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I[J'I}I MPUMCHCHUA OCTOHOB C IPpOTUBOMOPO3HBIMHA I[O63.BK8.MI/I [puHATa HCYTCIIJICHHAA
METalJIM4YeCKas onany61<a, JJIs1 OCTAJIBHBIX CIoco00B — MeTaJIn4ecKas 0nany61<a, YTCILJICHHAasA
MMOJTY’KECTKUMHU MUHCPAJIOBATHBIMU IIJIMTAMHU.
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PA3PABOTKA METOJMKHU BBINOJHEHUS U3MEPEHUI MACCOBOM
KOHIHEHTPAIIMU KEPOCHUHA T-1 B BOJAE, IOYBE U PACTEHUAX
METO/IOM I'A30BO1 XPOMATOIPA®UUN

Ha cerognsmmumii neHp pa3pabOTKa HOBBIX METOAWK BBIMOJHEHHUS HW3MEPEHUH 110
OTIpE/ICNICHUIO COJIEPYKAHUSI KOMIIOHEHTOB PAKETHOT'O TOIUIMBA U MPOAYKTOB MX MPEBpAIICHUS C
UCTIONIb30BaHUEM, 0o0jiee YyBCTBUTEIBHBIX U CEJIIEKTUBHBIX HMHCTPYMEHTAIBHBIX METO/I0B
ABIIIETCS aKTyaJbHOW 3ajauell NpUKIAaTHOro Xapakrepa. Jlo HacTosimiero BpeMEHH HET
CTaHJApTHOM METOJMKH IO OIPEAEICHUI0 HEKOTOPHIX KOMIIOHEHTOB PAaKETHOIO TOIUIMBA B
00BeKTaxX OKpY>KaroIiei cpess [1].

AHanu3  3arps3HEHHBIX TOYBBI W BOJABl HAa  COJIEpKaHHE  HEPTENPOAYKTOB
xpoMarorpadgudeckumMmd  MetogamMu  (TazoBol  Xpomartorpaduu,  BBICOKOA(D()EKTHBHOU
KHUJIKOCTHOM XpomaTtorpaduu) SBISETCS caMbiM HMH(OPMATHBHBIM U MO3BOJSET HE TOJIBKO
ONpeAeuTh CyMMapHO€ COJepXKaHhWe JSTHUX NPUOPUTETHBIX 3arpsA3HUTENeH, HO U
UACHTU(DUIMPOBATE HMHIUBUIyalbHbIE OPraHMYECKHEe COEJMHEHHUS B CIOXKHBIX CMECSX
YTJIEBOJIOPOAOB HEPTSIHOTO MTPOUCXOKIACHHMS [2].

B nmpuHumne MeTromuku ompeiereHHs HEPTENpoAyKTOB B IIOYBE METOAOM Ta30BOM
XpoMaTorpauu aHaJIOTUYHbI COOTBETCTBYIOLIMM METOJUKAM JUIsl 3arps3HEeHHON Bojbl. OTinyue
JUIIb B TPOOOIIOJATrOTOBKE, M MOCIIE U3BJICUEHHS YIJIEBOJIOPOIOB U3 MOYBHI (TEPMOAECOPOLMS HIIH
SKCTPaKIMs OPraHMYECKHMMHU PACTBOPUTEISIMU) CYMMAapHOE WM WHIUBHIyaJIbHOE OIpeesiCHUE
HeTENPOIYKTOB OCYILIECTBIACTCS METOAaMH T'a30BOM Xpomarorpaduu Uiu ra3oBoil XpomMaTo-mace
CIIEKTPOMETPHHU TOYHO TaK XK€, KaK U B CiIydae BOJI [3, 4].

Hamu pa3paborana meToanka U3MEpeHHI MacCOBOM KOHIICHTpanuu kepocuHa T-1 B Boje,
MOYBE U PACTEHHUIX METOJIOM Ia30BOI XpomaTorpaduu.

