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Pedepar
c. 56, puc. 32, Tabm. 5, 6ubm. 48.

OnTuMHu3upoBaHa METOJIMKA KOJMYECTBEHHOTO OMpeJesieHuss OeTyianHa B
OMBITHBIX 00pa3llax Ha aHAIUTUYECKOM M MHUKPOKOJIOHOYHOM Xpomartorpade.
BrisiBnen nHanbonee 3pQeKTUBHBIN OKHCIUTENb OMXpOMAT Kalusi/CepHas KUCIOTa B
OPUCYTCTBHM OKCHJA aIIOMHHHS (BBIXOJ KOHEYHOTrO Impoaykra — [77%).
BoccTanoBneHreM 0€TyJIOHOBOW KHCIOTHI OOPTHIPHIOM HATpHUs B Cpele JUOKCaHA
noJiydueHa OCTyJuHOBas KUCIOTa BbIXOJAOM 85%. Xpomarorpa@uueckuMu Hu
CICKTPATbHBIMA METOJaMH JIOKa3aHa YHUCTOTAa MPOMEKYTOYHBIX M KOHEYHBIX
IPOAYKTOB. BriepBbie BHITIOTHEHBI OMPEENICHUs MOJIEKYIISIPHOM Macchl OeTyTMHOBOM
KHUCTIOTBI METO/IOM MPSMOTO MacC-CIIEKTPOMETPUIECKOTO aHAIH3a.

KitoueBbie cioBa: OeTynuH, O€TyJOHOBas KHUCIOTA, OETYyJIMHOBAas KHUCIOTA,
peakTuB J[xoHca, XxpoMarorpadguyeckue MeToasl ananusa, MK-crnektpockonusi.
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CIIUCOK COKPAIIIEHUI
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BOXX — BricokorhPexTuBHAS KUIKOCTHASL XpoMaTorpadus



BBEJAEHUE

AKTHUBHO Pa3BHUBAIOIIUMCSI HANpaBICHUEM OPraHUYECKOTO0 CHUHTE3a SIBIISICTCS
NPUMEHEHUE TPUPOJIHBIX COCIWHCHHWHA, B KAa4ECTBE OOBEKTOB XHMHYECKUX
npeoOpa3oBaHUM, JJIs JajdbHEUIIEro CHUHTe3a OMOJOTMYECKHM AaKTHUBHBIX arcHTOB.
JlekapcTBeHHBIE TIpenapaTbl CHHTE3UPOBAHHBIE, TyTEM XUMHUYECKOM Moau(pHuKaIuu
MNPUPOJIHBIX COEAUHEHUM, OOJamal0T pPSIAOM NPEUMYIIECTB, IO CPABHEHUIO C
CUHTETUYECKUMHU aHajoramu. OHU MaJIOTOKCHUYHBIC, 00ECIICUMBAIOT PA3HOCTOPOHHEE
JEHCTBUEC HAa OpTaHW3M, NPAKTUYECKA HE BBI3BIBAIOT MOOOYHBIX A()PEKTOB.
JloCcTynmHOCTh MPUPOTHBIX MeTa0O0JIUTOB, KoTopas o0ycnoBeHa
pacrpoCTPaHEHHOCThI0 HCTOYHUKOB M TEXHOJOTMYHOCTHIO METOAOB BBIIACICHUS
MNPUPOJIHBIX BEIHIECTB, TAaKXE SBISACTCS HEMAJIOBAXHBIM W MPHUBJIEKATEIbHBIM
dakropom. OCOOEHHO IIEHHO TO, YTO OOJIBIIMHCTBO TEPCIEKTUBHBIX OOBEKTOB
XUMHUYECKON TpaHC(hOpMAIIM MOXHO IMOJy4YaTh MPAKTUYECKH B HEOTPAHUUYECHHOM
KOJIMYECTBE, HalpuUMep, M3 OTXOJOB JIECHOW U JepeBolepepadaThIBAIONICH
npoMbIIIeHHOCTH [ 1-3].

Oco00 IIEHHBIM TPOJYKTOM CUUTAETCS Kopa Oepes3bl, KOTOpasi SBISETCS
KPYMHOTOHHAXXHBIM ~ OTXOJIOM Ha MPEANpUsITHSIX, IO JepeBonepepadoTKe,
MPOU3BOJICTBY (haHEphl W JAPEBECHOTO YIis. bepecra — BHENIHWN CJIOM KOPHI,
SABJISIETCS PEKOPJICMEHOM CpEeAM JAPYrMX BHUJOB PACTUTEIBHOTO CBIPbS, TIO
COJIEPKaHUI0 OMOJIOTUYECKU AaKTUBHBIX TPUTEPICHOBBIX coeAuHeHui. B cocrtae
TPUTEPIIEHOB OepecThl MpeodagaeT OeTyI1H, COAepKaHne KOTOporo cocraniseT 30-
40% [4].

OcoOeHHbBIN MHTEPEC MPEACTABISIET OCTYIMHOBAsI KUCIIOTa, KOTopas o0iagaeT
IIEHHOW OMOJIOTUYECKOW aKTHUBHOCTBIO, MPOSBIISIEMON KakK KHCIOTOM, Tak U e€e
MHOTOYHCIICHHBIMU MPOW3BOJIHBIMH |3, 4].

[TosiBneHne ManbiX WHHOBAIMOHHBIX MPEANPUATUHN, TepepadaThIBAIOIINX
OTXOJIbl TPOU3BOJICTBA (haHEPHI, CTUMYJUPYET Pa3pabOTKy TEXHOJOTUIO BbIJICTICHUS

N MCTOAHK KOJIMYCCTBCHHOI'O OIIPCACICHUA 6eTYJII/IHa B OIIBITHBIX IIApTHUAX.



[Tomumo 3TOTO, pa3zpaboTKa HOBBIX CIIOCOOOB XHUMHUYECKOTO IPEBPaICHUS
OeTynrHa B 60Jee IEHHbIE MPOTYKTHI SBISETCS OTACIbHBIM HCCIICI0BAHUEM.

Lenpto  HacTosimied  guccepraumu  sBisgercs.  Pa3paboTka  MeTOAMK
KOJMYECTBEHHOI0 aHajh3a TeXHH4Yeckoro OerynuHa, npou3BoiactBa OO0 «CBK»
(r. TroMeHb) U ero nepepadboTKH B OCTYJIUHOBYIO KUCIIOTY.

3agauu:

e ONTUMHU3HPOBATh METOJUKY KOJIMUYECTBEHHOTO OIpeaeicHusl OeTynnHa B
OTBITHBIX 00pa3liax Ha aHAJTUTHYECKOM M MUKPOKOJIOHOYHOM XpoMaTorpade.

e llccrnenoBarh peakIMIO OKHUCIECHHS OETyJuHA B OETYJIOHOBYIO KHCIOTY B
NPUCYTCTBUH PA3TUIHBIX OKUCIUTENEH.

o [lomyunth OETYIMHOBYIO KCIIOTY.

e [lpoBeputh U J0Ka3aTh XpoMaTorpaGUUEeCKUMH U CIEKTPATLHBIMU METOIAMHU
YUCTOTY MPOMEKYTOYHBIX U KOHEYHBIX TTPOTYKTOB.

e Pa3paboTarh METOAWKY OMpEICICHUS MOJIEKYJSIPHOM Macchl OETYyJIMHOBOM
KHUCTIOTBI METOJIOM TPSIMOTO MAacC-CIIEKTPOMETPUUECKOTO aHalnu3a W JI0Ka3aTh
3¢ (HEKTUBHOCTD MOTYYEHUS] OCTYJIMHOBOM KUCIOTHI U3 OMBITHBIX 00pa3lioB OeTynHA

npou3sBojictBa OO0 «CBK» (r. TromeHb).



JUTEPATYPHBINA OB30P
1.1 Tlosy4eHue 6eTyJIMHA M3 OTXO0/0B MPOU3BOACTBA paHePbI

B Hacrosimiee BpeMs Ha MNPEAIPUATHSAX OCYLIECTBISIOMIUX TMPOU3BOJCTBO
danepsl, 0Opa3yeTcsi 3HAUUTEIbHOE KOJIMYECTBO OTXOA0B OEpe30BOil KOPhI, KOTOPHIE

MMPAKTHYCCKN HC UCIIOJIB3YIOTCS U B JIYUIICM CIIYy4acC CXKUIarOTCA.

1.1.1. beryaud. XumMusi 1 0M0J10rH4eCKasi aAKTUBHOCTD
berymun  (3B,28-nurnapokcu-20(29)-nyreH)  ABIAETCA  TPUTEPICHOUIOM
JaynaHoBoro psia. OCHOBHOHM MCTOUHUK OeTysnHa — Oepecta (BHELIHUI CI0W KOpbI)

IJIe ero coJiep:kanue MoxeT jnocturath 30-35% B 3aBHCHMOCTH OT BHJa Oepes [3, 4].

to [l

~]

HO A 1
24 9’23
Puc. 1.1.1. CtpykrypHas ¢popmyna OeTysuHA.
OyHKIMOHANbHBIE Tpynmnbl B OeTyluHE — TEpBUYHAs U BTOpPUYHAs

TUIPOKCWIBHBIE TPYyNIlbl W JBOWHAs CBSI3b B M3OMNPONCHUJIBHOW TIpynmne Yy
MATAWICHHOTO Koublla. CrocOOHOCTh OeTylIMHA BCTYMaTh B PEAKIIMH, XapaKTEPHBIC
Uit cnupToB  (dTepuduKaAIMU, OKUCICHUS), W PEakluu C  y4acTHEeM
W3O0MPONECHWIBHOW ~ TPyMIbl  (M30MEpHU3allui, BOCCTAHOBJIEHMS,  OKHUCIICHUS)
oOyCJIaBIMBAeT HAIMYME TUAPOKCWIBHBIX TPyNn W  JBOWHOM CBS3U B

U30MPOIIEHWIbHOM Tpyme [5].



HeyxionHno Bo3pacrtaromuii MHTEpeC K OETyNHHY CBf3aH, MPEXAE BCETO,
IIMPOKUM CIIEKTPOM OMOJOTHUYecKOoi akTUBHOCTH [4]. Jloka3zaHo, 4TO OETYIHUH U Psil
ero IIPOU3BOAHBIX o0nanaror AHTUCENTUYECKOM, AHTUOKCUJAHTHOM,
IIPOTUBOBOCIAIINTENIBHON, IPOTUBOOITYXOJIEBOM, TI'€IAaTONPOTEKTOPHOM W IAPYTMMH
BUJaMH Ouosiornyeckoil axtuBHocTH [4-8]. B Hacrosimee Bpems BenyrTcs
MHTEHCHUBHBIE [TOMCKU HOBBIX aHTMOAKTEPUAIbHBIX U POTUBOBUPYCHBIX MPENapaToB
Ha OCHOBe OeTysMHa, B TOM 4Hciie o0namaromux anTiu-BUY-aktuBHOCTRIO [4, 9, 10].
OKCTpakThl O€TyJIMHA, HalUIM IIUPOKOE MPUMEHEHHE B KOCMETOJOTHUU U

dhapmMakoI0THu.

