIBKU
(10% HNO3); [I — cOpoc; 1-5 — sanekTpoMarHuTHbIE MUKPO-HACcOCKL; 6 — cMecUTeNnbHast kKamepa; 7 —

MIPUBOJTHOM BUTATENh; 8 — HEMIIOHOBAs Jiecka; 9 — ceeroanon; 10 — dporoTpan3ucTop.

ABtopamu [91] Obuia pa3paboTaHa aBTOMATU3UPOBaHHAS  METOJIMKA
OMpEeNIeNICHUs] OPraHWYEeCKH U HEOPraHWYECKU CBSI3aHHOW PTYTH B OHMOJIU3EIHHOM
TOIUIUBE C MOMOIIb METOJa aTOMHOM (IyopeclueHTHOU crekTpomeTpun. Cucrema
MPOTOYHO-UHKEKIIMOHHOTO aHaIN3a CIY>KUT JJII aBTOMATH3alUK TPOOOIOrOTOBKHU.
[Ipu sToM TpoOy mpeABapUTEILHO PACTBOPSIOT B cCUCTEME a30THas kuciora — [IAB
(Triton X100) nnst oOpa3oBaHUsT MUKPOIMYJIBCUU U TOJAIOT IO KaHANy MOJa4yu

npoOsl. B cucteme IIMA mpoucxoaut cMmemenre mpoObl U kuciaoro pacteopa SnCl,
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JUIsL BOCCTaHOBJIEHUS PTYTUT. [ ompeneneHus OOIIETO COAEpKaHUS PTYTH,
BKJIIOYAs METWJI- M 3TWI- PTYyTh IpoOy mpeaBaputTenbHO on-line obOmydaror YOD-
U3JIyYEHUEM, a JIJIsl ONIPEICIICHUS] HEOPTaHUYECKON PTYTH 00IyueHHe HE TIPOU3BOJIAT.
B pa6ote [92] nmpennoxena meroanka ADC-HUCII B coueTaHuu ¢ MpOTOYHO-
MHXKEKIIMOHHBIM aHAJIU30M JJIsl ONPE/IeNICHHUs] MapraHiia, KpeMHUs1, BAaHAAUS U MEIU B
oumonguszensHoM TommBe. Cucrema I[IMA Opima ckomOunupoBana ¢ MCII-ADC
CIIEKTPOMETPOM, U B CXEMYy ObUI BKJIOUEH CHEIUATbHBIA TMOJIBIA METATITUYECKUI
UUIUHIP JUIsl HarpeBaHusi o0paslia nepe nojaueil B aTOMU3aTop CIEKTPOMETPA, YTO
MOBBICUJIO  BOCIPOM3BOJAMMOCTh  aHaliM3a W  TMO3BOJIMJIO CHHM3UTH  Mpenel
oOHapy»XeHHUsI dSJIEeMEHTOB Oojee dYeM B mATh pa3. llpy 3ToM B KauecTBe
poOOMOArOTOBKY OBbLIT UCTIONB30BaH CIIOCOO pacTBOPEHUS TPOOHI B O-KUCIIOJIE.
AHQJIUTUYECKUE XapaKTEPUCTUKU OIMHUCAHHBIX METOJMK TMPEJICTaBICHBl B
tabnune 2. Mcxoas u3 mpeacTaBiIeHHOro 0030pa MOKHO CAENATh BBIBOJ O TOM, YTO
HauOoJbIIee MPEANOUYTCHUE TIPU OMNPENETCHUU SIEMEHTOB B OHOAM3EIHLHOM
TOIUIMBE  OTAAETCS  CHEKTpalbHBIM  MeTomaM. Ilpu stomM  oOpaszoBaHue
MUKPO3IMYJIbCUI WU PaCTBOPEHUE MPOOLI B OPraHUYECKOM PACTBOPUTEIIE SIBIISIOTCS
MEePCIEeKTUBHBIMU ~ METOAaMU  MPOOOMOJATOTOBKA B  CHJIY  JKCIPECCHOCTH,
AKOJIOTMYHOCTHU, HCIOJb30BaHUSA MaJlbIX O00BEMOB TIPOOBI M  BO3MOXKHOCTHU
rpaydpOBKH AaHAJIN3aTOPOB C TIOMOIIBID BOJHBIX PACTBOPOB aHAIUTOB. Jlms
aBTOMATH3alMK PJIEMEHTHOTO aHaIN3a MPEANPUHSATHI MEPBbIE MOMBITKU peanu3aluu
MpoOOMOArOTOBKY Ha MPUHIUIIAX O00pa30BaHUS dMYJbCHI B YCIOBUSAX MPOTOYHBIX
METOJIOB U pa3paboTaHbl MPOTOUYHbIE MeToauKu omnpenenenus P, Hg, Mn, Si, V u

Cu. IIporounsie meToauku onpeneneuus Ca u Mg B iurepaType He MPEICTABICHBI.
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Tabnuna 2. AHATUTUYECKHE XapaKTEPUCTUKU METOIUK OTIPEACIICHUS

QJICEMCHTHOI'O COCTaBa 6I/IOI[I/13€JII)HI)IX TOIIJIUB.

Ananur MerTon MerTon Macca Bpewms IIpenen Ccrplika
JIETeKTHPOBa | MPOOOMOATOTOBKH mpoObl, T' | mpobomoAro | oOHApyXeHHs,
HUSA TOBKU MTI/KT
Na ADC Tepmuueckoe 0,5 54 1,3 55
pasioxeHue
Ca, P, Mg, K, Na HCII-ADC Kucnortaoe 1/0,25 3u/42mun | 04 56
/MUKPOBOJIHOBOE
pasiokeHue
Al, Cu, Fe, Mn AAC PacTtBopenue B | 0,5 5 MuH 0,004 — 0,0009 57
3TaHoje
Si ADC PactBOpenue B |1 5 MUH 20 58
3TaHoje
Na, K ADC PactBOpenue B | 0,5 5 MuUH 4 59
3TaHoje
Ca, Cu, Fe, K, Mg, | UCIT1 ADC PactBopenue B | 0,45 5 MuH 0,001 — 0,4 60
Na, P, S, Zn 3TaHOJIE U NPONAHOJIe
Ca, P, Mg, K, Na HCITI ADC PactBopenue B |25 5 MUH 0,005-0,5 61
JTaHOJe
Ag, Al, B, Ba, Ca, | UCII ADC PactBopenue B o- 5 MuH 0,3-18 62
Cr, Cu, Fe, Mn, Si, KCHJIOJIEe
Ti, V
Ca, Cl, K, Mg, Na, | UCIT ADC PactBopenue B | 10 5 MuH 1,4-17,1 63
P KEepPOCHHE
Ag, Al, B, Ba, Ca, | UCITI MC PactBopenue B 5 MuH 0,007 - 10,2 64
Cr, Cu, Fe, Mn, Si, KEepOCHHE
Ti, V, Na, K, S, Be,
Mg, P, Ti, Co, Ni,
Zn, As, Sr, Mo, Cd,
Sn, Sb, W, Hg, Pb
Cd, Pb, Tl AAC Ob6pa3zoBanue 2 5 MHH 0,005 —0,06 65
MHUKPOIMYJIbCUU
(npo6a/10%
HNO;/nponanon)
Na, K ADC O6paszoBanue 0,5 5 MUH 0,1 66
MHKPOIMYJIbCUU
(mpo6a/4 M  HCI
/mponaHon)
As AAC O6pazoBanue 1 5 MuUH 0,3 67
MHKPOIMYJIbCUU
(mpo6a/65%
HNO;/nponanon)
Ca, Mg, Zn AAC O6paszoBanue 1 5 MUH 0,03-0,11 68
MHUKPOIMYJIbCUU
(mpo6a/65%
HNOs/mponanon/Trit
on X100)
Co, Cu, Fe, Mn, | UCII MC O6paszoBanue 1 5 MUH 0,005 -0,015 69
Ni, V MUKDPO3MYJIbCUH
(mpo6a/65%
HNOs/mponanon/Trit
on X100)
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Cu, Pb, Ni, Cd AAC MUKpOBOJIHOBOE 0,5 24 4 70
pasiioxKeHue u
obpazoBaHue
MHKPOIMYJIbCUU
(mpo6a/1%
HNO3/Triton X100)
Ni, Cd AAC O6pa3zoBanue 0,5 5 MuH 0,9-0,1 71
MHKPOIMYJIbCUU
(npo6a/10%
HNO;/nponanon)
Ca, Cu, Fe, Mg, | UCII ADC O6paszoBanue 1 5 MuH 0,007 — 0,66 72
Mn, Na, P MHKPOIMYIbCUU
(mpo6a/65%  HNO;
/Triton X100)
Na, K AAC O6paszoBanue 5 MuH 0,006 - 0,1 73
MHUKPOIMYJIbCUU
(mpoba/1,4 M
HNOs/mponanon/Trit
on X100)
Ca, Mg AAC O6paszoBanue 0,86 5 MuH 0,04 - 0,1 74
MHKPOIMYJIbCUU
(mpoba/1,4 M
HNO;/6ytanon/Trito
n X100)
Na, K, Ca, Mg AAC O6pa3zoBanue 1 5 MuH 0,004 - 0,1 75
MHKPOIMYJIbCUU
(mpo6a/65%
HNO;/nponanon)
Cd, Co, Cu, Mn, | UCII MC O6paszoBanue 0,5 5 MUH 0,005 -5 76
Ni, Pb, Ti, Zn MUKDPO3MYJIbCUH
(npo6a/20%
HNOs/mponanon/Trit
on X100)
P AAC O6pazoBanue 5 MUH 0,5 77
MHKPOIMYJIbCUU
(mpo6a/0,2%
HNOs/mponanon/Trit
on X100)
Na, K, Mg, Ca Honnas KunkocTHas 10 51 muna 0,11-0,42 78
XpOMAaTorpa | 3KCTpaKIlus mnoJ
¢bust JeiictBuem Y3
Ca Bonbramnep | MukpoBoJIHOBOE 0,3 35 MuH 0,0016 79
oMeTpus pasJioKeHue
Mg WuBepcuonH | XKuaxoctHas 0,007 80
ast IKCTPaKIHUA
BOJIbTAMIIEP
oMmeTpus
K Huknuyecka | XuakoctHas 0,07 81
s IKCTPaKIU
BOJIbTAMIIEP
oMeTpus
Cu Xponomnoten | PazbaBnenue B 5 MUH 2 82
LUOMETpUs cucTeMme 0,1 M
HCl/atanon
Pb, Cu WuBepcuonn | OGpa3oBaHue 1,5 25 muH 0,004 — 0,005 83
ast MHKPOIMYJIbCUU
BonbTammep | (mpo6a/107 M
OMETpUs HNOs/nponanon/)
Sn WuBepcuonH | Tepmuueckoe 1 819 0,04 84
ast pasiioxKeHue
BOJIbTAMIIEP
oMeTpus
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Ca, K, Mg, Na, Kanunnsapu KunkocTtHas 1 20 MmuH 0,07-10,14 85
BIi1 JKCTPaKIUsA
anekTpodop
e3
Na, K, Ca, Mg Kanunnspu KunkocTtHas 0,2 20 MmuH 0,3 86
bII JKCTPaKL U ox
anexTpodop | medicTBuem Y3
€3
Fe KBaHTOBEIC KunkocTtHas 0,1 93 mMuH 0,06 87
TOYKU 9KCTPaKIUA mnon
nericteueM Y3
Cu KBaHTOBEIC KunkocTtHas 0,085 70 MuH 0,67 88
TOYKHU 9KCTPaKIHU mnon
nericteueM Y3
P MHUA-CD Munepanuzanus 1 0,14 89
obpasia
P FB-C® Munepanuzanus 10 0,014 90
obpasia
Hg [MUA-AD O6pazoBanue 0,88 0,00003 91
MHKPOIMYJIbCUU
(mpo6a/65% HNO;/
/Triton X100)
Mn, Si, V, Cu MMA-ADC PazbaBnenue o- | 25 0,01 92
KCHJIONEe

AAC — aToMHO-a0COpOIIMOHHBIH ClIeKTpanbHbIi aHamu3, ADC — aTOMHO-3MUCCHOHHBIII criekTpanbHblil ananus, UCII —
HHAYKTUBHO cBA3aHHas Mmna3ma, MC — macc-crmektpomerpus, [IMA — mpoTOYHO-UHXKEKIMOHHBIN aHamu3, FB —
IIPOTOYHO-NTOPLIHOHHBIH aHanu3, CP — cnekrpodoTomepus, AP — aTomHas ayopecleHIusl.

1.2.2. MeToauku onpeaeseHus: 0JHOATOMHBIX CIIUPTOB B OUOIU3EILHOM TOILIUBE

[Ipu Bcelt axkTyaldbHOCTHM 3aJa4ydl K HACTOSIIEMY BpPEMEHHU pa3paboTaHo
HEOOJIBIIIOE YKCIIO METOAUK OIMpPEEICHUs OJHOATOMHBIX CIIUPTOB B OMOIU3EIHLHOM
toruiuBe. [Ipu 3TOM OONBIIMHCTBO K3 HUX HAIMPABICHHO HA OMNpEJEJeHUE TOIBKO
METHJIOBOTO CHOUPTA, TAaK KaK OH 4Yalle JApPyruX MPUMEHSETCS TpPU CHUHTE3E
OMOJIOTUYECKOT0 TOIJIMBA B CHIJIy TOTO, YTO SIBJISIETCSI CaMbIM JOCTYNHBIM JIJIsi
KPYITHOTOHHAXKHOT'O MPOU3BOCTBA.

BonbIMHCTBO METOAMK OMPEACNICHUSI CIUPTOB B OHUOJU3EIHHOM TOILIUBE
OCHOBAHO Ha HCIOJb30BaHUU ra3oBoil xpomarorpadpuu. Cornacio ASTM D6751 u
EN 14110 nnsa onpenenenust MeTaHosia B quanaszone koHentpanus ot 0,01 go 0,5%
oOpazer; OMOTOIIMBA HAarpeBaroT B repmeTuyHoM cocyne npu 80°C B teuenue 45
MuH. [locie storo orOuparoT ra3oByto ¢a3y U BBOJSAT B ra3oBblil xpomaTtorpad.
ConepxaHue MeTaHOJA OMNPENENIIOT METOAOM BHYTPEHHEro craHjgapra (2-
MPOMAHOJI) Ha KaMWUIAPHONW KOJOHKE C TUIAMEHHO-MOHU3AIMOHHBIM JIETEKTOPOM.
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ABTOpbl paboTel [93] wuCHONB3YyIOT B KauecTBE MNPOOOMOATOTOBKH METO
nmapodaszHot TBepaodazHON  MHMKPOIKCTPAKIIMM C TPUMEHEHHEM  BOJIOKOH
(MOMMIMMETWIICWIIOKCAH) IS CcOpOIMM TapoB MeETaHOoJa C MOCJeAyIolIei
TepMojiecopOleli W TrazoxpoMarorpauyeckuM omnpeneneHueM (KBapiieBas
KOJIOHKA, 5% (peHUIMETUIICUIIOKCaHa) ¢ TPUMEHEHUEM TIJIaMEHHO-UOHU3AIMOHHOTO
nerektopa. B pabGore [94] omuceiBaercs I['X-IIM]] ompenenenwe MeTaHona B
OMONM3ETbHOM  TOIUIMBE €  MPEABApUTENbHBIM  pacTBOPEHHEM  Mpod B
nuMeTripopMaMuie U iepuBaTU3alMed B TPUMETUIMETOKCUCHIIAH. DTaHon u 1,4-
OyTaHAMOJ UCIOIB3YIOTCS B KadyeCcTBE BHYTPEHHHMX cTaHmaptoB. Li m ap. [95]
npemioxunu meron I'X-1TN]] ¢ nepexnoyaromumMucs KOJIOHKaMU IS ONPEAETICHUS
HU3KUX KOHIEHTpalUi MeTaHona B OuoausenbHoM ToruinBe. [IpumeHeHue nByx
KOJIOHOK TOBBIIIAET TOYHOCTh aHAJIN3a U CPOK CIIY>KOBI 32 CUET COPOLUM TIHKEITBIX
KOMIIOHEHTOB Ha mpeakononke. Bondioli u coaBTopsl [96] npennoxuinu MeTOIUKY
ompenesieHns] MeTaHoJia B oOpaslax OMOAM3ENbHOr0 TOIUIMBA, COTJIACHO KOTOPOMH
poOy pa30aBIsIOT BOJAHBIM PACTBOPOM JTUMOHHOW KUCJIOTHI U MOJTYUYEHHBIN pacTBOP
neperoustor. [locne 3Toro B mojlydeHHBIN BOAHBIM PAacTBOP BBOJSAT ATAHOJ, Kak
BHYTPEHHUM CTAHJAPT U aHATU3UPYIOT ¢ momouiso I'X-TT1/I.

Kpome razoBoii xpomarorpaduu TOPEAJIOKEHO HCMHOJIb30BaTh  TI'€lib-
AKCKJIIO3UOHHYIO  XpoMarorpaguio ¢  OPUMEHEHHEM  TpeX  KOJOHOK U
TeTparuapodypana B kauecTBe umtoeHTa [97]. MeToanka mo3BoJisieT OJJHOBPEMEHHO
OTPENENUTh COJAEpKaHUE METaHoja, TPU, AU, U MOHO-TJIULIEPUJIOB KUPHBIX KUCIOT,
METHJIOBBIX 3()UPOB KUPHBIX KUCIOT U CBOOOTHOTO IIIUIEPUHA.

He  wmenee  pacnpoctpanen  meron WK  coekrtpoMerpun s
MHOTOKOMIIOHEHTHOTO  aHajln3a  OMOJM3EeNbHOTO  TomuMBa.  lak,  Js
OJHOBPEMEHHOTO ONpPEACICHUSI BOAbI M METaHOJa IpEeIoKeHa MeToauka [98],
OCHOBaHHasg Ha WK JAeTeKTUpoBaHWM B nmamnaszone ot 9000 mo 4500 e wm
WCIIOJB30BaHUU 67 KalIUuOPOBOYHBIX OOPa3IOB C COAECPKAHUEM CIUPTA B IUANa30HE
oT 2 1o 2860 mr/kr. JlJis OHOBPEMEHHOTO OMpPEACNICHUsS] COJAEpP>KaHUS HE TOJIBKO
BOJIbI M METAaHOJIa, HO €II€ IJIOTHOCTH W BS3KOCTHU MpEIokeHa Metoauka [99],

Brrouaromas MK onpenenenune 3tux nmapamMeTpoB MO MOJYYEHHBIM CIIEKTPAM B TOM
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e Juama3zoHe aauH BoJH. Ilpu sToM nans ananuza ObUIO Hcmoib3oBaHO 490
KaJIMOPOBOYHBIX 00PA3IOB C PA3IMUHBIMU 3HAUCHUSIMU OTPEIETAEMbIX MapaMETPOB.
ABtopel Fang u Zeng [100] pa3pabotamu MeTOAMKY, OCHOBaHHyI0 Ha Y-
JNETEKTUPOBAaHUU METaHOJIa B 00pa3iiax OMoAN3eIbHOrO TOILIHBA.

[Ipenyoxensl emie JBa MHTEPECHBIX MOAXOJA Jisi ONPENENeHUs] CIIUPTOB B
Ouonu3enbHOM TorUiuBe. [IepBbIil — MO3BOJISIET KOCBEHHO OMPEACIUTh COAEp KaHUE
CIIUPTOB MPU U3MEPEHUU TeMIepaTypbl BCIBIIIKA TOmMBa. MeTol mpocT B
WCIIOJTHEHUH, HO TMO3BOJISIET ONPEIEIUTh TOJbKO CYMMApHOE€ COJIep>KaHHE CIIHPTOB
0e3 kauecTBeHHOU uaeHTudukanuu [101]. Bropoir — raxopomarorpaduueckui c
MIPUMEHEHUEM CEJIEKTUBHOTO ra3oBoro ceHcopa Ha OCHOBE
HAaHOCTPYKTYPUPOBAHHOI'O MIPOBOJSIIETO MOJUMIUPPOJIA I ONpPEIeTICHUs] METaHOJIa
[102]. OOpazen; 6moAN3ENBbHOrO TOIUIMBA BBOAUTCS B Ta30BbIA XpomaTtorpad, rie
MPOUCXOJIUT HCIMapeHue MNpoObl W JETEKTUPOBaHUE CHUPTa B Tra3oBou ¢aze ¢
MOMOIIIBIO CeHCOopa. ABTOpaMH OBIJIO MOKa3aHO BpeMsl OTKIMKA < 1 ¢ M BBICOKas
CEJIEKTUBHOCTD IIPU ONPEACIICHUN METaHOa.

Jlns ompeneneHuss METaHOJIa B HACTOsIIEe BpeMsi pa3paboTaHa TOJBKO OJIHA
aBTOMATU3UPOBAHHAS TMPOTOYHAS METOJMKA, BKIIOYAIOIIAs CTaIUI0 TUAIMU3HOTO
BoizienieHus ananuta [103]. CornacHo metoauke (Puc. 3) mepuctanbTHUECKUM HAcOC
nojaBaj npoody B pacTBOPE O-KCHUJIOJIAa B BEPXHIOK YacTh JUaNn3HOMN siueliku. [loTok
OCTaHABIIMBAJICS, W OCYIIECTBISIOCH BBIJICIICHUE METAaHOJIa 4Yepe3 MeMOpaHy B
dbocdarnbiii OydepHsiii pacTBop. PacTBOp HOCUTENS C MOTJOMIEHHBIM METAaHOJIOM
MOCTyNnaa B YIEpKUBAIOUIYIO CIHpalib, MOCIE YEro MOTOK MEHSJ HalpaBlICHUE U
MPOXOIUIT yepes peakTop C MMMOOHUIN30pOBaHHBIM dhepMeHTOM
(IKOTONMBOKCHAA301), T/A€ MPOXOJAuia peakius pas3jokKeHUs MeTaHoJla C
oOpa3zoBaHueM MEPOKCHIA BOJOPOa. BeiaenuBiiencs nepokcu, B3auMoAeHCTBYS €
ABTS (2,2'-a3un0-0uc(3-3TUn0€H30THA30JIUH-0-CyIb()OHOBAsE KHUCJIOTA)), JlaBal
MPOAYKT, MPUIAIOIIUN PACTBOPY 3€IEHYIO OKPACKY:

CH,OH ———— H,0, + ABTS —— ABTS'" + H,0+ 1/2 0,
’ Gepment 420 nm

Cwmech mogaBajaCb B ACTCKTOP, U IPOBOJHNIOCH U3MCPCHHUC OINTHUYECKOMN MIOTHOCTHU

ripu 420 uM. [IpouxBoAUTEIHLHOCT, METOJIMKHU cocTaBuiia 12 nmpob B yac.
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Puc. 3. Cxema npoTO4HOTO CIEKTPOHOTOMETPHUUECKOTO OMPEACIICHUSI METAaHOIa B OMOTOIUINBE

A — Hocutenb; b — pactBop pearenta (ABTS); B — o-kucnonm; I' — mpoba; I — cbpoc; 1,2 —
NEPUCTANIBTUUECKUE HACOChl; 3 — J[uanu3Has sueiika; 4 — peaktop ¢ (epMeHTOM
QJIKOTOJIbOKCUAA30M; 5 — peakUUOHHas coupanb;, 6 — yJep)KUBaroLlas cOupanb, 7 — KpaH
NIEpEKIIIoYaTeNb; 8 — TPEXX0J0BOM KpaH; 9 — KpaH-uHKeKTOop; 10 — nerekrop.

N3 mpeacraBneHHOro o030pa M JMAaHHBIX, MPEJCTABICHHBIX B Tabmuie 3,
MOJKHO C/I€NIaTh BBIBOJ O TOM, YTO OOJBIIMHCTBO METOJUK OCHOBAHBI HA MPUHIIUIIAX
ra3oBoil xpomartorpauu W HampaBi€Hbl Ha ONpPENEIECHUE METUIIOBOTO CIHPTA.
Meronuku, ocHoBaHHble Ha MK cnexkrpomerpuun, Oosnee yHUBEpCAIbHBIE, OJHAKO
TpeOyIOT JUINTEIBHYIO MPEIBAPUTENBHIO CTAANI0 KAJUTMOPOBKHU C MCIOJIH30BAaHUEM
Oonpmioro uwcia ob6pasuoB. Mcexonsd M3 TOro, 4ro K HACTOALIEMY MOMEHTY
CYLIECTBYET JIMIIb OJHA MPOTOYHAS METOAMKA OMPEIENICHUS TOIHKO METHIOBOTO
cnupTa B OMOAM3ENIBHOM TOIUTUBE, MOKHO CHAENATh BBHIBOJA O TOM, YTO aKTyalbHOU
3aaveil saBiseTcs pa3paboTKa HOBBIX, ABTOMAaTU3UPOBAHHBIX METOAMK OIPEACTHUS

CIINPTOB B 6I/IOI[I/ISCJ'IBHOM TOINIUBEC C PA3JIMYHBIMHU MCTOAAMHU JCTCKTUPOBAHMA.
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Tabnuna 3. AHATUTUYECKHUE XapaKTEPUCTUKU METOIUK OTPEIEIICHHS] CIUPTOB

B 6I/IOI[I/136J'II)HI)IX TOIIJINBAax.

AHanur Meron Merton Macca Bpewms IIpenenst CCBUIKa
OIpEJENEHUs IpoOOIOATOTOBKU | MpOoOBL, T | mpobomoAr | obHapyxeHus, %
OTOBKHU Macc
Mertanon I'X-IT1J1 Teepaodasnas 1 40 muH 0,0057 93
MUKPOIKCTPAKIUSL
Mertanon I'X-IIN]J / I'X- | PactBopenue B | 0,1 10 muna 0,001 94
MC TUMeTUI(hopMaMu
ae,
JlepUBaTH3aIMs B
TPUMETHWIMETOKCU
CUJIaH
MetaHon I'X-I1JQ 1 10 0,001 95
Mertanon rx Ieperonka mpo6st | 50 60 0,001 96
c
JTUCTUIIUPOBAHHO
i Botoi
Meranon I'enb- PactBopenue B
9KCKIIO3UOHHAs | TaTparuapodypan | 1 5 97
xpomarorpagust | e
MetaHon HK 1 5 0.002 98
MetaHon HK 1 5 0.0051 99
Meranon SPR-ananu3 1 5 100
CymmMmapnoe | OmpeneneHue
COZiep)KaHU | TeMIepaTypbl 65 5 0,1 101
€ CIIUPTOB BCIIBIIIKI
Meranon I'X-razoBslii 5 0,02 102
ceHcep
Meranon [MUA-CD Huanus 0,18 2 103
I'X — rasoBas xpomarorpadus, IIMJl - muiaMeHHO-MOHM3AIMOHHBIN aerekTop, IIMA — mporouHo-
WHKeKIMOHHBIN aHanu3, CO — cnekrpodoromerpus, UK — undpakpacnas cnexrpomerpusi, MC — macc-
cnektpomerpus, SPR - mOBepXHOCTHBIN NIa3MEHHBIH pe30HaHC.

1.2.3. MeToauku onpeaeieHus IUIepruHa B OMOAN3EIbHOM TOILIIMBE

I[JI)I peuicHud 3aga4u OIIPCACIICHUA TIIMOCPHUHA B 6I/IOI[I/13€J'H)HOM TOIININBE K

HACTOSAIIEMY MOMEHTY pa3paboTaHO OOJIbIIOE YHUCIO METOJAMK, OOJBIIUHCTBO M3

KOTOPBIX OCHOBAHBI HAa XpOMaTOFpa(l)I/I‘-IeCKI/IX WA SJICKTPOXMMHUUYCCKHUX METOAAX.

AsTtopsbl padoT [104] u [105] mpoBenu cpaBHEeHHE METOA0B razoBoit 1 BOXKX

AJI1 OIPEACIICHUS TIMICPpUHA U HC3aBUCHUMO JIPYyT OT JApyTra HNpUIJIK K BBIBOAY, YTO

3a HCKOTOPbBIM HCKIHOUYCHHUCM HCET CTATUCTHUYCCKH 3HAYMMbIX paSHI/I‘IHﬁ B

pe3yabTarax aHajau3a, OJHaKo OoJjee MpeAnoYTUTENbHbBIM ocTaeTcsa Metoq BOXX B

cuily Oouibllie sKkcmpeccHOCTU. ABTOphI B padote [106] mokaszanu BO3MOKHOCTH

OIpPCACIACHUA TIIMOCPHMHA W IIPOUYHUX IIOJAPHBIX KOMIIOHCHTOB 6I/IO,Z[H36J'IBHOFO

torimBa ¢ momomipio Meroaa ['X-MC ¢ ux mnpeaBapuTelbHbIM COPOIIMOHHBIM
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BBIJICJICHUEM HA KOJOHKE C cenukarenem. [lug 23Toro B CTEKIISIHHYIO
xpoMaTorpaduuecKyo KOJIOHKY MOMEIIAI0T AKTUBUPOBAHHBIN CEIMKOTENIb U HA HEM
MPOUCXOAUT  BBIACICHHE TMOJAPHBIX KOMIIOHEHTOB, KOTOPBIE  AJUIFOUPYIOT
JTUXJIOPMETAaHOM U MeTaHoJioM ¢ nocienyomum ['X-MC ananuzom. B pabote [107]
MpEeIIokKEHO TmpuMeHeHne wmeroga BOJXKX ¢ mnpenBapuTenbHON KUAKOCTHOM
AKCTpaKIMeW aHalmuTa B BOAHYIO ¢azy. B psame paboT mokazaHa BO3MOXKHOCTb
ompeaeneHuss cBobomHoro raunepuHa [108] m rnunepumo [109] ¢ momoribio
METOJla Ta30BOM XpoMaTorpaduu B oOpasmax pa3audHONW MPUPOABI  0Oe€3
CYIIECTBEHHOI'O BIUSHUS MATpPUIlBl TOC]E€ pa3z0aBiieHHs MPOObI TENTaHOM U
CUJIUPOBAHUS obpa3sia c MOMOIIBIO N-meTnn-N-TpuMeTUIICUITAI
TpudTOopaneramuaa.

JIns KOHTpOJIs peakuuu nepedTepudukanuu npeagoxkeHa meroguka BOXKX

onpeeNieHusl TIULEpUHA MOocIe ero peakuu ¢ 9,9-numetoxcuduyopun [111]:

[\(\OH

O O 0
ﬁ‘ll:——()ll
~ AN
(L) + v — T -CLC
| X Z

CH; - OH

Kpome xpoMatorpaduuecKkux IIUPOKOE MPUMEHEHHE HalUTN
ANEKTPOXUMUYECKUE METObI ONPEIEICHUS TITUIEPUHA.

ABropamu  [112] nOpemnoxkeHa  JJIEKTPOXMMHYECKAs  METOAMKA  C
ucrnoias3oBanueM Pt/Ru MoamunrpoBaHHOTO MEYATHOTO YJIbTPa-MHUKPOIIEKTPOIa
JUISL  CEJIEKTUBHOTO U BBICOKOYYBCTBHUTEIIBHOTO OINpEJCICHUsl TIUIEpUHA B
OMOIU3EILHOM  TOILIUBE. Mertonuka OCHOBaHa Ha OKHCIEHUHM TJIUIEPUHA
epuoAaToM, € MOCIEAYIOIIUM ONpeAesieHneM (GopManbAeruia B Ta3oBod Qase.
Metoauka no3BoJs€T MPOBOAUTH aHAIIM3 HE3ABUCUMO OT THUIIA TOTUIMBA.