MeTo OCHOBaH Ha aHaJIU3€ IKCTPAKTA, MOJTy4aeMbIX IKCTpaKiueil 00beKToB (BOja, MOYBA,
pacTeHMsl) OpPraHUYECKMMH pAcTBOPUTENSIMM, 3arpsA3HEHHOM KepocuHoM T-1, mytem
razoxpoMarorpauueckoro pasiejieHusi MapoB KEPOCHMHA Ha COCTABIAIOIIME Ha KBaplEBOU
KalWUIIPHOM KOJOHKE B TIOTOKE Ta3a-HOCUTENs (a30Ta MM Telus) C TOCIEAYIONIMM
OTpe/IeNIEHUEM COJEpKaHHUsI KEpOCHHA MO CyMME IUIONIa/ield MHKOB 3TUX KOMIIOHEHTOB WJIU
MPONOPIMOHANBHO KOHLEeHTpanuu kKepocuHa T-1. Kosddumuent mnponopuuonanbHOCTH
YCTaHABIIMBAIOT MIPU IPalyHpoOBKE XpomaTorpada.
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IIpy BBIOJIHEHUU U3MEPEHMH MNPUMEHSIIOT CIEAYIOIUE CpPEACTBA HM3MEPEHHH,
BCIIOMOTaTeJNIbHbIE YCTPONCTBA, MaTEpPHAIIbl U PEAKTUBBI:

— ra3oBblil xpomarorpad Agilent 6980N ¢ miaMeHHO-MOHM3ALMOHHBIM JE€TEKTOPOM HIIN
MacC-CeJIGKTUBHBIM JICTEKTOPOM, CHAOXEHHBIM MpOrpaMMON Uil TOJY4YeHHs W 00paboTKU
Xpomarorpauyeckux JaHHbIX;

— BEeChl AHAJIMTHUYECKUE JIabopaTOpHbIE, IMWJIMHAPHI MEpHblE eMKocThio 25; 50 wmu,
IPOOUPKHU MEpHBIE EMKOCTBIO 5-25 mi1, TepmoMeTp s1aboparopuslii TJI-2; npenesnst 0-90°C; nena
nenenus 1°C;

— Xxpomarorpaduueckasi KOJOHKA M3 KBaplEBOrO CTEKIa JUIMHOM 25 M U BHYTPECHHHUM
mramerpom 0,3 MM ¢ sxuakoi ¢azoit HP-5 (TonmuHa miaeHKr 5 MKM), MUKPOIIIIPHUIIEI €MKOCTBIO
10 mxn "MII-10" n 50mxn "MII-50", nuctumidTrop, peayKTOp BOJOPOAHBIA U  PEAYKTOP
KHUCJIOPOAHBIA, AJIEKTPOIUINTKA, POTALMOHHBIA HWCHApUTENb, JTUOO0 NpHOOp Ui OTTOHKU
pacTBOpuUTENIel, COCTABICHHBIM M3 KPYIJOJOHHOW KojObl eMkocThio 50—100 mu, Hacagku
Bropua, npsimoro xononmnbHuka XIIT-KII, amnonxka u npuemHuka emkoctsio 50-100 mur
Kononka crexnsinHas ymmHoi 250 MM, BHYTpeHHUM quamMeTpoM 10 MM, ¢ OTTSHYTBIM KOHIIOM, C
TaMIIOHOM U3 CTEKJIOBATHI B HIKHEH 4acTH, KOJIObI KOHMUECKUE C MIPUTEPTHIMU NpooKkamu Ha 50
win 100 mut, nunetku Ha 1 u 10 M1 ¢ rpagyupoBKOM, BOPOHKH XUMHYECKHE, BaTa CTEKJISIHHAS,
[IPOKUIISTYEHHAs] B YETBIPEXXJIOPUCTOM yriepoje, Oymara WHAMKATOpHAas YHHBEpCajbHasd,
Oymara ¢uibTpoBaJibHas, 1UO0 (UIBTPBI «Oemas JICHTa», QIIOMHHHS OKCHJI IS
xpomatorpaduu, Il cTemeHu aKTUBHOCTH, KallMi JABYXPOMOBOKHCIBIM, Y., KHUCJIOTa CepHas
KOHIICHTPUPOBaHHAs, Y., HATPHHA CEPHOKUCIBIN (cynbdar) Oe3BOAHBIA, Y. A. a., TEPMOCTAT
BOJISIHOM, a30T C)KaThIi, BOJAOPOJ CXKAThIA, BO3AYyX CXKATbIH, reiuii ra3000pa3HbIil Mapku A B
OayuioHe, MepyaTKd XJIOM4aTOOyMaKHble, TeKcaH, JeKaH, IEeHTaH - peareHTbl s
xpomaTtorpaduu, AMXIOPMETaH, X.4., o0pazel kepocuHa mapku T-1.