1.1.2. Moaudukanus MeTOI0B IKCTPAKIIUM OeTyTHHA

OueBHAHO, YTO TOJOOHBIE WCCIECNOBAHUS JUKTYIOT TOTPEOHOCTh B
COOTBETCTBYIOIIUX METOJaX IMOJYYEHHUS MCXOJHOro OETyJuHAa B JOCTaTOYHBIX
KOJIMYECTBaX, a TaKXKe B IMPOCTBHIX CHOCO0aX OYHCTKHA €ro OT COIYTCTBYIOIIUX
MUHOPHBIX MpUMeceil. BOJBIIMHCTBO COBPEMEHHBIX CITIOCOOOB BbIJIENICHUS OETyIMHA
OCHOBAHBI Ha METOJIaX IKCTPAKIIUK OepeCcThl pa3inyHbIMU pacTBopuTesimu [11-13].
[IpumeneHue  HU3MIUX  anudaTUYECKUX  COUPTOB, XJOpodopma,  aleToHa,
ATUIIAIIETATa, NUXJOPMETaHa B Ka4eCTBE PacTBOpPUTENEH MPUBOIAT K 00pa30BaHUIO
COJIbBATHBIX KOMIUIEKCOB C OETYJIMHOM, YTO 3aTPYJIHSET €ro UACHTU(UKAIUIO KaK
WHJMBUAYAJILHOTO COEIWHEHUs. Takke ClIeayeT OTMETUTh Malyl0 CEJIEKTUBHOCTh
ITUX PACTBOPUTENICH, OTHOCUTEIHHO COMYTCTBYIOMIMX OCTYIMHY MPUMECEH, TaKhX
KaK JIymneoJi, MoJu(eHOoJIbl W OKHUCICHHBbIE (OpMbI O€TyJIMHA, KOTOPBIE TaKKe
pacTBOPMMBI B JAaHHBIX PACTBOPUTENSAX M YXYJIIAIOT KayeCTBO IMOJIy4aeMOro
oetrynuna [14].

Haunbonee 3¢ hexTuBHBIM, U3 MPEII0KEHHBIX METOAO0B SKCTPAKIIMK OETyJIHMHA,
SBJISICTCS METOJ — TOHKOILJICHOUHOM mpoda3Hoi sxkcrpakmuu [11,15], mo3Bosstomnuit
WHTEHCU(DUITMPOBATH IKCTPAKIIMIO 32 CUET MPOBEACHHS MPOIECCa B TOHKOM CJIO€ TPH
OpOIIEHHUH CJI0s1 OEpeCcThl KOHAEHCATOM SKCTPAreHTa, a TaK )K€ 3a CUET MOBBIIIEHHOTO
rpaiIi€HTa KOHLEHTPALMM SKCTPAKTHBHBIX BEHIECTB B CHCTEME HKCTPAreHT —

Oepecra. Y 100HBIM CIOCOOOM OYHMCTKHU OETYJIMHA SBIISETCA MEPEKPUCTATIIUZAIMUS €TI0
9



HKCTPAKTOB M3 BBICOKOKUIALIUX aNu(paTHUYECKUX YTIEBOJOPOAOB, YTO IO3BOJISIET
NOJIYYUTh MPOAYKT uHUCTOTOM 88,2-98,3%, mpuUrogHeplii [ AAJIbHEHUIIHIO
UCTOJIBb30BaHUSI B OpraHudeckoM cuHTe3e. lloTtepu OeTynmMHa B MaTOYHHUKE
MUHUMAaJBHBI, cocTaBisioT 1,6 — 1,8% [16,17].

Taxoke TOCTOMHCTBAMHU METOJia SIBJISIIOTCS: COKpAIllEHUE pacxojia HIKCTPAreHTa,
Oonee TmONHAs pereHepanus OKCTpareHTa, OOJerdeHue BBIJCICHHUS LIEJIEBOrO
NPOAYKTa U3 IKCTPAreHTa, YNPOIIEHUE TEXHOJOTHYECKONW M ammapaTypHOl CXEMBbI,

CHIDKEHHE MOKapO-U B3pBIBOOIIACHOCTH Mpoiiecca [18].

1.1.3. AKTyaJibHAasi METOAMKA MOJIy4YeHUs1 OeTyJIMHA

TexHOJIOTHI0O HSKCTPAKIMKW U OYUCTKHA TMPOU3BOJMIM Ha JabopaTopHOM
yCTaHOBKE — 3KcTpaktop (puc. 1.1.3).

VYcraHoBKa TpeACTaBiIsgeT COOOM SKCTPAKIMOHHYIO KOJIOHHY U3 KBapIlEBOTO
CTeKJIa ¢ BHYTpeHHUM auameTpoM 90 MM u BwicoToit 800 Mm (1), cBepxy KOTOpPOM
MPUCOEANHEH OOpaTHBIN XOJOAWIBHUK (2), a CHU3Y — KyO-TIPUEMHUK O00BEMOM 5 11
(3), ocHamIeHHBIA IITYIEPOM JJii BBOJA OCTpOro BojasiHOro mapa. KyO-mpuemHuk
oborpeBaercst  HarpeBateneM (4). Ilpouecc sKcTpakiuu — OCYIIECTBISETCS
CJIeIyIONUM 00pa3oM: MO Mepe HarpeBa Mapbl dKCTpareHTa MPOXOMAT yepe3 CIOou
M3MEIbYCHHON OepecThl, KOHJACHCUPYIOTCS B 0OpaTHOM XOJOAMIbHUKE (2) U uepes
BEHTWIb (5) BO3BpallalOTCs B JKCTPAKIMOHHYIO KOJIOHHY. KoHaeHcatr oporraeT
U3MENIbYeHHYI0 OepecTy, MpOoXoJs Yepe3 ee cloil, oboramaercs 3KCTPaKTUBHBIMU
BEIIIECTBAMU M CTEKaeT B KyO-NPUEMHHUK. 3aTe€M SKCTpPareHT BHOBbL HUCHApSIETCA U
BO3BpAIAETCs B SKCTPAKIIMOHHYIO KOJIOHHY, @ PACTBOPEHHBIN SKCTPAKT BHINA/IAET B
OCaJiIoK B BUJI€ IpaHylyigTa. XOJ MPOIEcca KOHTPOIUPYETCS MO HAIUYUIO CYXOIO

OCTaTKa B CTEKalolleM KOHjeHcaTe (6) Ha BBIXOJI€ IKCTPAKIIMOHHOW KOJIOHHHI [16,

19].

10
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Puc.1.1.2. Texnonoruueckasi cxema npoiiecca mojiyueHus 0eTynuHa.
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\\
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__Cowpr | P | OcTpbiitnap

Puc. 1.1.3. DkcrpakTop.

B kadecTBe MCXOTHOTO CBHIPhS MCIIOJIL30BAJIH, MPEIBAPUTEIHLHO BBICYIIICHHYIO
oepecty Oepesbl, ipu Temmepatype 105 °C, no moctosHHOM Macchl. OctaTouHas
BIAXXHOCTh cocTaBisia 1,8%. BeicymienHnas Oepecta u3MeNnbyaeTcs B HOXKEBOU

MEJIBHUIIE 10 YacTUll pazmepamu 3-5 mm [16].
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[lonroroBnennas Oepecta 1 wu coupr-pekTu@uKaT 2 3arpyxaerci B
AKCTPAKTOp, TJE€ OCYIIEeCTBIseTCS mpoiecc 3kcrpakinuu [11, 15]. B kauectBe
HKCTpareHTa MCHOJb30BAIH 86%-HbII 3TaHOJ, YTO OOYCIOBJIEHO OCOOCHHOCTIMHU
pekTuUKalUd BOJHOTO pacTBOpa cnupTta. Kpome TOro, mpucyrcTBue HEOOJIBIIOTO
KOJIMYECTBAa BOJIbI B CHUPTE MPUBOAUT K YBEIWYEHUIO KOIPPUIIMEHTA U3BJICUEHUS
[18]. IIpomomxurenbHOCTh OSKcTpakiuu 4 4. Ilociie OKOHYaHUA SKCTPaKIUU
MaTOYHHMK 4 HaNpaBiAIOT HAa BBICA)KMBAHUE B €MKOCTb, KOTOPOE OCYILECTBIISETCA
nyTeM pa30aBlieHUsT CYMMApHOIO J3KCTpakTa BojoH. Jlns ynmaneHus coupra u3
OepecTbl B KyO-TIpUEMHHUK IMOJAETCS OCTPBIA BOJASHOM map 3 U OTTOHAETCS BOJHO-
cnupToBas Gppakius 6 u3 6epecTsl B IKCTPAKIIMOHHYIO KOJIOHHY AJIS MOCIEAYIOIEH
pereHepanuu. PereHepupoBaHHBIM CHOUPT HCNONb3yeTCs MOBTOpPHO. OTpaboTaHHAs
Oepecta 5 BBITpY)KAaeTCsl U3 KOJOHHBI M MOXET OBITh MCIOJb30BaHa MJis
JIAJIbHEHIIIETO U3BJICUCHUS 13 HEE KUPHBIX OKCUKUCIOT [20].

[locne BBICaKMBaHUSI CYCIIEH3Ms HaNpaBiseTcs Ha (UIBTp, OCAaJOK Ha
buIBTPE TPOMBIBAETCSA BOJOH, XHAKYIO (asy 8 HampaBIsSIOT Ha pPETreHEpaIuio
cnupra. TBepablit octaTok / BhICylIMBaeTcs npu temnepatype 105 °C B cymmuike.

[TonydeHHBIN CyXOU SKCTPAKT MOABEPracTCs NEPEKPUCTAIN3ALMN U3 JEKaHa.
N3BecTHO, YTO MEPEKPUCTAILIU3ALNI0 OETYIMH-COAEPKAIIUX IKCTPAKTOB YAOOHO B
Cpelle BBICOKOKMIISIINX YTIEBOAOPOJHBIX PACTBOPUTENEHM, TAKUX KAaK HOHAH WIIU
JeKaH, uiam ux cmecet [15, 16]. Taxke nms yaemeBieHUs MPOLECCa MEPCIIEKTUBHBIM
SBJIIETCSI TIPUMEHEHHE KOMMEPYECKH JOCTYMHBIX u3omnapaduaoB (pakmuun C10 —
C12 ¢ remneparypoit neperonku 173 — 193 °C, nanpumep, Heppac N2 — 190/320.
CornacHO TEXHOJOTHUYECKON cXeMe, CyXor CyMMapHBIi skcTpakT 10 3arpyxkaercs B
o0orpeBaeMyl0 €MKOCTb M pPacTBOPSIETCS B CpeA€ KHUILILIEro YTrieBOJOPOJAHOIO
pactBoputens 11, moayyeHHbI pacTBOp MOJIBEpraeTcsi ropsuyeMy (pUIbTPOBAHUIO Ha
bunbTpe UL OTACICHUS HEpacTBOpUMBIX mnpumecerd 12. Topsumii dunbsTpar,
coAepKaluii OeTylIMH, MOMEMIAeTCs] KPUCTAIU3aTOp M MEUIEHHO OXJIaXIaeTCs
3aX0JI0KeHHOW Bojaou 10 TemmepaTypbl 5 — 10 °C. BrimaBmmii B ocagok OeTynuH
otaenserca (GuIbTpOBaHMEM Ha (QWIBTPE U MPOMBIBACTCS  JETKOKHUIISIIUM

YIJIEBOJOPOJAHBIM  PAcCTBOPUTENEM,  HampuMep,  TENTaHOM. [Tpumenenue
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anudarnyeckux HePTIHBIX pacTBOpUTeneit coctaBa C5 — C7, nampumep Hedpac I11-
65/75 nmm vedpac C3 — 94/99 sBnsercs SKOHOMUYIECKH 11€7I€CO00pa3HBIM. MaTOYHUK
14 wampaBnsieTcss Ha pEreHepalio yriaeBOJOPOAOB. TBepAblii OCTaTOK TOCTE
npomMbiBKH 13 BBICYImIMBaeTCSs B BaKyyMHOW CYIIWJIKE TPU TeMIIEpaType

100-105 °C, rotoBsIii ipoaykT — OetyauH [16, 18-20].

1.2. Anaau3 OeryauHa GU3NKO-XMMHYECKHUMH MeTOIaMH

berynuH — OCHOBHOI OOBEKT HCCIICIOBAHUS, MOTYyYEHHBIN JTaOOpaTOPHBIMU
METOJIaMH, TMPOBEPSETCS Ha MOJJIUHHOCTb, JJsI TOCTOBEPHOCTHU €r0 CTPYKTYpBI C
HEIbI0  JANbHEUIIUX JKCIEPUMEHTANbHBIX paboT. WMnentudukanuio OerynuHa
MPOBOJIAT CIEAYIOIUMHU METOIAMU KOHTPOJISL:

1. TemnepaTypy IUIaBlI€HUSI OIPEACNAIOT C TMOMOIIBI0 Mpudopa s
aBTOMATHUYECKOTO ompejeneHuss Touku rinaBieHuss Melting Point System MP50
Mettler Toledo (puc. 1.2.1).