B pa6orte [113] npeasioxkeHo dIEKTPOXUMUUECKOE ONIPEACIICHUE TIIUIEPUHA C
noMoipio cencopa Kmapka. Ilpu 3ToM mpoucxoauT GpepMeHTAaTHUBHOE Pa3I0KEHUE
[JIMIEPUHA € TOMOIIBI0 (EPMEHTOB TIHUIEPOJIKUHA3bl W TriAulepuH-3-pocdar

OKCHJIa3bl, C YyMEHBIIEHHEM KHUCJIOpOJa, KOTOpoe (DUKCUPYETCS CEHCOPOM.
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[Toxoxyr cucTeMy 3TH K€ aBTOPbl HCHOJIB3YyIOT B pabote [114]. OnHako oHuU
MPUMEHSAIOT IUIATUHOBBIA 3JEKTPOA I aMIEPOMETPHUYECKOTO OMPEAECICHUS
MepOKCHIa BOJOPOJA, KOTOPBIM BbIJENsAETCS B XoJie (EPMEHTATUBHOM pEaKIUU,

MPOTEKAIONIEH TI0 CIEIYIOIIEN CXEME:

TJINIEPOJIKUHAa3a

['muuepun + ageHo3unTpudochar = ageHosud audocedar + raunepoa-3-pocdar

runepuH-3-docdar oxcunaza

I'manepoin-3-dpocedar + O, = auruapokcuaneTon 3 pocdar + H,O

Mertonrka, OCHOBaHHAas Ha MPUMEHEHUH LUKJINYECKON BOJBTAMIIEPOMETPUH,
npeuiokeHa aBTopamu B pabote [115]. OHM HCHONB3YIOT METOJ KUIKOCTHOM
AKCTPAKIUU TJIHUIEPUHA B BOJAHYIO (Da3y C MOCIHEAYIOUIUM €ro OINpeJeiIeHUEM Mpu
noreHimane 0,5 B B BOJZHOM pacTBOpe Ha IUIATUHOBOM 3JekTponae. Eme omHo
MPUMEHCHUE METOAA LMUKINYECKOW BOJBTAMIIEPOMETPUM ABTOPHI OIKCHIBAIOT B
pabore [116]. B Heli Tak e MNPOUZBOAUTCS NpeABAPUTEIbHAS >KUIAKOCTHAsS
3KCTpaKIHUs TIMLEepUHA B BOJIHYIO bazy c MOCIIEYOIIUM
BOJIbTAMIIEPOMETPUYECKUM  ompeAeneHuem npu noreHuuane 0,45 B Ha
MOJU(DUITUPOBAHHOM METaruJAPOKCUAOM HHUKEINSI CTEKJIOYTJIEPOJAHOM 3JIIEKTPOJIE.
ABTtopamu B pabote [117] ynyudmena sta Meroguka. OHM Tak K€ MNPOBOJUIU
ONpPEAECICHUE C TMOMOIIBI0 METOJa [UKIMYECKOW BOJBTAMIIEPOMETPUM HA
CTEKJIOYTJIEPOAHOM DJIEKTPOJIC, MOAUDUIIMPOBAHHBIM METATUJIPOKCUIOM HHKETIS.
PazHuna cocTouT B TOM, UTO aBTOpAMH YJIYyULICHBl AaHATUTUYECKUE MOKA3ATENH 3a
CYET CO3/1aHUAd HAHOKOMIIO3UTHOTO TMOKPBITUS BJEKTPOJA, 4YTO IO3BOJIUIIO
MPOBOAUTL M3MEPEHHE COACpPKAHUS TJUIEPUHA HANpsIMyl0 B OHOJU3EIHLHOM
TOIUJIMBE U CYLIECTBEHHO COKPATUTh BPEMS aHAJIN3A.

Kpome »snektpoxumMuueckux © XpomaTorpauueckux METOJO0B IIHPOKOE
MPUMEHECHUE ISl  ONPEAECIECHUS] TIHIEPUHA HAIIed METOJ KanWJUISIPHOIO

anekTpodopesa. Pazpaborana mMeronmka [85] xammumsipHOTO 37MeKTpodopesa it
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OJTHOBPEMEHHOI'O0 OMpEACICHUsS KaJMs, MarHus, HaTpus, Kaiaeuus, docdaros,
dhopMHaTOB, arleTaToOB, MPOMMOHATOB U TJIHMIIEPHHA B OMOAN3EILHOM TOILIUBE MOCIIE
AKCTPAKIIMU AHAIUTOB B BOAHYIO (pa3zy. KoHIIEHTpaluio riauiepuHa ONpeiesioT
KOCBEHHO, 4Y€pe3 OMNpEJeSICeHUE KOHIEHTpPAllMu HOJaTa, BBIACIMBIIECTOCS B XOJIE
peaKkIuM OKWCIICHUs TJWIeprHa IepuogatroM kKanusa. B pabore [118] aBTOpHI
ONTUMHU3HUPOBATIM  METOJAWKY I  ONPEIACICHUS  METOAOM  KAalWJUIIPHOIO
anekTpodope3a Kak CBOOOJHOrO, TaK M CBSI3aHHOTO TJUIIEPUHA, MOCJE IepeBojia
MOCJICTHETO B CBOOOAHBIN C MOMOIIBIO THIPOIN3a TPUTIIHIIEPHIOB.

Kpowme BrilenepeuncieHHbIX METOIUK, eIle pa3paboTaHa METOINKA

CIIEKTPODTOMETPHUUECKOTO OMPEACICHUS TIIMIIEPHHA B BOJIHOM (ha3e Mmociie ero
JKUJIKOCTHOM AKCTPaKIIMU W OKUCICHHUSA 10 (popmanpaeruaa mepuogaToM Kaiaus C

MOCJEAYIONIUM onpeiesieHneM (hopManbaerua ¢ anerunaneronom [120]:

| ] / /
HCID—OH + 2IO4 E— 20=C\ + O=C\ + 2103'+H20

H,C—OH H H
H.C CH
’y S \ / >
2 H C—C/CHZ + o:c\ + NH,—» | | O + 3H,0
3 \
"o H H,C t|4 CH,
H

OTta MeTtojauka Oblia yiydilieHa aBTopamu B pabote [121]. OHu mpoBoAsT
MoAOOHYI0 pEaklHil0 B CIUPTOBOM pacTBOpe OWMOIU3ENBHOTO TOIUIMBA, YTO
MO3BOJISIET U30€KAaTh CTAIUIO KUJKOCTHOU SKCTPAKIIUH.

[Ipenmoxena cnekrpodoTomMeTrpuueckas wMeToauka [122] ompeneneHus
rIMIepruHa moclie  TBepaoda3sHOM copOIMM Ha KOJOHKE C CHJIMKareieM C
MOCHEAYIONIUM AJIIOUPOBAHHEM TIIMIEPUHA M €ro CHeKTpo(hOTOMETPUUYECKUM
ONpPEAECICHUEM II0 PEaKUUHu C peareHToM 9-aHtpaneHoM. [Ipemyoxkena emie onHa
criekTpooToMeTpuueckas METOANKA, OCHOBaHHAsA Ha (PEPMEHTATUBHOM OKHUCIICHUU

ruiepruHa ¢GepMeHTaMHu TIUIEpPUH-KMHA3a W riaulepuH-3-gocdar okcupasa ¢
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o0pa30oBaHHUEM IMEPOKCHA BOAOPOJA U €ro ONpPENEICHUEM C MOMOIIBIO (pepMeHTa —
nepokucaasel [123].

Pa3paborana wmeToauka Ha MpUHOMOAX WHPPAKPACHOW CIIEKTPOMETPUH,
MO3BOJISIIONIAS OTIPENIETATh TaK K€ KOHIIEHTPAIMIO CIUPTa B OMOAN3EIbHOM TOTLIUBE
[124]. Ho kak u mpoyue METOJbl, OCHOBAHHBIE Ha XEMOMETPUUYECKHX AJITOPUTMAX,
oHa TpedyeT IHUTEeNbHON cTamuu KanuOpoBku (50 oO0pasioB), HO MO3BOJSET
MPOBOAUTH npsIMOE ompeiesieHHe AHAJIUTOB 0e3 npeaBapuUTEeNbHON
poOOIOArOTOBKH.

JIBa WHTEpecHBIX MOJAXO0Ja MPEJIOKEHBbl ISl ONpeNeJeHUs INHUIEPUHA B
OuonuzenbHOM ToriuBe. [lepBbiif, Tak e Kak MHOTHE JPYryue BKIIOYAET CTaUIO
KUJKOCTHOM SKCTpPaKIUU TIHIEpUHA B BOAHYIO (a3zy ¢ MOCIHEAYIOUUM €ro
OKHCIIGHUEM TMEepUOJaTOM Kajdus, OJJHAKO 3aT€M MJIET CTaaus TUTPUMETPUUYECKOTO
ONPEAECIEHUS BBIACIEBIICHCA B XOJ€ 3TOM PEaKUUH MYPaBbHUHOM KHCIOTHI [125].
Metoa A0BOJIBHO TPYAOEMKHU, TpeOyeT O0IbIIUX 00BEMOB MPOOLI U PEareéHTOB, HO
OH He TpelOyeT CHeUUaTbHOTO JIOPOTOCTOIONIETO OOOPY/IOBAHUS U SIBISETCS
abconoTHEIM. BTOpoii crmoc6o ocHOBaH Ha ompeneneHun ruiepuHa metogom TCX.
Kammto OnoauzensHoro tomnusa nomemaroT Ha miactuHky 11 TCX (Silica Gel 60
Fys4) w mpoBoasaT osiaoupoBaHue cMechio Oyrtanon/Boma  (50:50). 3atewm,
KOHIICHTPAIIUIO TIUIEPUHA OMPEIEISIOT 10 pPa3MepPy MITHA BU3YaIbHO WIIM CKAHUPYS
IJTACTUHKY MOCJIE MPOSIBIICHUSI PACTBOPOM NEpMaHraHarta kanus [126].

Jlns ompeneneHusl TiaullepuHa B OWOJU3EIIBHOM TOIUIMBE MPEITIOKEH Psia
MPOTOYHBIX METOJUK. Tak, B pabore [127] mpenaraercsi y»e U3BECTHBIN MOJIXOI,
OCHOBaHHBIM Ha O0Opa30BaHUM OKPAIICHHOTO COeIMHEHUs (opManbaeruga ¢
aleTUIIALETOHOM Tocye nepeBoja ruiepuHa B popmansaerun (Puc. 4). Ilpu aTom B
3TO paboTe cTaausi MPOOOMOJATOTOBKA HE aBTOMATH3UPOBAHA M MPEACTABISET
coOOl pYy4YHYHIO SKCTPaKLMIO TIUIEpUHA B BOAHBIN pacTBOp. llocne skcTpakiuu
BOJIHBIN pacTBOp MOJAETCS MO KaHaTy A M CMEIIMBAeTCs ¢ PacTBOPOM IepuojaTa
KaJIdsl ¥ aleTW alleTOHa B PEaKkIMOHHOW crnupanu. BeiaepkuBaercs maysa s

3aBeplIieHUsT O0O0pa3oBaHUs AaHAIUTUYECKOW (GOPMBI U B KIOBET€ IPOTOYHOIO
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crieKTpooTOMETpa MPOMCXOIUT U3MEPEHUE ONTUYECKON TJIOTHOCTH PacTBOpa MpH

JJIMHHE BOJHBI 412 HM. MeToauka nmo3BoJisieT NpoBOAUThL 34 aHaIu3a B 4ac.

AT I
5] 2

B 3
SIEN}

Puc. 4. Cxema npoTOYHOr0 MYyJIBTHILIIPULIEBOTO OTpeAeTIeHUs IiuiiepuHa: A — obpaser;; b

-1 -

— nocutens (H,0); B — 15 mmone 1 nepuogat B pactope 0,8 MoJib J1 ! anerara ammoHnus, pH 4,5;
-1 -1

I' - 1,5 mons 1 anerunanerona B pactsope 0,8 monb 1 arerara ammonwst, pH 4,5; J[— cOpoc; 1-

4 — 3JIEKTPOMAarHUTHbIE MUKPO-HACOCHI; 5 — TPEXXOAOBOM 3JIEKTPOMArHUTHBINA KpaH; 6 — 120 cMm

peakiroHHas cnupaib; 7 — [Iporounas sueiika ¢ CCD cniekTpodoToMeTpom.

[TonmHOCTBIO ABTOMATU3HMpPOBaHHAA MCTOJHKA IIPCAJIO0KCHA daBTOpaMH B

pabdore [128]. Hns on-line 3KCTpakuuu TOPIMIO OMOAM3EIBHOIO TOIUIMBA U

I

w—

=1 —

ol =+

Puc. 5. Cxema mNpOTOYHO-TIOPIIMOHHOTO ONpEIEICHUsT TiIulepuHa. A — CTaHIapTHBIN
pacTBop/6uonusens; b — Boma; B — 15 mmomb ' mepuonar kamus B pactsope 0,80 momb i
anerata ammonus, pH 4,5; I' — 1,50 mounb 1 aneTunanerona B 0,80 monb ! anerara ammonus, pH
4,5; I — wm3ooktan; E — cOpoc; 1-6 —  mepdcrampbTHUeCKHe HACOCHI; 7-12 — TpEeXXOJIOBBIC

AJIEKTPOMAarHuTHBIE KpaHbl; 13 — MarHuTHast Mewmanka; 14 — memanka; 15-16 — kBapiieBble OKHa.



JEMOHU3UPOBAHHOM BOJBI MOJAIOT B CMECUTEIBHYI) KaMmepy, T€ C HOMOUIIBIO
BKJAQJbIIIIa MArHUTHOM Memankd (¢a3bl TepeMEIIuBaloTCsI, U IPOUCXOJUT
BbIJICJICHUE TulepuHa B BoaHyto (a3y. I[locne Bblaep:KuBaHUS Tay3bl s
paccinoeHusi ¢a3 B HIDKHIOIO BOJIHYIO (Da3y mocienoBaTelbHO MOJAIOTCS PACTBOPHI
mepuojiatTa Kajusg ® aleTWll aleToHa il oOpasoBanus 3,5-muanetwi-1,4-
auruaponytTuauHa.  KoHUEHTpauuio TIWIEepUHA HU3MEPSAIOT MO HWHTEHCUBHOCTU
(bayopeclieHIIuN aHATUTUYECKOU (hOPMBI MPU JJIMHE BOJHBI BO30YyxaeHus 417 HM u
smuccuun 514 HM (Puc. 5). IIpow3BOAMTEILHOCTP METOJMKH COCTaBisieT 14
ONpPEAECICHUN B Yac.

Eme oaHa, TOJHOCTBIO aBTOMATU3UPOBAHHAS METOJAMKA ONPEACTICHUS
TJIMIEpUHA B OMOIM3EIbHOM TOIUIMBE MpeAcTaBieHa B padorte [129]. Ona BkIto4aeT
B ce0sl JKUAKOCTHYIO DKCTPAKIMIO TJUIEPUHA B HKCTPAKIMOHHOM CHHpalu
HETIOCPEJCTBEHHO B PAacCTBOP peareHTOB (alleTHIAIleTOH, MepHoJaT HaTpHs, BOA,
ATAHOJ, ATUIAT Kayus) MoJ JeUCTBUEM Y3 C MOCIHEAYIOIUM MPOMYCKAaHUEM Yepes
MPOTOUYHBIN JeTekTop. st aToro B skcTpakuuoHnnyto cnupaib (Puc. 6) (5) cnepsa
oTOMpaeTcs MOPIUS BOJHOTO pacTBOpa peareHToB (A), a 3aTeM mopius OMOTOIIINBA
(b). Ilotox ocTaHaBiauBaeTCI W TOA JACHUCTBHEM Y3 BO3JICHCTBHUS TIIHIEPUH
U3BJIEKACTCS B BOAHYIO a3y U MEPEXOJUT B aHATUTUUYECKYIO dhopmy 3,5-nuaneTuni-

l,4-murunponytuaunaa. Ilociae 3TOro mOTOK HampaBisSIETCd B JETEKTOP W MU

A 1
aueTnnaueTom, \ 7
nepionar HaTpuA, 3 ll:ll
BoAaa, aTtaHon, 6 5
aTunar Kanva : \NAAANANA/]

2
R I
Puc. 6. Cxema mNpOTOYHO-MHKEKIIMOHHOTO OIpeAeieHusl ThulepuHa, A — BoxHas ¢asza

(ametunaneToH, nepioaaT HaTPHs, BOJA, dTAHOM, dTUNAT Kaius) b — Ouomuzens; B — copoc; 1 —
NEPUCTAIBTUUECKUI HAcoc; 2 — MEPCOHANBHBIM KOMIIBIOTEP; 3 — HETEKTOp; 4 — MCTOYHMK

YIIBTPa3ByKa; 5 — BOAsHAsA OaHs; 6 — SKCTPAKLMOHHAS CIIUpalib; 7 — KpaH.
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MPOXOXKJACHWU BOJHOTO pPacTBOpa aHAJUTUECKOM  (OPMBI  PETHCTPUPETCS
CBETOIOIJIONIEHUE pacTBopa. Takoil HAOOp peareHTOB IMO3BOJISIET OMPEACNATh Kak
CBSI3aHHBIN, TaK U CBOOOIHBIN TJIUIICPHUH.

«be3peareHTHBIN MeTONI» TMpeasiokeH aBTopamu B padore [130]. B Heit
UCIIOJB3YETCSl SIBIICHHE COHOJNIOMUHECIICHIIMM — BO3HUKHOBEHUE W3IYUYEHUS B
pacTBope IMoj JACHCTBHEM YIbTpa3Byka. B cMmecuTenbHONM Kamepe MHPOTOYHOIO
ananuzatopa (Puc. 7) mpoucxoauT criepBa 3KCTpakius IIUIEpUHa B BOJIHYIO a3y, a
3aTeM  Y3-BO3NEWCTBUME, B pe3yJbTaTe KOTOPOro HAONIOAAETCSs  SMHCCHUS
ANEKTPOMArHUTHOTO W3JIYyY€HUs] C JJIMHHOW BOJHBI 425 HM, HWHTEHCHUBHOCTH
KOTOPOTO MPOMOPIIMOHATBHA COJIEPKAHUIO TullepruHa. Takum 00pa3oM, B METOJIUKE
B Ka4eCTBE peareHTa UCIOJIb3yeTCs TOJIbKO JUCTUIUIMPOBAHHAS BOJIa, YTO JIETAET €€

«3eneHo». MeToirka mo3BOJIAET MPOBOAUTH 14 aHaIM30B B Yac.

, [T [s

1]

A 1 ;
g ]
4 ...... ——
Puc. 7. CxemMa mNpOTOYHO-TIOPIIMOHHOTO «OE€3pearecHTHOTO» OIpeleNeHns TninepuHa A — obpaszen

6uoamnsensHOro TomnBa; b — Boga; B — cbpoc; 1,2 — mepuctanpTHUeCKnit HAacocC; . 3-5 — 3JeKTPOMarHUTHBIN

KpaH (TPeXXO0JI0BOi); 6 — Memranka; 7 — IbE303JIeKTPUIECKOe YCTPOHCTBO; 8§ — ONTHYECKOE BOJIOKHO; 9 —

CHEKTPOPOTOMETPUIECKHUN AETEKTOP.

Jns  OpOTOYHO-MHXKEKIIMOHHOTO  OMpENENICHUs]  TIMIEPUHA  METOJIOM
cnekTpoduioypumerpun mnpeioxeHa cxema [133] ¢ mpenBaputenbHOM PpydyHOI
cTaauei 3kcTpakii B BojaHM pactBop (Puc. 8). Ilocime 3Toro pacTtBop momaercs Imo
KaHainy mojgayn 1podsl (B) u  uHXKekTHpyeTcs B MOTOK HOCUTENS —
TUCTUIUIMpOBaHHYI0 Boay. Ilocie 3Toro 30Ha mpoObl CMENIMBAETCA C 30HAMU
PacTBOPOB peareHTOB (MEepHOaaT Kalus M alleTHUIAIEeTOH) B PEaKIIMOHHON CITHpaIH,
r7ie IPOUCXOAUT 00pa3oBaHUs aHATUTUYECKOU opMbl. Peructpaiivisi ”UHTEHCUBHOCTHU
(bayopeclieHIIMM TPOUCXOJUT B KIOBETE NPOTOYHOO aHanuzaTtopa. Mertoauka

MO3BOJISIET MPOBOJIUTH 35 ompenesieHnii B yac.
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Puc. 8. Cxema mocienoBaTeIbHOT0 MHKEKIIMOHHOTO CIEKTPO(IyOPUMETPHUECKOTO OMpPEIeTICHHS

raumepuna. A — pactsop 10 mmons 1 KIO,4; B — mocurens (H,0); B — mpo6a miin craHzapTHbIt

-1
pactBop; I' — pactBop 1,0 Monb 1 anermnanerona; [ — copoc; 1-4 — 3eKTpoOMarHUTHBIE MUKPO-

HACOCBI; 5 — TPEXXO0I0BOM AJIEKTPOMAarHUTHBIN KilanaH; 6,7 peakinOHHbIE CIIMPAIH; 8 — JETEKTOP.

[IpenmoxeHa BRICOKOIIPOU3BOIUTENIbHAS aMIIiepoMeTprueckas meroauka [131]

ABTOMATHU3HUPOBAHHOI'O OIPCACICHUA TJIHMLCPHHA B BOJHOM PAaCTBOPC C IIOMOIIBIO

MEIHOTO 3JIeKTpoAa. MeToauka mo3BoisieT npoBoAuTh A0 90 ompeneneHuid B 4ac B

nuamna3oHe KoHreHtpamuid 60-3200 wmk/kr. HemoctaTkoM METONMKH SIBIISIETCS

HEOOXOJIUMOCTh TPEABAPUTEILHON PYYHOM >KUAKOCTHOM SKcTpakuuu aHanurta. C

MMOMOILBIO 30JI0TOTO AJNEKTPOJIA B YCIOBUAX TPOTOUHON UMITYIBCHOW aMIEPOMETPUH

B pabote [132] onpeaenstoT TIULEPUH TTOCIE PYUYHOU CTaAUU SKCTPAKIIMKU B BOJHBIN

pactBop. MeToamKka IO3BOJSET MPOBOAWTH 85 aHAIW30B B Yac M OOECIEYMBACT

npenen oonapyxenus 0,046 mr/m.

Takum o0pa3oM, mOpu ONpPEACNICHUH TJIHIEPUHA TMPEANOYTEHUE OTAAETCS

CIICKTPAJIbHBIM U 3JICKTPOXMMHNYCCKHM MCTO/JaM B CHJIY BO3MOKHOCTH ITPHUMCHCHUS

CCJICKTMBHBIX PCarcHTOB, AOCTYIIHOI'O aHAJIMTHYCCKOIO 060py,7_IOBaHI/ISI U IPOCTOTHI

aBTOMAaTu3aluu.

AHaJTIUTHECKUE

XapPaKTCPUCTUKHU

onpeesieHHs TIUIepUHA MPEICTaBICHHBI B Ta0uIe 4.

pa3paboTaHHBIX

MCTOJUK

Tabnuna 4. AHATUTUYECKHE XapAKTEPUCTUKU METOIUK OTIPEICIICHUS

rimnocpuHa B 6I/IOI[I/I3GJIBHI)IX TOIIJIMBAX.

Ananur MerTon MerTon Macca Bpewms [Ipenen CChIIKA
omnpeneneHuss | MpoOOMOATOTOBKU mpoObl, | IPOOONOATOTOBKU, | OOHapyXKeHus,
r MUH r/n
I'muuepun I'X /B2XX Paz6aBnenue mpoObl 0,1 5 0,001 104
I'muuepun BDXX KunxocrtHast sxcTpaknus | 20 150 0,06 105
I'muuepun I'X-MC Cop61roHHOE 0,02 30 0,04 106
BbIJIETICHUE
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I'uuepun BDXX KunxoctHas skcTpakius | 4 150 1 107
Cpobomupii | I'X Pas6aBienue B remnrane 0,1 20 0,02 108
TIIUIEPUH U U CUJIHPOBAHUE
TIIUIEPUABI
Cpoboaupii | I'X Pa36aBienue B remnrane 0,1 25 0,02 109
TIIUIEPUH U U CUJIHPOBAHUE
TIIUIEPUABI
I'muuepun I'X Pas6aBienue B remnrane 0,1 15 110
U CUJIHPOBAHUE
I'muuepun YO/BOXX Jepusatuszanus c 0,5 150 0,0004 111
dimethoxyfluorene
I'muuepun Hukmuueckast | Oxucnenue nepuopatom | 0,002 5 0,0051 112
BOJIBTAMIIEPO
MeTpus
I'muuepun Kynonomerpu | ®@epmeHTaTUBHOE 0,4 10 0,0003 113
o OKHCIICHHE TTUIepHHA
IIOCJIE XKUAKOCTHOM
9KCTPaKIUU
I'muuepun Awmnepomerpu | depMeHTaTUBHOE 0,4 10 0,0006 114
o OKHCIICHHE TTIUIepHHA
IIOCJIE XKUAKOCTHOM
9KCTPaKIUU
I'muuepun Hukmuueckast | XKupkocTHas 3kcTpaxkmus | 2 15 0,0023 115
BOJIBTAMIIEPO
MeTpus
I'muuepun Huxmuueckast | XKuakocTHas sxcrpakmus | 1 25 0,0027 116
BOJIBTAMIIEPO
MeTpus
I'muuepun Huknuueckas 2 5 0,003 117
BOJIBTAMIIEPO
MeTpus
I'muuepun Kamunnsapueiit | XuakoctHas sxcrpakmust | 0,8 8 0,0004 85
anekTpodope3 | U OKHCICHUE
epUoIaTOM
I'muuepun Kamunnsapuenit | XuakoctHas sxctpakmus | 0,2 20 0,0043 118
anekTpodope3 | U OKHCICHUE
epUoJIaTOM
I'muuepun Kamunnsapueiit | XKXunkoctras sxerpaxmus | 0,1 20 0,00016 119
anekTpodope3 | U OKHCICHUE
epUoIaTOM
I'muuepun Crnektpodoro | XKuakoctHas sxcrpakmus | 1 15 0,1 120
MeTpus U OKHCJICHUE
epUoJIaTOM
I'muuepun Crnektpodoro | PactBopenue B ciupre u | 1 5 0,0004 121
MeTpus OKHCIICHHE NepUOJaTOM
I'muuepun Crnektpodoro | TBepmodasnas copbuust | 2,5 20 0,04 122
MeTpus Ha KOJIOHKE C
CHJIMKareieMm
I'muuepun Crnektpodoro | Okucnenue 10 123
MeTpus MepOKCHUIa BOJOPOA
['muuepun UK 1 5 0,1 124
I'muuepun TurpoBanue KuaxoctHas 50 20 0,05 125
IKCTPaKIUs/OKUCICHHE
epUoJIaTOM
I'muuepun TCX PactBopenue B anetone | 0,002 25 1 126
I'muuepun [MUA-CD KuaxoctHas sxcTpakius | 1 1 127
I'muuepun FB-®JI Omn-n1aiH )KUIKOCTHAS 0,0000 0,036 128
JKCTpaKLus 014
I'muuepun [TNA-CD Omn-naiH )KUAKOCTHAS 2,8 129
9KCTpaKLUs
I'muuepun FB-C® Omn-n1aiH )KUIKOCTHAS 0,0000 4%10°° 130
JKCTpaKLus 014
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I'muuepun [MNA-AM KunxocrtHas sxctpakius | 0,25 5 131

I'uuepun [MNA-AM KuaxoctHas sxcTpakius | 1 0,046 132

I'munepun [MUA-DJI KuaxoctHas sxcTpakius | 1 0,5 133

I'X — razosas xpomatorpadus, BOXX — BeicokoaddexTuBHas xuakocTHas xpomatorpadus, Y@ — ynerpaduoneronast
cnektpodorometpusi, TCX — ToHKOCTOWHAs XpomaTorpadus, IIMA — mpoTOYHO-UHKEKIIMOHHBI aHanu3, CO —
cnektpodoromeTpusi, MC — macc-cnexktpoMerpus, FB - mporouno-nopunonHslii ananus, ®JI — payopecuennus, AM —
aMIepoMeTpHsl.

1.5 3aknroueHue

B nutepatrypHoM 0030pe ObLIM MpEACTaBII€Hbl OCHOBHBIE MOAXOIbI CHHTE3a
OMOJIOTMYECKOT0 TOIJIMBA, HCHOJb3yeMble B HacTosiee Bpems. PaccMoTpeHbl
OCHOBHBIE METOJIbl OMPENICNICHUs] PJIEMEHTOB U CIHUPTOB B OmoTorumBe. Mcxonsa us
nepaacTBaICHOro 0030pa JUTEpaTyphl MOXKHO CHeNlaThb BBIBOJA O TOM, UYTO
OCHOBHBIMHU METOJaMU OIpPEJEIEHUS HIEMEHTHOIO COCTaBa OMOIU3EILHOIO TOIINBA
apisitorcst AAC u ADC, cnupToB M TIMIIEpUHA — ra3oBas U BBICOKOI(P(EKTHUBHAS
KUJKOCTHAST XpomaTtorpaduu W KanwUIspHBIA 3JekTpodopes, obecrednBaroniue
BBITIOJIHEHUE MHOTOKOMITOHEHTHOTO aHaJIn3a. DIIEKTPOXUMHUYECKUE u
CHEKTPO(POTOMETPUUECKUE METO/IbI MIPEICTABIICHBI B MEHBIIIEH CTENEeHH, TaK KaK OHU
o0Nlajal0T ~ MEHbIIEW  CEeNEeKTUBHOCTBbIO,  OJHAKO  MMEHHO  OHHU  JIETKO
ABTOMATU3UPYIOTCHL. CnextpodhoTOMETpUUYECKOE u AJIEKTPOXUMHUYECKOE
JETEKTUPOBaHUE HanOOJIee YacTO MCIOIb3YETCs B MPOTOUYHOM aHAJU3€, B TOM YHUCIIE

Hu 114 aHaJInu3a 6I/IOI[I/ISCJ'IBHI)IX TOIIIINUB.

39




I'naBa 2. MeTtoauka IKCIICPUMECHTAJIbHBIX I/ICCJ]eIlOBaHI/Iﬁ

2.1. CpeacrBa uzmepeHuii, 000py10BaHUE U PEAKTHUBbI

Cnextpodoromerp «UVmini—1240» (Shimadzu, SAnonust), ciekTpaibHbIN JUana3oH
oT 190 no 1100 HM.

Onektponuble Bechl «Pioneer PA-214C» (Ohaus, CIIIA), 2-ofi kiacc TOYHOCTH,
npenen B3pemuBanus 210 r, nuckpetHocts 0,1 mr.

I'mapaBnuueckass cxema IMWUA nns ompenenenuss P, Si, Al u Fe Bkitouaer: nBa
BOCBMUXOIOBBIX COJICHOUHBIX KpaHa (Cole-Parmer, CIIA), IBa
nepuctanbTuuecknx Hacoca «MasterFlex L/STM» (Cole-Parmer, CIILIA) (ckopocTh
notoka ot 0,5 10 5 MJ/MHH), IBE CMECHUTENIbHbIE KaMepbl (CTEKJISIHHbIE TPYOKHU C
BOPOHKOOOPA3HBIM BXOJIOM B HUXKHEW YacTH, BEICOTA — 35 MM, BHYTPEHHUU AUaMETP
— 10 wmm), Tepmocratr «LT-100», ONTOBOJOKOHHBIM CHEKTPOMETP (MCTOUHUK
BuauMoro cBera LS-1 u cmektpomerp USB 4000, Ocean Optics, CIIA),
cHaOxEéHubIN npoTouHON KioBeTol FIA-Z-SMA-50-TEF, FIALAB, CIIA (mnmuHa
ontudeckoro mytu 50 mm). KommyTanus oTAENbHBIX Y3JIOB a’3pOTHIPaBIMYECKOMN
CXeMbl obOecreuuBaliach TpyOkamMu U3 mnoauTeTpadTOpITHWiIeHa (BHYTPEHHUI
muamerp — 0,5 mm). IIpoTouHBI aHAMM3aTOp YHOPABISUICS aBTOMAaTHYECKU C
MTOMOIIIBIO MIEPCOHATILHOTO KOMITbIOTEPA.