Jlomnyckaercss UCHOIb30BAaHUE JIPYTUX CPEJICTB U3MEPEHUM, BCIIOMOraTeIbHbIX YCTPOUCTB,
MaTepHUaIoB U PEAKTUBOB C XapaKTEPUCTUKAMU, HE XYK€, UeM yKa3aHbl BbIIIIE.

BeimonHenne u3MepeHWil Ha Tra3oBOM  Xpomartorpade IMpOBOAAT B YCJOBUSX,
PEKOMEHIYEMBIX TEXHUUECKOU JOKYMEHTAIMeH K mpuoopy.

Hcxonnsiii pactBop kepocuna T-1 B rekcane (c=1 mr/cm?). 50 mr kepocuna T-1 BHOCAT B
MEpHYIO KOOy BMECTHMOCTEIO 50 CM” IOBOZIST FeKCAHOM [0 METKH H [TePEMEIIIHBAIOT.

Pabouune crannmaptHbie pacTBOpHI, cogepxkamue 100, 50, 10, 5, 1 MKr/cm®, roToBAT C
COOTBETCTBYIOIIUM pa30aBIeHHEM UCXOAHOIO PACTBOPA BOJOM.

Iloocomoska xpomamozpaghuieckoii KOTOHKU

Xpomarorpapuieckyo KamWwUISIPHYIO KOJIOHKY, HE TOJKIoYas K JETeKTOopY,
KOHIUIIMOHUPYIOT B TOKE ra3a-HOCUTENs C pacxojoM 2,5 cM?/mMuH npu Ttemneparype 250 °C B
teueHre 18 uacoB. [locine oxnaxaeHuss KOJOHKY MOJKIIOYAIOT K JETEKTOPY, 3alHChIBAIOT
HYJIEBYIO TUHMIO B paboueM pexxume. [Ipu oTcyTcTBUUM Apeiida HyneBoi TUHIM KOJIOHKA TOTOBA
K pabore.

Yemanosnenue epaoyuposounoil xapakmepucmuxu

['pagyupoBoYHbIE XapaKTEPUCTUKHU YCTaHABJIMBAIOT METOAOM aOCOIIOTHOM I'padyHUpOBKHU
Ha TpaJydMpOBOYHBIX pacTBopax. OHM  BBIPaXKAOT 3aBUCHUMOCTh  IUIOLIAJM  IIMKa
COOTBETCTBYIOIIETO BEIIECTBA HA XpoMaTorpamme (MM?) OT KOHIIGHTPAIUH (MI/AM®) B CTPOSTCS
110 5 cepusiM pacTBOPOB ISl IPAyUPOBKH.

Ha nomydeHHO XpoMarorpamMme pacCUMTHIBAIOT IUIOU[AJM IMHUKOB KOMIIOHEHTOB U IO
CPEHUM 3HAYEHHUSIM U3 5-TU CEepUil CTPOST TPaAyHPOBOYHBIE XAPAKTEPUCTHKHU IJI KaKIOTO
BenlecTBa. [IpoBepky IpaJyHpOBOYHON XapaKTEPUCTHUKU HPOBOAAT 1 pa3 B KBapTal MU IpU
M3MEHEHUH YCIOBUI ra30XpoMaTorpaduyeckoro pa3aeieHnus CMECH Ha KOJOHKE.