Tun, GeTymunHa — 255-262 °C.

Puc. 1.2.1. Buemnuii Buj npubopa ajisi omnpeaeicHus Touku TuiaBinenus Melting

Point System MP50 Mettler Toledo.

13



2.  Jlnsa peructpanuu MK-cniekTtpoB OeTynnHa UCHOIB3YIOT CIEKTPOMETP
dupmbr Agilent Technologies mapka Cary 600 Series FTIR Spectrometr (puc.1.2.2) n
Ha npuctaske HIIBO (puc. 1.2.3). 3amepenus npoBoasTcs B nuamnasone ot 3600 1o

400 cm™.

Puc. 1.2.2. Cnektpometp Agilent Technologies Cary 600 Series FTIR Spectrometr.

Puc. 1.2.3. IIpucraska HITIBO.

B HUK-ciektpe  OerynuHa  HAOMIOMAIOTCS  TIOJOCHI  TOTJIOIICHHS,
COOTBETCTBYIOIIME BAJICHTHBIM KOJICOAHUSIM CIUPTOBBIX M THIPOKCHIBHBIX TPYII
3226-3509 cml. Banenrusie konebanus C-H rpynmsl mpossisercs npu 2936 cmt
(=C-H), 1010 cmt, (C-0), 1642(C=C).

3. SIMP H usmepenus nposoxarcs Ha IMP-Dypre-criekrpomeTpe Avance

AV 300 ¢pupmer Bruker (I'epmanus) (puc. 1.2.4).
14



Puc. 1.2.4. Buemnuii Bua AMP-®ypre-ciekTpoMeTpa

H SIMP — cnextp Gerynuna (pactsopurens CDCl3) comepKuT ciemyromme
xumuueckue capuru: 4.59 ¢, 4.71 ¢ (2H,C29H,), 3.10 n, 3.25 1 (2H, C28H,-OH),
3.21-3.15 m (CH-OH, 1H), 2,35 m (1H, C19H), 0.7-2.0 m (6CH3,10CH>, SCH)

4.  Jlna Oojee NETaNbHOrO aHaiu3a OETyJIMHA HCIOJIb3YIOT METOJl Macc-
cnekrpomerpun (MC). KonudecTBeHHBIM aHaIU3 CTPYKTYpPhl O€TylIHMHA MOXET

poBOANTHCS Ha Macc-criekrpomerpe AutoSpec (ESI, EI) (puc. 1.2.5).

Puc. 1.2.5. Buemnuit Bug macc-criekrpomerpa AutoSpec (ESI, El).
OCHOBHBIM HMOHOM, COBHAJAIOIIMM C €r0 MOJICKYJISIPHOM MAacCOH, SIBISETCS

m/z 442. [lpuHa/Ie:)KHOCTh COCIUWHEHUS K JIYIIaHOBOMY PSy OMPEIEsSeTcs IO
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XapakTepy (parMeHTaIuu ucciemyemMoro Bemiectsa (m/z 442 (6%), 363 (9%), 245
(14%), 203 (56%), 189 (100%), 147 (45%), 121 (75%), 95 (88%), 79 (68%),
55(66%)). Pesynabratel '’ XMC mnoka3biBalOT MPOLIEHTHOE COJEpKaHUEe OeTyJIuHA B
UCCIIEeNyEMBIX 00pa3Lax.

5. Omnpenenenre B UCCIEAyeMbIX oOpasiiax OeTyJauHa M COMMYTCTBYIOIIMX
eMy coelMHeHUH (OCTYJIMHOBON KHCIIOTHI, PUTPOIANOIA U JYIE0Jia) OCYIIECTBISIOT
metogoMm BOXX. Ananu3 npoBoautcs ¢ ucrnonb3oBanneM BOXKX-cucrembr Agilent
1220 Infinity LC (Agilent, CIIA) (puc. 1.2.6). Xpomatorpaduueckoe pasjeicHue
ocymiecTBIsUIOCh Ha kKojoHke Zorbax Eclipse Plus C18 34150 MM, 3,5 mkm (Agilent,

CILLA).

(A

Puc. 1.2.6. Buemmnuii Bugy B3XX-cucrembr Agilent 1220 Infinity LC
(Agilent, CIIIA).

6. s uccnenoBanusi oOpasuoB OerynmuHa MeronomM BDXKX Ttak ke
HCTOJIb3YIOT KUJIKOCTHOU xpomarorpad «Munuxpom A-02» co
CHEKTPO(HOTOMETPHUECKUM CKAaHUPYIOMNUM JeTeKkTopoM Y D-auama3oHa Ha KOJIOHKE
u3 Hepxaerouend cranu (2,0 U 75 M), ymakOBaHHOW CHIIMKArelieM ¢ pa3MepoM

3epHa 5,0 mxMm, Tumna Prontosil C 18 AQ. Temneparypa xononku (35,0 £ 0,3) °C.
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[ToxBmxHas ¢aza areTOHUTPUI — IEMOHU3UPOBAHHAS BOAA B COOTHOIICHHH 86:14,
ckopocTh mogaun 3mroeHta 200 mxa/mMuH. OOpaboTKa MONYYEHHBIX PE3yNbTaToOB
ocyuiecTBisu1ach nporpammont «MynbTuXpom-CITEKTP» nins Windows (Ampersand
Ltd). Bpems peructpauuu Xxpomarorpammbl 7,5 MuH. HWneHtudukanmio
XxpoMaTorpauyeckux NMUKOB OETyJMHAa W OETYJIMHOBOW KHUCIOTHI MPOU3BOJIAT IO

BpeMeHHM yaepxkuBanus [11].

1.3. O030p auTEPATYPHBIX JAHHBIX 10 OKUCJIEHUIO OeTyJIMHA

berynuHoBas kuciOTa NMPEACTABISIET UHTEPEC JJIs1 METULIMHBI U papMallui Kak
antu-BY-1 ¥ mpoTUBOOITyXOJIEBOE IEHCTBYIOIIEE BEIIECTBO, a €€ MPOU3BOIHBIC
00JIa]al0T AHTUOKCHUJIAHTHBIM, HWMMYHOCTUMYJIUPYIOIIUM, TMPOTUBOSI3BEHHBIM U
renaTonpoOTeKTOPHBIM ACHCTBUAMU [2]. beTynnHOoBast KUCI0Ta ABISIETCA TPUPOTHBIM
OMOJIOTUYECKUM aKTHBHBIM BEIIECTBOM, COJIEPKAIIUMCS B KOPE M JIUCThIX MHOTHX
pacTeHM, HO €€ BBIJICJICHHE U3 HUX HE MEPCHEKTHUBHO H3-3a MAJIOTO COJEp KaHUs
(oxomo 0,1% ot Macchl Cyxoro ceipbs) [21].

JIuTepaTypHbie TaHHbIC [22 ] MOKA3BIBAIOT, YTO CUHTE3 OCTYJIOHOBOH, a 3aTEM U
OETYJIMHOBOM KHUCJIOT M3 OeTynuHa — HauOojiee LEHHOTO MPOAYKTa MepepaboTKu
Kopel Oepe3 Betula (OepecTbl), KOTOpBIN SBISETCS TPUTEPIICHOBBHIM CIIUPTOM
MPUPOTHOTO MPOUCXOXKACHUS, MOXKHO TTPOBOJIUTH B PA3JIMUHBIX IKCIIEPUMEHTATBHBIX
yCIIOBUSIX, KaKk Toka3aHo B TaOsuie 1.3.1. BoJBIIMHCTBO W3BECTHBIX CHOCOOOB
SBJISIIOTCSL  IOCTATOYHO TPYAOEMKHMH, BKJIIOYAIOT HCIOJIb30BaHUE OOJBIIOTO
KOJIMYECTBA PAa3HBIX BHUJOB OPraHUYECKUX PACTBOPUTENECH, XapaKTepU3yHTCS
JUIUTEIBHOCTBIO  OTAEIBHBIX CTaJMM U OTHOCUTEIBHO HEBBICOKHM BBIXOJOM

OCTYJMHOBOM KUCJIOTHI 110 OTHOIIICHUIO K OeTyuny [23].
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Tadomuna 1.3.1

Pa3Hble MeTOABI OKHCTIEHUS OETYIMHA BCTPEYAIOIINECS B JIMTEPATYPHBIX

0) berynunan

UCTOYHHUKAX
Neo | UcxonHoe BeniecTtBO | PeareHT okucieHus VYcnoBust peakiiuu (BbIXO)
AnietoH (92%)
Aneton, 1 49, 25 °C (52%)
Aneton, 1,5 4, 0 °C (67%)
1 Peaktus J[>xoHca Aneton, 7 4, 0-5 °C (85%)
AtetoH, 36 4, xom. t (90%)
JAM®(mumerundranar),
berynun xoMm.t (83%)
2-Monokcubensoitnas | Terparuapodypan 151
2 KHCTIOTa IUMETHICYTb(OoKCHa, 2 d,
23 °C (90%)
3 Peaktus Jlecc-Maprtuna | CH2Cly, 4 4, kom.t, (83%)
4 XIIOpIUPUANHOBBII CHCI3 2 4, 20 °C (93%)
XpomaTt
(c.H,NH) clcro])
5  [B-nuokcuberynunoBas | [IupuanHOBBIA Humetundranar, 24, KOM.t,
KHCIIOTa JTUXPOMAT (87%)
((C sHsNH), Cr,05 )
a) berynun a) Honoxcubensoiinas |a) Terparuapodypan, 1 u,

KHCTIOTa
0)
TeTpadyTHIIAMMOHUS

Ilepmanranar

70 °C (95%)
0) [Mupuaua-ToIyO0n (95%)

1.3.1. Kataau3aTopbl OKHCJIeHHSA

st mpeBparnieHus OeTylnHAa B OETYJOHOBYIO KHCJIOTY B JIMTEPATYPHBIX

HCTOYHHKAX IIPCIAIOKCHO

HUCIIOJIB30BAaTh

HECKOJILKO OKHUCJIUTEJIEH:

a30THYIO

KHUCJIOTY, MEPMAHraHaT KaJIhs, XPOMOBYK) KHCIOTY M €€ NPOU3BOIHBIE U JPYTHE

okuciutenu (puc. 1.3.1). Xopomux pe3yabTaToB T0OMBAIOTCA B ClIy4ae OKUCICHUS

OerynuHa okcuaoM xpoma (VI) B pa3nuuHbIX pacTBOpHUTENsX [24].
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28
30
19 f% 21

[¢) A
15 2 2
29

HO fk— ajodeTy IH (2) O QDV OETyJIOHOBBIH

A anpzerun (4)

(H;PO, - C) - C4H,0H - H,0
100°C (4 )

OeTyJIOHOBas
Kuciora (5)

(CHs),-C-0, - anreton - CH,Cl,

25°C (1 u) _
OCTy IMHOBBIH
anpseruy (6)
/
HO BITOKCH/T HO< OeTyIMHOBAS

oerymuHa (3) kucora (7)

Puc. 1.3.1. Cxema cuHTe3a OOBEKTOB HCCJIEAOBAHUS M CTaHIAPTOB IS aHaU3a

coctaBa peakiuonHoi cMecu (11 TCX — u BOXX — MonuTopunra).
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Haubonee ymoOHbIM MeTOIOM sIBIsieTCS MpUOaBlIeHHWE BOAHOTO pacTBOpa
CEpPHOM KHUCIOTHI, cojepxamiero okcua xpoma (VI), (M3BECTHOro Kak pEaKTHB
JI>x0oHCa), K alleTOHOBOMY PacTBOPY COCIMHEHMSI, TTOJICXKAINETO OKUCIICHHUO [24].