I'mppaBmuueckas cxema [IUA pns onmpeneneHuss KaiablUHMsl M MarHus BKIIFOYAET:
BoCcbMUX0J1I0BOM cosieHouaHblH KpaH (Cole-Parmer, CIHIA), mepucranbTuueckuit
Hacoc «MasterFlex L/STM» (Cole-Parmer, CIIIA) (ckopocth motoka ot 0,5 10 5
MJI/MHH), CMECUTENIbHYO Kamepy (CTEKIIIHHasi TPyOKa ¢ BOPOHKOOOPA3HBIM BXOJOM B
HIDKHEW 4acTH, BbICOTa — 35 MM, BHYTpeHHUI auamerp — 10 MM), yaepKUBaroIIyro
criupaib (120 cMm, BHyTpeHHui nuametp — 0,5 MM), MIIPULIEBOM Hacococ «Sciwarey
(Mcnanust), ONTOBOJIOKOHHBIN CHEKTPOMETp (MCTOYHMK Buaumoro cBera LS-1 u
criektpomerp USB 4000, Ocean Optics, CIIIA), cHaOXEHHBIM MTPOTOYHON KIOBETOU
FIA-Z-SMA-50-TEF, FIALAB, CIIIA (anuna ontuyeckoro myta 50 MM).

KoMMmyTanuss OTIOENbHBIX Y3J0B a3pOTMAPABIMYECKOM CXEMbl 00ecredynBaIach
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TpyOKamu u3 nonuterpadTopITHiieHa (BHyTpeHHU quametp — 0,5 mm). [IpoTounslit
aHaJIU3aTop yIPaBJISJICS aBTOMATUYECKH C MOMOIIBIO IEPCOHATBHOTO KOMIIBIOTEPA.
I'mppaBnuueckas cxema LIMA s onpeneseHus METaHOJA U 3TAHOJA BKIIFOYAET: JBA
mecTuxoa0BbiX coneHouaHbix KpaHa (Cole-Parmer, CIIIA), nepucranbTuueckuit
Hacoc «MasterFlex L/STM» (Cole-Parmer, CIIIA) (ckopocth motoka ot 0,5 10 5
MJI/MHH), CMECUTENIbHYO Kamepy (CTEKIIIHHasi TpyOKa ¢ BOPOHKOOOPA3HBIM BXOJOM B
HIDKHEW 4YacTu, BbicoTa — 35 MM, BHyTpeHHuil auamerp — 10 mwm), mmpuiieBoin
Hacococ «Sciware» (Mcmanus), yaepxuBaromyro crnupaib (120 cM, BHyTpeHHUMH
muametp — 0,5 MM), caMOIeNIbHBIM MOJYJb 171 MEMOPAHHOTO BBIACICHUS METaHOJa
Y ATaHOJa MOMEIIEHHBIA B KUAKOCTHOM TepmocTtaT «LT-100», MarHuTHas Memanka
IKA 25. CuctemMa B KauecTBe JETEKTOpa OCHAIlEHA MOTEHIMOcTaToM (pupmbr 797
VA Computrace Analyzer (Metrohm, Switzerland). KommyTanus otaenbHbIX y3710B
a’pOTUIpaBINYECKON cXeMbl 0OecreuynBaliach TpyOKaMu U3 MOJIuTeTpadTOpITUICHA
(BuyTpennur amamerp — 0,5 wmM). IIpoTouHbli aHanmu3aTOp  YNPaBISUICS
aBTOMATHYECKHU C MMOMOIIBIO0 MEPCOHAIIBHOTO KOMITbIOTEPA.

I'mppaBmuueckas cxema I[IMA nma onpeneneHus TIUMLIEpHHA BKIOYAET: JBA
BOCbMUXOJI0BbIX coieHOUAHBIX KpaHa (Cole-Parmer, CIIIA), nmepucranbTuueckuit
Hacoc «MasterFlex L/STM» (Cole-Parmer, CIIIA) (ckopocth motoka ot 0,5 10 5
MJI/MHH), CMECUTENIbHYO Kamepy (CTEKIIIHHasi TpyOKa ¢ BOPOHKOOOPA3HBIM BXOJOM B
HIDKHEW 4acTu, BbIcOTa — 35 MM, BHyTpeHHuHM nuametp — 10 MM) cHaOXEeHHYIO
MEHOMOINYPETAHOBBIM ~ (PUIIBTPOM HA JIHE, IIMNPUIIEBOM Hacococ «Sciware»
(Mcnanust), MUKPOKOJIOHKY (5 ¢M, BHYTPEHHUM THUaMETp — 2 MM), ONTOBOJIOKOHHBIHN
criekTpoMeTp (McrouHuk BuguMmoro ceta LS-1 u cnexkrpomerp USB 4000, Ocean
Optics, CIIIA), craGxénnsiii mpotoudoi kroBeTol FIA-Z-SMA-50-TEF, FIALAB,
CIHIA (nmuHa ontuueckoro mytd 50 mwm). KoMMmyTranus OTIEIbHBIX Y3JIOB
a’pOTUIpaBINYECKON cXeMbl 0OecreuynBaiach TpyOKamMu U3 MOIuTeTpadTOpITUICHA
(BuyTpennur amamerp — 0,5 wmM). IIpoTouHbli aHanmu3aTOp  YNPAaBISUICS

ABTOMATHYCCKHU C ITIOMOIIBIO IICPCOHAJIbHOI'O KOMIIBIOTEPA.

Cucrema MUKpOBOIHOBOTO paznoxenus mpoost ETHOS 1 (Milestone Inc.).(U.S.A.)

Tepmoctat «LT-100». (JIOUII, Poccus).
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10.

11.

12.
13.

14.

15.

16.
17.

lNazoBelii  xpomatorpad ¢ macc-cekTpomeTpudeckuMm jaetekropom GC-MS-
QP2010Ultra, (Shimadzu, Anonus).

ATtomHo-abcopOimonHoMm crektpomeTp AA 7000 ¢ maMeHHOM aToMHU3aIluei
(Shimadzu, Anonus).

ATtomHO-3MuccruoHHbIN criekTpoMeTp ICPE-9000 ¢ nHAYKTUBHO-CBSI3aHHOM IIa3MOM
(Shimadzu, Anonus).

Tepmosecobl TG 209 F3 Iris (Iris, ['epmanus).

CkaHUpYIOIIUM  DJIEKTPOHHBIM  MuUKpockon «Zeiss Supra 40/40VP» (Zeiss,
I'epmanus).

Nonomep  «M-500» (AxBumon, Poccus), OCHaIIeHHBI  CTEKISIHHBIM U
XJIOpCEPEOPSIHBIM AJIEKTPOIAMHU.

[npuir xpomaTorpadguueckuii BMeCTUMOCTHIO 10 MKJL.

[TepememmBatoiiee ycrpoiictBo «L.S-120» (LOIP, Poccus).

Bakyymusblii cymmnbehbli mkagp «VD 23» (Binder, I'epmanus).

2.2. IlpuroroBJjieHHEe PACTBOPOB

Ilpucomosnenue 600nvix pacmeopos uonos anomunus (IIl), oceneza (I111),
cunukam - u gocgpam uonos. Paboune BoJAHBIE PACTBOPHI MOHOB T'OTOBUIIU MYTEM
nocieaoBaTenbHoro paszoasienus CO cocraBa pactBopoB amomunusa (II1) (I'CO
7927-2001), xeneza (III) ('CO 7835-2000), cunukat-uonoB (I'CO 8943-2008) u
dbochar-uonon (I'CO 7748-99) B muctriuIMpoBaHHOU Bojie. B paboTte ucnoap3oBaiu
pactBophl ¢ koHIeHTpauusMu 10 MM st monoB amtomunus (I11) u xenesa (III), 40
MM nns cunukat- ¥ ¢docdar-uoHoB. PacTBOpHl TOTOBUIM TEpes BBIMOJIHEHUEM
WCCIIEIOBAHU.

Ilpucomosnenue 10 mM 600020 pacmeopa xpomaszyponra C. 604 wmr
xpomazypoiia C nmoMmemanu B koji0y BMecTUMOCThi0 100 M M TOBOJIUIU 10 METKHU
TUCTUJUTUPOBaHHON BojoW. PactBop ycToiumB B TeueHue wecsna. Pabouue
PacTBOPBI TOTOBUIIM pa30aBIC€HUEM UCXOAHOTO PacCTBOpa AUCTUIUIMPOBAHHOMN BOJOM.

Ilpueomosnenue 10 mM cnupmosozo pacmeopa spuoxpoma ueprozo T. 463 mr
spuoxpoma yepHoro T nomemanu B K010y Bmectumoctbto 100 mut, nobasmnsnu 7,45 r

TPUIOTAHOJIAMHMHA KW JOBOAWIM OO0 MCTKH H3OIIPOIMUIOBBIM CIIMPTOM. Paboumne
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pacTBOpPHl TOTOBWJIM pa3z0aBieHHEM HcxogHoro pactBopa 0,5 M pacTtBopom
TPUATAHOJIAMUHA B U30IIPONTUIIOBOM CIIUPTE.

lIpucomoenenuepacmeopa ¢honosoco snekmpoauma. 2 T THAPOKUCUIA HATPUS
nomemany B kosuby BMectuMoctbio 100 mi1, mo6asisiu 0,1 Mi1 METHIIOBOTO CIIUPTA U
NOBOJWINA O METKH JHCTUUIMPOBAHHOM BOAOW. PacTBOp yCTOMYMB B TEUYEHHE
HEJICIIH.

2.3. CunTe3 OMOTOIIMBA U YCTAHOBJIEHUE €r0 COCTaBa

Jns npurotoBieHus 0Opa3noOB OHOJMENBHOTO TOIJIMBA OblIa BbIOpaHa
MeToauka cuHTe3a [134], B OCHOBE KOTOPOM JIEKUT peakius nepedTepudukianuu
PACTUTENbHBIX XKUPOB (KYKYpPY3HOT0, MOACOJHEYHOI0, TaIbMOBOIO U PAriCoOBOT0) C
METWJIOBBIM CIHPTOM B MPUCYTCTBUU WIEJIOYHOTO KaTajauzaTopa — THUAPOKCHIA
HaTpHsl.

JIJ1s1 5TOr0 B CTEKISAHHBIA XUMUYECKHUM cTakaH rmoMermand 300 M METHIIOBOTO
CUpTa W MpU NOCTOSIHHOM mnepmerienBanuu no6aBmsimu 1 r NaOH. Cwmech
MEepEeMENIMBAIN C TOMOIIBI0 MATHUTHOM MEMIAIKU 10 MOJHOTO pactBopeHus NaOH.
B TepMOCTOMKOM XHMHYECKOM CTEKJISIHHOM cTakaHe HarpeBamu 500 T
COOTBETCTBYIOIIEro Macina a0 TemMmeparypel 60°C. Ilocine 3Toro pactBopsl
CMEIIMBAJIM B CTAKaHE Ha MEIIAJIKEe U MPOBOAWIN PEAKIUIO Mepe3TepuuKauu npu
temneparype 60°C B TeueHue 4 4acoB NpH MOCTOSIHHOM NepeMemnBanuu. [Ipu atom
MPOUCXOJIUII0  OOpa3oBaHME COOTBETCTBYIIMX MeETHIOBBIX 3¢upoB. I[locne
MPOBEACHUS PEAKIMHA CMECh OXJIAXJIald A0 KOMHATHOW TEMIEPATyphl U pa3aeisuind
oOpa3oBaBiiuecs: (pa3bl rIUIEPUHA U METHIOBBIX 3(UPOB B JEIUTEILHON BOPOHKE.
Hwxnrioro a3y riuiepuna oTopackiBaig, a BepxHiow npomeiBaiu 0,1 M pactBopom
COJISTHOM KUCIIOTHI U JUCTHUJUIMPOBAHHOW BOAOU J0 TE€X MOP, MOKA ITPOMBIBHE BOJIBI HE
CTAaHOBWJIUCH Mpo3padHbIMU. [lociae 3Toro cMech METUIIOBBIX 3(QUPOB MEPEHOCHIH B
TEPMOCTOMKHUI CTAKaH U HArPEBAJIM HA IUIUTKE C MOCTOSIHHBIM NEPEMEIIMBAHUEM MPU
temneparype 80°C mis yaaneHds CIEI0B METAHOJIA, MOCJIE YEero CyluiId Hal
MonekysipabiMu cutamu (Type 3A, SAFC) nnist ynanenust ocTaTOUHOU BOJIBI.

JInst ycTaHOBJIEHUS OCHOBHOTI'O COCTaBa MOJIYYEHHOIO MPOAYKTa 1 MKI mpoObl

Beoawin B 'XMC [135]. YcnoBust nerektupoBaHus: KojioHKa — stabilvaks (30 m x
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0,32 mM), Temmeparypa umkektopa 250°C, HeTeKTOp — Macc CIEKTPOMETp, Ta3
HOCHUTENIb — TEIUH, CKOPOCTh raza Hocutens — 1,55 mul/MuUH. YCTaHOBIEHO, YTO
MOJIYYEHHBIA TPOAYKT MPEICTaBISIET COOOM CMECh METUJIOBBIX 3(UPOB KUPHBIX
kucinotr (Puc. 1-3). CBoOoaHbie >KUpHBIE KHUCIOTHI OOHApY>KEHbI HE ObLIH,
CJeIoBaTeIbHO, peakuus mnepesTepudukanuu ObuUia npoBeneHa 3>QPexkTuBHO, a
MOJTyYCHHbIE BEIIECTBA SBISAIOTCA OCHOBHBIMM KOMIIOHEHTaMU OWUOU3EIHHOTO

TOIIIINBA.

\ ) §! ) !QJ.J.“ - " AR
3 U R B T30 36 M

Puc. 1. XpomaTorpaMmma cMeCH METHJIOBBIX 3(PUPOB KUPHBIX KUCIOT, MOTYYEHHBIX
M0 peakuu nepe’TepuduKkanuu naabMoBoro Macina (1 — TaTpagekaHoBas KuciaoTa, 2 —
9-rexcajaelieHoBas KHUCJIOTa, 3 — TeKcajekaHoBoW kuciaora, 4 — 14,17-
OKTAQJICKaJIMEHOBAs  KUCJIOTa, S — MaprapuHoBas kuciora, 6 — 9,12-
OKTAJICKAIMEHOBAsT KHUCJIOTa, 7 — CTEApPUHOBAsl KHUCIOTa, 8 — muc-11-3iiko3eHoBas

KHCJI0Ta, 9 — 9KO3€HOBAs KUCJIO0TA).
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Puc. 2. XpomaTorpaMmma cMeCH METHJIOBBIX 3(PUPOB KUPHBIX KHUCIOT, MOTYYEHHBIX
10 peakum TepedTepuduKaly parncoBoro macia (1 — moaexaHoBas KHCIOTa, 2 —
TATpaJICKaHOBas KHCIIOTa, 3 — JIOKO3aHOBAasl KUCJIOTa, 4 — JOKO3aHOBAsl KUCIOTa, 5 —
9-rekcazerieHOBasI KUCJIOTa, 6 — reKcaJeKaHoBast KUCIOTa, /7 — 6-OKTajelleHoBas, 8 —

1uc-11-31Ko3eHoBast KUCIO0Ta, 9 — 3UKO3€HOBAsI KUCIIOTA).

5 7 T T Tt T T e T T T T T T T 30 T T T T 36 wun

Puc. 3. XpomaTorpamma cMeCH METHJIOBBIX 3(PUPOB KUPHBIX KUCIOT, MOTYUYEHHBIX
10 peaKkuu nepesTepuuKauy moACOTHEYHOro Macia (1 — TaTpajgexkaHoBas KUCIOTa,
2 — TIIeHTaJeKaHoBas Kuciaora, 3 — 9, 12-rexcagemeHoBasg Kwuciora, 4 — 9-
rekcajelieHoBasg KHUCJIoTa, 5 — 9-rekcajerieHoBas KHCIIOTa, 6 — TeKcaJeKaHOBas
KHUCJIOTa, 7 — 2-OKTaAeKaJueHoBasi KUCJIO0Ta, § — CT€apuHOBAs KUciaoTa, 9 — muc-11-

AMUKO3€HOBAsI KUCJIOTA).
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2.4. IlpuroroBnenue Onoau3enbHOro Torinuea B20
[TonyueHHy0 cMeCh METUIIOBBIX 3(UPOB Pa30aABISIN AU3EIbHBIM TOILIMBOM
('OCT P 52368-2005, copt/l) B cooTHomieHHMH 1:4 118 MPUTOTOBICHUS
ouonuzenpHoro TtomuBa B 20, kotopoe sBisieTcss Haubojee HCMOIb3yeMbIM

6I/IOI[I/13€J'H)HBIM TOIIIINBOM.

2.5. [IpuroToBneHue MOAEIBHBIX 00Pa3lOB COCTaBa OMOAN3EIBLHOIO TOILIMBA

Jlns mpuroToBieHUsT MOJIENbHBIX 00pa3ioB coaepxanus Al u Fe ¢ maccoBoit
moiier snemeHToB 10 m 20 MI/Kr COOTBETCTBEHHO 12,2 Mr 2-3THITEKCcaHaTa
amoMuHMSA U 33,3 Mr 2-3TUIITEKCaHATa KeJie3a PACTBOPSIIA B S MJI O-KCUJIOJA, MOCIIe
yero J00aBIILIIM TaKO€ KOJIMYECTBO OmoauselbHoro tomimBa B20, 4yTtoOnl Macca
pacTtBopa coctaBuia 100 r.

Jlns mpuroToBlieHUsT MOJENBHBIX 00pa3loB cojepxkanus Si u P ¢ maccoBoit
mojieir  snemeHToB 20 MI/Kr 5 Mr  TOJHMAUMETHICHIOKcaHa u 16,6 wmr
Tpudenmndpochrna pacTBOpSIU B 5 M O-KCHIIOJA, MOCJIE Yero J0O0aBISUIM TaKoOe
KOJIMYEeCTBO OMoau3eabpHoro Tomiuba B20, utoosr macca pactBopa coctaBuia 100 r.

JInst mpUroTOBIIEHHS MOJCIIBHBIX 00Pa31I0B COJEPKaHUsI METAaHOJIa U STAHOJA C
MaccoBoi gojiei cuptoB 10 I/Kr 1 © METHUIIOBOTO MK 3THUJIOBOTO CIIUPTA TTOMEIIAIN
B MOJIMMEPHBIN (DJIaKOH, TOCJE Yero A00aBIIsUIM TaKO€ KOJIUYECTBO OUOU3EIHHOTO
toruBa B20, uToOb1 Macca pactBopa coctaBmia 100 T.

JIns TpUrOTOBJIEHUST MOJIENBHBIX OOpa3l0B COJEpXKaHUS TIHIEpUHA C
MaccoBoit goneit 1 r/kr 0,1 r rauuepuHa momeniaiv B TMOJUMEPHBIA (PIIaKoH,
pacTBOpsid B 1 MJI ATUJIOBOTO CIHUPTA, MOCJHE Yero A0OaBISUIM TaKoe KOJIUYECTBO

ouonuzensHoro toruea B20, uToosl Macca pactBopa coctaBuia 100 T.
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I'nasa 3. llukiauyeckuil MH)KEKHUOHHbII MHOTOKOMIIOHEHTHBII
CHEeKTPO(POTOMETPUYECKUI AaHAIU3 OMOAU3eJIbHBIX TOIJIUB C IPUMEHEHHEM
MeTO0/1a MHOKeCTBEHHOM JIMHEHHOM perpeccun

N3HavyanbHO, METOAOJIOTHSl MPOTOYHOrO aHajau3a Oblla MPEeUMYIIECTBEHHO
OpPUEHTHPOBaHA HAa OJHOKOMIOHEHTHBIM aHain3. OAHAKO B MPOLECCE PA3BUTHUA
METOJIOJIOTUU MPOTOYHOTO aHAIU3a MOSBUIMCH MOJIXObI, MO3BOJISIIOIINE TPOBOAUTD
ABTOMATH3aLHMI0 MHOTOKOMIIOHEHTHOTO aHanu3a. Ha ceromHsmuuii JOeHb 4
pelieHus MpoOJieMbl peaau3allid  MHOTOKOMIIOHEHTHOTO MPOTOYHOrO aHaliHn3a
MPEIOAKEHO HCIOJb30BATh CHEAYIOMNE MOAXOJBI: Pa3/IeiCHUE W MACKHUPOBAHHUE
[136], B TOM uucie ¢ IpUMEHEHHEM MeMOpaHHBIX MeToAoB [137]; kuHeTHUEeCKue
[138-140]; mynbTuaerexktopubie [141]; conasuu [142] u xemomeTrpuueckue [143].
Crnenyer OTMETUTh, YTO XEMOMETPHUYECKHE MOAXOJbl IIHUPOKO HCHOJIB3YIOTCA B
nocjieAHee BpeMs, B CBS3M C TEM, YTO B ATOM CJIydae HET HEOOXOJUMOCTH B
WCIIOJB30BaHUU CEJIEKTUBHBIX PEAareHTOB, pa3paboTke MYJIbTHKOMMYTAIIMOHHBIX
TUJPABIMYECKUX CXEM, TPUMEHEHHSI MACCUBA CEJIEKTUBHBIX JIETEKTOPOB.

XeMOMeTpHUKa — 3TO “‘CHHTETHYECKas IUCIUILUIMHA, HAXOAIIAsCS Ha CTHIKE
xuMud U MareMatukd. B cootBerctBuum ¢ C. Bommom: «XeMOMeETpHKa pelaet
cCleAyloIMe 3aaud B OO0JACTH XHUMHHU: KaK TMOJYYUTh XUMHUYECKH BaKHYIO
MHQOpMAIIMI0O U3 XUMUYECKUX JaHHBIX, KaK OpraHW30BaTh M MPEJICTaBUTh 3Ty
nH(pOpMAIINIO, U KaK MOJYyUYUTh JaHHBIE, COJEPKAIIYI0 TaKyto nHopManuioy» [144].

B mHacrosmee BpemMs B NPOTOYHOM aAHAIN3€ MPUMEHSIOT BCEBO3MOXXHBIE
XEMOMETPUYECKUE METOAbl, HAIPABICHHBIE HA BBIITOJHEHUE JBYX OCHOBHBIX
AQHAJTUTUYECKUX 3a/lady: KOJWYECTBEHHBIM aHanmu3 [145] u BbIOOp ONTUMANBHBIX
yciaoBui aHanuza [146]. Kaxnomy HampaBlI€HUIO YyNEJIEHO OOJIbIIOE 3HAYEHUE U
MOCBSIIIEHO OrPOMHOE 4YHUCIO cTaTed. B maHHOM paszpene aucceprauuu OyaeT
YIEIEHO BHUMAHUE XEMOMETPUUYECKUM METOAaM B OTHOIIIEHUH
MHOTOKOMITIOHEHTHOTO IPOTOYHOTO CIIEKTPOPOTOMETPUUECKOTO aHAIN3A.

Korna cnekTpbl MmOTrJomeHUs aHATUTUYECKUX (OPM NEpeKphIBAIOTCA IS
MHOTOKOMITIOHEHTHOTO aHaju3a HUCIOJb3YIOT HA0Op TpaJyUpOBOYHBIX PACTBOPOB C

COACPIKAHUCM BCCX AHAJIMTOB B PA3IMYHOM COOTHOIIICHHM. HpI/I AdHaJIu3¢ JOTHUX
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pPacTBOpPOB TMPOUCXOAUT PETUCTPALMS AHAIUTHYECKOTO CHTHalIa B (opme —
3aBUCUMOCTh OINTHUYECKOW IJIOTHOCTU OT JJIMHHBI BOJHBI TpPU (PUKCUPOBAHHOM
BpEMEHHU. 3aTeM IyTeM Olepauuil JUHEHHON anreOpbl BHIYUCISAIOT KOA(DPUIUESHTH
MPOTOPIIMOHAIBHOCTH MEXKAY ONTUYECKUMU IUIOTHOCTSMH M KOHIUEHTPALUSIMU
aHAJTUTOB M  TMOJY4YalOT MaTpully Kod3(PPUIHMEHTOB MPOMOPIUOHATHHOCTH.
Hanbonpiiee pacnpocTpaHeHre B MNPOTOYHOM aHANM3E MOMYYWJIH CIEAYIOLre
XEMOMETPUYECKUE METOJbl: MpOoeKIus Ha yareHTHele cTpykTypsl (ILJIC) [147],
MHOXECTBeHHass JuHelHass perpeccus (MJIP) [148], perpeccuss Ha TIJ1aBHbIE
komnoHeHThl (PT'K) [149] u uckyccrBennas neitponnas cets (MHC) [150].

Meton MHOXECTBEHHON JUHEWHOUW perpeccuu siBisieTcss 3G (HEKTUBHBIM
METOJIOM XEMOMETPHUKHU, KOTOPBhIM HE TpeOyeT CIOXKHOI0 MAaTeMaTUYeCKOro
annapara. MJIP mmpoko uCHoIb3yeTCs B KOJIMYECTBEHHOM CIIEKTPAJIbHOM aHAJN3E B
CUJIy TOTO, YTO OH YJOBJIETBOPUTEIHHO MOAXOAUT JJIS MPEICTABICHUS MOTYyYaeMbIX
CHEKTPAJIbHBIX U KOHIIEHTPAIMOHHBIX JTaHHBIX B BUJE MAaTeMaTHYECKUX MATPUUHBIX
MoJiesie (MPOCThIX TaOJUIl), KOTOPhIE B JaJIbHEHIIIEM 00padaThIBalOTCS 0a30BBIMU
METOIaMU JIMHEHOM anreopsl [151].

Hns  pemeHus  mpoOjieMbl — aBTOMATHU3alldd  MHOTOKOMIIOHEHTHOTO
CHEKTPO(POTOMETPUUECKOTO aHaiu3a OHOJM3EIBHOTO TOIUIMBA B paMKax JdaHHOMN
paboThl ObLT pa3paboTaH HOBBIH KOMOWHHUPOBAHHBIM MPOTOYHBIA  METO,
OCHOBAaHHBIM Ha COYETAHWU MPUHIUIIOB ITUKINYECKOTO WHXKEKIIMOHHOTO aHalin3a
(IIMA) u meToma MHOXKECTBEHHOUW nuHEHHOM perpeccuu. [lepBoiii oOecreunBaeT
HauOONBIIYI0 YYyBCTBUTEIBHOCTh MPU aBTOMATHU3ALUHU CHEKTPOPOTOMETPUUECKOTO
aHaJIn3a 10 CPABHEHUIO C HEPABHOBECHBIMHM NMPOTOYHBIMU MeToAaMu [152], Tak kak
npu peanuzanuu [{UA yctpansieTcs nucnepcus 30H Npood B THAPABINYECKUX Tpaccax
[153] u obecrieunBaeTCs MOJTHOTA MPOTEKAHUS aHATUTUYECKUX peakiuid. KoHmenus
WA npeamnosiaraeT COBOKYMHOCTh IOCJIEIOBATENbHBIX IHMKJIOB, B CBOIO OuYepe/lb
BKJIIOYAIOIINX OMNPEEICHHYI0 TMOCIEA0BAaTEIbHOCTh omepanuii (ctaguit). OTu
CTaguu: omobop nopyuu npobsvl (KUIAKOCTh WU Ta3); npobOnoo2omosky,
BKJIIOYAIONIYIO MPU HEOOXOJUMOCTH BBIJIEICHUE U KOHIICHTPUPOBAHUE, KOHBEPCUIO

aHajauTa B YJOOHYIO JIJIsl ONpENETECHUsS] XUMUYECKYI0 (pOpMY WM PACTBOPEHUE MPU
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aHanmu3e TBepao(da3HeIX TIPo0; Oobasnenue K pacmeopy npoodvl pacmeopos
peazenmos; nepemewiusanie pacmeopos 10 yCTAaHOBIICHHUS PaBHOBECHUSI B CUCTEME;
mepmocmamuposanue  (Ipu  HEOOXOJIUMOCTH),  nay3y  JJsl  JOCTHXKEHUS
MaKCUMAJIbHOTO 3HAYEHHSl AHAJUTUYECKOro CurHaia (mpu HEoOXOAUMOCTH) U
usmepenue ananumuyeckoz2o cuenana [154]. JInda mepeMmemmBaHus pacTBOPOB B
CIelIMaJbHOW cMecuTenbHOM eMkocth B [[MA mpenmaraercss HCHONIb30BaTh
06ap0O0Tax MTHEPTHBIM O OTHOILIEHHIO K KOMIIOHEHTaM PEaKIMOHHOW CMECU ra3oM, B
npocTeieM ciaydae aTMochepHbIM BO3AyXoM. OJTHOBPEMEHHO C MEpPEeMEITUBAHUEM
npu aHanuze KujakodasHelx [155] m TBepmodaszueix [156] mpobd 3TO pemiaet
npoOjieMy KUJKOCTHO-aOCOPOLIMOHHOTO BBIJICJICHUS AHAJIWTOB MPHU  aHAIINU3E
razoo0pasHbix cpen [157].

Cxema ananuza B ycioBusx [[MA BkitodaeT Tpu OCHOBHBIX IMKIIA: BO-
MEPBbIX, MU3MEPEHUE AHAIUTHYECKUX CHUTHAJIOB, COOTBETCTBYIOIIMX COJECPKAHUIO
aHAJUTOB B CTaHAAPTHBIX PAcTBOpPaX (YUK 2padyuposKu anaiuzamopa); BO-BTOPbIX,
M3MEPEHUE AHAIUTUYECKOTO CUTHAJA, COOTBETCTBYIOIIETO COACPKAHUIO aHAIUTA B
npobe aHanmu3upyemou cpenwsl (yuxn awanuza npobvl); B-TPETbUX, U3MEPEHUE
AHAJIUTUYECKOTO CHUTHAJIa MPU OTCYTCTBUU aHAJIUTa B PACTBOPE (YUK uUMepeHusl
@onosozo cucnana). [IoMMMO 3TUX OCHOBHBIX IIUKJIOB B CXEMY aHajiM3a BKJIIOYAETCS
JOTIOJIHUTENIbHBIM IIUKJI TPOMBIBKA KOMMYHHUKAIUM THAPABINYECKON CXEMbl (YUKl
npoMbleKU), KOTOPBIM MOXKET OOBEAMHSATHCA C LHUKIOM H3MEPEeHUsS (POHOBOIO
curHana. [lpu 3TOM KaXIblil M3 IIUKIOB MOXET MHOTOKPATHO IOBTOPSTHCS B
3aBUCHUMOCTH OT OCOOEHHOCTEH aBTOMATU3UPYEeMOW METOAMKH aHajiu3a |
TpeOOBaHUM K TMOTPEHIHOCTSM pe3yiabTaroB. [lpu >TOM NOPSNOK LHUKIOB B
JIOCTATOYHOU CTETICHU MTPOU3BOJICH U MOXKET U3MEHSTHCS T10 KEJTaHUI0 oleparopa.