J171sl KOTM4EeCTBEHHOTO U3MEPEHHSI MAaCCOBOM KOHIIEHTPAIMM KEPOCHHA UCIIOJB3YIOT METOT
CpPaBHEHHS XPOMATOTPaMMbl OJKCTpaKTa aHAJIM3UPYEeMOro o0O0BEeKTa € XpoMaTorpaMMOi
aTTECTOBAHHOT'O PacTBOpa.
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Memoovl npucomoenenus peakmueos 0Jisi NPOGEOeHUs. AHANU3A

Hatpwuii cepHOKHCIBIN HAarpeBarT B CymmibHOM mkady npu temneparype 150 - 200 °C B
TedeHue 6 - 8 4. ['OTOBBI peakTHB B TEIJIOM COCTOSIHUM IOMELIAIOT B T'€pPMETUYECKH
3aKpBIBAIOLIYIOCS MOCyny. Mcronb3yoT 11l OCYIIEHUS SKCTPAKTOB.

XpoMOBYIO cMech TOTOBAT pacTBopeHueM 10 r ouxpomara kanust B 100 mi1 KOHII. cepHOM
KUCJIOTHI TP c1aboM HarpeBaHuu. [Ipemapar ucnonb3yroT A1l YUCTKH MTOCY I

Amomunus okceug Il cremeHn axkTMBHOCTH (€ciaM HMEIOIIMHCS COpOEHT He 3TOM
KBaJTM(DUKAIIMK) TOTOBAT clieayromuM odpazom. Copoert npokanmBaroT mpu 350 - 400°C 4 - 6 4
B My(QenpHOH M€Yl W Mocjie OCTHIBAaHMS /10 KOMHATHOM TeMIepaTypbl J1€3aKTUBUPYIOT
nobasnenueM 3% (macc.) AMCTUIUIMPOBAHHOM BObI. /{7151 paBHOMEPHOTO pacipeieieHus BObl
cOpOEHT HeoO0XOAMMO XOpOIIO IepeMellaTb BCTPAXMBAHHWEM B 3aKPBITOH IOCYJe B TEUECHUE
20—30 muH.

Iloozomoska npobwvi k ananu3zy.

Booa. Dxctpakuuio kepocrHa T-1 U3 BoAbI MPOM3BOAAT Cpasy Imociie 0Téopa mpod BOJIBI.
Onepannio OCYLIECTBIIAIOT B JEJINUTEIbHON BOPOHKE PYUHBIM BCTPSIXMBAHHMEM, B KOJIOE WIIU
OaHKe AJIEKTPOMEXaHUYECKUM, MO0 MarHUTHBIM NepeMerirBanueM. O6beM npod Boasl - 200-
500 cm?®, cooTHOLIEHNE XJIOPUCTHIA MeTuieH: Bojaa - oT 1:10 go 1:100. Bo Bcex Tpex BapuaHTax
9KCTPAKLUU HEOOXOAUMO 10OMBATHCS, YTOOB! XJIOPUCTBI METHJIEH 00pa30BbIBAJ 3MYJbCHUIO C
BOJIOM MPaKTUYECKH MO BceMy o0beMy oOpabarbiBaeMoil TipoObl. Bpemst skctpakmuu 15 MuH.
[Ipu sToM kepocun T-1 u3BIEKAETCS MOTHOCTBIO.

[Io oxOHYaHMU 3KCTPAKLMHU PACTBOP OCTABIAIOT CTOSATH OT 0,5 A0 3 4, AEKAHTHPYIOT
BepxHUN cyiod. HikHMII OpraHMyeckuil CiI0 C HEKOTOPbIM KOJUYECTBOM BOJBI, €CIIH
JaIbHEWIINI aHamu3 OyJeT NpOBOJIUTHCS Ha Oepery, CIuBalOT B CKISHKY U1 XpaHEHUs
9KCTpakToB. [Ipy HEOOXOAMMOCTH HUTH(BI CKISHOK MOKHO CMa3aTh OpTO(HOCHOpPHOIT KUCIOTOIA.
B pactBope xsopucroro merusieHa kepocuH T-1 B CTEKISIHHOW Tape MOXET COXpaHSThCs 0e3
CYILIECTBEHHBIX U3MEHEHHI He MeHee 1 mec.