BbIxon 1eneBoro mOpoAyKTa HANpSMYKO 3aBUCUT OT YCIOBUW pEaKIUuu
BPEMEHU, TEMIIEPATYPhl U KOJTUYECTBA OKUCIUTEIIS.

berynnHOBYI0 KUCIIOTY CUHTE3UpPOBANM U3 OeTyIrHa B Be cTaauu. Ha nepBoit
cTaauu OeTyluH OKHUCISIOT B OETYJOHOBYIO KHCJIOTY, a Ha BTOPOH CTaauu
BOCCTaHABIIMBAIOT KETO-TPYIITY OETYJIOHOBOM KUCIOTHI OOPTUAPUIOM HaTpus [25].

OcHoBHBIE TPOOJIEMBI OKUCICHHS OeTyJauHa OOYCJIOBIEHBI, BO-TIEPBBIX,
HECEJIEKTUBHOCTBIO MPOLECCa, H3-3a COACPKAHUS B MOJIEKYJIE€ TPEX AKTUBHBIX
nentpoB: mnepBuuHbii (C-28) u  BropuuHblii (C-3) cOuUpTOBBIE TPYNIBl U
M3OIPONECHWIBbHBIA  (pparMeHT. Bo-BTOpBIX, TPYOHO pEryJIHpoBaTh JHAINa30H
MPOJYKTOB OKHUCIICHUS, UMH MOTYT OBITh aJIbJETHU/IbI WJIH KETOHBI, a TAK)KE KUCIOTHI.
B-TpeTpux, m1aOUIBHOCTH CTPYKTYphl OeTylinHa oOecleyuBaeT YCIOBUS JJis

Pa3IUYHBIX MEPECTPOEK C yueToM 3P (deKTa NU30bITOUHONW KOHLIEHTpauuu [26].

1.3.1.1. Oxkucnenue O6eTynrHa 10 O€TYJIOHOBOW KUCIOTHI peakTuBOM J[»KoHCca

Haubonee pacnpocTpaHEeHHBIM M XOpOIIO H3YYEHHBIM METOJOM, SBIISETCS
okucieHue OerynuHa okcuaom xpoma (V1) B BOAHOM pacTBOpPE COJITHOW KHCIIOTHI
(peakTuB [l»o0HCa), KOTOpBII MpUOABISETCS K alleTOHOBOMY PAacTBOPY COEIUHEHUS
[24]. OnHako Tpu OTKJIOHEHHH OT ONTHMAJbHBIX YCJIOBHUH OKHCICHHE OCTyInHA
COMPOBOXKAAETCS PAAOM MOOOYHBIX PeakUuid, KOTOPbIE KOHKYPHPYIOT C OCHOBHBIM
IIPOLIECCOM, U ITO CYLIECTBEHHO CHUKAET BBIXOJ LIEJIEBOTO IPOayKTa [27].

VY CTaHOBNIEHO, YTO Ha BBIXOJ OETYJIOHOBOW KHCIIOTHI, CYHIECTBEHHO BIHSIOT
cienytoue (pakTopbl: BpeMs OKUCIEHHS M COOTHOIIEHHE OETyIMHa U OKCHA XpoMa
(VI). H3meHeHne BpeMeHUM peakluMHh, OT OJHOTO [0 4YEThIPEX YacoB, C
(UKCUPOBAHHBIM COOTHOIIICHUEM peareHToB (Ha 1 Moyib OeTynMHA MCTIOIB30BAN 3
mouist CrO3z B Bule CTaHAAPTHOTO peakTuBa J[KOHCA) M MOCTOSIHHOM TeMIepaTypou
peakuuu (0 °C), IpUBOANT K YBEJIMUYCHHUIO BHIX0/1a OETYJIOHOBOW KUCTOTHI ¢ 15,4 1m0

54,5%. Tlocnenyroimiee yBEIMYEHHWE BPEMEHU OKHUCJICHHUS BBI3BIBAET PE3KOE
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CHI)KCHHE BbIXO7a OCTYJIOHOBOW KHCIIOTHI. Y BEIMUEHUE KOJUYECTBA OKCHJIA XpOMa
(VI) oT ogHOTO 10 CEMU MOJIEH Ha MOJIh OETYJIHHA YBEIMYUBAET BBIXOJ OCTYJIOHOBOM
kuciaotel oT 17,5 mo 55,0%, Bpemsi okuciieHuss ymenbinaerca oT 4 go 0,5 4
COOTBETCTBEHHO [28, 29].

JIOJITOBpEMEHHOCTh W MHOTOCTaJMHHOCTh IIpOIlecCa OYMUCTKH, KOTOpas
BKJIIOYAET KOJIOHOYHYIO XpoMarorpaduio, MepeKpUCTAUIM3AIMNI0 U AKCTPAKIIUIO C
WCIIOJIb30BAaHUEM OYCHBb OOJBIIUX OOBEMOB pPACTBOPHUTENCH, YTO JENaeT ero
HETIPUTOJHBIM 11 IIMPOKOMACIHITAOHOTO IPOMBIIIJIEHHOTO TMPUMCHEHUS —

OCHOBHBIC OTPHUIATEIIbHBIC CTOPOHBI AJaHHOTO MeTosa [30, 31].

1.3.1.2. Oxucnenue 6erynuna K,Cr,O7 — H,SO4 B BomHO-a11eTOHOBOM cpejie Ha
TBEPJBIX COPOEHTAX KUCIOTHOTO XapaKTepa
berynun oxucnsmu K;Cr,O7; B BOJHO-alIeTOHOBOM Cpe/ie Ha CUIIMKArese Mpu
KOMHaTHOM Temneparype 30 MuHyT, B pe3yibTare o0pa3yercs €IUHCTBEHHBIN

IPOIYKT — OETYJIOHOBBIN aJIbJIErU/1 PU BBICOKOW KOHBEpcHH OeTynnHa [32].

GeTynoHOBasA
kucnora (5)

GeTyTOHOBBIH
anpperus (4)

GetymnuH (1) C xCOOH

GeTynHHOBas
kucnorta (7)

]
HO\gDY‘ GeTyNHHOBBIH HO
anpaerup (6)
Puc. 1.3.2. Oxucnenue OerynmuHa KoCr,O; B BOJHO-alleTOHOBOW cpele Ha
CUJIMKAareJe.

HpOBe)ICHI/IC OKHCJICHHA B JOAaHHBIX YCJIOBHAX, HO IIpH HU3MCHCHUU

temnepatypsl 10 0 °C NpUBOJIUT K pE3KOMY YCKOPEHHUIO Mpolecca: yepe3 2-3 MuH
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koHBepcusi OerynuHa pocturaetr 100%, MpomyKThl peakuMu — OETYIMHOBBIM H
OeTYJIOHOBBIN aJIbJICTH/IBI P MaCCOBOM cooTHoOIIeHuU 5:95 (puc. 1.3.2) [33].

Conepxanue O€TYJIOHOBOTO —aybJieTUAa MPAKTUYECKH HEU3MEHHO TIpH
YBEIIMYCHUH BpeMeHHU peakiwn 1o 1 1 (Tadnwmma 1.3.2) [34].

K BBICOKOI CEJIEKTUBHOCTH BEAET NPUMEHEHUE TBEPJIOM MOMIOXKKH,
coaepikariei meonutsl (MO, Al,Os, YSiO,, ZH,0), Tak ke BBICOKYIO CEJIEKTHBHOCTD
OKHCJICHUS 00yclnaBauBaloT HMoHel Al¥*, B ero cocraBe. OCHOBHBIM IPOIYKTOM
peakuuu (UK — u SIMP — cnektpsl, BOXKX) aBnsiercst 6eTynoHoBbIl anbaeruf [35].

Tabmumal.3.2.
Oxucnenne 6etynuna K,Cr,O7 B BOIHO-aIIETOHOBOM Cpejie Ha CUJIMKAree B

teyenue 1-160 mun mpu 0°C (BOXKXX — moHuTOpHHT)

0
Bpems | Bommepems IIpoaykThl, Macc. %
Ne " 5 Berynonosast/
peakumy, | OeryimHa, | Berynonosbri | BeTymuHOBBIIM
rpuMepa o berymuHoBas
MUH % aJbJIeru aJTbIEeT T
KUCJIOTBI

1 2 08 95 5 -

2 5 100 93 7 =

3 10 100 93 4 0/3

4 20 100 93 4 0/3

5 65 100 93 4 0/3

6 80 100 85 4 8/3

7 160 100 70 - 20/10

OCHOBHBIMH TIPOAYKTAMH PEaKIUA OKUCICHUS OeTynmmHa Ha rpaHyiaax Al,Os
SBJIIOTCS. OETYJIOHOBOM ayblierua M OerynoHoBas kuciota [36]. B kadectBe
HE3HAYUTEIbHBIX MpUMECEd B CMECH COACPKHUTCS OCTYJIMHOBBIN albAeTUa HU
OeTyJIMHOBasT KUCJIO0Ta. MOXXHO MPEANoI0KUTh, YTO OKUCIIEHUE OETYJIMHA B IAHHOM
cilly4yae, MpOTeKaeT B JIBe cTaauu. Ha mepBoil cTaauu MPOUCXOIUT OOpa3oBaHUE
OETYJIOHOBOTO albJAETU/A, C MOCIEIYIOUIUM OKUCICHUEM JI0 OETYJIOHOBOW KUCIIOTHI.
Hcnonp3oBanne Meroga BOXKX npu Hu3Kol TemmepaType mo3BosieT GUKCHPOBAThH

TUHAMUKY O00pa3oBaHUs OETYJIOHOBOTO aibJeTuia W OCTYJTOHOBOW KHUCIOTHI

(puc. 1.3.3) [37].
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macc. %
100 7

80

70

60

40 A

30 A

0 T
1

[ GeTyIOHOBBIIT anbIeruna; M GeTYIOHOBAs KHCIOTa

T
3

[
10

30

120

300

T. MITH

6erymuH (1)

OeTyJIOHOBBIH anb/ieTH (4)

GeTysIoHOBas KUCIOTa (5)

Puc. 1.3.3. Jlunamuka oOpa3oBaHusi O€TYJIOHOBOTO aiblieruia U OETYJTOHOBOU

KHCJIOTBI

PEAKIMOHHOMN

OKHCJICHUA

OeTynuHa

K2Cr,07; — HSO4 B BogHO-areToHOBOM cpene B mpucyTtcTBuu AlyOs

npu 0 °C.

[Ipu cpaBHEHHMH pe3yJbTATOB OKHCIEHHA O€TyJIMHAa Ha TpaHyliax OKCHJa

AJTIOMUHUSA, CHUIIHUKAIrcJIC W HOCOJUTAaX, IMOATBCPKIAACT CTa6I/IHI/I3I/Ipy1-OIHGC BJINAHHUC

SiO, Ha okucieHue OeTyluHA J0 albJIECTH0OB M YCUJICHHE TIyOWHBI OKHCICHHUS 10

OETYJIOHOBOM KUCJIOTHI C MCIIOIb30BaHneM HOoHOB A3 [38].