Panee Oblmu mokaszaHbl BO3MOKHOCTH [IWA 1711 0 THOKOMIIOHEHTHOT'O aHalIn3a
pa3nuyHbIX 00BEeKTOB aHanmu3a [158-160], a Tak ke Oblna peann3oBaHa HJES
MHOTOKOMIIOHEHTHOTO IMKJIWYECKOTO WHXXEKIIMOHHOTO aHajlih3a Ha MPUHIUIIAX
MYJbTHKOMMYTAallHOHHOTO noaxo/a [161]. beuio nmokazaHo, 4TO BKIFOYEHHE B CXEMY
[HMA  HecKONbKMX  CMECUTENbHBIX  KamMep  OO0EeCleYMBAeT  BO3MOXKHOCTh

mapauiCJabHOro IMIpoOBCACHHA HCCKOJBKHX XPOMOI'CHHBIX peaKHHﬁ. Coueranue
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MYJIbTUKOMMYTAIMOHHOTO MOJX0/Ia C METOJIaMH XEMOMETPUKH MOKET 00eCleurnBaTh
OoJiblllee KOJMMYECTBO OMNpEACISIEMbIX AHAJUTOB MO CpPAaBHEHHUIO C paHee
MPEUIOKEHHBIM MYJIbTUKOMMYTalMOHHBIM [[VIA u HepaBHOBECHBIMU MPOTOYHBIMU
METOJIlaMHU, HO 7Ta ujesl He OblIa peau30BaHa paHee.

Bo3moxHocTh  koMmOuHupoBanus npuHiunoB [HMA u MJIP Obina
MOATBEPKIACHA HAMU BIIEPBbIE B aBTOMATHU3UPOBAHHBIX CIEKTPOPOTOMETPUUECKUX
MeToAMKax ompeaencHus Qocdopa, KpeMHHS, >Kele3a, aTIOMHUHUS, KadblUs WU
MarHusi B OwoauzenbHoM ToruiuBe. HoBomy pemieHuio B 00JacTH OPOTOYHOTO

daHaJIn3a IIOCBAIICHA JaHHAaA IrjiaBa.

Onpeodenenue anromMunus, dxcenesd, KpemHus u gocgopa
ATIOMUHUI H KEJNe30 ONMPENeNsid MO BBICOKOYYBCTBHTEIBHBIM PEAKITUSM

oOpazoBaHus ux KomIuiekcoB ¢ xpomazypoisiom C (XC) [162]:

(T 23

3+ C =0 =0
M+ - { —_— \ N
NaOO,S ( IQ COONa ”() \ ( lli/ ( ()()/-—My

NaOOC | CHs 00C

OH \ ()H /X

M=Al, Fe

Jns  onpenenenuss kpemHuss u ¢dochopa ObUIM BBIOPAHBI U3BECTHHIE
XpPOMOTEHHBIE pEaKIMu O00pa30BaHUSI BOCCTAHOBIECHHBIX MOJIUOJOKPEMHUEMBIX
(BOMKK) u monmubnodochopubix (BOMDK) rerepononukucior [163].

Ha puc. 1 mpencraBiieHbl  CHEKTPhl  MOIJIOHMIEHUSI  OMpPEEIsEMbIX
aHaTuTU4YECKUX GOpM, U3 KOTOPOTO BUIHO, YTO CHEKTPhI KoMiuiekoB amtomunus (111)
n xkeneza (III) ¢ xpomazyporom C U CHEKTphl BOCTAaHOBIEHHBIX (opMm
MonuoaodochopHolt M MOTUOJOKPEMHHUEBOW  T'e€TEPEMOJUKUCIOT  MOMapHO

IMCPCKPBIBAIOTCA. B 9TOM ciy4dac CTaHOBHUTCA HCBO3MOXKHBIM IpsaMoc
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CHeKTpO(l)OTOMCTpI/I‘-ICCKoe OIIpCACICHNC HWHIAWBUAYAJIbHBIX KOMIIOHCHTOB. Ota

npobisiema B ycnoBusix [IA Obuia pemiena ¢ nomonisio metoaa MJIP.
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Puc. 1. Cnextpsl nornomenusi: 1 — Xpomazypona C; 2, 3 — kommuiekcoB Al (I11) u Fe

(I11) ¢ xpomazyponom C; 4 - BOM®K; 5 - BOMKK.

Peakuun oOpaszoBanust kommiekcoB XC c¢ Al (III) u Fe (III) saBastorcs
KMHETUYECKH 3aMEJICHHBIMHM, MO3TOMY OBUIO H3YYEHO BIUSHHE TEMIIEpPaTyphl,
BpeMeHHU UM KoHIeHTpanuu XC Ha UX NPOTEKAaHUE B Cpeje alleTaTHOro OydepHOoro
pactBopa (pH=5) B ycnoBusix [IUA. Aueratusiii 6yddepnsiii pacTBop OblI BHIOpaH
WUCXOJs W3 JUTEpPaTypHbIX AaHHbIX [164], Tak Kak aneraT-uoOHbl HE OKa3bIBAIOT
MEIAIMIETO BIUSHUS HA 00pa30BaHUE U YCTOWUHUBOCTH MOIYy4aeMbIX KOMIUJIEKCOB, a
pH=5 obGecneunBaeT ontumanbHe yciaoBus st oopazoBanus komiekcoB Al (II) u
Fe (III) ¢ XC.

Jlns onpeAenHusl ONTUMAIBHOM KOHIIEHTpaluK ()OTOMETPUUYECKOTO peareHTa ¢

MOMOIIBI0 TEepUcTaIbTUYeckoro Hacoca (1) (puc. 2) B TepMOCTaTUPYEMYIO
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cMecurenbHyo kamepy (6) (60°C) mocnenosarenbHo nogaBaiu 0,1 min 0,05 MM
pactBopa amomuuus (III) wmm 0,1 ma 0,05 MM pactBopa xenesa (III), 0,4 mn
pactBopa XC B ameratHoM OydepHom pactBope (pH=5). Konmentpamuio XC
m3MeHsuim B auamnazone ot 0,025 mo 0,3 MM. PactBopbl mepeMenuBaiu MOTOKOM
atMocepHoro Bo3ayxa B TeudeHue 300 c. OnTuyeckue IMIOTHOCTH PACTBOPOB
U3MEPSUIU B YCIOBUSIX OCTAHOBJIEHHOTO nmoToka npu 530 u 560 um s xenesa (111) u
amomuHust (III) coorBercTBeHHO. M3 MONyYeHHBIX pe3yabTaToB (puc. 3) clenyer,
yto nis onpenenenus amomunus (111) u xxenesa (III) ontumansHa koHneHTparus XC
0,1 mM. Jlns onHoBpemeHHorO onpeneneHus nonos amtomunust (III) u xenesa (11I)
BbIOpaHa MakcuMmaibHas KOHLEHTpauus peareHta — 0,2 MM, obOecneuyuBaromnias
OJIHOBpEMEHHOE 00pa30BaHUE KOMILJIEKCOB AHAJIIMTOB C PEAareHTOM B COOTHOIIICHUU

1:2.

mr——mmmmm————— I
I c CmecutenbHan
; I mecuTenbHan kamepa 7 I
AckopbunHoBsas I Kamepa 6 1
Kncnota I
1
I 1
1
I Tepmocrar I
1
H,MoO,
Bo3ayx
MepucTanbTUYecKnin

ArSe g
H,SO, i.‘ H,C,0, i.“.‘.’ —

MepucTanbTUYECKUi
Hacoc 4

Jetektop 5

Xpomasypon C

Puc 2. Cxema UKINYECKOTO WHKEKIITMOHHOTO CIIEKTPO(MOTOMETPHUUECKOTO

ompeaenaeHus kKpemuus, ¢pocdopa, xxene3a u aATFOMUHUS B OMOAU3EILHOM TOIUIUBE.
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Puc. 3. 3aBUCHUMOCTh ONITHYECKOM MIIOTHOCTH pacTBopa komruiekcoB Al (I11)-

XC u Fe (III)-XC ot konuentpauuu XC (Cp1 = 0,05 MM, CFe = 0,05 MM, pH=5).

Jlns  ompenenHusT ONTUMAJIbHBIX 3HAYCHHUM TeMIlepaTypbl U BpPEMEHU
MPOBEJICHUS] AHAIUTUYECKUX peakiuil cmech aHanmutoB U XC TepMoCTaTUpOBaIach
MpU MEpPEMENTMBAHUH MOTOKOM BO3/yXa B CMECUTEIBLHON KaMepe MpHu TeMIepaTypax
ot 30 go 60 °C, mpu 3ToM BpeMs u3MeHsM oT 5 1o 20 mMuHyT. M3 mosmy4yeHHBIX
JTaHHBIX (puc. 4) MOXHO CJieJaTh BBIBOJ O TOM, YTO TEPMOCTAaTUPOBAHUE CMECH B
teuenne 4 mud npu 60°C oOecreyMBaeT 3aBeplIEHUE IPOTEKAHUS AHATUTHYECKUX
peakiuit kak ana Al(IID), tak u g Fe(Ill). IlonmyueHHble naHHBIE MOATBEPIUIN
CTEXHOMETPUIO PEAKIMU alroMUHUS W xkene3a [164] ¢ xpomasyposom C. Ham
yJal10Ch COKpaTUTh BpeMsi oOpa3oBaHUs AHAIMTHYECKUX (OpPM MpakTUdyecku B 4
paza. Panee B nuteparype cooOIIaJoCh O BpEeMEHU peakuuu — 15 MuH mpu
HOPMAJIBHBIX yCIIOBUSX [164].

Jns  cnektpodoToMeTpuueckoro omnpeaeneHus ¢ochopa U KpeMHHUS Ha
npuHuunax MIJIP HyxHO OBUIO HaWTH YCIOBHS, MPU KOTOPHIX HPOUCXOIUT

oaHoBpeMmeHHOe oOpazoBanusi BOMKK u BOM®K.

53



>
o
o
o1

é 0.7 é 0 N ~
E 0.6 = - E ' - -
© 0.5 204
= = ==30°
= oy = 30°C
5 O %0.3 “W=40°C
5 03 40°C S 50°C
o , : 20.2 o
Z 0.2 gd ==50°C = =¢60°C
[ =
= < =0.1
S 01 60°C s

0 0

0 5 10 15 20 0 5 10 15 20
Bpewms, mun Bpewms, mun

Puc. 4. 3aBucumocTth onTHUUecKol MI0THOCTH pacTBopa komruiekcoB Al (I1T) (A) u
Fe (III) (B) c xpomazyposiom C OT TemmnepaTypbl U BpeMEHU TEPMOCTATUPOBAHUS
(CAa1= 0,05 MM, CFe = 0,05 MM, Cxc = 0,1 MM, pH=5).

B nmepByto ouepenb BHUMaHHE ObLIO YIEIEHO M3YUYEHUIO BIIUSHUS
KHUCJIOTHOCTH pacTBopa Ha oOpa3zoBanue BOMKK u BOMOK, Ttak kak
MPEJICTABJICHHBIE B JUTEpAaType AaHHble oTiamyaroTca [163,165]. Konuenrpanusa
Monu6aat-uonoB (0,2 M) u ackop6bunoBoit kuciotsl (0,05 M) Obuin BeIOpaHbI Ha
OCHOBAHUWU JINTEPATYPHBIX TaHHBIX [166].

B Tepmoctatupyemoit npu 60°C cmecurenbHo kamepe (7) ¢ MOMOIIbBIO
nepucTaabTuueckoro Hacoca (3) mociemoBarenpHO cmemuBamu 0,1 ma 0,08 MM
pactBopa ¢ocdar- unu cuaukat-uoHon, 0,3 mi pactBopa cepHoil KucioThl, 0,1 M
0,2 M pactBopa MonuOaara ammonus u 0,1 mu 0,05 M pactBopa ackopOMHOBOI
kuciothl. [Ipu 3tom konuenrpanuto H,SO, B cMelaHHOM pacTBOpe M3MEHSIIA OT
0,01 no 0,06 M. Ilocne mepeMemuBaHus u TepmoctarupoBanus (5 muu/60°C)
pacTBOp HAaIpaB/IsUIM B KIOBETY OINTOBOJOKOHHOTO CHEKTPOMETpa W U3MEPsIIn
ONTUYECKYI0 TIOTHOCTH Mpu 870 HM. Kak BUJIHO M3 MOJTYyYEHHBIX JAHHBIX (pHUC. S)
IpU  YBEJIMYEHUM  KOHIEHTpPAllUU CEPHOM  KHUCIOTHl  HAOMIOJAIOTCS  JiBa
MPOTUBOMOJIOKHBIX 3((deKTa — onTtuueckue IIoTHOCTH pactBopoB BOMKK wu
BOM®K yMeHBpIIAIOTCS W YBEIWYUBAIOTCS COOTBETCTBEHHO. ISl HalbHEWUIINX
uccinenoBaHuil Oblla BbIOpaHa KOHLEHTpanus cepHoil kuciotel — 0,03 M, mpu

KOTOPOU HaOIIOAaeTCs OJUHAKOBOE CBETOIMOTIIONIEHHE IBYX aHATUTUYECKUX (POPM.
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Puc. 5. 3aBucumocts ontudeckoi miaoTHOCTH pacTBOpoB BOMKK (1) u BOMO®K (2)
or konuentpaiyu H,SO4 (Cros”=0,08MM; Csios” =0,08MM; Chomerar=0,2 M;
CaCK.K-Ta:0905 M)'

OnHako B 3TUX YCJIOBUSIX MPOUCXOJUT BOCCTAHOBJIEHUE MOJIUOJAT-UOHOB C
o0pa3oBaHHWEM OKpAIIEHHOTO pacTBOpa  HM30MOJIUMOJNOIAT-UOHOB, KOTOPBII
OKa3blBa€T MeEIIAloIlee BIMsSHUE Ha onpeaeneHue ¢ochopa U KpeMHUS
(yBenuuuBaeTcst (OHOBBIM curHam). s pa3pyiieHus U30MO0IUMOJIe01aT-HOHOB B
dboToMeTpupyeMBIii  pacTBOp BBOAWIM IIaBEJIEBYIO KWUIOTy. Jliusg »3Toro B
cMecurenbHoi kamepe cmemuBanu 0,1 M 0,08 MM pactBopa gocdar- unu cunukar-
noHos, 0,2 mia 0,08 M cepnoit kucnotsl, 0,1 M 0,2 M monmubaata ammonus, 0,2 mi
maBenieBoit kuciotsl U 0,1 mi 0,05 M pactBopa ackopOuHOoBOM KuciOTHL. [Ipu sToM
KOHIICHTPAILMIO IIaBEJIEBOM KHUCJIOTHI B KOHEYHOM pacTBope m3MeHsui ot 0,005 mo
0,05 M. Kak BuJHO W3 MOJYYE€HX AAHHBIX (puUcC. 6) MpU KOHIIEHTpAIMU OKcajaT-
noHoB 0,01 M nabnrogaeTcss MPaKTUYECKHU MOJIHOE pa3pylIeHHUE HU30MOJIUMOJINOIAT-

HOHOB.
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Puc. 6. 3aBucumocts ontrudeckoi mioTHocTH pactBopoB BOM®K (1); BOMKK (2)
1 X0JIOCTOM TTp0oOBI (3) OT KOHIICHTPALIMH IIIaBEIEBOM KUCIOTHI (CP043’=0,08MM;

CSiO32-:OaO8MM; CMonHGuaT:Oaz Ma CaCK.K-Tazoaos M)

BaxkHpiM 3TamoM XUMHUYECKOTO aHajau3a SBIsETCS MPOOOMOATOTOBKA.
D¢ deKTUBHBIM METOIOM MPOOOMOTOTOBKH SIBJSIETCSI MUKPOBOJIHOBOE Pa3I0KEHUE,
KOTOPO€ MO3BOJSIET CYIIECTBEHHO COKPATUTH JJIUTEIBHOCTh 3TOW CTAUM aHAIM3a.
ITocne pasnoxeHus npod B MHUKPOBOJIHOBOM TOJie coOJieBOM (GOH 00yCIOBIEH
COCTaBOM 00pa3llOB U UCMOJb3yeMO#l peakioHHOW cmecu [167], mo3atomy ocoboe
BHUMAaHUE CIEAyeT YIEIsATh COCTaBYy MOCJIENHEH i 00ecredeHUs ONTUMAJIbHBIX
YCJIOBHI MOCHEAYIOIIEr0 00pa30BaHUs aHATUTHYECKUX (POpM.

Jns onTUMHU3alMKM  YCIOBUU MNPOOOMOATOTOBKH HKCIOIB30BAIM MOJEIbHbIE
00pa3ipl cocTaBa OMOIU3ETBHOTO TOILUIMBA C MACcCOBOM mojei 3ymemMeHTOB 20 Mr/Kr
1uist KpeMHus, pocdopa u xene3a u 10 MK/KT 171 alTFOMUAHUSL.

1 r OWOaM3eNbHOTO TOIUIMBA TMOMEINATM B KOHTEMHEP Il Pa3iIoKEeHUS,
no6aBmsu oT 5 10 10 M 10 M a3oTHoi kuciaoTel U 1 unu 2 M 9 M nmepokcuaa

BoJiopoaa. BeIOOp MMEHHO TaKOW PeaKIIMOHHON CMECH IS pa3joKeHUsI mpoObl ObLT
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BbIOpaH Ha OCHOBAaHUU JIUTEPATYpHBIX JAHHBIX O Pa3JI0KeHUU O0OpasIoB
OMOIM3ETBLHOIO TOIUJIMBA MPU OMPEACICHUN Pa3IUYHbIX 3JIeMeHTOB [56]. OOpa3iibl

ObUTM MUHEpaIu30BaHbl B MUKpoBOIHOBOM neun (ETHOS 1) cornacuo ciegyromemy

AJNTOPUTMY:
IIIar MOIIHOCTB, Bpewms, JlaBneHue,
Bt MUH MIla
1 400 5 0,5
2 400 5 1
3 400 25 15

[Tocne pa3noxkeHus KOHTEUHEPHI C MPOOOI OCTyX alu, MOTyYeHHbIE PACTBOPHI
HEUTpaTU30BBIBATIM pacTBOpoM ammuaka (1:1), mepeHocunanm B MepHBIE KOOI
BMECTUMOCThIO 10 MJI U JOBOAWIM OOBEM pacTBOpA 0 METKH JUCTUWILIUPOBAHHOU
Bosiou. [Tociie 3Toro noaydeHHble pacTBOPHI aHaIu3upoBanu merogom LIA.

N3 npeacTaBlieHHBIX HA pUC. 7 JAHHBIX MOXHO CAENaTh BBIBOJ, YTO JJIS
onpenenenust pochopa, KpeMHHUS U Kelle3a ONTUMAIIbHBIM COCTAaB PEAKIIMOHHOM
cmecu — 7 mu1 10 M HNOs u 1 mn 9 M H,0,, a 11 onpeneneHus amiOMUHAS — 7 MIT
10 M HNOs; u 1 ma 9 M H;0,. [na manpHeWmuX HcclenoBaHWM OblIa BhIOpaHa
yHuduiupoBannass cmecb 7 mu 10 M HNO; uw 1 mn 9 M H,0,, kortopas
o0OecrnieurBaeT MepeBoj] BceX POpM aHAIUTOB B PACTBOPUMYIO B BoJie (hOpMY: MOHOB
amomunust (II1) u xeneza (III), merakpemHueBoir u opTOPOCHOPHON KHUCIOT.
[TpoaoKUTENbHOCT, MUHEPATU3AUU — 35 MUH, MOITHOCTh — 400 BT. YMeHbIIeHUE
BPEMEHH MHHEpAIU3alMd MPUBOAWIO K TOIYYEHUIO HEBOCIPOWU3BOIUMBIX
PE3yJIbTATOB MPU ONPEACICHUNA KPEMHMUSL.

Jns ogHOBpemenHoro onpenenenus P, Si, Al u Fe B npuroToBiaeHHbIX BOAHBIX
pacTBOpaxX NPOBOJWIM MHOTOMEPHYIO I'PalyupOBKy ¢ npuMeHenuem MJIP.

B stom cnyuae ¢,=kA,;, rae ¢, — KOHIIEHTpAIusi ONpeaessieMOro KOMIIOHEHTA,
HalJICHHAs] TpPHU ONPEIACICHHOW [JWHHE BOJIHBI, A; — ONTHYECKas IUIOTHOCTH
pacTBopa Mpu 3aJaHHOW JIJIMHE BOJIHBL, a K — KO3 PuIMEeHT TponopruOHaIbHOCTH.

Ecnu ucnoap3oBath n JJINH BOJIH, MOXXHO HAIIMCAaTh N TaKHUX ypaBHeHHﬁ pInIb | K&)I(I[Ofl
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JUIMHHBI BOJIHBI W TpPEACTaBUTh HUX B BUJE Tpex MmaTpul: KoHueHtpamuii (C),

ONTUYECKHUX MIIOTHOCTEN (A) 1 K03 PUIIMEHTOB MponopunoHansHocTH (P).
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Puc. 7. 3aBUCHMOCTH ONTHYECKON ITOTHOCTH PACTBOPOB aHATUTHYECKUX GopM dochopa
(A), xpemuus (b), xxenesa (B) u amromunus (I') ot cocTaBa peakiiuOHHONW CMECH IS

MUHCPAJIN3alNH.
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Cxema peammzanmu MJIP 3axkmouaerca B cienyromeM. llocnemoBatensHo
CHUMAIOT CIIEKTPbl TOIJIOLIEHUS aHAaJUTUYECKUX (OpM aHanuToB. BriOuparor
paboure JIMHBI BOJIH COTJIACHO CHEAYIOIUM KputepusiMm [168]: ontuueckue
IUIOTHOCTH aHAJTMTUYECKUX (POPM JOHKHBI HAXOAMTHCS B IpeAesiax MaKCUMyMa,
OpyU 3TOM OHHM HE JOJOKHBI OBITh PaBHbl W MPONOPLUUOHANBHBI JIPYr JpYTY;
KOJIMYECTBO JUIMH BOJIH, IPU KOTOPBIX U3MEPSIOT ONTHYECKUE IUIOTHOCTH, JOJDKHO
OBITH OOJIBIIE KOJMYECTBA ONPEAEIISIEMbIX KOMIOHEHTOB U B BEIOPAaHHOM JIMAIla30He
JUTMH BOJIH JJOJKHA HAOJII0AAThCs JIMHEMHAs 3aBUCUMOCTh ONTUYECKOM MJIOTHOCTH OT
3aTeMm

KOHLCHTpAllMKM aHAJIMOB. roToBAT CCPpHUIO PACTBOPOB C PpPa3JIUYHBIM

COOTHOIIICHHUECM KOHI_IeHTpaI_[I/Iﬁ OoNpCACIACMBIX KOMIIOHCHTOB. M 3anuceiBarOT

Matpuily KoHieHTpanui (marpuna C):

PactBop Ne 1 | PactBop Ne 2 | ——mmmmmmmee- PactBop Ne k
aHaiur 1 A B | e 7
aHaJIuT 2 y4 Y | e A

N3mepsitoT onTU4ecKre MIOTHOCTA PACTBOPOB MPU BHIOPAHHBIX JUIMHAX BOJIH B

ONITHUMAJIBHBIX ~ YCIOBUAX  OOpa3oBaHUS  aHATUTHYECKUX (GOpM I BCeX
KOMITOHEHTOB. [loTydaroT MaTpuIily onTHYECKUX MIIOTHOCTEH (MaTpuiia A):
PactBop No 1 PactBop No 2 | ———mmmmmemm- PactBop Ne k
Al All Al2 | e A 1k
A2 All Al2 | e A 1k
An Anl An2 | - A nk

BBIUKMCIISIOT MaTpHIly MPOMopHHoHaibHOCTH P mo ¢opmyne P=CA'(AA") u
UCIOJB3YIOT €€ B MalIbHEHIEM [ BBIYMCICHUS KOHIEHTpAlUM aHaJUTOB B
uccneayeMoM pactope o gpopmyie C=PA.

B nutepatype omucaHbl KpUTEpUU BBIOOpA JJIMH BOJIH [JIsi TOCTPOCHHS
MHOTOMEPHOU TpaayupoBku ¢ nomornisio MJIP [168], ogHako HeT oOUUX MpaBuil
BBIOOpA KOJIMYECTBA T'PATyUPOBOUHBIX PACTBOPOB — HEOOXOJUMOE KOJIUYECTBO

rpaayupBO4YHbIX PACTBOPOB JOJDKHO IIPCBBINIATH KOJUYCECTBO OIPCACIACMbBIX
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KOMMOHEHTOB. [Ilpu  3TOM  aBTOpbl  HKCHOJB3YIOT  MPOU3BOJIBHOE  YHCIIO
rpagyupoBOYHBIX pacTBOpoB oT S5 10 30 [169,170].

C nenplo MOMCKa ONTUMAJIBHOTO KOJUIMYECTBA TPaJyUpPOBOUYHBIX PacTBOPOB
OBLIO M3YUYEHO BIMSHUE UX YKCIA Ha MOorpemHocts onpeaenenus P, Si, Al u Fe. [lns
ATOTO MO KaHally MoJaud MpoObl MOJaBalid CMEIIAHHBIE PACTBOPHI AHAIUTOB B
nuanaszone KonneHtpanui ot 0,1 go 1 mr/n nna amomunus (1) u ot 0,2 u no 2 mr/n
st xenesza (I), kpemuus u gocdopa. KomuyecTBo rpagyupoBOUYHBIX PAaCTBOPOB
BapbupoBain OT 3 110 15. Ilocne 3TOoro B COOTBETCTBYIOIIMX CMECUTEIBHBIX KaMepax
MPOBOAWIN AHAIUTUYECKUE PEAKIUH B BBIOPAHBIX ONTUMAIbHBIX YCIOBHUSIX U
PETUCTPUPOBAIM CHEKTPHI MOTJIOMICHHUST aHATUTHYECKUX (OpM B AUANa3oHe JJIUH
BoJiH OT 510 mo 570 um nns amtomunus (I11) u xenesa (II1) u ot 820 no 910 um nns
kpemHus u pocdopa. KoHlieHTpanu u 3Ha4eHUs1 ONTUYECKUX TUIOTHOCTEW 3aHOCUITU
B TaOJIUIIBI, C TOMOIIBI0 KOTOPBIX OBUIM BBIYMCICHBI MATPUIIBI TPOMOPIIUOHATEHOCTH
P. Tlocne sToro Oblia MPUTOTOBIEHA CEPUS PACTBOPOB C JAPYTMMHU 3HAYCHUSIMU
KOHIICHTpAIlMil aHAJIMTOB B BHIOPAHOM JMana3oHe U OHU ObUIM MPOaHATU3UPOBAHBI B
ycioBusix [IMA, KOHIIEHTpaluu aHaJIUTOB PACCUUTHIBAIM C MPUMEHEHUEM
HaWJICHHBIX  MATpPUI] MPOMOPLUHOHAIBHOCTH TPU  PA3IMYHOM  KOJUIMYECTBE
IpalydpOBOYHBIX PACTBOPOB. YCTAaHOBIEHO (puc. 8), YTO BO BCEX CcClydasix MpHU
ucnonap3oBaHud 10 TpaayupoBOYHBIX PACTBOPOB OTHOCUTEIbHAS MOTPEITHOCTH
ompezaenaeHus He npeBbimana 5 %. BeiOpaHbl onTuManbHble JJIMHBI BOJIH OT 510 mo
570 um (mar 10 um) ana AIL(IID) u Fe(IIT) u ot 820 n0 910 aM (war 10 am) qis Si u
P, koTophie Tak e 00ecIeYuBaIOT OTHOCUTEIBHYIO MOTPEIIHOCTD onpeaenaeHus 5 %.

Takum o6pazom, s rpaayupoBku [{UA-ananuzaropa ObUIM OPUTOTOBIEHBI
10 rpaayupOBOYHBIX PACTBOPOB C PAa3JIUYHBIMU KOHIIEHTpAIMSIMH aHAJIUTOB,
KOTOpbI€ OBLIM 3aMUCaHbl B TAOMUILY VISl MOJYUYEHUS MATPUIlbl KOHIEHTpauuilt «Cy»
(Tabn. 1). PactBopsl ObLIM mpoaHanu3upoBaHbl B ycioBusx [{UA u momydeHHbIE
ONTUYECKHUE TJIOTHOCTH OBUIM 3amucaHbl B (opMe maTpull «A» (tabdn. 2). 3ateM,

nomoiisio nporpamel Microsoft Excel Obina Halinenst matpuiisl «Py» (Tabm. 3).
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Puc. 8. 3aBUCHMOCTb OTHOCUTENIBHOM NOTPEIIHOCTU onpeaeneHus xenesa (1),

amoMunus (2), kpemuus (3) u pocdopa (4) oT KoJIMUECTBA TPATYUPOBOUHBIX

Tab6n. 1. Konnentparuu xenes3a (II1), amomunuii (II1), kpemuus (IV) u

pactBopoB MeTogmoMm MIJIP.

dbocdopa (V) B rpanyupoBOUYHBIX pacTBOpax (MI/kr) (MaTpuiia konueHtpanuii C).

PactBOp | 2 3 4 5 6 7 8 9 10
Al (11D) 1 2 3 4 5 6 7 8 9 10
Fe (III) | 20 18 16 14 12 10 8 6 4 2
Si(IV) | 20 18 16 14 12 10 8 6 4 2
P (V) 2 4 6 8 10 12 14 16 18 20
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Ta6un. 2. MaTtpuna ontudyeckux miotHocted (Matpuna A).

A, HM

PactBOp

2

3

4

5

6

10

PactBOpBI MOHOB an

tomunus (I1I1) u

xenesa (III)

510

0.706

0,697

0,678

0,697

0,712

0,577

0,656

0,646

0,593

0,546

520

0,78

0,779

0,771

0,802

0,824

0,687

0,788

0,78

0,749

0,704

530

0,833

0,842

0,85

0,898

0,936

0,8

0,938

0,94

0,946

0,919

540

0,849

0,879

0,915

0,984

1,043

0,927

1,096

1,108

1,169

1,162

550

0,86

0,892

0,931

1,003

1,06

0,938

1,106

1,106

1,166

1,138

560

0,835

0,848

0,845

0,885

0,879

0,721

0,798

0,731

0,725

0,599

570

0,742

0,729

0,698

0,718

0,689

0,554

0,605

0,544

0,534

0,44

PactBops!l kpemuus u pocdopa

820

0,388

0,440

0,532

0,284

0,320

0,488

0,484

0,422

0,440

0,409

830

0,432

0,492

0,588

0,320

0,356

0,532

0,524

0,465

0,472

0,453

840

0,464

0,532

0,636

0,352

0,388

0,568

0,552

0,499

0,500

0,490

850

0,488

0,564

0,672

0,372

0,416

0,588

0,576

0,524

0,516

0,517

860

0,496

0,576

0,688

0,384

0,424

0,596

0,592

0,535

0,520

0,527

870

0,496

0,576

0,684

0,384

0,424

0,592

0,596

0,534

0,516

0,526

880

0,484

0,560

0,668

0,376

0,412

0,580

0,592

0,522

0,504

0,513

890

0,464

0,536

0,644

0,360

0,396

0,564

0,576

0,504

0,488

0,494

900

0,440

0,508

0,608

0,340

0,372

0,548

0,556

0,480

0,464

0,469

910

0,412

0,476

0,572

0,320

0,348

0,528

0,532

0,454

0,444

0,443

Taomn. 3.

Martpuiia nponopHuOHATLHOCTH JJIs pacyeTa KOHIIEHTPAIUM kKeJie3a U aJTFOMUHUS.