Okcrpakt cymar 30 MuH O€3BOJHBIM CyJIb(paroM HaTpus, 100aBIsAs OCYLIUTENb
NpUOJIN3UTENIBHO B COOTHOIIEHUH 1:5 o 00BbeMy.

Ecnu Heo6X01MMO MOBBICUTH YyBCTBUTEIBHOCTh aHATN3a, JOIMYCKACTCSI KOHLIEHTPUPOBATh
9KCTPAKThl yIapuBaHMEM Ha BO3/1yXe IPU KOMHATHOW Temmeparype Ju00 B IEPErOHHOM
anmnapare Wid B pOTOPHOM HcHapuTese npu Ttemneparype He Bbie 50-55°C npu NoHMKEHHOM
JIABJIEHUH 10 00bEMa, TOCTATOYHOT'O ISl BHINOJIHEHUs u3MepeHuil. IIpu atom 00beM skcTpakTa
HE0OXO0IMMO 3aMEPHUTH JI0 U TIOCJIE ONepaLiu sl ONPEACTICHHUS CTEIIeHN KOHIEHTPUPOBAHHUS.

ITousa. Tlepen npoBeneHNEM aHAIN3a MOYBY M3 MAKETa BBICHINAIOT HA POBHYIO IOBEPXHOCTH,
XOPOLLO MEPEMEIINBAIOT, PACTIPEICIISIOT CII0EM TOJIIMHON He Ooiee 1 ¢M U BBIIEPKUBAIOT HA BO3IyXE
JUTSl BRICYIIIMBAHKSI B TEUCHHE 8 Yac, 3aTeM OTOMparoT Mpoly He MeHee, YeM u3 5 mecT. HaBecky mouBkbl,
0TOOpaHHOM TaKUM CIocoOoM, Maccoi 10 T, MOMENIatoT B TepMETUYHYIO €MKOCTh (KOHHUYECKYIO KOJIOY
C TIPUTEPTOM MPOOKOH) BMECTUMOCTBIO 40-50 MIT 77151 SKCTPaKITHH.

[TouBy »SKCTparupyrT TPWXKIbl XJOPUCTBIM MeTHJIeHOM 1o 20 M NepHOAHYECKH
BcTpsixuBasg B TeueHue 30 MUH U QUIBTPYIOT uyepe3 cliol 0e3BOAHOro cyib(para HATpus B
KOHMYECKYI0 KOJ0y. DKCTpakT BBIIAPUBAIOT 10 OCTATOYHOro oObema 2-3 cM® U MPOBOJAT
OUYHUCTKY 3KCTPAKTA.

Pacmenusa. llepen npoBeneHMeM aHaln3a Ha cojepxkaHue kKepocuHa T-1 pactenue us3
[aKeTa U3MeJIbYaloT U BBICHIIAIOT HAa POBHYIO [TOBEPXHOCTh, CJIOEM TOJIIMHOMN He Oosiee 1 cM u
BBIJICPKUBAIOT Ha BO3JyXe /Ul BBHICYIIMBaHMs B TeueHue 24 yac, 3aTeM OTOMpaioT npoly He
MeHee, 4eM M3 5 MecT. Xopouo nepemennBaroT. HaBecky pacTeHus, oTOOpaHHOW TakuMm
criocoboM, Maccoit 10 r, moMeIarT B repMETUYHYIO0 EMKOCTb (KOHHMUYECKYIO KOJIOy C MPUTEPTOM
poOKoii) BMECTUMOCTBIO 40-50 MIT 17151 SKCTPAKIIUH.