OOpa3oBaHue €AMHCTBEHHOTO MpOJyKTa — OeTynoHoi kuciaotel mpu 100%

KOHBepCcHUM O€TyJlMHAa JOCTUTaeTcsl MpU COOJIIOJEHUH YCIOBUM  OKHCIICHUSA:

COOTHOIIICHHE OKHUCIUTENS K OeTynuHy 3:1, COOTHOIICHHE TBEPJOM MOJJIOXKKH K

oerynmuny 6:1. I'panyner Al,O3 ¢ MIOTHO NPWIMIIIIMM CIOEM 3€JICHOTO IIBETA,

OTJICJICHHBIC JIEKAaHTUPOBAHUEM, TOJIBEpPraroTcsi pereneparuu. [IpubaBnenue BoabI K

rpanyinam Al;O3; mocie peakiyu npuBoIuiIo K oopasoanuto pactBopa Cra(SOas)s, He

COJIEpIKaIller0 OPraHMYEeCKONM KOMIOHEHTHhI. Takoil crmoco® TMO3BOJISET OTACIUTH

coeaunenus Cr (III) u perenepupoBath B ganbHewmem rpanyiasl Al,Oz [39].
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1.4. Karaau3aTopbl BOCCTAHOBJICHUSA

Jliist nepeBojia OETYJIOHOBOM KHUCIIOThI, HAXOASIIEHCS B OpraHnyeckon ¢ase, B
OETYJIMHOBYIO MOKHO MCIOJIb30BaTh B KAYECTBE BOCCTAHOBUTENS OOPTUAPH]T HATPUS
— B BOJIHOM, CHCTEMe OpraHMYEeCKU pacTBOpUTEIb-BOAA. B KauecTBe opraHnyeckoin
da3pl MOTYT OBITh HCIOJIb30BAHBI: XJIOPUCTBIA METHIICH, IUXJIOPITaH, TOIYOJ,
oenzon. Karamuzatopamu Mexdaznoro mnepeHoca (KM®II) wmoryTt ObiTh:
TpudTUIOeH3mTaMMoHuixaopus (TOBAX), Terpadbyrmnammonuiiopomus (TBAB),
terpadyTunammonuiinoau (TbAN) u N-1-anamantunnupuaunuiiopomu [40].

Peakuusi BocCTaHOBIIEHHSI IPOTEKAET MPU KOMHATHOM Temmneparype. MoiibHOe
COOTHOIIIEHHE OETYJIOHOBOM KHUCJIOTHI M OOpruapuaa HaTpusi, KOJIUYECTBO
Ooopruapuaa HaTpuss B BOJAHOM (paze, KOHIEHTpalMs Karaju3aTopa MeExK(a3HOro
nepeHoca MOXeT BapbupoBaTh. B kon0y oobemom 50 MJI, ¢ MAarHUTHON MEIIAIKOM,
npubasisercs 0,25 r (0,55 mMoib) 6eTyI0HOBOM KHUCIOTHI, 10 MJI OpraHMYecKoro
pPacTBOPUTEIIS, IPUITMBAETCA PACTBOP OOPrupHIa HaTpUsl B BOJAE, 3aT€M JOOABIISIIOT
Karanuzatop MexdasHoro nepenoca. Ha 1 Mmmons BocctanoBuTens ucnosbzyercs 0,5
MMmoip M®K. BoccranoBieHue NpOBOAUTCA B TEYEHWE 2 Y NIPU KOMHATHOM
TeMIlepaType MpU HMHTCHCUBHOM TEPEMEIINBAHUU, YCIOBUS COXPAHSIOTCS TPH
u3MeHe Karanu3aTopoB. [1o ncreyeHun nByx 4acoB, B kos0y go6asnsercs 10 mi 5%
pacTBOpa COJISTHOW KHUCJIOTHI JUJISl pa3iokKEeHUsl OCTaTKOB Ooprunpuaa Harpus. [locne
OKOHYAHHUS PA3JO0KEHUS NPOAYKT pEaKIMH HKCTparupyercs sdupom. DPUpHBINA
HKCTPAKT MPOMBIBAETCSI BOJOM, CO/I0M, 3aT€M CHOBA BOJOM, CYIIUTCS HaJ CyJb(aToM
HaTtpusa. Odup ortrousercs. OcTarok Mocie OTrOHKM 3dupa aHaIU3UPYETCS
metonamu K- u IIMP-cniektpockonuu [41, 42].

KonTpone mnponecca BoccTraHoBieHHs ocyluecTBisiercss MerogoM TCX Ha
mactuHkax «Silyfol» ¢ ucnons3oBanmem pacTBoputeneit xjopopopMm — MeTaHOT —
MypaBbuHas kuciora. MK-crekTpsl 3anmuckiBatotcst Ha pubope «Vektor»-22 B KBr,
cnektpel [IMP — na mpubope «Avance 200» (BRUKER) c paboueii uwacroToi
200 MI'y B CDCl;3 [41].
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KonnuecTtBo HempopearnpoBaBiieil OETYJIOHOBOM KHUCIOTBHI OMPEIENIIeTCs
aHanu3oMm MK-cnekTpoB MpOAYyKTOB peaklnu, METOJIOM «0a3oBoM JuHum» [43]. s
KOJIMYECTBEHHBIX U3MEPEHNUI BpIOpaHa 1ooca noroutenus mpu 1705 cm™, koropas
COOTBETCTBYET BAJICHTHBIM KOJICOAHUSAM KETO-TPYNIBI OETYJIOHOBOW KHCIIOTHI.
B UK-cnekTpax cepuu npod ¢ pa3IuyHON KOHIIEHTpaIle OETyJIOHOBOW KHUCIIOTHI,
maroMm 0,5 mr usmepsnu nponyckanue (B %) y 0a30BOM JTUHUUM U B MUHUMYME
nmoJiockl. Ha OCHOBaHMM TIOJIYYeHHBIX NAHHBIX CTPOUTCS KAIMOPOBOYHBIN Tpaduk
3aBUCUMOCTH TIOTJIOLIEHUSI OT KOHLIEHTpAuu OETYJIOHOBOW KHUCIOTHI, IO KOTOPOMY
OMpeIeIAeTCs KOJIUYECTBO OETYJIOHOBOM KUCIIOTHI B paboumnx oOpaszuax [44].

bonee nponykTuBHBIMH ~ Mex(a3HBIMU  KaTalu3aTOpaMH B PEAKIMUAX
BOCCTaHOBJICHHSI OCTYJIOHOBOM KHCIIOTHI OOPTUAPUAOM HATpus 1o cxeme (puc. 1.4.1)
apisitorcst  TOBAX wum  TBbAb. C npumeHeHMEM  JaHHBIX — KaTalau3aTOpOB
BOCCTAHOBJICHHE TIpoTekaeT 3a 2 4 Ha 98,5-99,3%. Ilonoca mormomienus npu 1705
cm! B MK-crekTpax 3THX 06pa3smoB OTCYTCTBYeT. KOHEUHBIM IPOIYKTOM SBIISETCS
MPAaKTUYECKU YHUCTasg OETyJIMHOBAas KHUCJIOTA, YTO MOATBEPKIAACTCS aHAIM30M HX
[IMP-cnektpoB. B cniektpe IIMP nposiBisiercss npoton npu C3: (CDCls) (0), (m.1.)
3,44 (tpumn. 1H, 3H a-runpoxcu-uzomep) 3,22 (ay6a. ayon. 1H, 3H B-ruapokcu-
usomep) [45].

NaBH 4

OOH
(R;R,RsRON'X

Ry-Ry=- C4Ho;
RI -R 3= _C2H5; R4 = —CH2C6 H5

Puc. 1.4.1. Cxema BocCTaHOBIIECHUSI OCTYJIOHOBOW KUCIOTHI OOPTUAPUIOM HATPHUS.
Menee sddexTuBHBIM KaTanuzaTopoMm siBasieTcss N-l-agamMaHTHINMHPUIUHUN

opomun. Tak, B cucreme OeH30i1-Boga 3a 2 Y OETyJIOHOBas KHCJIOTa

BOCCTAaHOBJIMBaeTcss  Toiibko  Ha  59,4%.  TerpaOyrunamMMoHUHMOAUIT B

XJIOPCOJEPKAIMX OPTraHUYECKUX PACTBOPUTENAX OOJbIIEeH YacThiO TMEPEXOJUT B
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oprannveckymo a3y 6e3 oOMeHa MOAWI-WOHA HAa OOPTUAPHUI-UOH (B OPTaHMYECKOU
daze oOHAPYKEHO MPUCYTCTBUE NOIUI-MOHOB) [42].

JluteparypHble gaHHble [46] TOKa3bIBalOT, YTO CTENEHb KOHBEPCHH
OCTYJIOHOBOM KHUCJIOTHI 3aBUCUT OT MPHUPOJBl OPraHUYECKOTO PACTBOPUTEIIS.
Haunyumme pe3ynbTrarbl MOMY4YeHbl MNPU MCHOJIB30BAHMM O€H30JIa B KauyecTBE
opranndeckoil aszpl. [IpakTryecku MoyHOE BOCCTAHOBJIEHUE OETYJIOHOBOW KHUCIOTHI
nocturaercs B cucreMax OeHzon—Boma—TOBAX u Genzon—Boma—TBAB. U Tompko
77,4% OeTylOHOBOM KHUCJIOTHI BOCCTAHaBIMBAaeTCs 3a 2 Y B TONyoJie TNIpH
UCITOJIb30BAaHUU B KauecTBe kaTanuzaTtopa THAD.

Peakunu BOCCTAHOBIIEHUSI TPOTEKAIOT MEUICHHEE B  XJIOPCOJEPHKAITUX
OpPraHUYECKUX PACTBOPUTENAX — IUXJIOpMETaHe U 1,2-nuxjiopiaTaHe, HE3aBUCUMO OT
BHJIa UCIOJIB3YEMOTo Katainu3zaTopa. CTeneHb npeBpamieHus 0€TyJI0HOBOM KHUCIOTHI
B JUXJOopMeTaHe coctaBuia 69,2%, a B 1,2-muxmopatane — 78,3% (kaTamuzaTtop
TBAB) 3a 2 4 (tabmuna 1.4.1) [46].

Ha ckopocTh BOCCTAHOBIIEHHMS CYIIECTBEHHO BIMSET KOHIIEHTpALMS
oopruzpuaa HaTpusi B BOJHOM (a3e. beTynoHoBas KUCI0Ta BOCCTAaHABIMBAETCS Ha
98,5-97,3%. 3a 2 u B cucremax OeHzon—Boga—TOBAX u Oenzon—Boga—TBAB npu
KoHlleHTparuu Ooprugpuaa 1,5%. Ilpu MeHBIIMX KOHIIEHTpAIUSAX CKOPOCTH
BOCCTAaHOBJICHUS yMeHbInaerca. [lpu kouuentpamuu Ooprugpuma Hatpus 0,5%
OeTyJI0HOBas KUCTIO0Ta BoccTaHaBnuBaeTcs Ha 41,7% 3a 2 4 B cucreMe O€H30J1-BOJa—
TBAB (puc. 1.4.2) [47].

Jlns  pocTuxkeHus BBICOKOM A(PGEeKTUBHOCTU mpoliecca BOCCTAHOBIICHUS
TpeOyeTCsl MCMOJb30BaHKE OOJBIIEro KOJIMYECTBA KaTajau3aropa, YeM MPHUHSTO B
npakTuke MexdaszHoro katanmmza [41]. OnTumanbHOE MOJBHOE COOTHOIICHUE
BOCCTAHOBUTENb — KaTaau3atop coctaBisieT 4:1. [Ipn MEHbIIUX 3HAYEHUSX MOJBHBIX
COOTHOIIICHU BOCCTAHOBHUTENh — Kartaau3atop 3((PEKTUBHOCTH BOCCTAHOBIICHUS
nagaet [48].

CHmxeHue pacxoga Oopruapuia HaTpus 10 2 Mosieil Ha 1 Mosb GeTy0HOBOM

KHUCJIOTBI U COKpAIICHHUC BPCMCHHU IIpOoHCCCa 10 2 4, CTaJI0O BO3MOXKHBIM 6naroz[ap>1
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UCIIONIb30BAaHUI0  MEX(a3HbIX  KaTalM3aTOpPOB B  PEaKUMU  BOCCTAHOBIICHUS
OETYyJIOHOBOM KHUCIIOTHI B OETYJIMHOBYIO KUCIIOTY [42].

Tabmura 1.4.1.