-77,96

156,72

-99,56

43,13

-7,24

-0,71

-17,61

3,77

145,91

-212,64

48,29

37,48

-53,80

57,06

Marpuiia nponopIruoHAIFHOCTH JIJI pacueTa KOHIIEHTpalui kpemuus u hocdopa

53

544

606,5

249

-1668

1552

-652

1144

-1823,5

12,11

-661,5

692,5

15,5

443

-497

-682

664

154

-26,5

445
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OobLIa

Jlist

IIpUTrOoTOBJICHA CCPHUA O6p33HOB 6I/IOI[I/IBCJ'IBHOFO TOILIMBA C PAa3JIMYHBIM COACPIKAHHUEM

MPOBEPKH  TIOMYYCHHBIX  MATPHUIl  MPOMOPIIUOHATEHOCTH
oTpenesieMbIX dJIeMeHTOB. [IpoObl ObUTH MHHEpPATU30BaHBI M MPOAHATM3UPOBAHBI B
BBIOPAHHBIX ONTUMAIBHBIX ycioBHsX. OmpeneneHrne COACpX)aHUS aHAIUTOB B
MOJIYYCHHBIX BOJHBIX PACTBOPAaX TPOBOIMIA C WCIOJb30BAaHUEM TOTYYEHHBIX
MaTpull NpOonopuHHOHAIBHOCTH. [lomydeHHbIe pe3ynbTaThl (Tala. 4) MO3BOJAIOT
chaenatb  BBIBOJ O  BO3MOXKHOCTH  TPUMEHCHHS  HAWJACHHBIX  MaTpPHII
MPOTMOPITMOHAILHOCTH  JIJIST  aHaliM3a OWOMM3ENBHOTO0 TOIUIMBA B BBIOPAHHBIX
YCIOBHSIX. 3HAUMMOTO PACXOXKACHHUS MEXKIy BBEICHHBIMH W  HaWJIEeHHBIMHU
KOHIICHTPAIUSIMHU ONpeeIsieMbIX KOMIIOHEHTOB HE HAOJII0JaeTCA.

Tab6mn. 4. Pe3ynbTaThl OnpeeaeHus: CoAep KaHus xKeje3a, alllOMUHUS, KPEMHUS
1 pocdopa B MoAEIBHBIX 00pa3iiax cocTaBa OMOIU3EIbHOTO TOIJIMBA C TIOMOIIBIO

YCTAaHOBJIEHHBIX MAaTpHI TponopluoHanbHoctu (n=5, P=0,95).

AHALIT Beeneno, | Haiigeno, AHAIIT Beeneno, | Haiigeno,
MI/KT MI/KT MI/KT MI/KT

5 5,1+0,1 4 4,1+0,1
6 6,1+0,2 7 7,0+0,1

Fe (111) 2 2,1+0,1 Si (IV) 1 0,9+0,1
3 2,9+0,1 5 4,8+0,2
1 1,0+0,1 9 9,2+0,2
1 1,1+0,1 3 3,1+0,1
3 2,9+0,2 9 9,1+0,1

Al (IIT) 8 8,1+£0,2 P (V) 2 2,0+0,2
4 4,1+0,1 8 8,2+0,1
7 7,2+0,3 4 4,1+0,1

beu10 Tak ke mcclieIoBaHO MeEIIAlollee BIWSHUE METAUIOB Ha OIpe/IelICHUe
ATIOMUHUSL U JKeJle3a, KOTOpble MOTYT MPUCYTCTBOBATh B OMOAM3EIIBHOM TOILIUBE.
Jl1s1 3TOr0 B OMOAM3ENBHOE TOIIMBO BBOJAUIIN TOOABKH 2-3THJIT€KCAHATOB MapraHiia,
CBHHIIA, KaJMHSA, IIMHKA, KoOaJgbTa, KaJbIUI, MarHusd ¥ HUKelad. AHaIu3
MIPUTOTOBJICHHBIX 00Pa3IOB MOKa3aj, YTO MaKCHUMaJIbHOE MEIIAIOIIEe BIMSHUE MPU
OTIpEICTICHUH JKejie3a M alFOMUHHUS OKa3bIBaeT MeAb mpu 20 KpaTHOM H3OBITKE.
Takue metamibl kak Mn, Pb, Cd, Zn, Co, Ca, Mg u Ni oka3bIBaloT BIUSHUE TOJbKO

npu 100 kpaTHOM U3OBITKE.
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Pa3paborannass Meroguka Obula KCIOJIB30BaHA [IJIi  KOJUYECTBEHHOTO
OmpeNIeNIeHHs] aTIOMUHUS, Keje3a, KpeMHusa u gocdopa B oOpa3iiax OMoAN3EIbHOTO
toruBa. Jlist aToro npoOy Toruea (1 r) moMemanu B TehJI0OHOBBIN KOHTEHHEP ISt
MHKPOBOJIHOBOTO pa3jiokeHus, 100asmsui 7 Mi1 10 M a30THOM KUCIOTHI ¥ 2 M1 9 M
MepoKCcuaa BoAopoJa H TpoBoauiu pasziaoxkenue (400 Bt, 35 wmwuH). 3atem
MOJIYYCHHBIA PACTBOpP MEPEHOCUIM B MEpHYI K00y BMeCTHBOCThIO 10 wmi,
nosoawi pH no 5 (mo yHuBepcaibHOMY UHAMKATOPY) pacTBopoM ammuaka (1:1) u
3aTeM J0 METKU JTUCTUIIIMPOBAHHON BOJIOM.

[Tocye 3Toro ¢ MOMOIIBIO MEPUCTATBTUYECKOT0 Hacoca (puc. 2) OTOMPaTUCh 10
0,1 M1 IpOOBI B KaKAyI0 TepMocTatupyeMyro nmpu 60°C cMecuTensHyro Kamepy. Jis
onpenenenus amoMuHua u xkeneza 0,4 mum 0,2 MM pactBopa XC B ametaTHOM
OydepHOM pacTBOpe HAIMpaBIsIUCh B CMECUTEIBHYIO Kamepy (6) U pacTBOp
MepeMeIInBaICs MOTOKOM BO3/lyXa CO CKOPOCTHIO 5 MJI/MHH M TE€PMOCTATUPYIOTCS B
TeueHue 4 MUHYT. B 3TO BpeMsi BO BTOPYIO CMECUTENIbHYIO KaMepy MOCIeI0BATEILHO
otoupanuch 0,1 ma 0,2 M pactBopa monubmara ammonus, 0,3 ma 0,07 M cepHoit
kucaotel 1 0,1 M1 10 MM pacTBOpa maBesneBor KUCIOTHL. PacTBOp nepemMenmmnBancs
C moMoIbl0 MoToKa Bo3ayxa B TeueHue 60 c. Ilocne storo goGammsuics 0,1 mn
pactBopa 50 MM ackopOMHOBOM KHCIOTHL. PacTBOop mepememmuBaica |
TEPMOCTATUPOBAJICA 2 MUHYTHI JJIsI 3aBEPILCHUS TPOTEKAHUS peakluii oOpa3oBaHus
BOMKK wu BOMOK. Ilocie »3Toro pacTBOpbl aHaluTUYECKUX  (opMm
MOCJEAOBaTEIbHO TMEPEKAUYUBAINChL B KIOBETY [MPOTOYHOTO JIETEKTOpa, TJe
MPOUCXOJIUIIO MU3MEPEHHE ONTUYECKUX IUIOTHOCTEW PacTBOPOB B JMANa3OHE JIJIUH
BOJIH OT 510 10 570 HM 17151 anmroMuHuA U xene3a 1 ot 820 1o 910 Hm 1711 KpeMHUS U
dbochopa. B 3akmrounTenbHOM IUKIE CUCTEMA MPOMBIBANIACH AUCTUIUIMPOBAHHOMN
BOJIOM.

[IpaBUIIBHOCTH MOJYYEHHBIX PE3YJbTATOB Obla MOATBEPKICHA peepHETHRIM
metonom MCII-ADC [62]. Hus storo 0,5 T mpoObl OHMOAM3ENHHOIO TOTIUIMBA
MOMeEIadd B MEPHYIO KOJOYy BMECTUMOCThIO 10 MI M pa30aBisyidi O-KCUIIOJIOM.
Ornpenenenue coaepsKaHus JIEMEHTOB MPOBOJUIN METOAOM N00aBOK. Jljist aToro 1m0

paz0aBieHuss mpoO B pacTBOpbl ObUIM BBEACHBI JO0OABKM METAIOB B (popme 2-
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ATUJTEKCAHATOB I >Kelie3a M aJIIOMUHUS U B (opMe CHIMKOHOBOTO Maclia u
tpudenundocdara ais kpemaus u gpochopa B KoHUEeHTpauu 3 Mr/kr. B kadyecTse
PE30HAHCHBIX JUHUN OblIM BbIOpaHbl cieayromme: 178,287 um mnsa docdopa,
251,612 um gna kpemuus, 259,939 um mis xene3a u 308,215 HM 19 aTtOMUAHUA.
Pacxon raza (aprona) coctaBuia 12 jg/MuH.

Tabun. 5. Pesynbrarsl onpeaeneHus: kpemaus, pocdopa, xeneza u amtOMUHUS B

obOpa3siax ouoau3enbHOro Toriuea (n=5,t= 2,776, P = 0,95).

Tun Ananut | BBeaeno, | Haitneno, | Haiineno, F- t-
OHOIN3ETBHOTO MTI/KT MI/KT MTI/KT TECT | TECT
TOIJIMBA 1A UCII-ADC
Al 0 2,240,2 2,1+£0,2 3,1 | 0,15
3,0 5,1+£0,3 5,3+0,1 2,3 10,36
Fe 0 1,2+0,1 1,1+0,1 1,0 | 0,12
“ToaconHyx” . 3,0 3,9+0,3 4,1+0,1 3,1 |0,32
Si 0 1,2+0,1 1,1+0,1 3,1 |0,19
3,0 4,1+0,3 4,3+0,1 2,3 10,36
P 0 8,2+0,3 8,1+0,2 40 |0,18
3,0 11,0+0,3 11,3+0,4 3,1 | 0,57
Al 0 3,2+0,3 3,1+0,1 3,1 |0,22
3,0 5,9+0,3 6,1+0,1 2,3 10,31
Fe 0 1,1+0,1 1,1+0,1 1,0 | 0,42
“Parc” . 3,0 4,0+0,2 4,1+0,1 4,0 10,39
Si 0 2,240,2 2,1+£0,2 3,1 0,18
3,0 5,1+£0,3 5,24+0,1 2,3 1041
P 0 10,3+0,3 10,1+0,2 4,0 |0,38
3,0 12,9+0,3 13,0+0,1 3,1 | 0,64
Al 0 2,0+0,1 2,1+0,1 3,1 |0,14
3,0 5,2+0,3 5,1+0,1 2,3 10,23
Fe 0 1,2+0,1 1,1+0,1 2,3 1041
“Kykypy3a” . 3,0 3,9+0,3 4,1+0,1 1,0 | 0,21
Si 0 1,0+0,1 1,1+0,1 3,1 |0,16
3,0 4,1+0,3 4,3+0,1 2,3 10,26
P 0 11,2+0,3 11,1+0,2 40 |0,22
3,0 14,0+0,3 14,3+0,1 3,1 | 0,61
Al 0 3,0+0,1 2,1+0,1 3,1 |0,24
3,0 6,1+0,3 6,2+0,1 2,3 10,28
Fe 0 3,2+0,1 3,1+0,1 2,3 10,19
“Tanpma” . 3,0 6,0+0,3 6,1+0,1 1,0 | 0,29
Si 0 2,0+0,1 2,1+0,1 3,1 | 0,31
3,0 5,2+0,3 5,3+0,1 40 |0,33
P 0 11,1+0,3 11,1+0,2 40 |0,28
3,0 13,9+0,3 14,3+0,1 3,1 | 0,68
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Pe3ynbTaThl, molydeHHbIE C MOMOINILI0 pa3zpaboranHoil Mertomuku u WCII-
ADC, ObIKM cpaBHEHBI ¢ MOMOIILI0 F- U t-TeCTOB W mpencTaBieHsl B Tabmuie 5.
Ilonyuennsle F-3HaueHns < 6,39 yka3pIBalOT Ha HE3HAYUTEIBHOE pA3IUYUE B
BEJIMYMHAX CTAaHJAPTHBIX OTKJIOHEHWH, a IOJNy4YeHHble t-3HaueHus < 2,776
YKa3bIBalOT HA TO, YTO HET CTAaTUCTHUYECKH 3HAYMMOTO pa3liuyus MEXIy
pe3yibTaTamMu, NOJYYEHHBIMU MTPU TOMOIIH IBYX METOJIUK.

Pazpaborannas cnektpodoTomMeTpuuecKkas METOJIUKa 00eCIeunBaeT JUaIa3oH
onpeneNseMbIX KOHIeHTpanuil oT 2 g0 20 mMr/kr ang kpemHusi, pocdopa u xenesa u
ot 1 o 10 mr/kr g antomunust. [Ipenenst oOHapyxenus (36) cocrapisitot 0,3 mMr/kr
st amomunu, 0,6 Mr/kr nist ¢pocdopa, KpeMHUS U Kele3a npu macce mpoOsl 1 r.
Bpewms nmpotouHoro ananuza — 6 MUH.

Takum obpazom, ObLTa pazpaboTaHa nepBast MPOTOYHAS
crekTpooroMeTpuueckass METOAMKA OJHOBPEMEHHOIO OMPEACIICHUS aJIIOMUHMUS,
xKenesa, KpeMHus U pochopa B OnoanzenbHOM ToruinBe. CpaBHEHHE aHATUTHYECKHUX
XapaKTEepUCTUK pa3pab0OTaHHON METOJIMKHU C U3BECTHBIMH aHAJIOTaMH MPEJACTaBIECHHO
B Tabim. 6. Bce paHee pa3paboTaHHbIE MPOTOYHBIE METOIUKHA DJIEMEHTHOIO
CHEKTPO(POTOMETPUUECKOTO  aHadu3a  OMOAM3ENbHBIX  TOIUIUB  BKJIIOYAIOT
MUHEPAIU3aAIUI0 TPOObI, TaK KaK MPEIoiaratoT NpoBeIeHHEe XPOMOT€HHON peakiuu
B BOJHBIX pacTBopax. OCHOBHOE OTJIMYae IUKIMYECKON WHKEKIIMOHHON METOIUKHU
MPOSIBIISIETCSI B BO3MOKHOCTH TMPOBEJICHHS] MHOTOKOMIIOHEHTHOTO 3JIEMEHTHOTO
aHanu3za OuwonuzenbHbix TOmIMB. KomOunupoBanue npunnunoB [HUA u MIJIP
MO3BOJIMJIO OJTHOBPEMEHHO OMNpEeAeaTh 4 aHaIuTa B OJJHOM IpoOe ¢ MaKCUMaIbHOU

9YBCTBUTCIIbHOCTBIO.
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Tabn. 6. AHanuTHYECKUE XapaKTEPUCTUKU TPOTOUYHBIX METOAUK FJIEMEHTHOTO

aHaJIu3a 6I/IOI[I/13€J'II)HBIX TOIIIINUB.

Ananur MerTon MerTon Macca Bpewms IIpenen Ccrplika
JETeKTHp | IpoOOMmOAro | ImpoOsL, T IpOOOIOATOTOBKU oOHapyKeHHs,
OBaHUs TOBKU MTI/KT
P MHA- Musnepamuz | 1 0,14 89
Co anus
obpasna
P FB-C® Musnepanuz | 10 0,014 90
anus
obpasia
Mn, Si, V, Cu MH1A- PazbaBnenu | 25 5 0,01 92
ADC € 0-KCHJIOJIe
Al, Fe, Si, P HHA- MuxkpoBonH | 1 35 0,3 ana Al 0,6 | PazpabotanHas
Co 0BOE niasg Fe, Siu P | meronuka
pasnokeHue

ADC — aTOMHO-3MUCCHOHHBIM CHEKTpanbHbIM aHanu3, [IMA — mpOTOYHO-UHXKEKIIMOHHBIM aHau3,
nopunoHHbli ananus, CO — cnekrpodoromerpusi, LIMA — nukauyecknii HHKEKIIMOHHBIH aHAJIU3.

FB — nporouHo-

Onpedeﬂeuue Kanbvyusd u MacHus

N3 nuteparypHbIX HaHHBIX W3BeCTHO [171], uto nonsl kanbuus (1) u maraus

(I) B menouyHoit cpeae oOpa3yrOT OKpAIEHHBbIE KOMIUIEKCH C XPOMOTEHHBIM

peareHToOM 3pUOXPOM YepHBIM T:

2+

M=Ca, Mg

¢ S—n=N
?_‘\: <L:t\, /\\J;J M

OH OH

P
=

-
R

/

Kommiekebl 001a1al0T MOXO0KUMH CIIEKTPATbHBIMU XapaKTepucTukamu. Jms

CIIEKTPO(OTOMETPUUYECKOTO aHAIM3a C MPUMEHEHUEM

MJIP Obuia wu3yueHa

BO3MOKHOCTb IIPOBCACHHA XPOMOI'CHHBIX peaKHI/Iﬁ B pacTtBOpax 6I/IOI[I/13€J'H)HOFO

TOINIMBA C LCJIBIKO HCKIHOYCHUA HGO6XOI[I/IMOCTI/I H3BJICUCHHUA aHAJIMTOB B BOAHYIO

dbazy uiaum MuHepanuzalnuu npoosl. g 3TOro uccienoBaiu MPOTEKAHHWE pPeaKIuil

KOMILJIEKCO0Opa30BaHus B cpefie 3TuiioBoro u uzomnponuiaoBoro (UIIC) cnupros.

O6a pacTBOpHUTENS XOPOIIO PACTBOPSIIOT XPOMOTEHHBIM peareHT | ero

KOMIUJICKCBI C aHaJIMTaMM, OAHAKO, OHW II0-Pa3HOMY paCTBOPAIOT 6I/IOI[I/I3CJII)HOC

ToruBo. Jlyisi BhIOOpa ONTUMANILHOTO pacTBOpUTENsl Oblla NPOBEAECHA Ccepus




AKCIEPUMEHTOB. B  NIPOTOYHYI0 KIOBETY ONTOBOJOKOHHOIO  CHEKTpPOMETpa
(spectrometer USB 4000, Ocean Optics, USA) mociemnoBaTelbHO  MOJaBalIA
pacTBOpbl  OMOAM3ENBHOIO  TOIUIMBA B  COOTBETCTBYIOIIEM  PacTBOpHUTEIIE.
PazbaBnenue mnpoposKamuM A0 TEX MOp, MoKa 0Oa3oBas JIMHUSL CIEKTPOMETpa He
oTinyagacb OT 0a30BOM JIMHWM, YCTAHOBIEHHOM [II  COOTBETCTBEHHOTO
pactBoputens. Kak BuUAHO H3 MONyuYyeHHBIX AaHHBIX (puc. 9) mpu 20 KpaTHOM
pazbaBnenun npod B UIIC nabmrogaeTcss MUHUMAJIBHOE CTaHAAPTHOE OTKJIOHEHUE
JUI BCEX THIOB OHMOJM3EILHOrO TOIUIMBA, KOTOpoe He mpeBbimaer 5 %. Hwuzkas
MPEIU3UOHHOCT, B CIydae UCIOJIb30BaHUS HJTHIOBOTO CHHUpPTa OOYCJIOBJIEHA

0o0pa30BaHUEM dMYJIbCUH.

A b
0 o 1 30 ]
-0 ] , 25 1.1
g0 BN 22 I3
g30 5 =
o ;-
| . | | | .
0 - ' ' ' ' ' 0 5 10 15 20 25
0 5 10 15 20 25

CooTHOlIEHUE HBOHpOHHJ]OBbIﬁ CIIUPT :

CoOoTHOIIIEHUE 3TUO0BbIU CIIUPT : 6HOAH38ﬂbl{Oe 6UOAN3EIbHOE TOIUIUBO

TOIIJIUBO
Puc. 9. 3aBucumocts CKO 0T cTenenu pazdaBieHus 0M0AN3eIbHOTO TOIUIUBA 3THIOBBIM (A) U
m3onponuiioBbiM (b) cniupramu (Tun 6uonzenbHOTO TOTIMBA: 1 — «HambMay, 2 — «kKyKypy3an, 3 —

«parcy, 4 — «OACOTHEUHHK ).

Tak kak mmsa oO0pa3oBaHUSl YCTOMYMBBIX KOMIUJIEKCOB pEareHTa ¢ HMOHAMH
kayuis (1) u maraus (1) HeoOxonuma 1ienoyHas cpena, To JJisl €€ co3JaHus Oblia
M3y4Y€Ha BO3MOXKHOCTh HCHOJIb30BaHUS TpPUATAHOJAMHUHA. [[1ns 3TOro, CoOryiacHo
cxeme [IUA (puc. 10), criepBa 1o KaHally MoJilauyd peraHTa 4yepe3 yACp>KUBAIOIIYIO
CIIPAJIb B CMECUTEIBHYIO KaMepy C MOMOIIBIO IIMNPUIEBOro Hacoca noaasanu 0,2

Ml cmemanHoro pactsopa OUT m TOA B umsomponumnoBom cnupte. I[Ipu stom
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koHueHTpausa DUT cocrasnsana 50 MkM, a koHuenTpauuw TOA yBenuuuBanu 1o |
M. 3atem B CMECHUTENIbHYIO KaMmepy depe3 KaHall nmojadyu mpoOwl mojaBaiu 0,2 mi
MOJIEIBHOTO  oOpaslla cocraBa OWOJU3ENBHOTO  TOIUIMBa, pPa30aBICHHOTO
H30IPONMUIOBBIM CHUPTOM, cojaepkamero 25 MkM kambumss wiu maraus. [locrie
3TOrO pPacTBOPHI repeMenBaIn MTOTOKOM BO3/yXa, CO3/1aBa€MOTO
nepucranbTuueckuM HacocoMm (5). ITlocne 3aBepiiieHUs aHAIUTHUYECKOW peaKIuu
MOTOK PAacTBOpa aHAIUTUYECKON (QOpMBbI HAMpaBIsJICA B KIOBETY HPOTOYHOTO
aHalM3aTtopa, Ii€ B UMHTepBaje JIMHH BOJH OT 470 mo 650 HM perecTpupoBaiu
CIIEKTp IMOIJIOIIECHUS.

Kak BugHo wu3 mnomydyeHHbix cnektpoB (Puc. 11) mnpu yBennueHuun
KoHIeHTpauu TOA HaOmomaeTcss 6aTOXPOMHBIN CIBUT, a TPU KOHIEHTpauuun TOA
0,5 M nposBisieTcss HanOOJbIass KOHTPACTHOCTh peakiuu. JlanpHeliee yBelInueHe

KOHIIeHTpauu TOA He BIUSET Ha CIIEKTPhI MOTJIOIICHHS.

CmecutenbHasn

Kamepa (3) NetexTop (4)

Cbpoc

Ypepxumearowan

mm cnupans (1)

MepuctanbTUYECKN
Hacoc (5)

nrnc

MNpoba

© LWnpuuesoit 34T + T3A B UMC

Hacoc (2)

Puc 10. Cxema HUKINYECKOTO UHKEKIMOHHOTO CIIEKTPOPOTOMETPUUECKOTO OMPECICHUS

KaJlbII¥sd 1 Mardus B 6I/IOI[I/13€J'II>HOM TOIIIINBEC.
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Puc. 11. Cnextpst nornomenuss UT B8 UTIC (1), YT B 0,01 M T3A (2), YT B 0,5
M T32A (3), 24T B 1 M TDOA (4), kommiekc Ca(Il) ¢ QUT (5), kommexec Mg(Il) ¢
OUT (6) (Cour=50 MKM, Cyg=25 MKM, Cc,=25 MKM).

Jnsa noucka ontuManbHOM KoHUEHTpauuu OYT B cmecuTenbHyr0 KaMmepy
4yepe3 YyAEpKHUBAIOIIYI0 CIHPalb C MOMOIIBIO IINPUIIEBOIO HACcOCa 4Yepe3 KaHall
nojgauyd mpoOsl mojaBanyd (0,2 MJI pacTBOpa MOJEIBHOTO 00pasla Cojaep:KaHus
KaJIbI[Usl WJIM MarHusg B OMOJW3ENbHOM TOIUIMBE, pa30aBIC€HHOTO H30MPOIMUIOBBIM
cnuptoM (1:20), c koHueHTpanueit metamia 50 MkM, a Mo KaHally MOJla4yu peareHTa —
0,2 min cmemanHoro pacropa OUT u 0,5 M TDA B u30mponuioBOM CIHPTE.
Konuenrpammro OUYT BapsupoBamamu B aumanazoHe ot 20 go 200 mMxM. U3
MOJYYEHBIX JaHHBIX (puc. 12) ciemyer, 4To onTuUManbHON KoHueHTparuen DUT
apisietca 100 MmxM, kotopasi obecrieunBaeT oOpazoBaHue KoMmiuiekca ananurta ¢ DYT.
B pabore Opima BeiOpana koHueHtpamus 200 MM, oOecreunBaromnas

OJHOBPCMCHHOC 06p330BaHI/IC KOMILICKCOB aHAJIMTOB C pCarc¢HTOM.
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Puc. 12. 3aBucumMoctb ontuueckoil miotHoctu pactBopoB komruiekcoB Ca(Il) (1) u
Mg(II) (2) ot konuenTpanuu QYT (Cc,=50 MkM, Cy,=50 MKM).

BriOpaHHble ONTUMANIbHBIE YCIOBHUSA JIETJIM B OCHOBY METOIAUKH MPOTOYHOTO
OTpeNIeNIeHNs] KalbI[usl U MarHus B OMOJM3EIbHOM TOIUIMBE, COTJIACHO KOTOPOH B
ChEMHYIO CMECUTEIBHYIO KaMepy TMOMEIIAeTCs HaBeCcKa MpoObl OMOAM3EIBHOTrO
toruBa (0,01 r). 3atem yepe3 yAepKUBAIOIIYIO CIUPaIb C MOMOIIBIO IIMPUIIEBOTO
Hacoca B CMECUTEIIBHYIO KaMmepy TmnoclenoBarenbHo mnopatores 0,2 wi
M30MPOIUIIOBOTO  CIHPTa, U CMECh IIEPEMENIMBAECTCS TMOTOKOM  BO3/yXa,
CO3/1aBa€MbIM TEPUCTATBTUYECKUM HACOCOM, MJIsI PAacCTBOPEHHS MHPOOBI. 3aTeM cC
IIOMONIBIO IINPHUIIEBOIO HACOCA YEpPe3 YAECPKUBAIOIIYIO CIIHPAJb B CMECHTEIIBHYIO
kamepy nomatorca 0,2 mu pactBopa 200 MxkM xpomorenHoro peareHra B 0,5 M
pactBope TOA B nzonponuwioM crupre. PactBopsl nepememuBarotcs B TeueHue 30 ¢
JUTsl TOMOTE€HU3AIIUY U 3aBEPILICHUS PEaKIuii 00pa30BaHUs OKPAIIEHHBIX KOMILIEKCOB
C IMOMOIIBIO IMOTOKAa aTMOC(EPHOTO BO3AYyXa, CO3JABAEMOI0 MEPUCTAIBTUYECKUM
HacocoM. PacTBop aHanmuThueckux (OpM MEepeKayuBaeTCcs B IMPOTOYHYIO KIOBETY
ONTOBOJIOKOHHOTO CHEKTpOMETpa, rAe B TedeHue 10 ¢ mpoucXOoAUT peructpaius
aHaIMTHYEeCKOoro cur”aia. PacTBop mopaercs Ha cOpoc, a B 3TO BpeMs KaHajbl
CXEMbl, yJAep>KHUBAIOIIasi CHHUpalb M CMECHUTENbHAs KaMmepa MPOMBIBAIOTCS

HU30IIPOITNIOBLIM CIIMPTOM.
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[ns mocTpoeHussT MHOTOMEPHOW TpaayupOBKM B CMECUTEIBHYK) KaMepy

MOMEIATu HaBECKY IPaJlydpOBYHOTO pacTBOpa (PacTBOp 2-3THIIT€KCAHATOB KaJIbITUs

1 MarHus B uzonpommioBom cnupte) (Tadma. 7). Ilocne nmpoBeneHus] aHATUTUYECKUX

peaKuHﬁ pacTBOpPbI IMOJABAJIMCh B KIOBETY IPOTOYHOI'O ACTCKTOpA, I'IC U3MCPAIN

ONTUYECKHE MJIOTHOCTHU B JUana3oHe JIMH BOJIH oT 520 10 565 HM ¢ HHTEpBAJIOM B 5

HM (Tabx. 8). MHOroMepHYI0 TpalydpOBKY MPOTOYHOTO aHATU3ATOPa BBIMNOIHSIN C

npuMeHeHueM 10 cnupTOBBIX KaTUOPOBOUHBIX PACTBOPOB C KOHIIEHTPAIIUSIMHU MOHOB

Ca(1l) ot 2 no 20 mr/kr u Mg(Il) 1,2 go 12 mr/kr. Marpuia nponopuroHaIbHOCTH

Obl1a nosydeHna npu 10 qnuHax BoaH B Auana3zoHe oT 520 no 565 HM ¢ marom — 5

HM. B BbIOpaHHBIX ycnoBUSX norpenrHocTs onpeaenenus nonos Ca (II) u Mg (II) ue

npessimana 5 %.

Tab6n. 7. KoHlIeHTpalluu MOHOB KaJIbIIUSI U MarHus B ITPayuPOBOYHBIX

pactBopax (mr/kr) (maTpuna konueHtparui C).

PactBop 1 2 3 4 5 6 7 8 9 10
Mg (1) 1 2 3 4 5 6 7 8 9 10
Ca (II) 10 9 8 7 6 5 4 3 2 1

Ta6un. 8. MaTpuna ontudyeckux miotHocted (Matpuna A).
" nm PactBOp
1 2 3 4 5 6 7 8 9 10
520 | 0,49 | 0,506 | 0,491 0,472 {0,475 | 0,466 | 0,472 | 0,475 | 0,462 | 0,468
525 10,483 0,513 | 0,483 | 0,459 | 0,459 | 0,441 | 0,443 | 0,447 | 0,432 | 0,436
530 |0,496 | 0,545 | 0,494 | 0,462 | 0,456 | 0,423 | 0,421 | 0,423 | 0,405 | 0,407
535 10,526 0,602 | 0,52 | 0,477 (0,463 | 0,407 | 0,4 |0,401| 0,38 | 0,378
540 |0,5510,591 0,503 | 0,458 | 0,444 | 0,378 | 0,37 | 0,372 | 0,35 | 0,347
545 | 0,42 | 0,483 0,422 0,385 (0,378 | 0,328 | 0,325 | 0,328 | 0,31 | 0,308
550 10,322 |0,367 | 0,33 | 0,305 | 0,305 0,274 | 0,275 | 0,28 | 0,266 | 0,266
560 |0,253|0,285 0,259 0,241 | 0,245 | 0,225 | 0,227 | 0,231 | 0,221 | 0,221
565 10,211 0,259 0,198 | 0,181 | 0,213 | 0,154 | 0,105 | 0,144 | 0,134 | 0,151
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Haiinennas matpuia P (Tabu. 9) Oblna npoBepeHa myTeM aHalIn3a MOJIETbHBIX

oOpaszioB conepxkanuss Ca u Mg B OHOAM3ETBHOM TOIUIMBE C W3BECTHBIM

coaepxanuem aHanutoB (Ta6:. 10).

Ta6a. 9. MaTpuiia mponopIHOHATBHOCTH JJIs pacyeTa KOHIICHTPAIIMHM KaJbIUs U MarHus.