PacTeHne »KCTparupyroT TpPHUXKAbl XJIOPUCTBIM MeTHJIeHOM Mo 20 M NEepHOAHYECKU
BCTpsixuBast B TeueHne 30 MUH M QWIBTPYIOT yepe3 clioil Oe3BogHOro cynbdara HATpus B
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KOHHUYECKYI0 KOJIOY. DKCTPaKT BBIMAPUBAIOT IO OCTATOYHOrOo oObeMa 2-3 cM®> U MPOBOIAT
OUYHCTKY IKCTpPAKTA.

B cTeknsHHYIO KOJOHKY HACBIMAIOT OKCHJ ATIOMHUHHS B TAKOM KOJIMYECTBE, YTOOBI TIOCTIE
VIUIOTHEHHS] €r0 TMOCTYKMBaHUEM WJIM C TIOMOIIbI0 BHOpaTopa BBICOTA CJIOSI COCTaBIIsLIA
npumepHo 40 wmm. KonoHKy NpOMBIBAIOT TMEHTAHOM WM XJOPUCTBIM MeETHJIeHOM. B
CHApPSOKEHHYIO KOJIOHKY HAJIMBAIOT OCYIICHHBINH SKCTPAKT WM KOHIIEHTpPAT, TEpBbIe 4-5 M
OTOpachIBAIOT, a OCTaJbHOW BII0AaT OTOMPAIOT B MEPHYIO NPOOHPKY SIIOUPYs MEHTaHOM
o0vemMoM 50 MI1. DITF0AT KOHIICHTPUPYIOT 0 OCTATOYHOTO 00bhema 1-2 ML

DKCTpakThl WM KOHIEHTPAThl aHATU3UPYIOT U 00pabaThIBAIOT MO CXEeMe, aHaJOTHYHOI
YCTaHOBJICHUIO TPAJIYHPOBOYHBIX XapaKTEPUCTHK. AHAIU3 MPOBOISAT B YCIOBHSX MOCTPOCHUS
IpaayupOBOYHON XapaKTEPUCTHKHU.

MaccoByto koHIleHTpanuto kepocura T-1 B Boze (X, Mr/am?) BEIYUCIISIIOT 110 opMyJIe:

X=C- Vx/ Vp,

rae X MmaccoBas KOHIIGHTpalusi KepocuHa B Boje, Mr/mm3, C — cymmapHas maccoBas
koHueHTpauus C7 - C28 (kepocuHa) B 3KCTPAaKTE WJIM KOHIIEHTpaTe IOoJydyeHHass u3 oOpasua
BOJIbI, MI/AM?, VX — 00b€M KOHEYHOI'0 HKCTpaKTa WM KOHILEHTpata, IM?, Vp — 00beM mpoObl
BOJIbI B3SITOTO ISl SKCTPAKIIUH, M.

MaccoByto koHLeHTpaluio kepocuHa T-1 B mouBe u pacteHusX (X, MI/KI) BBIYUCISIOT 110

bopmye:
X=C-Vx/Mp

rae X MaccoBasi KOHLEHTpalus KepocuHa B Boje, mr/am?, C — cymMmapHasi maccoBas
koHmeHtpanus C7— C28 (kepocwHa) B SKCTpaKTe WJIM KOHIIGHTpATe TMOJyYeHHas u3 oOpasla
BOJIBI, MI/iM?, VX — 00BEM KOHEYHOTO PKCTpaKTa WM KOHIIEHTpaTa, 1mM?, Mp — macca mpoObl
IIOYBBI WJIM PACTEHUS B3STOTO JJIs1 SKCTPAKIIMH, KT.

3a pe3ynbTaT U3MEPEHHMI MaccoBOM KOHLEHTpauuu kepocuHa T-1 B Boxe, mouse u
pacTeHMsIX NPUHHUMAIOT CcpenHee apudMeTHdyeckoe pe3yJbTaTOB JBYX MapaulebHBIX
onpenenenuit (X;— Xy).

BriBoabI:

Pa3zpaboTtana MeToaMKa BBIMOJIHEHUS U3MEPEHHUI MAacCOBOM KOHIIEHTpauuu kepocuna T-1
B BOJIE, [TIOUBE U PACTEHUSIX METO/I0M Ira30BOM Xpomarorpaduu.
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