Crenenb npeBpanieHus: OETYJIOHOBOM KUCIOTHI B PA3JIMYHBIX PACTBOPUTENSX B

YCIIOBUAX Me)I((i)aBHOFO KaTajin3a

Crenenb npeBpanieHus: 6eTyJI0HOBON KUCIOTHI

Karanuzatop B Pa3JIMYHBIX PACTBOPUTEIISIX, Yo

O0eHzon | 1,2-muxiopaTaH | JUXJIOPMETaH |TOJIYOJI
TOBAX 98,5 75,3 68,1 74,6
THAB 99,3 78,3 69,2 77,4

N-1-agaMaHTHINTHPUIUHUI
59,4 48,3 ] ]
OpomMuI

KoHBepcua 6eTynoHoBoOM
KMCnoThl 3a 2 yaca, %

40 T T )

05 1 1,5 2
KoHueHTpayna NaBH,, %

Puc. 1.4.2. Bnusaue xonnentpanuu NaBH4 B BonHO# (ha3e Ha cTeneHb

BOCCTAHOBJICHUS OETYJIOHOBOW KUCJIOTHI B cucTeMe OeH30i—Bojia—TBAD.
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11 OKCIIEPUMEHTAJIBHAA YACTD

2.1. OnpeaesieHue KOHUEHTPAUMHU 0eTYyJIMHA U IPOAYKTOB €ro

OKHCJIEHHSI/BOCCTAHOBJICHUS

2.1.1. O6GopynoBaHue, peaKTUBbI, MATEPHAJbI

— KUAKOCTHOM xpomatorpad «Agilent 1100» ¢ aUOIHO-MATPUUHBIM
nerekropoM («Agielent», Xwroner [Takkapm, ['epmanus)

— xpomarorpaduyeckas kosonka ZORBAX  Eclipse XDB-C18,
4.6x250mm (CILLA);

- KUAKOCTHOM Xpomartorpad «Mumuxpom A-02» ¢ YP-gerexktopom (3A0
«Uucturyt xpomatorpadhuu SKOHOBAY, Poccus);

— kosonka ProntoSIL — CisAQ, 5 mMrMm, 2,0 x 75 mm, UTT — 5181
(Oen3(a)mupen);

— HK-cniekrpomerp NICOLET iS10;

- HK-dypoe ciekrpomerp ®CM 1201(0O00 «MOHUTOPUHI »);

- potaroHHbIi ucnaputens (LABTEX);

— Bechl 1aboparopubie BJIP-200, 2 knacca Tounoctu, 'OCT 24104;

- KoMIipeccop Bo3nymHbi KB-1;

- BoAOCTpYiHBINA Hacoc BakyymHbI, [OCT 10696- 75;

- ¢bunbTpsl MeMOpanHbie proporactoBeie MOOK — 31" 0,45 mxMm, 50 MM,
TV 6-55-221-1323-93;

- Buaisl, [ OCT 25336—82;

- orokcenl, 'OCT 25336—82;

- tepmocToiikas nocyaa, 'OCT 25336—82;

- ¢bunbsTpsl otTa 'OCT 25336—82;

- oOpasiibl 6etynuHa (6 pob);

- ouxpomar kamus K,Cr,0O7, TOCT 2652-78;

- xpoMart kanus (kanuid xpoMoBo kucibiii) KoCrOg4, TOCT 4459-75;
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okcuz xpoma (V1) CrOsz, TOCT 3776-78;

okcup amomunus (rmunoseM) Al,Osz, T'OCT 30558-98;
cunnkarenb MN Kiselgel 60;

ooprunpua Hatpus NaBH,, TOCT 246-76;

cepnas kuciora H,SO4, I'OCT 4204-77,

consHaga kucinora HCI, TOCT 3118-77;

asorHas kuciiora HNO3, TOCT 4461-77;

ykcycHas kuciiora CH3;COOH, I'OCT 61-75;

u3onponuioBkiid cnupt (rmpornanoi-2) CH3CH(OH)CHs, TOCT 9805-84;

1,4-muokcan (muatrinenauokcu) C4HgO,, TOCT 10455-80;
stuioBeli ciupT Co,HsOH, T'OCT P 51652-2000;

oensoix CgHg, TOCT 5955-75;

10% pactBop KOH;

Boja OunuctuuupoBanHas (ouuntieHHas ¢ KMnOg,), TOCT 6709-72;
areToHuTpui, coptT 1,0.c.4.; TY 6-09-3534-74;

alleToH, o.c.4., TY 2633-039-44493179-00;

1,0% tpudTOpyKCyCHas KHCIOTA;

repMETHYHBIE BHAIBI 006eMoM 2 M3 u 250 MKIL.

2.1.2. TIoATOTOBKAa K BHINMOJHEHH IO U3MepPeHUH

2.1.2.1. Ycnosus xpomatorpadpuposanus (M- nerextop) «Agilent 1100»

CocraB amroenTa: A — 25% aneronutpui, B — 75% Boga;
M30KPATUUYECKUHN PEKUM;

CKOPOCTH AmronpoBanus — 0,5 M /MuH;

00BeM BBOJUMOM TpoOBI — 1 MKT;

temriepatypa tepmocrara — 30 °C;

JUTUHBI BOJIH ieTeKkTupoBanus — 280 HM.
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2.1.2.2. Ycnosus xpomatorpaduposanus (Y D- gerexrop )
«Munmuxpom A — 02

- CocraB amoenta: A — 70% Boma, B — 25% aneronutpuin, C — 5%
moaudukarop (1,0% tpudropykcycHast KUCI0Ta);

— TPaIUCHTHBIN PEKUM: IMHEWHOE TTOBBIIICHUE KOHIICHTPAIIMH 3JTF0eHTa B
c 25% no 70% 3a 15 MuHyYT, TMHEHHOE MOHWKEHUWE KOHLEHTpALUU II0eHTa A ¢
70% 1o 25% 3a 15 MuHyT;

- CKOPOCTH AmronpoBanust — 1,0 Mi1 /MuH;

- 00BeM BBOJIUMOM TIPOOBI — 50 MKIT;

— Temmneparypa tepmoctara — 35 °C;

— JUTHHBI BOJTH JieTeKTrpoBanus — 280 HM.

2.2. OKHCJIUTEJIbHBIC CMECH

[TpurotoBnenue peakrusa J[xoHca:
B K0JI0Y 00beMoM 250 M1 HantuBaroT 154 M1 JUCTUINIMPOBAHHOM BOJIbI, 100ABISIOT
14 MJT KOHIIEHTPUPOBAHHO CEPHON KUCIOTHI U 53,6 T okcuaa xpoma (V1) u
TIIATEJIbHO TTepeMeInBaroT. PeakTuB J[)oHca XpaHAT IpU KOMHATHOM TEMITEpaTypeE.
[IpuroToBieHue pacTBOpa YKCyCHON KUCIIOTHI:
qutst mpurotoBiienus 10% pacTBopa YKCYyCHOM KHUCIIOTHI, pazbasisieM B 10 pa3

JEASHYI0 YKCYCHYIO KUCIIOTY.
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I11. PE3VYJIBTATHBI DKCHEPUMEHTA U UX OBCYXJIEHUE

3.1. OTpadoTKa MeTOAMKH aHAIU3a OeTyJImHA MeTogoM BIKX

3.1.1. OnpexnesieHne ONTUMAJbHBIX PeKUMOB 3P (PeKTUBHOIO pasgesieHus

oeryanna meroaom BIKX

PactBop Oerynmuna oOsemMoM 5 Mk (5 Mr B CMECH pacTBOpUTENEH
arieron/aneTonuTpua  (2:3)) BBoAMIM B XpoMarorpauueckyr0 KOJOHKY U
aHAJIM3MPOBAIA B PEXHUME H30KpaTHueckoro smonpoBanus («Agilent 1100»). Ha
XpPOMAaTOTpaMMe PETHCTPUPOBANTNCH NMUKH. AHAN3 JTUTEPATYPHBIX JaHHBIX IMOKa3all,
YTO MaKCHUMallbHasl IUIONIAJ b COOTBETCTBYET OeTynuHy. B kadecTBe mnpumecei
WJICHTU(UIIMPOBAHKI JIyIieoN u OeTynuHoBas kuciora (puc. 3.1.1). Unentudukammro
npuMecedl MPOBOAWIM MYTEM CpPaBHEHHUS XpOMAaTOTrpaMM, IMOJYYEHHBIX B HaIleu
7abopaToOpUy M B MPHUBEICHHBIX XpoMaTorpamm B pabotax [6, 11] (Ha aHaIOTHYHBIX

KOJIOHKAaX U CX0HX COCTaBOB MOABMKHBIX (ha3).

AL

200+

1754

i@
1

o
Esl
1

HHTEHCHEHOCTE

3
1

2
c lﬁL,JL.",

0 2 1 § g 10 17 14 16 15
BpeMS

Puc. 3.1.1. Xpomarorpamma Gerynuna (5 mr/mia B [1® (cmech aneToH-aneToHUTPUI),
BDXX cucrema «Agilent 1100», JMJ, A=280 um). 1 — nyneomn,
2 — OeTynuHOBas KUCIOTa, 3 — OeTyNuH, 4 — He UICHTU(UIIMPOBAHHOE

BCIICCTBO.
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B tabnuue 3.1.1. cBenens! pe3yabTaThl aHaidu3a 6 mpod OeTynnHa, TOTyYeHHBIX

pasaeiMu criocobamu Ha npeanpuatun OO0 «CBK» (r. Tromens)!. KonnenTpanuu

KOMITOHCHTOB PaCCYUTBIBAJIM MCTOAOM HOPMAJIN3alllN.

Tabmmma 3.1.1.

[IpouieHTHOE comepxaHue OETyIMHa B UCCIIElyeMbIX 00pasiax

(MeToa HOpMaTu3aluu, N=2)

KoHuentpanus 6etynuna % macc. OTH.

No BHeunui Bujg X, X, X,

1 MEJIKHN TTOPOIIIOK, 82,1 79.8 81.0
’KEJITOBATOTO 1[BETA

5 MEJTIKHHA TTOPOIIIOK, 60.4 60.2 60.3
CEPOBATO-KEJITOTO I[BETA

3 MEJIKHHA TTOPOIIIOK, 487 486 487
cepoBaTo-0eIIoro MBeTa

4 MEJIKUH TTOPOIIIOK, 84.7 83.2 85.0
Oenoro 1BeTa

5 MEJIKHHA TTOPOIIIOK, 88.9 88.8 88.9
CEPOBATO-KEJITOTO I[BETA

5 MEJIKUN TTOPOIIIOK, 30 79.6 79.8

0eoro 1BeTa

AHanoruyHele pe3yJbTaThl OBUTM TMOJY4YeHBI MpPU aHalu3e oOpaslloB Ha

MUKpPOKOJOHOYHOM Xpomatorpade (Mumuxpom A-02). Jlna npennpustus OOO

«CBK» pexkoMmeHmoBaH JTOT MNpUOOp MJiE KOHTpOJISI KadyecTBa OerynuHa (10

OTHOIIICHUIO 11€HA/KAaYECTBO).

B nmanpHeieM kadecTBEHHYIO HMJACHTHU(GUKAIIMIO OCTyJIHWHA, MPOAYKTOB €ro

OKHCJIEHUS U BOCCTAHOBJICHUS NpoBOoariH 10 Y @- u no UK-cniektpam.

! Bipaxaem 6narogapHocTb Cepreto LLlaspuHy, TexHonory komnanun «CEK» 3a npegocrasieHHble 06pasibl

6eTynunHa.
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3.1.2. OuncTka  TeXHMYECKOro OeTyJqlHHAa  MeTOAOM  KOJOHOYHOI

xpoMarorpaguu

AHanu3 JMTEpAaTypHBIX JAHHBIX I[IOKa3aj, 4YTO JUIs IepeBoja OeTylnHa B
OETYJIOHOBYIO KHCIIOTY HCIOJB3YIOTCS pa3iHuHble OKUCIUTENU. B  gaHHOM
UCCIIEJOBAaHUM OCHOBHOM yHIOp OBbUI HAampaBiI€H HAa ONTUMH3ALMIO Ipoliecca
OKHCJICHUSI.