463,42 -19,93 | -1181,55| 927,34 | -13,13 | -785,43 | 835,25 | -208,94 | 13,39
-381,79 57,32 | 1038,92 | -864,43 | -6,89 | 884,23 |-988,44 | 243,70 | -10,24
Ta6un. 10. PesynwsTat onpeaenenuss Ca u Mg B MOJI€NIbHBIX 00pa3ax

OMOIM3EIBLHOI0 TOIJIMBA C MOMOIIBI0 YCTAHOBIECHHON MaTPHUIIbI
nponopunoHanbHocTH (n=5, P=0,95).
AHALIT Bgeneno, Haiineno, AHAIIT Bgeneno, Haiineno,
MT/KT MT/KT MT/KT MT/KT
3,5 3,6+0,1 1,5 1,440,1
Ca 5,5 5,4+0,2 Mg 2,5 2,4+0,2
7,5 7,6+0,1 5,5 5,5+0,2
BBenennble W HaiileHHbIE ~ 3HAYEHUS] ~ KOHILEHTpAlM  aHAJIUTOB

YIOBJIETBOPUTEIBHO COBMAJAIOT, YTO TMO3BOJSET CJeiaTh BBIBOJ O TOM, YTO
HalIcHHas MaTpHuIla MOXET OBITh MCIOJb30BaHA IS OMPEACICHUS KalbllUs U
MarHus B oOpasiiax 0Moau3eabHOr0 TOIINBA.

Ha ompenenenue kaiblusi 1 MarHusi MOTYT OKa3bIBaTh MEIIAIOIIEE BIIUSIHUE
coaeprkaliecss B OMOAU3EIbHOM TOIIMBE MM MCXOJHOM ChIphe MeTalibl. Hamuuune
MPUMECHOTO HOHA OKa3bIBaeT MEIIAlIee BIUSHHE Ha X0 (POTOMETPUUECKOU
peaKInM, €CIU ONTHUYECKas TJIOTHOCTh pacTBOpa, MPUTOTOBICHHOTO C J00ABICHUEM
MPUMECHOTO HOHA, Ha 5 % OTIMYaeTCsd OT ONTHYECKOW IUIOTHOCTH pacTBOpa, B

Jlomst

CEJIEKHBHOCTH — TOM BEJIMUMHEI KOHIOCHTPpAIKMK MCIIAIOMICTO MOHA, IIPH KOTOpOﬁ €ro

KOTOPOM  IIOCTOPOHHHUC HOHBI OTCYTCTBYIOT. OIIPCACIICHUA (I)aKTopa

COACPKAHUC HA4YMHACT OKa3bIBaATh MCIIAKOIICC BIIUSAHUC, OBLIH IMPUTOTOBJICHBI

O6p213HI)I 6I/IOI[I/I3GJ'II)HOFO TOIIJINBA, COACpIKAIINC BO3MOXXHBIC IMPUMCCHEBIC
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MeEIIaomue KOMIOHEHTHI. {711 3Toro B mpoObl OMOAM3EIHHOTO TOIUIMBA BBOJIJIWCH
no0aBku MeTalioB B Qopme 2-3TmiirekcaHatoB. llomyueHHble oOpasibl ObLIN
MPOaHAIM3UPOBAHBI U IKCIEPUMEHTAIBLHO OBLIN HalIeHBbI (DaKTOPHI CEIEKTUBHOCTU
(tabm. 11).

Ta6a. 11. dakTophl CETEKTUBHOCTH PA3TUIHBIX METAJIJIOB MPH OMPEACICHUN

KanblXA U MarHus B 6noausesibHoM TomuBe (Ce,=25 MKM, Cyg=25 MKM).

MeTat dakTop 2c+eJ1eKTI/IBHOCTH (1;/1+1<M)
[X)/[Ca™ ] [X)V[Mg™]
Mn 250 250
Fe 250 250
Pb 250 250
Ni 250 250
Cu 250 250
Zn 50 50

Takum 06pa3zom, ObLIO MMOKA3aHO, MapraHell, *Kejie30, CBUHEI], HUKEJIb U MEb
HAYMHAIOT OKa3bIBaTh CYyIIECTBEHHOE BisHUE Tmpu 250 KpaTHOM H30BITKE
OTHOCHUTEJIHHO COJIEP>KaHUS KAIbIINSA U MarHusl, a MUHK mpu 50 KpaTHOM H30BITKE.

Pa3paborannass Meroguka Obula anpoOHMpOBaHA HA PaA3IMUHBIX MOpoOax
OMOMU3EeNbHOTO  TOINIMBA. [IpaBMIIBHOCTH  TOJYYCHHBIX  pE3yJIbTATOB  ObLIA
MOJATBEP)KACHA C TIOMOIIBI0 pPedEpPeHTHOr0 METOJAa — aTOMHO-a0COPOITMOHHOM
criekTpoMerpun  [68]. B kadecTBe mpoOOMOATOTOBKM OBLT BBIOpaH METO,
MpeAnoyiaraloiiuii  o0pa3oBaHUE  BOJIHO-OPTaHMYECKOM  AMyJibcuu  oOpasna
Owomu3enbHOrO TOIMBA. JIJIS TONMy4YeHUs OMYJIbCHHM CMEImuBamud 1 M
OMOAM3ENBLHOTIO TOIIMBA U 8 MJI H-TIpornaHoia. 3ateM pooasisian 0,5 mi 20% HNO;
u 0,5 ma Tpurona X-100. Cmech nepemenmnBaiy ¢ MOMOIIbIO MATHUTHON MEIIAJIKU B
T€UeHHE 2 MUH M JOBOJMIN 10 10 M H-IIPOIUIOBBIM CIIUPTOM. {151 IPUTOTOBICHUS
IpagyupOBOYHBIX  PAaCTBOPOB  MPOIEAYPY BBHINONHSINA C  HCIOJIH30BAHHEM
Ba3€JIMHOBOIO Macjia BMECTO OMOAN3ENbHOr0 TOIUIMBA U 2-3TUiirekcaHatoB Ca u Mg.

OMyJNbCUM MOJIaBaJIM MO KaHATy MOJa4yu MpoObl B aTOMU3ATOP CIIEKTPOMETpA.

Pe3onancueie muauu 422,7 uMm u 285,2 HM ObIM BBIOpaHbl a1 omnpeaencHus Ca u
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Mg cooTBercTBeHHO. B KadecTBe HCTOUHMKA T[UIaMeHH Obula BbIOpaHa
BO3/IyX/alleTUIICHOBAsl CMECh.

Pesynbratel (Tabmn. 12), nonydennsie merogamu [IAA u AAC 6butn cpaBHEHBI
¢ nmoMoupto t-recra. [lonydennsie t-3HaueHus < 2,776 yka3plBalOT Ha TO, YTO HET
CTATUCTUYECKU 3HAYUMOIO PA3IUYUS MEXKIYy pe3yJbTaTaMu, IMOJIYYECHHBIMH MpHU

ImoMouu JIByX MCTOIUK.

Tabs. 12. Pe3yabpTaThl onpeneneHus Kb U Mardus B o0pasnax

omoausenpHOro TorumBa (n=5, t = 2,776, P = 0,95).

Tun Beeneno | Haiineno Ca, mr/kr | Beeneno Haiperio Mg,
MT/KT t-test
OMOIM3EIBHOTO Ca, Mg,

TOILJINBA MT/KT 1A AAC MT/KT 1A AAC Ca | Mg

0 3,1+£0,1 | 3,0+0,1 0 6,8+0,1 | 7,0£0,2 {046 | 1

«ITampmay 5 8,1£0,1 | 8,2+0,2 5 11,6+0,1 [ 12,0+£0,2 | 0,45 | 2
10 13,1+0,1 | 13,3+0,1 10 17,4+0,1 | 17,1£02 | 1,1 | 1,5

0 <0,3 <0,1 0 <0,3 <0,1 - -
«Pamcy 5 5,2+0,2 | 5,1+0,1 5 5,0+£0,1 | 4,9+0,1 | 0,8 | 0,7
10 10,1+0,1 | 10,3+0,2 10 10,2+0,2 | 10,3+0,1 | 1,4 | 0,9
0 <0,3 1+0,1 0 2,1£0,1 | 2+0,1 - | 1,3
«Kykypysa» 5 5,2+40,1 | 5,5+0,1 5 7,1£0,1 | 7,2+0,2 | 2,1 | 1,1

10 10,3+0,1 | 10,2+0,1 10 12,6+£0,1 | 134£0,2 1 2

0 10,3+0,2 | 10,1+0,1 0 <0,3 <0,1 0,7 | -
«ITopconnyx» 5 15,3+0,1 | 15,1+0,1 5 5,2+0,1 | 5,1+0,1 | 1,2 | 1,3
10 20,5+0,2 | 20,8+0,2 10 10,3+0,2 | 10,2+0,1 | 2,2 | 0,7

Pa3paborannass  Metoauka  oOecreyMBaeT  JAMANa3OH  ONpeIesieMbIX

KOHIIeHTparuid oT 2 mo 20 mr/kr aias kaiaeuus U oT 1,2 10 12 MI/Kr mjisi Marsus.
[Ipenen oOnapyxenust (36) cocrtaBnsawoT 0,4 mr/kr nns maraus U 0,6 Mr/kr s
KaubIus 1pu Macce npoOst 0,01 r. Bpems ananuza — 5 MuH.

CpaBHEeHHE aHATUTUUYECKUX XapaKTEPHUCTHK pa3pabOTaHHOW METOIUKH C
M3BECTHBIMHU TpecTaBieHHO B Ta0a. 13. Takum oOGpa3zom, Oblita TIpejIoKeHa mepBas,
criekTpooToMeTpuueckass METOJIMKA OMPEACIICHUS] KaJIbIUsl U MArHUsl U YCHEIIHO

aBToMaru3upoBana Ha npuHuunax [[WA. PazpabGorannHas MeToIuMKa MO3BOJISIET
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CYIIECTBEHHO CHHU3UTh PACXOJbl MPOObI U PEAreHTOB W MPEANOoJjaraeT MpPOCTYIO

npoleAypy IpoOOnoAroToBKU — on-line paz0aBiieHUE.

Tab6n. 13. AHanuTH4YecKre XapaKTEPUCTUKN METOAUK OMpPEACICHUs KabIUs U

Martdus B 6I/IOI[I/13€J'II)HOM TOIIIINBE.

Jwnanazon
Komnuue
ABTOMAT | ompexensie
Merton CTBO [Ipenen
AHanut IIpo6onoaroroska HU3UpOBa MBIX Cchlika
OIIpEeJEIICHUs o0pasig OOHapy>KeHHs
a Ha KOHILIEHTpPA
st
C 0.04 mr/kr (Ca),
Ca, Mg AAC OA1anHe 1 M1 Her - 0.005mr/xr (Mg) 75
MHUKDPOIMYJIbCUH
Coznanue 0.11 mr/n (Ca),
Ca, Mg AAC MUKDPO3MYJIbCUH s Her ) 0.03 mr/n (Mg) 68
Paszb6asnenue B 0.04 mr/kr (Ca),
Ca, Mg NCII-ABC IIPOIUIOBOM 0,45 Her - 0.001 mr/kr 60
crupTe (Mg)
Ca, Mg HCII-ARC Paz6aBnenue B Her 0.5-5.0 6 ug mr/kr (Ca), 62
0-KCHUJIOJE MI/KT 0.3 mr/kr (Mg)
0.03 mr/kr (Ca),
Ca, Mg UCII-ADC Pasbasnerme e | 5 g Her 0.1-2.0 0.005 Mr/kr 61
STUJIIOBOM CIIUPTE MI/1
(Mg)
Ca, Mg K2 Auakoctias | 5o v | Her 0-5-20 0.3 Mr/xr 85
DKCTpaKIus MI/KT
KunkoctHas 0.23 mr/kr (Ca),
Ca, Mg X 9KCTPaKLHUs 10w Her 0.36 mr/kr (Mg) 8
Mg 1B Amwoersas |y | Her | 06-7mkM | 29x107M 80
9KCTPaKLUs
-3
Ca IBA MukpoBomHoBoe | 30\ | e - L6¥107 vcM 79
pasznoxeHue
2-20 Mr/kr
Paszb6asnenue B st Ca u 0.6 mr/kr (Ca), | Paspabora
Ca, Mg OUA-CD H30MPONUIOBOM 10 mr Ha 1.2-12 0.4 mr/xr (Mg) HHasd
crupre MI/KT JU1s pabota
Mg
AAC — atomHo-ancopounonHsiii ananu3, UCII-ADC — MHAYKTUBHO CBsI3aHHAS IJIa3Ma aTOMHO-dMHUCCHUOHHBIN aHanu3, KO —
KamWUISIpHeIA  31exTpodope3, MUX — wnonHas xpomarorpacusi, LIBA — muknudeckas BonbTammepomerpus, CD -
CIEeKTpoPOTOMETPHSI.
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I'naBa 4. HI/IKJII/I‘IGCKOe HHKCKIIMOHHOC BOJIbTAMIICPOMCTPHUUYECCKOC
OonpeacjicHuEe MECTaAaHOJIa X1 3TAHOJIa B 6I/IOI[I/13€JILHOM TOILIMBE C

npeaBapuTCJIbHbIM HX MeMﬁpaHHblM BBIACJICHHUEM

[ns onpenenenus metaHona u 3taHona B ycinoBusx [{MA B xauecTBe merona
JNETEeKTUpOoBaHUs ObUla BhIOpaHa HHMKIWYecKas BoabTamnepoMerpus (L[BA),
oOecrnieunBaroIiasi BBICOKOUYBCTBUTEIBHOE OMPENEICHHEe CIUPTOB B  BOJHOM
pactBope. [nsi merktupoBaHus cnupToB MetojoM [[BA Oblin BeIOpaHbI yCIOBUS,
OMMCAHHbBIE paHee JJIsl ONpeJeleHrus METaHoJia U dTaHoja B OeH3oHosax [172]. U3
JUTEPATYPHBIX AAHHBIX M3BECTHO, YTO HA 30JI0TOM 3iaekTpone B 0,5 M pactBope
ruApokucaa Hatpuss B npucyrctBum 0,1 % MertwnoBoro cnuptra HaOIOAaeTCs
OKHCJIEHME 3TWIOBOro crupra npu noreHuuanax 0,19. B u cymMmbl 3THUIOBOTO U
METHUJIOBOTO CIIUPTOB mpu noTeHuuane 1,2 B coorBerctBenHo. [IpucyrcBue no6aBku
METHUJIOBOTO clUpTa oOecreunBaeT oOpa3oBaHUME OKCHJAA 30JI0Ta Ha MOBEPXHOCTHU
30JI0TOTO 3JIEKTPOJia, HEOOXOAMOE JJIsl MOJYYEHHUsI BOCIPOU3BOJAUMBIX PE3YJIHTATOB
OKHCIICHUSI CIIHPTOB Ha €ro moBepxHOCTU. Bomnbrammneporpammsel (puc. 1) Obuin
MOJIyY€HBbI MIPU UCIIOIB30BaHUU 30JI0TOTO Paboyero 3JeKTpojia ¢ XJIopcepeOpsiHHBIM
3JIEKTPOJIOM B KAUYECTBE CPABHEHUS M IUIATUHOBBIM B KAaYECTBE BCIIOMOTATEIBHOIO

anektpoaa. CKopocTh pe3BepTku noreniuaia — S0 mB/c.
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Puc. 1. lluknuyeckue BoJbTaMIIeporpaMMbl pacTBOpoB ¢oHa (a), 0,05%
criuptoB (0), 0,1% cruptoB (B), 0,25% cnuptoB (1), 0,5% cnupToB (1) B pacTBOpE
dbonoBoro snekrponauTta (0,5 M NaOH, 0,1% MeTaHo0:1) C UCIIOIB30BAHUEM 30J10TOTO

anektpoaa. Ckopocts pazBepTku - 50 mB/c.

[Ipu npu mnorenumane 1,2 B HaOmoAanoch OKUCIEHUE METHJIOBOTO U
ATUJIOBOTO CIHPTa JI0 YTIEKHUCIOro Tas3a, My3bIPhbKH KOTOPOrO YJIEPKUBAIUCH Ha
MOBEPXHOCTH  pabouero  JJIEKTPOAa, UYTO  OPUBOAWIO K  MOJYYCHHIO
HEBOCTPOU3BOAUMBIX pPe3yabTaToB. [ mnpeomosieHuss 3TOM MpoOJeMMbl ObLIN
M3y4eHbl TPU BapHaHTa MEpPEMEIIMBAaHUSA PACTBOPOB B CMECHUTEIBHON Kamepe:
yabTpa3BykoBoe (35 kl'm, mompbHocTh 50 Bt) (I), mepeMenivBanue ¢ MOMOIIBIO
MarauTHor wmemanku (II) m ¢ momomibio BuOpanum padodero anextpona (IID).
VY noBneTBopuTeabHas ~ NPEUMU3MOHHOCTh  HaOMIOanach IMpU  IEpeMENIMBAHUU
pactBopa ¢ nomotibio MmaruuTHo memanku (CKO 3 %).

JIns KOJITMYECTBEHHOTO aHaliv3a B BBIOPAHBIX YCJIOBUSAX OBUIM TOCTPOEHBI
IpalydpOBOYHBIC 3aBUCHUMOCTH (BEJIMYMHBI TOKA MPHU BHIOPAHBIX MOTEHI[MATIAX OT
KOHIIEHTpaluu cnupTtoB). s aToro B cMmecutenbHyto kamepy (Puc. 2) momemanu

0,5 mMu1 pacTBOpa COOTBETCTBYIOIIETO CITUPTA B pacTBope (hoHOBOTO AtekTposuta (0,5
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M ruapokucn Hatpus u 0,1% wmetwnoBoro cnupta). KoHUEHTpanuu CHOUpTOB

n3MeHsu B quanasone ot 0,1 7o 0,5 %.

PactBop anekTponuTta

HOTeHU,MOCTaV{

' —

Yaepxusatowana cnupanb

W KomnbloTep

LWnpuuesoi 9 1)) CmecutenbHas
Hacoc Kpah 2 t L)) Kamepa
/—) \ ) ) -
7
C6poc MarHuTHaa mewanka
C6poc MembpaHa
M300KTaH KpaEEL ’ Map
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) ‘ Tepmocrat
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Bo3ayx
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~
.

MNpoba MepucTanbTUYECKMN Hacoc

Puc. 2. Cxema OUKINYCCKOI'O MHAKCKIMOHHOT'O BOJIBTAMIICPOMETPHUICCKOI'O

OIIPCACICHUA MCTAHOJIA K 3TAHOJIA B 6I/IOI[I/ISCJ'H)HOM TOIIIIHUBEC.

Tak kak 3TWIOBBIM CHUPT OKUcisieTcs W npu noreHnuane 0,19 B u npu
noteHmuane 1,2 B, a MeTuinoBbIN TOIBKO mpHu moTeHnuane 1,2 B, To HeoOXxoaumo
YUYUTBIBaTh OKUCJICHHE HTUJIOBOrO CIUpTa npu noreHuuane 1,2 B. Jlns ydera sTtoro
s dekra ObUIM MpoJENaHbl CIAEAYIONIUE dKCrepuMeHThl. CriepBa TpaayupOBOYHbIC
3aBUCUMOCTH OBUIM MOCTPOEHBI C MCHOJb30BAHUEM PACTBOPOB TOJBKO ATUIOBOTO
ciupra. JlJIsi 3TOr0 B CMECHUTEIBHYK) KaMepy aHajau3aTopa IMOMENIadd pPacTBOPHI
ATUJIOBOTO CHUPTa B (POHOBOM SJEKTPOJIUTE M MOJTydalld BoJbTaMieporpammel. M3
MOJIYYEHHBIX BOJIbTAMIIEPOTrpaMM ObLIA HAWJIEHbI 3HAYEHUS TOKOB MPH MOTEHIIMAIAX
0,19 u 1,2 B. Ilocie »Toro mnpu BBIOpaHHBIX MOTEHIHUANAX OBUIM TMOCTPOECHBI

3aBUCUMOCTH TOKa OT KOHIIEHTPAIIMH 3THJIOBOTO CTUPTa B pacTBOpe (puc. 3 u 4).
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Puc. 3. I'panynpoBoUYHas 3aBUCUMOCTb JJISI ONPEAEIEHUS 3TUIOBOTO CIUPTA MPH

norennmane 0,19.
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Puc. 4. I'panynpoBoUYHas 3aBUCUMOCTb JJISI ONPEAEIIEHUS 3TUIOBOTO CIUPTA MPH

norexnnuaie 1,2 B.

JInst TpalyupOBOYHBIX 3aBUCUMOCTEN ObLIIN YCTAHOBJICHHBI YPABHEHUS:

Ceon(%) = (In.191+1,5)/51,3 npu motenumane 0,19 B;

Ceon (%) = (1, ,+129,4)/7462,5 nipu nmotenuane 1,2 B.

VYpapuenne npu norennuane 0,19 B Ob10 MCMONBb30BaHO B JallbHEUIIIEM IS
ONpPEAEIEHUS KOHIIEHTPALIMU STUIIOBOTO CITUPTA.

N3 mosyyeHHBIX TpagydpOBOUYHBIX 3aBUCUMOCTEM OBUIO TaK XK€ HaWJIEeHO
OTHOIIIEHUE BEJIMYMHBI TOKA OKUCJIEHUSI 3TUIOBOTO cupTa npu noreHuuaine 1,2 B
Toky npu mnoreHuuane 0,19 B. Ortnomenue Obio paBHO 153+6 BO Bcem

HCCIICAYCMOM OMAaIla30HEC.
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3ateM ObLIa MOCTPOEHA IPayUpPOBOYHAS 3aBUCUMOCTb BEJIWYUHBI TOKA MPHU

noreHuane 1,2 B npu UCnonb30BaHUM PacTOPOB, COAEPKAIIUX TOIBKO METUIIOBBIN

crapt (puc. 5).
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Puc. 5. I'panynpoBoyHast 3aBUCUMOCTD JJIsl ONIPENEIIEHUS METUIIOBOTO CIIUPTA IIPU

noreHnmane 1,2 B.

Y cTaHOBIICHHOE IrpagyupoBOYHOC YpPaBHCHHUC MJId OIPCACIICHUA MCTAHOJIA

UMECJIO BU: CMetOH(%) = (112-602,1)/16409

B »s10 ypaBHenue Obul g00aBieH KOA(DPUIMEHT, YUYUTHIBAIOIIUM BKJIAL]

OKHCIIEHHs 3TUIIOBOTO cnupTa npu noreHuuane 1,2 B, paBubiii 1531 9, Tae o9 —

BEJIMYMHA TOKA OKUCIICHUS STWIOBOTO criupTa npu noteHuaie 0,19 B.

Takum o6pazom,

MeTuiaoBoro cnupta uMmeno BU: Cyeion(%)=(112-Kelj19-602,1)/16409.

KOHCYHOC YpPaBHCHHC [JId pPaCCUCTa KOHICHTpALUU

[TonyueHble TpaaydupOBYHBIE 3aBUCUMOCTU ObUIM MPOBEPEHBI MyTEM aHaln3a

MO/IETIBHBIX PACTBOPOB, COAEpkKaIIuX 00a crupra (Tadsm. 1).

Tab6un. 1. Pe3ynbrat onpeaeneHus CIUPTOB B MOAEIBHBIX BOJIHBIX PacTBOPax

(n=5, P=0,95).
Anamut | Beemeno, % macc | Haiineno, % macc | Anmamut | Beeneno, % macc | Haiimeno, % macc
0,2 0,214+0,01 0,15 0,14+0,01
Meranoin 0,25 0,24+0,02 | DrTa”on 0,25 0,24+0,02
0,3 0,31+0,01 0,35 0,35+0,01
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Omnpenenenuto cnupToB MetogoM [[BA MoryT memars apyrue opraHu4eckue
coenuHeHud. [losTomy akTyanbHOM 3ajadyeill ObLI MOUCK YCIOBHM CEJIEKTUBHOTO
ompeiesieHHs] METaHoJIa U ATaHoJIA.

MemOpaHHbBIE METOJIbI pa3JeieHUs U KOHIIEHTPUPOBAHUS B HACTOSIIEE BpEMsI
IIUPOKO TMPUMEHSIOTCS B mpoTouHoM aHanuze [173]. Hawubonee wyacrto
OmpeeNIeMbIMU KOMIIOHEHTAMU SIBIIAIOTCA Jierkosietyuue [174], u razooOpas3Hbie
[175] BemiecTBa MM BEIIECTBA, KOTOPhIE MOTYTh OBITh JErKO NMEPBEJICHBI B TaKUE
¢dbopmbl. [Ipu 3TOM CENEeKTUBHOCThH aHalu3a JAOCTUraeTcs JIMOO 3a CYET MPUMEHEHHUS
CEJIEKTUBHOTO METOJa JCTEKTHUPOBAHUS WM  HUCIOJb30BAHUS  CEJIEKTHUBHO-
npoHunaeMbix Memopan. Camu MeMOpaHbl MOKHO KJIacCU(UIIMPOBATh KaK C TOYKHU
3peHHs] MX B3aUMOJICUCTBUSA C AHAJUTOM, TaK U C TOYKU 3peHUs TUApoPoOHO-
ruapodmibHOro B3aumopeiictBus. IlepBwiii crnocob kinaccuuKanuu MO3BOJISET
pa3nenuTb MEMOpaHbl Ha CEJeKTUBHbIE U uHepTHble. [lpu ucnoiab30BaHUU
CEJEKTUBHBIX MeMOpaH aud@dy3usi aHamuTa OOYCIOBJIEHA HE TOJBKO TIPaUEHTOM
KOHIICHTpaIluid, HO ¥ B3aWMOJICUCTBUEM aHAJIUT-MaTepual MeMOpaHbl, UTO
MO3BOJISIET MCIOJIB30BaTh Takue MeMOpaHbl Kak 3(PQdeKTUBHbIE «PUIBTPBI» MpU
BBIJICJICHUN aHAJIUTOB M3 CIIOKHBIX MO COCTaBy cMmeceil. IIpuMepom CeleKTUBHBIX
MeMOpaH MOTYT CIYXUTh TOJUMEPhl Ha OCHOBe mepdropcynb(hoHATOB WU
COMOJIUMEPHI C MPUBUTON CyNb(PO- WIM YETBEPTUUHOM aMMOHUWHOW rpynnamu. B
COOTBETCTBHM CO BTOpOM Kiaccupukanueit meMOpaHbl MOXHO pa3ieliuTh Ha
ruApodribHbIEe (aleTaT HEeJUTI0I03bl, PEreHEPUPOBaHHAS LIEIITI0I03a, MOTUCYIb(OH,
MoJuKapOoHar, MOJIUaMHU /I, nonndGupcynbhoH) 151 ruipodhoOHbIC
(monuteTpadTOPITUNICH,  TMOJIUNPONWIEH,  CHIMKOHOBBIM  KayudyK,  JIaTeKC,
noauBuHUIXI0pHUA) [176].

K meMOpaHHBIM MeTOJaM CEJNEKTUBOHOI'O BBIJICNICHUS] aHAJIUTOB OTHOCST
neppanopauuto [177] u ucnapenuwe uepe3 memOpany (puc. 6). DOTU MeToAbl
OCHOBaHbI Ha MEpPEeBOJIE aHaIUTa B razooOpaszHyro (a3zy um ero auddysuu uepes
HEMOPUCTYI0 MeMOpaHy. MacconepeHoc aHaiuTa 4yepe3 MeMOpaHy HPOUCXOIUT B

Tpu dTama — copOuus a”Hanuta B (pazy meMOpanbl, nuddy3us ananuta B (ase
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MeMOpaHbl U JecopOlusl ¢ NpPUHHUMAIONIEH CTOpPOHBL. [IpU 3TOM CENEeKTUBHOCTH
MacCOIMEepeHoca JOCTUTAETCA 3a CUET MHCHOJb30BaHUS Pa3TUYHBIX MaTEepUaTIOB
MeMmOpanbl. B cnydae mepBamopaiiuu ra3o00pa3HbIil aHAIUT NEPEXOauT B (a3y
MeMOpaHbl HEMOCPEICTBEHHO W3 KUJKOW (ha3pl, a B Cilyyae HCHApEeHUs Yepe3
MeMOpaHy MeXAy XKUIKOW JOHOPHOM (azoii u MeMOpaHOl ecThb MPOCTPAHCTBO,
KOTOpOE CIEpBa HACHIIAETCA MMapaMu aHaiduTa. MeToj ucnapeHus yepe3 MemOpany

MO3BOJISIET MPOJJIUTh CPOK CIYyKObl MEMOpaHbl, TaK KaK HET KOHTaKTa MpPOObI C

MeMOpaHHOM.
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Puc. 6. Cxemsl nepBanopanuu (A) u ucnapenus yepes memopany (b).

JInst BBIZICNIEHWsIT METAaHOJNA W JTaHOJA W3 OWMOAM3ENHHOTO TOTUIMBE OBLI
BBEIOpAaH METOJI MCTIApECHHsI Yepe3 MeMOpaHy, KOTOPBIN SBISIETCS MPEANOYTUTETHHBIM
MpU aHaIu3€ OPraHWYECKUX JKUIKOCTEH, TaK KaKk B OTOM METOJE HET MPSIMOTO
KOHTaKTa MpoObl ¢ MEMOPAHOM, UTO MO3BOJIIET JIOJTO€ BPEMSI COXPAHSIThH CBOWCTBA
MeMOpaHbl, a TpUMEHEHHE MOAUPUIIMPOBAHHBIX MEMOpPaH MOXKET MOBBICUTH
CEJIEKTUBHOCTh aHaJK3a.

CenextuBHocTh [IBA ompenenenuss metaHona W 3TaHoJia OOecreyMBaach
BKJIIOUEHHEM B CXEMY aHaju3a MEMOpPAHHOTO BBIJCICHHUS aHAIUTOB (MCHapeHUe
yepe3 memOpany). [ns sToro Obula M3roTOBIEHA cheluaibHas sueiika (puc. 7),
MpeACTaBIAIONIas COO0OM JBa TUTAHOBBIX AUCKA C YIIyOJNEHUSIMHU, DPa3eiICHHbIE

MeMmOpaHoi. JIJa BbIEIeHUS aHAIMTOB OblIa CMHTE3WpPOBaHA HOBas MeMOpaHa W3
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nonupenmnennzopranamuaa (IIOUA), xotopas panbiie He ObUIa H3ydeHaA s

BBIACICHUSA CIIMPTOB U3 6I/IOI[I/ISCJ'IBHOFO TOIIIINBA.

K nornorurensHomy
pacTBopy

CnupThlas
MembpaHna
ITap

[Ipo6a

[IpoGa/motok Bo3ayxa

Puc. 7. Slueiika jyist MeMOPaAHHOTO BBIICJICHHS] CHUPTOB U3 OUOU3EIHHOTO

TOIIJINBA.

Jlnst u3roTtoBiieHUST MEMOpaHbl HCMOJIB30BaIM M3BECTHYIO MeToauKky [178].
[Momumepuzanuio [TOUA npoBoamiu u3 ero 5% pacrBopa B npucyrctBuu LiCl
(0,7%) B numetunaneramuae (JAMAA) na crexnsanoi nmoanoxke (40 °C, 14 nueit) ¢
MocaeAyIoNIed MPOMBIBKOM MEMOpaHbl METAHOJIOM, STAHOJIOM U BOJIOW U yAaJICHUEM
pactBopuTenei B BakyyMHoM 1kady npu 40 °C.