[IpenBaputenbHO ObUTa MPEANPUHATA TOMBITKA OYUCTKUA OETyIHMHA METOJOM
KOJIOHOUHOM xpomaTtorpadum Ha cuiaukarene mapku MN Kiselgel 60 ¢pakuun
0,04-0,063 wmm. [ns oumctkun Opamu 100 mr OeTynuHa B pe3yibTare
xpomarorpadupoBaHusi MOABMWXHON (Da3oil aneToH / aleTOHUTPHII OBLIO MOJYYEHO
45 Mr OYMILIEHHOTO NMPOIyKTa. XpoMmarorpaduyecKkuil aHajlu3 OYUIEHHOrO OeTyIMHA
BBISIBWJI OJMH Xpomartorpapuyeckuid nuk (puc. 3.1.2), SJIEKTPOHHBIA CIEKTP

OUYHUIIEHHOTO OETyIMHA MpeCTaBlieH Ha pucyHke 3.1.3.

Sig=280,8 Ref=360,100

mA U =
14400 =]
12900
1000
200
GO0
4040
200
; L

0 25 5 7.5 10 125 15 17.5  min

Puc. 3.1.2. Xpomarorpamma ountieHHoro 6erynusa (5 mr/mi B [1d (cmech areron-

anetorntpui), BOXKX cucrema «Agilent 1100», JIM/I, A=280 um).
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T [ [ T
220 240 260 280 300 320 340 360 380 HM

Puc. 3.1.3. DIEeKTpOHHBIN CIEKTP OYUILIEHHOTO OETYJIMH CO BPEMEHEM yIEpPKUBAHUS

6,368 muH (puc. 3.1.2).

[lockonbKy  OpPOBOAUTH  NPEABAPUTEIBHYIO  OYMCTKY  O€TyJliMHa B
MIPOMBIIIUICHHBIX MacIlTadax He IeJecOo00pa3Ho, MOCIEAYIOIINE KCIEPUMEHTHI IO
OKHCIICHUI0O ¥ BOCCTAHOBJICHHIO O€TyJMHA NPOBOJWINCH C HEOUYHUIICHHBIMU

MPOAYKTAMMU.

3.1.3. OxkucJjieHue OeTyJIMHA

B kagectBe oxucnureneil ucnosb3oBanu: peakTuB J[xonca (cmech CrOs; m
H2804), cMeEcHu K2Cr207-H2804 Ha A|203, " KZCr207-H2804 Ha SIOZ

BoccranoBnenue O€TyJIOHOBOM KHUCJIOTHI (OETYJIOHOBOTO amibeTHiia) 10

0eTyJIMHOBOM KMCIOTHI IpoBoaviK Oopruapuaom Hatpus (NaBH,).

3.1.3.1. Oxwucnenue 6eTynuHa peaktuBoM JIxonca (Meroauka 1)
[lepBass Meromuka — TMONy4YeHHE OETYJTOHOBOM KHCIOTBHI W3 DJKCTpaKTa
oetrynuHa (B HamieM citydae oOpasia 6etynuna Ne 5). Bocmonbp3oBanuch METOAUKOM,
onucanHoW B [24], 3arpy3ky ymenbinaau B 100 pa3. K 1,00 r mopomka GerynuHa
npubasmsiii 30 M1 aneToHa, OXJaXJaldu MoJydeHHbd pactBop 10 5-10 °C wu

no6asisun 1,30 M1 cBEXKENMPUrOTOBICHHOTO peakTuBa JxoHca. [lonydyenHnyto cMmech
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nepeMemmnBai 3 4 npu KoMHaTHOM Temmepatype (20-22 °C). Ilocne pacTBOpuTEND
yHapuBajJd B BaKyyMme, OCTaTOK pa3daBwiu 10 mu1 Boabl, 00pa30BaBIIMICS OCaTOK
oT(unbpTpoBbIBAIM Ha (UIbTpe moj BakyymMoM. OcaloK NPOMBIBAIN IMPOXJIaTHOU
JTUCTUJUTAPOBAHHOW BOJION ¥ cymmwid B mikady mpu temiepaTtype 60 °C.

Beixog mponaykra TeopeTnuecku AOKEH cocTaBisiTh 0,90 r HeouMIEeHHOU
0eTyJIOHOBOM KHUCIOTHI. JIJIsI OYMCTKM MPOJIYKTa OKHCIIEHUS OCaJOK PAaCTBOPUIIU B
3,00 mu 6en3oia, OTHUIBTPOBAIN YEPE3 CIOW OKUCH ATIOMHUHHS IPUMEPHO B 5 MM H
obpabateiBanii 10% pactBopom KOH 1o mosHOro ocaxkaeHusi coiu. BeiaeneHHbII
OCaJOK — KalueBasi CoOJib OETYyJIOHOBOM KHUCIOTHI, mpombiBain B 1,00 wmu
OXJTAKICHHOTO O€H30JIa U CYIIMJIM MPH KOMHATHON TeMIeparype OO0 MOCTOSTHHON
maccel. KanneByro conb OeTyJ0HOBOM KHCIOTHI pacTBopsuid B 3,00 M 3THUIOBOTO
ciupta. K momyuennomy pactBopy mobasmsuim B 10 mu 15%-ro pactBopa HCI.
OOpazoBbIBasic 0cagoK — OeTysnoHOBas KucioTa. Ocanok OT(UIBTPOBBIBAIH,
OpOMBIBJIM BOJOW M BeIcymmBanu npu 60 °C 1o moctossHHOro Beca. Beixon
npoxaykra coctabuia 0.17 r wim 21% ot Teopun.

NK-cniekTp npoayKkTa OKUCIIEHUsI OeTylInHa peakTUBOM JI)KOHCa MpUBEIEH Ha
pucyHke 3.1.4, a snekTpoHHBIA crnekTp (dukcupyembii meromom BOXX) - Ha

pucyHke 3.1.5.
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Puc. 3.1.4. UK-cnextp 6eTynoHoBON KUCAOThI. OKHCIUTEND — peakTuB [koHca.
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Puc. 3.1.5. DnexTpoHHbIi ciekTp 0eTyI0HOBOM KUCI0THI (OKUCIUTENb-peakTuB J>KoHCa).

3.1.3.2. Okucnenue OeTylMHA XpPOMOBBIM aHTHAPUJIOM B YKCYCHOM

KHUCIIOTE (METOAMKA 2)

1,5 r OerynuHa mnepeMmemmBaid ¢ 60 M JEASHOM YKCYCHOM KHCIOTHI H
CTaBWJIM Ha BOJSIHYIO OaHrO, Temmeparypa kKotopoit cocrabmsia 15-20 °C. K cmecn,
onHOM mopuwuent, gobasnsau pactBop 1,5 r CrOs B 2,6 MJI YKCYCHOW KHCIOTHI U
2,2 MJ1 BOJIbI IPU HEMPEPHIBHOM CMEIIMBAHUM U HEU3MEHHOM Temrieparype. berynun
MOJIHOCTBIO pacTBopsiercs. Uepes 10 MUHYT K mojedeHHOU cMecu Ao0aBisin 60 mi
10% pactBopa NaCl. DKCTpakIuio MPOAYKTOB PEAKIIMU MPOU3BOAWIN TUITUIOBBIM
apupom. Jlamee oCymiecTBISIN MPOMBIBKY 3dupHoro skcrpakra 10% NaCl . B
nosyueHHyto cMmech no6asisii 50 mu NaCl u 30 mut NaOH. B pesynbraTe nerkoro
BCTPSIXMBAaHUS BBHIMIQZACT OCAJOK Ha TpaHuile pasfena (a3 B BUAEC XJIONbEB
(HaTpueBast coib O€TyJIOHOBOM KHCIOTHI). Yepe3 1 W ypananu BOAHBIN CIIOM,
(UPHBIA PAaCTBOP CIMBAIM M K OCTAaBIIEMYCS OCAJKy B JEITUTEIHHYIO BOPOHKY
nobansimu nmo 60 mu adupa u 10% NaCl, cmech THIaTeNIbHO BCTPAXUBAIH, 0
pazneneHust YpUpHOTO ¥ BOAHOTO CJIOA, 3aTeM (GmibTpoBaiu. [lomydeHHbIE OcaaKu
COCIMHSIIA W TPOCYIIMBAIM B BaKyyMe€ BMECTE€ C MATHOKUCHIO (docdopa.
[Tonyyennsie kpuctamwibl pacTBopsiiui B 40 M MeTaHosia, € TOCIEQYIOMIEH
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bunbTpanueil depes3 CIoM CHIMKAareis, 4ToObl yHaluTh OCTATOYHBIC COCIWHEHUS
xpoma. @unbtpar ynapuaiu. [loayunsin HaTpUEBYIO COJIb OETYJTOHOBON KHUCIIOTHI.
10 mMr HaTpUeBOW COJIM CMEUIMBAIU B JIETUTEIHHOW BOPOHKE ¢ 5 Mil 3dupa u 2 mi
COJISHOM KHCIJIOTBI, BCTPSXUBAIN JIO TIOJHOTO PACTBOPEHUS KPHUCTAILIOB, d(PUPHBIN
CJIOW OTHENSUIM, MPOMBIBAIA BOJOW, CYIIMJIW CyJIb(aToM HATpUs U yHapUBaJH.
OcTaTok KpucTa/in3oBaiu U3 cnupra. [lomyunnu Genbie KpUCTAILIBI.

Brixog cocraBun menee 10%, moatomy MK- u BOXX ananusel npoaykra

OKHCJICHUA 66Ty.III/IHa XPOMOBBIM aHTHUAPHUIAOM B YKCYCHOﬁ KHCJIOTC HC ITPOBOJANIIN.

3.1.3.3. Oxkwucnenme OerynumHa 10 OerymoHoBoM kucioTel KyCr,O; —
H,SO, B mpucyrctBun Al,O3 B BogHO-a1ieTOHOBOM cpeje (MeToauKa 3)
Cnenyrommii Meron TmoiydeHUs: OeTylnHa — OKHCIEHHE OeTyJauHa [0
OerynonoBor kuciotel B mpucyrctBun  AlO; (9,2 1) [35] obOpabateiBatoTcss 3 T
K2Cr,07, 20 mut Boabel u 5 mi HySO4 mocnenoBatensHo. K 1,5 T moporka 6erynuHa
npuiuBany 138 mu alieToHa U MoMenanyd B yiabTPa3BYKOBYIO BaHHY Ha 30 MuH JJis
JTUCIIEPTUPOBAHUS. 3aTeM K CYCHEH3UU JO00ABISIIM OKUCIUTEIh U TEPEeMEIINBAIH
peakimoHHyt0 cmech B TeueHue 1,5 u. Ilocie ocaxIeHHsT HEOPraHUYECKHUX
COEIMHEHUN ocaloK AekaHtupoBanmu. K ¢unbtpary modaswnu 500 mii BOJBI, YTO
BBI3BAJI0O MT'HOBEHHOE TIOSIBJIEHHME Ocajgka B Buje Oenbix xiomnbeB. Ocaaok
OTQUIBTPOBAIM HA CTEKISTHHOM (puiibTpe (1o BaKyyMOM) U MPOMBIBAIN HECKOJIBKO
pa3 ropsuyed JUCTWUIMPOBAHHOW BOJXOW. IloaydeHHBIM OPOAYKT BBICYIIWIA B
CYIIWJIBHOM TIKay 10 MOCTOSSHHOW Macchl. Beixon mpoaykra coctaBui 1.16 T win
77.33% ot Teopun.
HK-cnexTp nmpoaykra OKHCIICHUsS OeTylrnHa peakTuBoM J[)KOHca mpuBeneH Ha
pucynke 3.1.6, a 3nexTpoHHbIM crnekTp (pukcupyemsbiii merogom BOXKX) — Ha

pucyske 3.1.7.
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Puc. 3.1.7. DnekTpoHHbIN CHEKTp OETYTOHOBOU KUCIOTHI (okucaurens — KoCroO7 —