Oco0eHHOCTHIO U3TOTOBICHHOW MEMOpPAHbI SIBJISIETCSL TO, YTO OHA SIBJISETCS HE
nopuctol u aud@y3us aHAIUTOB CKBO3b HeEE OOYCIOBIEHa XUMHUYECKUM
B3aMMOJICHCTBUEM aHAIUT — Marepual MeMOpaHHbBl — OCTATOYHBIA PacCTBOPUTEIH
(IMAA), 4yTo TpPUBOJUT K BO3MOXHOCTH CEJIEKTUBHOTO BBIJCICHUS MOJISIPHBIX
KOMIIOHEHTOB U3 aHAIM3UPYEMON CMECH.

Hns MOATBEPKICHUS CTPOCHHUS MeMOpaHbI ObLIH MOJTyYEHbI
MukpodoTorpadun ee cpesza npu paziMuHOM MaciiTade ¢ MTOMOIINI0 CKAaHUPYIOIIETO
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ANEKTPOHHOTO MUKpockomna Zeiss Merlin (puc. 8). s 3Toro MmemOpany nomeniainm B
KUJKUAN a30T I COXpaHEHUS €€ BHyTpeHHEH MOP(OJIOTHH, U TTOCIIE 3aTBEPICBAHUS
packaneiBan. Dortorpadum cpesa MeMOpaHBI TMOATBEPKIAIOT €€ HEMOPUCTOE

CTPOCHHUE.

e e VIR, P,

¢

3 o S—

Puc. 8. MukpodoTtorpadus cpeza IIGUA memOpaHbl Tpu pa3IMIHOM

pa3perieHuy.

N3 nurepaTypHbIX HaHHBIX U3BECTHO [179], 4TO Hanuuume OCTATOYHOrO
pacTBOpUTENS B MOJIMMEPE MEMOpPaHbI OKa3bIBAET BIUSHUE HA €€ MPOHUIIAEMOCThH U
MeXaHuueckue cBorcTBa. Kak mpaBuiio, MPUCYTCTBHE OCTATOYHOI'O PACTBOPHUTENS
noBbimaeT auddysuro BemecTBa uepe3 meMOpany. Iloatomy Oblia BbIOpaHa
MeMOpaHa C BBICOKMM COJIEp’)KaHHEM OCTaTOYHOTO pactBoputens — JMAA,
KOJIMYECTBO KOTOPOro B MeMOpaHe OMNpenesyii METOJAOM TEPMOTPaBUMETPHUHU.
[lonyuennass tepmorpamma (puc. 9) umeer nBe ooOmactu. IlepBwiif ydacTok
MOKa3bIBAET, YTO MpU HarpeBaHuu MemOpanbl 10 250 °C e€ macca yMeHbIIIaeTcs Ha
5 % (m/M) BchneACTBUM YJaJ€HUS BOJBI UM HECBSI3aHHOTO octatouHoro JIMAA.
YMeHblIEeHHE Beca BO BTOpPOW oOmactu Xapaktepusyercs ynanenuem JIMAA,
KOTOPBIM CBSI3aH C MOJIUMEPOM MEMOpPaHbl BOJAOPOAHBIMU CBSI3SIMU U pa3pylICHUEM

MeMOpaHBI.
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Puc. 9. Tepmorpamma [IONA memOpaHbI.

Tak kak mepBbIM ATanoM Impoiecca AUGPy3un CHUPTOB Yepe3 MeMOpaHy
ABJISIETCSI UX COPOLMS, TO ObUIM M3Y4YEHBI COPOLIMOHHBIE CBOMCTBA MEMOpaHbl IyTEM
€€ TMOIrPpYXEHUsT B PACTBOP COOTBETCTBYIOIIMX KOMIIOHEHTOB OMOJM3EIBHOTO
TOIUIMBA C MOCIEAYIOIIUM U3MEPEHUEM U3MEHEHHSI MacChl MEMOpaHBI.
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Puc. 10. CopOuust koMnoHeHTOB OnoaunsenbHoro romausa [IOUA memOpaHoii.
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PesynbTaTel nokazanu (puc. 10), uro maTepuan MemMOpaHbl 00IagaeT O0IbIIei
COpOLIMOHHOW €MKOCTBhIO IO OTHOIIEHHWIO K METAaHOIy M JTaHOIy, YeM K
KOMIIOHEHTaM OMOAN3EIbHOrO TOILIMBA BCIAEJACTBUE Pa3HOM UX MOJSIPHOCTH.

CyliecTByeT HECKOJIBKO TMOJXOJOB I MHTEHCU(PUKAIIMU  mpoliecca
ucrapeHus yepe3 MemOpany. Bo3MoxkHO HpUMEHEHHE MOHMXEHHOTO JaBJIICHUS C
MPUHUMAIOIIENH CTOPOHBI WJIM UCIOJIb30BaHUE TOTOKA UHEPTHOTO ra3a HOCUTEIS st
MHTeHCU(UKAIMU  Tpoliecca mnepeHoca, AUGPYHIUPOBAHHOTO  aHAIUTA  C
MPUHUMAIOIIEH CTOPOHBI MEMOPAHHBI.

Jns uHTecuduKkanuu mpolecca IMEpeHoca METaHoJa M 3TaHoJia 4Yepe3
MeMOpaHy ObLIH U3yYE€HBI PA3JIMUHbIC YCIOBUS €ro MpoBeAeHUs: pu HarpeBanui (1),
HarpeBaHWM C TPOMyCKaHHeM uepe3 mpody motoka Bosayxa (II) m HarpeBanum c
CO3/IJaHUEM MOHMKEHHOTO JIaBJICHUS B MpuHUMarolen yactu siueiiku (I11).

beina mponenaHa cepusi 3KCIEPUMEHTOB — B JOHOPHYIO 4YacTh SYEHKHU
noMeranacek mpoda (1 r) Omoau3enbHOTO TOIUIMBA, coiepxkaiias 1% MeraHona u
ATaHOJa, U MPOIECC UCTIAPEHUs CIIUPTOB Uepe3 MeMOpaHy MPOBOJUIICA B PA3ITHUUYHBIX
ycioBusix. [locme mpoxoxkaeHuss dYepe3 MeMOpaHy CHUPTHI MOCTyHaliud B
aKIENITOPHBIA pacTBOp (puc. 3), KOTOPHIM 3aTeM OBLI MpOaHATIU3UPOBAH HA HAJIWYHE
WM OCTYCTBHE aHAJIUTOB METOJOM Tra3oBOM xpomaTtorpaduu Macc-CHEKTPOMETPHUHU.
[Ipu HarpeBaHuu oOpaslia U HArpeBaHUU C CO3JAaHUEM MOHUKEHHOIO JAaBJICHUS B
MPUHUMAIOIIEH YacTH He ObLJI0 OOHAPYKEHO aHAJIUTOB B MOTJIOTUTEILHOM PAaCTBOPE.
O@¢dekTuBHBIM  CIIOCOOOM  SBJISIETCS HArpeBaHue NPoObI €  MPOIYyCKAaHUEM
HETMPEPHIBHOTO MOTOKA aTMOC(HEPHOTO BO3AYXa.

Tak kak TemIepaTrypa OKa3blBaeT 3HAUUTEIIBHOE BIUSHUE HA MPOIECC
MaccolepeHoca, TO ObUIO HUCCIEJOBAHO BIUSHHUE TEMIEPATypbl M BpPEMEHU Ha
MOJTHOTY BBIJICTICHUSI AaHAIUTOB uepe3 MeMmOpany. JlJist 3Toro ObLIM MPUTOTOBIICHBI U
MpOaHAIN3UPOBAHBl MOJIETIbHBIE 00pa3lbl cocTaBa OuoauzenbHOro TormBa (C
cmmpros—1%0). B cooTBeTCTBMM CO cXeMOH (puc. 3) B JOHOPHYK YacTh SYEUKH
nomMemanu 1 r 6MoIU3eabHOTO TOIIMBA, U IIPOLIECC MACCOIIEPEHOCca MPOBOIUICS MPHU

temreparypax oT 50°C qo 70°C, Bpems u3menanu ot 10 10 60 MuH.
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Puc. 11. 3aBucuMOCTbh aHATUTUYECKOTO CUTHAJIA MIPU OT YCIOBUI MEMOPaAHHOTO
BBIJICJICHUS METaHOJIa U 3TaHOJa (KOHIIEHTparus cnupToB — 1%).

W3 nonyueHHbIx 3aBucuMocteit (puc. 11) BuaHo, uro npu temmeparype 70°C u
BpemeHu 40 MuUHYT HaOMIOJAeTCS KOJMYECTBEHHOE BBIJICJICHUE AaHAJIUTOB U3
OouonuzenpHoro TorinBa. OMHAKO JJIsI TMOBBIIMIEHUS SKCIPECCHOCTH aHalIu3a ObLIOo
BbIOpaHo Bpems — 10 muH, oOecrneunBaroiiee TpeOyeMmble Mpeaesibl 0OHApYKEHUs
MeTanona u 3tanona (0,5 % oovemH. [180]) a1t KOHTPOJIS KauecTBa OMOAU3EIHLHOTO
TOIJIUBA.

PasnuunHble cnupTel MOTYyT OKasbplBaTh Memaromee BiusHue Ha [[BA
ompenesieHre MeTaHoja U dTaHoja. [{ns ycrtaHoBieHus: (pakTOpOB CEIEKTUBHOCTH —
TaKOM KOHLEHTPAlWH MEMIAIMEro KOMIIOHEHTa, NPU KOTOPOW AHAJUTHYECKHM
CUTHAJI U3MeHsAeTcs 0osee ueM Ha 5%, ObuH cenianbl JOOABKU Pa3IMYHbIX CIUPTOB
HETOCPEJICTBEHHO B MOTJIOTUTENBHBIN pacTBOp (pacTBOp (POHOBOTO 3JIEKTPOIUTA) U
pacTBOphl OBUIM TpOaHAIM3WPOBaHbl MeTojnoM [IBA 6e3 mnpeaBapuTeabHOro
MeMOpaHHOro pasneneHus. I[lomydeHHble [UKIWYECKUE BOJbTAMIIEPOTPAMMBbI
pactBopoB (puc. 12) mnoka3plBalOT, YTO BCE€ W3YyYEHHBIE CHOUPTHI OKa3bIBAIOT
Memaroniee Bausinue Ha [IBA onpenenenue meraHona U 3TaHoJa.
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1 - 1-MeHTaHON

2 — 3-meTun-1-6ytaHon
3 — 2-meTnn-2-bytaHon
100 + 4 — NponaHon-2

5 — bytaHon-1

6 — 2-meTnnnponaHon-1
7 — TnnuepuH

E, mB

Puc. 12. BonpTamneporpaMmsl BOJHBIX PaCTBOPOB Pa3IUYHbIX CIIUPTOB (Cepupros=1 %0).

YcraHoBieHHble  (DAKTOPHI CEIEKTMBHOCTH MPEACTaBI€HH B Tabn. 2.
[IpakTHueckn BCE U3YUYEHHBIE CIUPTHI OKA3bIBAIOT MEMIAIONIEE BIUSHUE MPHU
MEHBIINX KOHUECHTPAIUAX 10 CPABHEHUIO C KOHIIEHTPALKEN 3TaHOJa U METAHOJIA.

Tab6n. 2. @akTOphI CENEKTUBHOCTH PA3TUYHBIX CIIUPTOB MPU ONPECICHUN

MeTaHoJIa U ATaHoja B Onoan3enbHOM TOIIUBE (Cyeranona=0,15 M, Ci,ranona=0,1 M).

Crupr daxkTop ceneKTUBHOCTH (MM)
Meranou OTaHoa

byran-1-on 0,2 0,9
I'enrranon-1-on 0,2 0,8
N3ob6yTanon 0,4 1,7
N3onentanon 0,4 1,5
N3onponanon 0,5 1,9
[lenran-1-on 0,6 2,2
['muuepun 0,5 0,7

Onmnako MeMOpaHHOE pa3feieHue IMO3BOJISIET YCTPAaHUTh 3TO MEMIAoIee
BinusiHUE. J[JI1 TOATBEpPKIEHUSI CEJEKTUBHOCTH MPUMEHSIeMON MeMOpaHbl B
OMoau3eIbHOE TOIUIMBO BBOAWIM J100AaBKM PA3IUYHBIX CIHUPTOB, U TIPOIIECC
MaccolepeHoca 4epe3 MeMmOpaHy MPOM3BOJMIM B BBIOPAaHHBIX ONTHUMAJIBHBIX

ycaoBusix. llormoturensHblit pacTBOp Obul mpoaHanuzupoBaH meroaamu ['X MC,
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IpU ATOM OBLJIO YCTAHOBJIEHO, YTO MaKCHUMaJlbHOE MEIIAIOIIEE BIIMSHUE MOMXKET
OKa3bIBaTh M30MPOIMIOBBIA COUPT MPHU €ro 2X KpaTHOM H30bITKE. OJIHAKO CTEINEHb
BBIJICJICHUS METUJIOBOTO U ATUJIOBOTO CIIUPTOB uepe3 MeMOpaHy coctaBuia 31 u 24
%, a mzonpomnmioBoro crupta — 4 %. Coaepkanue 0osiee BHICOKOKHUITSIIUX CIIUPTOB
B MOTJIOTUTENIBHOM PacTBOpEe ObLIO HUKE Mpejiesia OOHAPYKEHUS.

VYcnoBus perexktupoBaHusi: kosoHka — stabilvaks (30 M x 0,32 mm),

Temreparypa urkekTopa 250°C, IeTeKTOp — Macc-CIEKTPOMETpP, a3 HOCHTENb —

reJivii, CKOpoCTh ra3za HocuTens — 1,55 mu/mMuH.

110
19,584,048 @

[
“}' ‘! .““

T 1 T T T T T
20 30 4.0 5.0 6.0 7.0 8.0 9.0 10.0

min

Puc. 13. XpomaTorpamMmma noraoTUTENHHOTO pacTBopa (1 — METUIIOBBIN CIIUPT, 2 —
W30IMPONUIIOBBIN CIUPT, 3 — STUIOBBIN CIIUPT).

O1oT 3hPekT O00BSICHIETCS TEM, YTO MACCONEPEHOC uepe3 MeMOpaHy
o0ycnoBJeH B nepByto odepenb nuddysueit B cpene MemOpanbl. Tak kak MaTepuai
MeMOpaHbl COJIEPAKUT OCTATOYHBIM MOJSPHBIA  pacTBOpPUTENb, TO OBICTpee
mudPyHaupoBaTh yepe3 MeMOpaHy OyayT MOJIsIpHbIE BelllecTBa. BkitoueHue craauu
“mponyBKHM”’ MeMOpaHBl TIOCIIE€ KaXXJOTO SKCIEPUMEHTA T03BOJSET YCTPAHUTH
(13 2

ekt mamsaTu” MeMOpPaHbI U, TEM CaAMBIM, MPOJUIUTH CPOK €€ CITYKOBI.

boina wu3yuena 3aBUCHUMOCTh 3(G(PEKTUBHOCTH BBIJCICHUS aAHAIUTOB OT

CKOPOCTH  MpOIyCKaHUsi TOTOokKa arMochepHOro  BoO3dyxa yepe3  mpoly

OMOIM3EIHLHOI0 TOTUIMBA JIJIT HHTEHCU(HUKAITUHY MPpoliecca MaccolepeHoca.
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Jlns  aTroro mpouecc MaccolepeHoca CHOUPTOB  4Yepe3 MeMOpaHy B
MOTJIOTUTENbHBIA PACTBOP MPOBOJUJIICS MPU PA3TUUYHBIX CKOPOCTSX MOTOKA BO3AyXa
(puc. 14). YBenuueHue CKOPOCTH MOTOKA BO3AyXa OojbIle 3 MJI/MUH HE OKa3bIBaeT
CUJIBHOTO BIIMSIHUSI HA BBIJCJICHUE aHATUTOB. JTO MOXKET CBUAETEIHCTBOBATH O TOM,
YTO JNaJbHEUIINII MacconepeHoc OO0YCIOBIEH CKOPOCTHbIO HCIAPEHHS aHAJIUTOB U

mudPy3un B paze MeMOpaHBbI.

18000
16000
14000
12000

E 10000
— 8000
6000
4000
2000

0

=0=MeTaHO0JI

==3TaHoJ

0 1 2 3 4 5 6
CkopocCTb NNOTOKa rasa, MJji/MUH

Puc. 14. 3aBucumocts 3(heKTUBHOCTH BBIICJICHHS METAHOJa U 3TAHOJIA U3
OMOM3EIbHOIO TOIUIMBA OT CKOPOCTH MTOTOKA BO31yXa.

Pa3paborannass Meroguka Obula KCHOJIB30BaHA [JI  KOJUYECTBEHHOTO
ompeNesieHns] COUPTOB B oOpasiax OMOIU3ENbHOTO TOIUIMBA. B COOTBETCTBUU CO
cxemoil (puc. 3) B HWXKHIOIO yacTh siuedku (1), momemieHHoit B TepmocTaT (2),
MTOMOIIIBIO TIEPUCTATBTHYECKOTO Hacoca (3) mojaroTes 1 © OMOAM3ENIbHOTO TOTUIMBA
o KaHaiy (a), 3aTeM 4epe3 MpoOy MPOMyCKAETCsl MOTOK aTMOC(EPHOTO BO3AYyXa CO
CKOpPOCThIO 3 MJI/MHUH 1o KaHamy (0) s TmiepeMeliuBaHus TOIUIMBA U
MHTEHCU(UKAIIUU TTPOIECCa UCTIAPEHHUs aHAIUTOB U uX Iuddy3un uepe3 MeMOpany.
B 310 Bpems B cMecutenbHyro kamepy (4), CHaOKEHHYIO BKJIAJbIIIEM MarHUTHOU
MEIIAJIKK, ¢ MOMOIIBI0 MIpHUeBoro Hacoca (5) nogatorcs 0,25 M1 MOTJIOTUTENHHOTO
pactBopa (onHoBoro snektponuta (a). MeTaHon M ATAHON C MOTOKOM BO3yXa
mubPyHAUPYIOT Yepe3 MeMOpaHy B TMOIVIOTUTENbHBIA PpacTBOp, B KOTOPOM

MMPOHUCXOIUT PACTBOPCHHUEC aHAJIHUTOB. ITocne 3aBCPHICHUA IMPOHECCa MACCOIICPCHOCA
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AHAJINTOB  MPOUCXOJUT WX  JETEKTUPOBAHUE B  YCIOBHUSAX  LUKIMYECKOU
BOJIbTAMIIEPOMETPUM B BBIOPAHBIX ONTHUMAJbHBIX YycloBusx. llocie mnpoBeneHus
M3MEpPEHUS A4E€Ka U CMECUTEIIbHAsL KaMEpa MIPOMBIBAIOTCSI U300KTAHOM M PACTBOPOM
(hOHOBOTO JJIEKTPOJIUTA COOTBETCTBEHHO, a MeMOpaHa MPOAYBAETCSI MOTOKOM
BO3/yXa Uil yeTpaHeHus «3ddexra mamsatny.

[IpaBUIIBHOCTH MOJYYEHHBIX PE3YJbTATOB Obla MOATBEPKIACHA peepeHTHBIM
MetoaoMm ['X-MC [181]. Ans aToro 1 r mpoObl 6MOAM3EIHLHOTO TOIUIMBA CMEIITNBAIN
C 5 MJI JEHOHM3UPOBAHHOW BOJBl W TNEPEMEIIMBAIM HA MEPEMEIINBAIOIIEM
yctpoiictBe B TeueHue 20 munyT. Ilocne storo ¢hasel pazgensyii ¢ MOMOIIBIO
uentpudyrupoBanusi npu ckopoctu 3000 o6/muH B TeyeHue 15 munyTt. Boanyro
a3y aHanuzupoBaiu ¢ noMouibo Meroaa I'X-MC B ciieyronmx yciuoBHsIX: KOJOHKA
— stabilvaks (30 M x 0,32 mm), Temmeparypa uHxkekropa 250°C, ra3 HOCHTEIb —
TeIui, CKOPOCTh Taza HocutTens — 1,55 mu/MuH.

Pesynbratel, nomydeHuele Metogamu [[MA u ['XMC, Obuin cpaBHEHBI C
noMoubto t-recta. IlomydenHele t-3HaueHuns < 2,776 yka3pIBalOT Ha TO, YTO HET
CTaTUCTUYECKN 3HAYMMOIO Pa3JIMUMsl MEXAY pe3yJIbTaTaMH, IMOJYYEHHBIMHU IpPH

ImoMouu JIByX MCTOIUK.

Tabun. 3. Pe3ynbrarsl onpeaesieHus METaHOJa U ATaHojIa B 00pa3nax

omoausenpHOro TorumBa (n=5, t = 2,776, P = 0,95).

Tum BBe/ieHo Haiigeno metanoi, % BBe/ieHo Haiineno stanoun, %
OMOU3EIBHOr0 | METaHOI, 3TaHOII, t-test
TOILJIMBA % IBA I'XMC % IBA I'XMC
Mertanon | DTaHOI
0 < 0,02 < 0,001 0 <0,02 < 0,001 - -
«ITampmax» 0,4 0,41+0,02 | 0,42+0,02 0,5 0,50+0,01 | 0,48+0,02 0,5 1
0,3 0,29+0,01 | 0,31+0,01 0,3 0,31+0,01 | 0,30+0,02 1,2 1
0 <0,02 <0,001 0 <0,02 < 0,001 - -
«Parmcy 0,1 0,11+0,01 | 0,12+0,02 0,5 0,48+0,02 | 0,47+0,01 0,4 1,1
0,2 0,21+0,02 | 0,22+0,02 0,2 0,21+0,02 | 0,23+0,02 1,1 0,6
0 < 0,02 < 0,001 0 <0,02 < 0,001 - -
«Kykypy3a» 0,2 0,20+0,01 | 0,21+0,01 0,5 0,50+0,01 | 0,51+0,02 1,1 1,4
0,3 0,30+0,01 | 0,31£0,01 0,1 0,11+0,01 | 0,10+0,01 1,3 2,1
0 < 0,02 < 0,001 0 < 0,02 < 0,001 - -
«IToacommayx» 0,3 0,30+0,01 | 0,31+0,01 0,2 0,20+£0,01 | 0,19+0,01 0,8 0,6
0,4 0,38+0,02 | 0,39+0,02 0,3 0,30+0,02 | 0,29+0,01 1,4 0,9
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Pa3paborannass Metoauka  oOecneyMBaeT  JAMANa3OH  ONpeaesieMbIX
koHIeHTparuii ot 0,05 mo 0,5 macc. % miIs 000MX CHUPTOB, YTO IT0O3BOJISET
UCIIOJIB30BaTh €€ JI1 KOHTPOJIS KauecTBa OMOAN3EIbHOrO TOTUIMBA B COOTBETCTBUH C
ASTM D6751. Ilpenenst oOHapyxeHust (36) Ajis METHJIOBOTO U 3TUIIOBOTO CIIUPTOB
cocrtasisitoT 0,02 macc. %. Bpems ananuza — 12 MuH.

CpaBHEHUE AHAIUTHUYECKUX XapPAKTEPUCTUK pa3pabOTaHHOM METOAUKHU C
M3BECTHBIMHU MpeACTaBIeHHO B Ta0. 4. Hamu Oblna paspabotaHa mnepBas, MOJHOCTHIO
aBTOMATH3UPOBAaHHAS METOJUKA OJTHOBPEMEHHOTO OMPEACIICHUSI METaHOJIa U dTaHOJa
B OWOJM3EeNbHOM TOIUIMBE. BKIIOoueHHME B CXeMy aHaiu3a CTaJud BbIACICHUS
CIIUPTOB 4epe3 MeMOpaHy TMO3BOJISIET YCTPAHUUTh MEIIAIONIee  BIUSHUE
OOJNBIIMHCTBA  KOMIOHEHTOB  OWOJU3ENIIbHOTO  TOIUIMBA, W  HMCIOJIb30BATh

MUKIIMYCCKYIO BOJIBTAMIICPOMCTPHUIO B KAYCCTBEC METOAA JCTKTUPOBAHMUA.

Tabun. 4. AHanuTUYECKUE XapaKTePUCTUKU pa3pab0TaHHON U U3BECTHOU
MPOTOYHBIX METOJAMK OMPEACICHUS METUIIOBOTO U 3TUJIOBOTO CIIUPTOB B

6I/IOI[I/13€J'IBHBIX TOIIIINBAXx.

AHanut Merton [IpoGomoaroToBka Komriectso | - Pabounit 1o Ccbuika
OIpEIEICHUs oOpasna JUana3ox
Meranon SIA-CO Hnanus 200 MK 0,001- 0,0002 % 103
0,200 % (macc)
(macc)
OraHo, MUA-IIBA Hcnapenue yepes Ir 0,05-0,5 0,02 % Pa3pabotanHas
METaHOJ MeMOpany % (macc) (macc) METOJUKA

IIBA — muknudeckas BonbTamnepomeTpusi, CO — cnexrpodoTomeTpust
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I'nasa 5. llukian4yeckoe HHKEKIUOHHOE CIIEKTPOPOTOMETPUYECKOE
ornpeaeeHe rJMIepPpUHa B OM0AU3eJILHOM TOIJIMBE ¢ €ro NMpeIBapuTeIbHbIM

IKCTPAKIHUOHHBIM BBIACJICHUEM

BonbIIMHCTBO CHEKTPOPOTOMETPUUECKUX METOAMK OINpPENECTICHUs TIHIEPUHA
OCHOBAaHO Ha JABYXCTAJAMNHON peakiUu €ro OKHUCIEHUSA IMepUuojaT-uoHaMU [0
dbopmanpaeruaa ¢ MOCIACAYIONIUM B3aUMOJEHCTBUEM C alleTHUIAIlETOHOM (IEHTaH-
2,4-nuoH) ¢ 00pa3oBaHWEM OKpAIIIEHHOTO B JKEJITHIM LBET COEAWHEHUS — 3,5-
nuanetui- 1, 4-nurunponytuauaa [121]. JIByxcraguitHas peakuus Mpearnojaraet
MCIIOJIB30BaHUE OOJIBIIOTO YHCIa PEareHTOB, KpOME TOTO, BTOpas CTajaus SIBJISIETCS
KMHETUYEeCKN 3amejyieHHou. [Ipu aBToMaTtuzauuu HTOM peakiuu HaOIoAaeTCs
copOLMs OKpaIIEHHOTO MPOoaAyKTa — 3,5-nuanetui-1,4-TuruipoiyTuIMHa Ha CTEHKaxX
MOJMMEPHBIX TPYOOK, HCHOJB3YEMBIX B THAPABIMYECKUX CXEMax MNPOTOYHOTO
aHanu3a. YKa3zaHHbIM S(PQeKkT NpuBOoAUT K MposiBIeHHIO ‘“dddexrta mnamsatu” u
HEOOXOJIMMOCTH MPOMBIBKA KAaHAJIOB OPTraHUYECKUMU PACTBOPUTEISMH. Y Ka3aHHbBIN
¢ dext ObLT BHISBICH HAMU MPU MPOBEACHUU MPEABAPUTEIBHBIX UCCIEIOBAHUM B
ycnoBusix [TUA.

[TosToMy OBLT TPEANPUHSAT MOUCK aJbTEPHATUBHON XPOMOTEHHON peakinuu
JUIsL  ompenaelieHus riMiepuHa. M3BecTHOW peakuued i KayeCTBEHHOTO
oOHapy»XeHUsl TIUIEpUHA SBIAETCS peakuus oOpazoBanusi riaunepatra meau (11).
Oxkpamennsiii raunepat meau(ll) obpasyercs npu B3auMOJEHCTBUU TIHIIEPUHA C

MaJiopacTBOPUMBIM ruapokcuaom meau (I1) B menounoi cpene:

CH; 0 OH—CH;
H, - OH SRRl
H—O\ Cu + 2H,0O
H-OH + Cu ™~
2 H-0.—" ! CH—OCH O— CH
CH, - OH | |

CH,OH CH,OH
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Peaknus  roumepara  meau(Il) He  ucmonp3oBamack  paHee IS
(hoTOMETpUYECKOTO OMNpenesieHus] TIHIepuHa. Memmarniee BIUSHUE MOXKET
OKa3bIBaTh OKpamieHHbIl ruapokcua meau (II), mpucyrcTBue KOTOPOro mMpUBOAUT K
MOJIYYEHUIO HEBOCIPOU3BOMMBIX 3HAUEHUN ONTUYECKOUN MIOTHOCTH KaKk (POHOBOTO
CUTHala, Tak M curHaima npoOwl. [Ipu mpoBeneHMHM 5TONM peakuUu B TOTOKE
TUAPOKCU]] MEIU MOXKET OBbITh MPUUYMHOW 3aCOPEHUS KAHAJIOB THAPABIMYECKON
CXEMBI.

Jnsi ycTpaHeHHs! BBIIICONMMCAHHBIX MPOOJIEM HamMu Obla MpeasiokeHa uies
npoBeieHust Mex(da3zHol (OTOMETPUUYECKON PEaKI[UU B CUCTEME: BOJIHBIN IIET0UYHON
pactBop muiepuHa — kaTuoHUT-Cu(ll). beuto oOHapykeHo, uTO Tpu J00aBICHUU
BOJTHOTO IIETTOYHOTO pacTBOpa K kaTuoHUTy (Kb-421I1), Ha koTOpBII IpeaABapUTEIHLHO
HaHocHTH HoHsl Cu”’ (10 MeXaHH3My HOHHOTO 0OMEeHa), HaGII0anoch OCTENEHHOE
obpazoBanue okpamieHHoro rimiepara meau (II). Crmextp moriormieHusi pacTBopa
npejacTtaBiieH Ha puc. 1. [Ipu 3ToM xosocrtast npoba, moidydeHHas npu J00aBICHUU
NaOH (1,5 M), npakTuuecku He MorJiaiiaina 3JIeKTPOMarHuTHOE U3nyueHue npu 638

HM.

OnTryecKaa NNOTHOCTb
© o ©o o o o o o
N w D [0, ] (o)} ~ 0] (e} [
(=Y

o
a

o

300 400 500 600 700 800 900
[ANnvHa BONHbLI, HM

Puc. 1. Cnextp nornomienus riaunepara meau (II) (1) u xonoctoit mpoOsi (2)

OTHOCUTENBHO AUCTUIIUPOBAHHON BOABI (Craon=1,5 M Cryepuna=3 T/11).
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Jlns aBToMatuzanuu MexdazHon peakiuu B ycnoBusx [IMA paccmatpuBanu
JBA BapuaHTa €€ pealu3alyy: NPOMYCKAHWE BOJHOIO WIEJIOYHOTO PacTBOpa
TJIMLEPUHA Yepe3 KOJIOHKY, 3alOJHEHHYI0 KaTHOHUTOM M METOJ “KHUIISIIIErO CIIOA™
[182] — mepeMemmBaHHE TBEPIBIX YaCTHIl copOeHTa (puc. 2) ¢ KUIAKOM (Qazoit
MMOTOKOM Ta3a Jijisi UHTeHCU(UKALUK Tpoliecca Mexk(da3HbII peakini.

Tak kak wuccienyemas Mex(azHas peakius SBISETCS KUHETUYECKHU
3aMEJUICHHOM B TMEpBOM cllydyae MOTPeOOBAJOCh HCIOJIB30BAHHE  PEKHUMaA
OCTaHOBJICHHOT'O MOTOKA C JAMCKPETHBIM MPOIYCKAHUEM PACTBOpA TIIMIEPUHA YEPE3
KOJIOHKY, YTO 3HAUWUTEJIbHO YBEJIMYWIO BpeMsl aHanusa. B ciiyuae peanuzanuu
MeTOJa “KHUIAIIEro cjosi” BeCh 00BbEeM MNpOObl KOHTAKTUPYET C KATUOHUTOM B
CMECUTENIBHON KaMepe NP MHTEHCUBHOM NEPEMEIIMBAHUY TOTOKOM Ta3a U peakius
MPOTEKaeT B OJAHOM MHTEpBaJ€ BpPEMEHU. BTOpol BapuaHT  SBISIETCA
MPEINOYTUTENBHBIM C TOYKHU 3PEHUS SKCIPECCHOCTH aHAIU3A.

Kpome Toro, HempepblBHOE NEPEMEIIMBAHUE pPACTBOPA  YBEIUYUBAET
MacconepeHoc B JIU(PPy3MOHHOM CIIOE pacTBOpa, MpHUJIErarolleM K YacTUIlaM
katuonuta. Hudbdysus B nuddysuonHom cioe u B (a3ze camoro KaTHOHUTA
SABJISIIOTCS. JIMMUTUPYIOIIUMU CTAIUSIMU B KMHETUKE YCTAHOBJICHUSI MOHOOOMEHHBIX

paBHOBecui [183].

My3bIpbKK
rasa

TeépAable
YacTuLbl

[a3  —

Puc. 2 Cxema peanusanun METOJa KKUITAIIETO CIOSD.
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Tak kKak KaTMOHUTBI MOTYT COJEPk aTh PA3JIMYHbIE MOHOTEHHBIEC TPYIIIBI, TO
ObUTM M3y4YeHbl KATHOHHUTHI PA3IMYOrO0 COCTaBa, HUMEIOIIMECS] B  HallleM
pacnopsbkenun: KVY-2-8UC, KPC-5II, KVY-1, KPC-6II, Kb-4I12. OcHOBHbIE
XapaKTePUCTUKHU UCCIETyEMbIX KATUOHUTOB MPEJICTaBICHHBI B Ta0I. 1.

Tabnuma 1. XapakTepucTUKU UCTIONb3YEMbIX KATHOHHUTOB.

Mapka Tun Nonnas pH dyHKIIMOHUpOBaHUS Copepxanue
KaTHOHHTA rpymnmna JTUBHHIOEH3011a, %
Makc
KVY-2-84C | CunbHOKHCIBII -SO;- 3-12 8
KPC-5I1 CUJIbHOKHCITBIT -SO;- 3-12 5
KV-1 CunsHokucHe | -SO3-, OH- 3-12 -
KPC-6I1 CUJIbHOKHCITBIT -SO;- 3-12 6
Kb-4I12 C1aboKHUCabIi -COO- 5-10 2,5

Katnonutsl BeinepxkuBamu B 1 M pactBope Cu*’ IPU TMEPEMEIIMBAHUU B
TEUEHHE ToJiyyaca, (QUIbTPOBaIM, NPOMBIBAIM JAUCTUUIMPOBAHHON BOJON U
npocymuBaiu Ha ¢punbTpoBanbHOr Oymare. [locie storo 0,5 T KaXXa0ro KaTHOHUTA
MoMeIany B cTakaH u go0asisim 1 mu 1 r/n pactBopa raunepuna B 2 M pacTBope
NaOH. CMmecs nepemennBanyd Ha MEPEMEIIMBAIOIIEM YCTpPOMCTBE B TeueHue 30
MHHYT U HU3MEPSIIM ONTUYECKYIO IUIOTHOCTh OTHOCUTEIBHOM XOJOCTOTO PacTBOpa
(A=640 um, I=lcm). Katmonut wmapu KPC-5I1 obGecneunBan MaKCUMalIbHYIO
ONTUYECKYI0 TIUIOTHOCTh pactBopa (puc. 3). Ilpu 3ToM OBUIO OTMEYHO, YTO
YBEJIMYEHHUE ONTHYECKOMN MIIOTHOCTH KOPPEIUPYET C YMEHBIIIEHUEM B CUIIBHOKHUCIBIX
KaTUOHUTAX COACpPKaHUS TUBUHUIOEH307a. UeM OoJbIlie MPOIEHT NUBUHUIOEH30a,
TEM KECTU€ MaTpulla MOHWUTA M MEHBIIE CKOPOCTh YCTAHOBJICHHUS PAaBHOBECUM B
cucreme HoHUT-pacTBop [183]. CnaboKHUCIBIA KAaTHOHHUT HE CMOTpPS Ha HHU3KOE
cojiep>KaHhe JUBUHWIOECH30a oO0OecreYruBaeT TMOJYYEeHUE HHU3KUX 3HAUYCHUH
ONTHUYECKUX IIOTHOCTEMN MO CPABHEHUIO C CHIIBHOKHCIOTHBIMU KATUOHUTAMH.

O6pazoBanue riuiepara meau (II) mporekaeT UCKIIOYUTENHHO B IIEIOYHOM

cpene. beuto n3ydeno BnusiHue koHueHTpauuu NaOH Ha onTHYECKYIO IIIIOTHOCTb.
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Mapka kaTuoHuTa
Puc. 3. 3aBUcUMOCTh ONITUYECKOM MIIOTHOCTH pacTBopa riautepara meau (1)
ot mapku katuonuta (C (rmunepuna) — 1 r/m).

Jlast otoro 1 r karnonnta KPC-5IT momentamu 8 50 ma 1 M pactBopa Cu®’ u
BBIJICP)KUBAJIA B PACTBOpPE NpH NEpeMEHUBAaHUU B TedeHUe 30 MUH, MPOMBIBAIU
JTUCTUJUTMPOBAHHOM BOJOW M CyIIWIU Ha GuiabTpoBaibHOM Oymare. [locne storo 0,5
I KaTHOHHMTAa cMmemuBaid ¢ 1 w1 | T/1 IIenoyHoro pacTBopa TUIMIIEpUHA.
Konnentpammuro NaOH w3mensimim ot 0,5 mo 5 M. Ha ocHoBanuu
AKCIEpPEMEHTaNbHBIX JMaHHbIX (puc. 4) konmeHTpanus NaOH 1 M Obina BeiOpaHa B

KadyeCTBE ONTUMAJIBLHOM.

0.6 1

0.5 1
0.4
0.3 1
0.2 1

Onruyeckas
[IJIOTHOCTh

0.1 1

0 T T T T T 1
0 0.5 1 1.5 2 2.5 3

Konuentpayus NaOH, M

Puc. 4. 3aBucUMOCTh ONTUYECKOM MIOTHOCTH pacTBopa raunepara meau(Il) or

koH1eHTparuu NaOH (C riounepuna 1000 mr/n, Bpems peakuuu 30 MuH).
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Br160op onTuManbHOM HaBECKH KaTHOHUTA OCYIIECTBIsIM B ycnoBusix [{UA. B
cMecurtenbHyo kamepy (6) (puc. 5) momemanu ot 0,05 mo 0,5 r katuonura. s
YCTpaHEHUs TMONaJaHWsl YacTULl KaTHOHHMTa B KaHainel [[MA w3 cMmecuTenbHOUN
KamMepbl MOHHUT mMoMellain Ha GuiabTp u3 neHomnojguyperaHa. C MOMOIIBIO
MEepUCTAITUUECKOTO Hacoca (3) B cMecUuTelbHyl0 kamepy (6) mogaBanu 1 mun 1 M
pactBopa noHoB Menu (II) m cMmech mepememmBany ra3oBou ¢azoit B Teuenune 10

MHH.

1 M NaOH

CmecutenbHas
Kamepa 6

MeHononnypeTaHoBbIN
dbunbTp

Jetektop 7 MepuctanbTUYECKNi

Hacoc 3

Wnpuueson
Hacoc 4

Puc. 5. Cxema onpenenenust rauiepruaa B OMOIU3EIbHOM TOTUIUBE.

Otpaborannsiii pactBop wuoHoB Menu (II) cOpaceiBanu, a KaTHOHUT
MPOMBIBATIU AUCTUIUIMpPOBaHHOM Boaoi. [locime 3Toro mo kanamy mojayu mpoObl B
CMECUTENIbHYI0 KaMepy MOJABaId LICJIOYHOW PACTBOP MIMLEPHUHA C KOHUEHTpAIUEH
1 r/n. PactBOp B cmecuTenbHOW Kamepe mepememuBand 10 MUH M TofaBaiud B
KIOBETY ONTOBOJIOKOHHOTO CHEKTPOMETpPA, A€ U3MEPSIINA ONTHYECKYHO IUIOTHOCTH

pactBopa rimiepata meau (II) mpm 640 um. Ilocne 3Toro cureMa MpOMBIBAIaACh
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nocinenoarenbHo 0,5 M CONSHOW KHUCIOTOM W JIUCTUJUIMPOBAHHOM BOIOM.
[Tonyuenne nannbie (puc. 6) MOKa3bIBAIOT, YTO MUHUMAJIBHOW HABECKOW KaTHOHUTA,

o0ecrnieunBaroNIeii MOJHOTY MPOTEKAHUS aHIUTHYECKOU peakiuu siisiercs 0,2 T.

0.4

0.3

0.2

OnTHYecKkas NJIOTHOCTh

0.1

0 005 01 015 0.2 025 03 035 04 045

Macca KaTHOHHUTA, T

Puc. 6. 3aBUCHUMOCTh ONITUYECKOM MIOTHOCTH pacTBOpa rautepara meau (II)
ot macchel katuonuta (C (rnuuepuna) — 1 r/m).
bruta uccnenoBana KMHETUKA YCTAHOBJICHUSI PABHOBECUS B CUCTEME: BOIAHBIN
pacTBOp HOHOB Cu’" — KaTHOHWT. Hnga storo 0,2 r© kaTHOHUTA MNOMEIIAId B
CMECUTEIIbHYIO KaMepy U 3aTeM Tyja noaasanu 1 mu 1 M pactBop menu (I1). Cmech
MepeMeNIMBaIn MOTOKOM Bo3ayxa. Bpems nepememmBanus uzMmensia ot 1 go 10

MMUH.
14 7
L ——t L

§0.8 }
® 0.6

OTHOCTH

o
=
1

T T

0 2 4 6 8 10

Bpems, MuUH

OnTuyecka
o
o N
A1 1

Puc. 7. 3aBUcUMOCTb ONTUYECKOI MIIOTHOCTH PAacTBOPA Cyib(para MEAN OT

BpEMEHU NepeMelnBanus das.
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[Tocne storo pactBop wonoB meau (II) ¢ momombl0 NEPUCTATHTUYECKOTO
Hacoca MEpeKauyuBalii B KIOBETY OINTOBOJOKOHHOIO CIEKTPOMETpa U H3MEPsIIn
BEJIMYMHY ONTHUYECKON ToTHOCTH pacTBopa (A=640 uwm, l=1cm). IlepemennBanue
(a3 B TeueHUe 2 MUH 00€CIIEYMBAET YCTAHOBJICHUE PABHOBECHUS B PEAKIIMM HOHHOTO
obmena. Mexdaznas peaxkuust oOpazoBanus riunepata Menu (II) sBusercs
KMHETUYECKH 3aMmeyieHHoN. O0pa3oBaHue OKPAIIEHHOIO MPOJAYKTa MPU KOMHATHOU
TeMmrepaType HU3ydalud clienyromuMm obpaszoMm. B cmecutenbHyro kamepy (puc. 5)
nomemanu 0,2 r katuonuta, nogasanu 1 ma 1 M pactBopa menu (II), nepemermmBanu
MOTOKOM TMo3ayxa B TeueHue 2 wMuH. [locnme storo pactBop cynbdara meau
cOpachiBai, a KaTUOHUT MPOMBIBAIM 2 MJ AUCTUUIMPOBAHHON BOJABI. 3aTeM IO
KaHaly mojayu npoOsl mojaBanu 1 ma 1 r/nm pactBopa runepuHa B 1 M NaOH.
PacTtBop mnepememmBanu motokoM Bo3ayxa or 1 mgo 10 MuH ¢ MakcHUMaIbHOU
ckopocThto 5 mui/muH. Ilocne storo pactBop riuuepara meau (II) momaBanu B
KIOBETY OIITOBOJIOKOHHOTO CIIEKTPOMETpPAa M M3MEPSUIM ONTUYECKYIO IUJIOTHOCTh
pactBopa. M3 nosydeHHbIX pe3yabTaTtoB (puc. 8) ObUIO BRIOpAHO BpeMs peakiuu — 5
MUH. BbUIO M3yUeHO BIMSIHUE TEMIEPATyphbl HA yCTOMUMBOCTH riuiepata meau (11).
Jlnst 3TOro peakiuio ero oOpa3oBaHUs TPOBOAWIM Tpu HarpeBanuu. I[lpu
temreparype Bbime 30°C HaOIIOAAIOCh YMEHBIICHHE ONTHYECKOW IUIOTHOCTH
(pazpymienne raunepata wmeau (II)). IlosTomy nanpHeiimine uccleIOBaHUS

MPOBOJIAIINA MPU KOMHATHOW TeMIIEpaType.

o
o

0.5 -

0.4 -

0.3 -

0.2 -

0.1 -

OnTudyeckas IJIOTHOCTb
o

0 2 4 6 8 10 12
Bpems, MUH

Puc. 8. 3aBucUMOCTh ONITHUYECKOM MIOTHOCTH pacTBOpa rautiepara meau (II)

ot BpemeHnu nepememnBanus (C (rnuuepuna) 1 /).
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I[J'If[ onpecaAcCiICHud CTCIICHHU HW3BJICUCHHUA TJIHLOCPHHA ObLIa IMOCTPOCHA

rpaagyupoBodHas 3aBHCUMOCTb I OMNPCACICHHA TJIMLCPHHA B BOIAHOM PACTBOPE

(puc. 9).

0.7 -

0.6 - y =0.0003x + 0.2631
R%=0.99173

0.5
0.4
0.3
0.2
0.1

OnTuyeckas NJIOTHOCTb

0 200 400 600 800 1000 1200

KoHueHTpauusa riuyepuHa, Mr/

Puc. 9. I'pagynpoBoYHas 3aBUCUMOCTD JIJI ONIPENCIICHUS TJULIEPUHA.

J{ns BeIAENICHUS TIUIEpUHA U3 OMOIM3EIBLHOI0 TOTUIMBA B BOJAHYIO a3y Oblia
M3yuyeHa BO3MOXHOCTh NMPUMEHEHHS KamelbHOM MHUKPOIKCTpakiuu (00beM Karuiu
BogHOM ¢a3el — 1 MK, BpeMsa OHKCTpakuuu — 10 MHUH) M 3KCTPAKIMOHHO-
XxpoMartorpa)uueckoro BBIJICJICHUS Ha MHKPOKOJOHKE (moiumepHass TpyOka
IUaMeTpoM 2 MM, IJMHOW 5 cM), IJle B KayecTBE CTalMOHapHOU (a3el Oblia
JTUCTUJUTUPOBaHHAs BOJIA, YAEPKUBaeMasi Ha CTEKJIIOBOJIOKHE.

B cnyuae xamnenbHOM MUKPOSKCTPAKIMKU B CTEKJISHHBIM (DJTAKOH TOMENanu 5
MJI OMOJU3ENIbHOTO TOIUIMBA, MOTPYXaJIM UTIy XpomaTorpaduueckoro mmpwuia (1
MKJI) U BBIJABJIMBAJIM KaIlito dKcTpareHta. I[lpu yBenuuenun oObeMa Karmim Oosee
yeM Ha 2 MKJI HaOdoJancs CphiB Kamiaud. PacTBop OMOIM3ENBHOTO TOIIMBA
nepeMeIInBail BKIIAJIBIIIIEM MAarHUTHOW MeEIIAJKu B TeueHue 10 MUH, mocie 4ero
KaIUTl0 HAKCTpAareHTa BTATUBAIM B IIMPHUILl, UMY IINPUIA BBIHUMAIX U3 TPOOHI,
BBITUpaIu QUIbTpOBaIbHOM Oymaroi u kario BeigaBinuBanu B 0,5 mu 1 M pactBopa
NaOH, xoTopslil 3aTeM aHATU3UPOBAIIH.

B caydae peanuzanuu SKCTPAKIIMOHHO-XpOMATOrpaUuecKOro BBIICICHUS
[NIMIEPUHA B CUIMKOHOBYIO TPYOKY JUIMHHOW 5 CM UM BHYTPEHHUM JIUAMETPOM 2 MM

nomMemain NpCaABAPUTCIILHO CMOYCHHBIC BOI[Oﬁ BOJIOKHA CTCKJIOBOJIOKHA.
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HamonHeHnne KOJIOHKHM MPOJOJDKAIM JI0 TeX IMOp, MOKa OHM HE HAYMHAIU TUIOTHO
Jep>KaThCs BHYTPU KOJIOHKH.

B nepBom ciyuae Habmoganoch 5 %-HOe BbIJIENICHUE TIUIEPUHA B BOJAHYIO
¢dazy, Bo BTOpoM — 90 %-HOe (IIpu HABYKpPATHOM MPOIYCKaHWU MPOOBI uepes
KOJIOHKY). JIJIsi IUKIMYECKOTO WHXKEKIMOHHOIO OIpeNeNieHUus] TIUIepUHa B
OMOIM3ETbHOM TOIUIMBE OBLIO BKJIIOUEHO B CXEMY aHaldu3a on-line 3KCTpaKIMOHHO-
XxpoMatorpaduueckoe BbIJICICHUE aHAIUTA. DKCIEPUMEHTAIbHO ObLIA YCTAHOBJICHBI
CIEAYIOIIUE ONTUMAJIbHbIC YCJIOBUS BBIJICTICHUS TJUILEpUHA B BOAHYIO (Da3y:
CKOpPOCTh MPONMYyCKaHWs TMpoObl uepe3 KoJoHKYy — 0,3 MJI/MUH, CKOPOCTbH

amroupoBanusa — 1 mui/MuH u 06beM dmroenTa (1 M NaOH) — 1 ma (Puc. 10).

X
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A 2
= 20 - e
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2 10 - ©
&

1
0.5
0.3

CKOpOCTb NOJa4y JJII0EHT],
MJI/MUH

Puc. 10. 3aBucumocts 3PHeKTUBHOCTH IKCTPAKIIMOHHO-XpOMATOTrpaduuecKkoro

BBIACICHUS INNIMOCPHUHA OT CKOpOCTefI IIOTOKOB 6I/IOI[I/13€J'IBHOFO TOIIJIMBA U J3JIIOCHTA.

Pa3zpaboranHas weToAaumka OblJIa WMCIOJB30BAaHA JJIS KOJWYECTBEHHOTO
OTpeNeNeHus] TAuIepruHa B oOpasnax OwoausenbHOro TorumBa. CoriacHo
pa3paboTaHHON cxeme (puc. 5) ¢ MOMOIIBIO IIMPUIIEBOIO HACOCA B MUKPOKOJIOHKY

(5) orbuparor 0,5 max 1 M NaOH (xanan 1), mpu 3TOM IPOUCXOJAUT CMayUBaHHUE
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CTEKJIOBOJIOKHA BOJIHOU (hazoil. M30bITOK BOAHOM (ha3bl cOpachIBalOT 4Yepe3 KaHal 4
(kpan 1). B mmpurneBoit Hacoc oTOUparoT 2,5 Ml NpoObl OMOAU3EIBHOTO TOIIMBA
(kaHan 8) yepe3 MUKPOKOJOHKY CO CKOPOCThIO 0,3 MJI/MUH U 0OpaTHO MPOKAYUBAIOT
yepe3 MUKPOKOJIOHKY Ha cOpoc (kanan 4). [loBropHas momada mpoObl HA KOJOHKY
o0ecrieurBaeT KOJMYECTBEHHOE BbIACNICHHE TiHiepuHa. Jlnsg  ycTpaHeHus
o0pa3oBaHUs SMYJIbCUM KOJIOHKY U IINPHUIEBOM HAcOC TMOCIEA0BATEIbHO
MPOMBIBAIOT TMEHTAaHOM (KaHajd 2) W MPOAYBAIOT BO3AYXOM. B MHUKpPOKOJIOHKY C
MOMOIIIBIO TTpHUIleBoro Hacoca mojaarT 0,5 ma 1 M NaOH (xanan 1), mocie yero
AI0AT HAIpPAaBISIIOT B CMECHUTENIBHYIO KaMepy ¢ dacTuiiaMu KaTuoHUT-Cul+. dazbl
MepeMEIINBaIOT MOTOKOM aTMoc(epHoro Bo3ayxa (kaHan 13, kpaH 2) coO CKOPOCTbIO
5 MJI/MUH B TE€UEHHE 5 MHUH, TMociie 4ero pactBop riuiepara meau(ll) ¢ momoribro
MEePUCTATTUUECKOTO HAacoCa HAIMpPAaBIISIIOT B MPOTOYHYIO KIOBETY ONTOBOJIOKOHHOTO
CIIEKTPOMETPA M U3MEPSIOT ONTHYECKYIO IJIIOTHOCTH mpu 638 HM. Ilocime kaxaoro
[UKJIa U3MEPEHUs] KOHIIEHTpAlMU TJIUIEPUHA MPOBOJSAT pEreHepaluio KaTHOHUTA
1pu ero nociueaoBarenbHoi nmpomMeiBke 0,5 M HCI, nuctunaupoBanHoit Bogoit u 1 M
pacTBOpoM cyib(hara Meau.

[IpaBUIIBHOCTH MOJYYEHHBIX PE3YJbTATOB Obla MOATBEPKIACHA peepeHTHRIM
MetoaoM ['X-MC [104]. dns atoro 1 r mpoObl 6MOAU3EIHLHOTO TOIUIMBA CMEIITNBAIN
C 5 M JeMOHU3MPOBAHHOW BOJABI M TMEpPEMENIMBAIM Ha MEePEeMEIINBAIOIIEM
yctpoiictBe B TeueHue 20 munyT. Ilocne storo ¢asel pazgensuyii ¢ MOMOIIbIO
uentpudyrupoBanusi npu ckopoctu 3000 o6/mMuH B TeyeHue 15 munyT. Boanyro
a3y aHanuzupoBaiu ¢ noMouibo Meroaa I'X-MC B ciieyronmx yciuoBHsIX: KOJOHKA
— stabilvaks (30 M x 0,32 mm), Temneparypa umHxkekropa 250°C, ra3 HOCHTEIb —
reJiuii, CKOpocTh ra3a Hocutens — 1,55 mu/muH.

Pesynbrathl, nonydennsie metonamu [{TUA u metogom I'’XMC Gbuin cpaBHEHBI
¢ noMoiieto t-tecra (Tadmn. 2). [lonydennsie t-3Hauenust < 2,776 yka3blBaloT Ha TO,
YTO HET CTATUCTHUUYECKU 3HAYUMOIO Pa3IUYMs MEXKIY pe3yiabTaTaMH, MOJTyYECHHBIMU

IIpH IMOMOIIIHU ABYX MCTOAUK.
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Tabu. 2. Pe3ynbrarsl onpeenieHus MUIepruHa B 00pa3iiax 0uoan3eabHOro
toruBa (n=5,t=2,776 , P =0,95).

Hatineno, r/kr
Tun 6mogu3enspHOro TolnBa | BBemeno, I/kr t-TecT
1A I'’XMC

0 <0,03 <0,001 -
«ITaabpmay 0,2 0,19+0,01 | 0,173+£0,005 | 0.6
0,6 0,594+0,03 | 0,578+0,007 | 0,5

0 <0,03 <0,001 -
«Parmcy» 0,2 0,20+0,01 | 0,191+0,003 | 0,4
0,6 0,60+0,03 | 0,584+0,006 | 0.8

0 <0,03 <0,001 -
«Kykypy3a» 0,2 0,22+0,02 | 0,211+0,005 | 0,2
0,6 0,60+0,01 | 0,615+0,006 | 0,3

0 <0,03 <0,001 -
«ITonconHyx» 0,2 0,21+0,01 | 0,196+0,004 | 0,3
0,6 0,59+0,02 | 0,576+0,006 | 0,4

Pa3paborannass  Metoauka  oOecneyMBaeT  JAMANa3OH  ONpeaesieMbIX
koHieHTparuit ot 100 1o 1000 mr/Kkr, 4TO MO3BOISET UCTIOIB30BATh €€ NI KOHTPOJIsS
KadyecTBa OHOIM3EIbLHOrO TOIIMBa B cooTBeTcTBUM ¢ ASTM D6751. Ilpenen
oOHapyxeHnus (36) coctapnset 30 Mr/kr, BpeMms aHanu3a — 15 MuH.

CpaBHEeHUE AHAIUTHUYECKUX XapPaKTEPUCTUK pa3pabOTaHHOM METOAUKH C
M3BECTHBIMU MPOTOYHBIMHU aHAJIOTaMH MPEICTaBICHHO B Ta01. 3.

Takum oOpa3zoM, Oblla MpeaioKeHa HOBask XpOMOTeHHass Mexda3zHa peakius
oOpazoBanus riunepara meau (II) ans mporoyHoro cnekTpodOTOMETPUUYECKOTO
ompenesieHus] TIHIepruHa B OUOJu3eNbHOM TOoruMBe. [IpennokeH HOBBINM MeTON
poOOMOArOTOBKHY sl on-line omnpeaeneHus riaunepuHa B OUOU3EIbHBIX TOIIMBAX

Ha MPUHIIANAX YKCTPAKIIMOHHON XpomaTorpadumu.

Tab6un. 3. AHanTUTUYECKUE XapaKTEPUCTUKHU pa3pab0TaHHON U U3BECTHBIX

MCTOAUK OIMPCACICHUA I'NTMICPHUHA B 6I/IOI[I/I36J'IBHI)IX TOIIIINBAX.

Meron Merton Macca IIpenen o6HapykeHHUH,
CCBLITKa
OnpesiesIeHUs! poOOMOATOTOBKH poOkI, T r/n
MTUA-CD HuzkoorHas 1 1 127
IKCTPAKIHUS
FB-®JI On-line xxunkocTHas 0.14 0.036 128
IKCTPAKIHUS
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MUA-CD On-line xuaKOCTHAS 2.8 129
9KCTPAKLUS
FB-C® On-line »XuaKOCTHAS 0.14 4%10° 130
9KCTPAKLUS
MHA-AM L 0,25 5 131
9KCTPAKLUS
UA-AM Amaxoctras 1 0,046 132
9KCTPAKLUS
MHA-®JT Amaxoctras 1 0,5 133
9KCTPAKLUS
DKCTpaKIIMOHHO-
MUA-CD XpoMatorpagpuieckoe 2,5 0,3 Pa3pabotanHas MeToaua
BBIJICJICHUE

[MUA — npoToyHO-UHKEeKIMOHHBII aHanu3, CD — cnekrpodoTomerpusi, FB - mpoTouno-nopuuonsstii ananmus, ®JI —
¢ayopecuennus, AM-amnepoMeTpus.

BbIBOaBI

— pa3paboTaH HOBbIH KOMOWHHPOBAHHBIN METOJ MHOTOKOMIIOHEHTHOTO
MPOTOYHOT'O aHajdW3a, OCHOBAHHBIA HA COYETAHUM IUKIMYECKOTO WHKEKIIMOHHOTO
aHaJIN3a U METOJa MHOKECTBEHHOM JIMHEMHON PErPECCHU;

- M3YyUYEHbl U ONTUMHU3UPOBAHBI YCJIOBUSA MPOBEACHUS XPOMOTEHHBIX
peakiuii 06pazoBanus KoMmiuiekcoB nOHOB Kanbuusi(Il) u maraus(ll) ¢ spuoxpomom
yepHoM T B COUPTOBBIX pacTBOpax OMOAM3ENbHBIX TOIUIMB ISl UX MOCJIEAYIOIIETO
HUKINYECKOTO  WHXKEKIMOHHOTO  CHEKTPO()OTOMETPUUYECKOTO  OMNpEeNeseHUs C
MIPUMEHECHUEM METOJA MHOKECTBECHHOM JIMHEWMHON PErPECCHUU;

- M3y4YeH U ONTUMHU3UPOBAH TMPOLECC CEIEKTUBHOIO MEMOpPAHHOTO
BBIJICJICHUS METaHOJIa U 3TaHOJa U3 OMOJIU3EIBHOTO TOIUIMBA B BOAHYIO (ha3y uepes
MeMOpaHy U3 nojJudeHuaeHn3oPpTaraMua;

- pa3paboTaHa MHCTpYMEHTajdbHasi CcXeMa NPOOOMOATOTOBKU st
OmpeNeNieHns] METaHoJa MW JTaHola B OHOAM3ENBHOM TOIUJIMBE B YCJIOBUSX
IUKJINYECKOTO0 HWHXKEKIIMOHHOTO aHajiu3a, OCHOBAHHAs Ha HX HCHApPEHUU Yepe3
CEJICKTUBHYIO MeMOpaHy;

- M3YyUYEeHbl M ONTUMU3UPOBAHBI YCJIOBUS MPOBEACHUS XPOMOI€HHOM
peakuuu odpazoBanus riuiepara meau(ll) B rereporenHoi cucteMe: BoaHas daza —
Cu2+-KaTHOHUT 1S CHEKTPO(POTOMETPUUECKOTO ONPEICIICHHS TIIUIIEPUHA;

- pa3paboTaHa MHCTpYMEHTajdbHas cXeMa MpOOOMOATOTOBKU ISt
OmpeNeNieHus] TIHIEpUHA B OHOJIU3EIBHOM TOIUIMBE B YCIOBUAX IHKIUYECKOTO
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HWHXCKIOWOHHOI'O aHa/lu3a, OCHOBAaHHas1 Ha €TI0 HOpMaJ'H)HO(i)aSOBOM KHUIKOCTHO-
KHUAKOCTHOM XpOMaTOFpa(l)I/I‘-IeCKOM BBIACIICHUHY U KOHOCHTPHUPOBAHHUMU.
- pa3pa60TaHbI MCTOAUMKHN HHUKINYCCKOIO HMHKXCKIMOHHOI'O OIIPCACICHHUA

Al, Ca, Fe, Mg, P, Si, meTaHoJ1a, 3TaHOJa U TJIMIIEpUHA B OMOAU3ETbHOM TOILIUBE.
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HpI/IHﬂTble YCJI0BHBIC COKPAIICHUS U 0003HaYeHHUs

ADC — aTOMHO-3MUCCHOHHBIN CIIEKTPAJIbHBIN aHAIN3
AAC — aToMHO0-a0COpPOIIMOHHBIN CIIEKTPAIbHBIN aHATN3
NCII — uHOYKTUBHO CBsA3aHHAs IIa3Ma

MC — macc-cnekTpomMeTpus

[TMA — mpOTOYHO-UHKEKIIMOHHBIN aHAIN3

LED — Light-emitting diode (cBeTonnoxn)

YO — ynerpaduoneroBas cnekrpohoroMeTpus

FB — npOoTOYHO-TTIOPLIMOHHBIN aHAIU3

I'X — razoBas xpomatorpadus

[TN]I- mmaMeHHO-NOHU3AMOHHBINA AETEKTOP

A® — atomHas QiryopecueHIus

UK — undpakpacHas CieKTpoOMeTpHst

SPR — mOBEpXHOCTHBIN IJIa3MEHHBIN PE30HAHC
B3OXKX — Bricoko3PhexTuBHAs KUIKOCTHASI XpoMaTorpadus
TCX — ToHKocnolHas xpomaTorpadus

Y3 — yapTpa3Byk

AM — amniepomeTpus

[MHNA — nukIn4ecKuii MHKEKIIMOHHBIN aHaAIN3

MUJIP — MHOX€CTBEHHAs TUHEHHAsI perpeccust

XC — xpomazyposaom C

NIIC uzonponunosoro (UTIC) cniupros.

OUT — spuoxpom uepHsiili T

TOA — TpusTaHOJIAMUH

KD — kanunnsapHsii 25exkTpodope3

NX — nonnas xpomarorpadus

[IBA — nukin4deckasi BOJIbTaMIIEPOMETPHS,

JIMAA — nuMmeTunaneTaMu

[IOUA — nonudenunenunzodranamug
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