H,SO, Ha rpanynax Al,Os).
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3.1.3.4. Oxucnenne Oerynmuna KyCr,O; — HySO, nHa cunukarene
(MmeTonuka 4)

Oxkwucnenust 6eTyJMHa MPOBOJIUIN AUXPOMATOM KaJldsl B MIPUCYTCTBUU CEPHOM
KucaoThl Ha cuukarene. I'panyssl SiO; (10 1) [35], oOpaboTtanu mocienoBaTeibHO
K:Cr,0O; B komuuectBe 1,5 r, Bomout (40 mu) m  HySOs (2,5 mun). berynun B
KojudecTBe 1 T pacTBopuiid B areToHe. [lonydeHHBINH pacTBOp AUCIEPTUPOBAIN B
yIIbTPa3ByKoBOil BaHHE 30 MUH 70 MOJYYEHUsI CBETIO-O€keBOoW cycneH3un. Cmech-
OKHUCJIUTENIb BHOCWJIM B PEAKIIMOHHYIO KOJIOY C CyCIE€H3HeH, mepeMelBaii cCMecCh
15 mMuH ¢ noMompr0 — MarHuTHOM Memanku. OcaloKk C HEOpraHWYeCKUMH
BEIIECTBAMU yAAIsUIM JeKaHTupoBanueM. K dunbtpaty nob6aBmsmu k 500 wma
IpOXJIAJHON JAMCTUIUIMPOBAHHOM BOAbl. [lo omucaHHON BbIlIE METOAMKE JTOJIKHBI
ObUIM BBINACTh KPUCTAJUIBI OETYJIOHOBOM KHCIOTHI, HO B HAIllEM CJly4ae OHU HE
00pa30BBIBAIUCh. MOXKHO MpPEANoIOKUTh, YTO CYIIECTBEHHOE BIMSHHE Ha
KOOpAMHALMIO O€TyJMHAa OTHOCHUTEIBHO CYCIIEH3UU OKCHJla KPEMHHUS OKa3bIBaeT

yZeJIbHas IOBEPXHOCTh U Pa3Mephl MOP MOCIEAHETO.
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3.1.4. BoccTaHoBIIeHHE 0eTYJI0HOBOI KUCJI0THI 0OPruaApuaoM HATpus [24]

BoccraHoBnenue OETYJOHOBOWM  KHUCJIOTHI NPOBOAWIM MPU  KOMHATHOM
temriepatype 22 °C. K pactopy 0,47 r (1 MMOJb) O€TYJIOHOBO KHCIIOTHI PUOABIISIIH
0,15 T (4 Mmmomp) Gopruapua HATPUA, PEAKIIMOHHYIO CMECh mepeMemuBaim 1,5 d.
st o6paboTtku pactBopa ucrnonb3zoBain 30 mu 10% pacTtBopa COJSTHOM KHUCIOTHI,
00pa30BaBIIMICS OCAJ0K OETYTMHOBON KHUCIOTHI OT(HUIBTPOBBIBAIHU, MPOMBIBAIIN
BOJIOM M CYIIWJIN IO IOCTOSIHHOM MacCCHI.

HK-cnexTp npoaykTa BOCCTAaHOBJICHHSI OETYJIIOHOBOM KHUCIOTHI OOPTHUAPUIIOM
HAaTpusi B NPUCYTCTBUU JUOKCAaHA IPUBEACH Ha pucyHke 3.1.8, a 3IeKTpOHHBIN

cnektp (puxcupyemsiii Mmerogom BOXKX) — Ha pucynke 3.1.
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Puc 3.1.8 UK-cniekTp 6eTyIMHOBON KHUCIOTHI
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Puc. 3.1.9. DneKTpoHHBII cIeKTp OETYIMHOBON KHCIIOTHI.

3.1.5. KayecTBeHHOe W KOJHUYECTBEHHOE OMNpeaejeHde KOHUEHTPaIun
0eTyJI0HOBOI KHUCJIOTHI
OmnpeneneHre YUCTOTHI MPOAYKTOB OKUCICHUS OETyJIMHA MPOBOAMIA METOJIOM

KUIKOCTHOW XpoMartorpadun. AHaIU3 MPOBOIUIN HA KUIKOCTHOM Xpomartorpade
Agilent 1100 Series (CIIIA). Perucrpainto KOMIOHEHTOB OCYIIECTBIISLIN HA JHOIHO-
MaTpUyHOM JETEKTOpe, JMHA BoJHbI 280 HM. PasneneHune mnpoBoguiau Ha
xpomatorpaduueckoit komonke ZORBAX Eclipse XDB-C18, 4.6x250mm (CILA).
Ha pucynkax 3.1.10 u 3.1.11 mpexacraBiieHbl XpoMaTorpaMMbl O€TYJIOHOBOM
KHUCJIOTBI, MOJYYEHHbIA MO ABYyM MetoaukaMm 1 m 3. Kak BUIHO M3 PUCYHKOB Ha

XpoMaTorpaMmmax (GUKCHPYETCS TOJIBKO MUK OETYJIOHOBOM KHUCIIOTHI.
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Puc. 3.1.10. Xpomarorpamma 6eTynoHoBo# kucioThl (5 mr/mi B [1d (cMech areToH-
arietonutpmi)). Oxwucnutenb — peaktuB Jxonca. BDOXXX cucrema

«Agilent 1100», M/, £=280 um).
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Puc. 3.1.11. Xpomarorpamma 6etyioHoBo# kucaoTsl (5 mr/mia B [1® (cmech aneToH-
aretonutpui)). Oxuciaurens — KoCr,O7 — H,SO4 Ha rpanynax AlyOs.

BDXX cucrema «Agilent 1100», JIM/I, £=280 um).
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KauectBennyo uaeHtudukanuo OETyJIOHOBOM KHUCIOTHI MpOBOAUIHU 1o Y D-
criekTpam KomnoHeHToB (pucynku 3.1.5; 3.1.7) u no UK-cnekrpam KOMIIOHEHTOB
(pucynkwu 3.1.4; 3.1.6).

Anamn3 Y®-CreKTpOB KOMIIOHEHTOB IIOKa3aJl, YTO DSJICKTPOHHBIM CIEKTP
IIPOJYKTa OKHMCIIEHHUs MMeeT MakcuMyMm noriomenus npu 270 am. B MK-cnexrpax
COCIMHEHUA HMHTEHCHBHO IPOSBISAIOTCS IOJOCHl UIsl COOTBETCTBYIOIIUX IPYII B
MOJIEKyJIaX OeTyJIOHOBOM KHCIOTHI (pucynku 3.1.4; 3.1.6).

B pab6ore [35] npeaoxkeH MEXaHU3M KOOPAWHALMU OETYIMHA OTHOCUTEIBHO
yacThll okcuaa amoMuHus (pucyHok 3.1.12) u MexaHu3M peakiuu OKUCICHHS B
OPUCYTCTBUHM Ouxpomara Kamusi/cepHas kuciorta (pucyHok 3.1.13). B pesymnbrarte
oOpa3oBaHMsl aJAyKTa MEXJy OKCHUIOM QITIOMHUHHS M OKUCIUTENS (CIOXKHBIA 3pup
auxpomata) oOpa3zyeTcsi MepeXxoHbI KOMIUIEKC Mexay aanykroM u OH-rpynnamu
oerynuHa. [IpoHcXoIuT mpolecc OKHUCIEHUS M aKTUBHBIM aKBa-KOMIUIEKC OKCHJa

AJTIOMUHUA IIPOAOJIZKACT IMIPOLCCC OKHUCIICHUA.
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Puc. 3.1.12. Mogens koopauHauuu O€TyJIMHA OTHOCHUTEIBLHO TBEPIOT0 OKCHIA

amomunus [35].
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Puc. 3.1.13. Cxema okucieHuss OeTylnHa B MPHUCYTCTBUU OKUCIHTENS: OMXpomar

Kajust/cepHas kuciora [35].

3.1.6. BoccraHoBjIeHHE 0eTYJIOHOBO KHCJIOTHI [24]

[lo mnpouenype, omnucanHod B pasugene 3.1.4, OETYJIOHOBYIO KHCIOTY
BOCCTaHABJIMBAOT OopruapuaoM Hatpus B cpeae aumokcana. K (0,47 r (1Mmoin)
0etynoHoBoM kucaoThl B 10 Mn guokcana npubasnsiin 0,15 r (4mmons) NaBHs u
nepememmBanu 1,5 4.). Ha pucynke 3.1.14 mnpeacraBieHa cxeMa peakIUd

BOCCTAHOBJICHUSI.
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[NombiTKa 3aMeHBI TUOKCAHA HA M30MPONIIOBBIN criupT [24] He mama OoJbIiero
BBIX0/Ia IPOYKTa BOCCTAHOBIJICHHUS.

OunnieHHbIN NPOAYKT aHanu3upoBau Mmerogom BOXKX u UK-criektpomeTpun.
Ha pucynke 3.1.15 mpuBenena xpomaTorpamMma OeTyJIMHOBOM kucioTbl. Ha Heit
¢ukcupyercs OAMH THK, DJEKTPOHHBIM CIEKTp KOTOPOTO B  MAaKCUMyMeE
Xxpomarorpauyeckoro nHkKa npeiacTaBieH Ha pucyHke 3.1.9. Jlns ynoOctea
CpPaBHEHHUS MCXOJHOTO M KOHEYHOTO MPOAYKTa BOCCTAHOBJIECHHUS HA pucyHke 3.1.16
npuseneHbl MK-ciekTpbl 0eTyI0HOBOM (3€7€HbIH CHEKTP) U OCTYIMHOBOM KHUCIOT
(CUHUH CIIEKTP).

B mnponykre BoccraHoBieHuss mnosiBieHne OH-rpynmel B momoxkeHunm 3

nposiBisiercs B obmactu 1500 cm™,

COOH

.
-,
7

Puc. 3.1.14. BoccTaHoBieHHE OETYJIOHOBOM KHUCIOTBHI 10 OETYJIMHOBON KHCIIOTHI
OOpruIpUAOM HATPHUSI.
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Puc. 3.1.15. Xpomarorpamma 0eTy1MHOBOM KUCIOTHI (5 Mr/mi B II®D (cmech aneTon-

aneronutpuin), BOXX cucrema «Agilent 1100», IM/, A=280 um).
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Puc. 3.1.16. UK-cniekTpsl cpaBHEHUS OETYJIOHOBOM OETYIMHOBOM KUCIOT.
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Pasnmuuns B MK-cnektpax OerynuHa, OeTyJOHOBON M OETYJIMHOBOW KHCIOT
wunoctpupyer pucyHok 3.1.17. Merog WK cHoekTpoCcKONWH pErucCTpUpyeT

KOJICOAHMSI OCHOBHBIX (DYHKIIMOHAIBHBIX TPYIIII.

Sl 1
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||" ' t-‘| i
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35!]!] SEJEJEJ 25!]!] 2!]!]!] 1500 1!]!]0 500

— berviun Betynonoras —— Bervmmuoeas
EMCIOTA EMCIIOTA

Puc. 3.1.17. UK-cnekTpsl cpaBHEHUA O€TyjauHa, OETYJIOHOBOH U OETYJIMHOBOM
KHCJIIOT.

B cnektpe OerymuEa B oOmactm 3500-3200 cm? HabmrogaeM INMPOKYIO
WHTCHCUBHYIO TI0JOCY COOTBETCTBYIONIYIO BajJeHTHBIM KojeOanusm OH rpymsl,
nosoc B obmacti 3000-2800 cM? coOOTBETCTBYIOT BaJleHTHBIM KoneOanmsiv CH

-1
HACBIIIEHHBIX (parMeHToB coeauHeHus. 1600 cm™ (ciabas MO MHTEHCHUBHOCTH
I0JI0Ca) — BallCHTHbIE KOJIEOaHUs IBOMHOM CBA3u yriepog-yraepoxa. 3050 cmt
BajieHTHBIC Kosiebanusi CH mpu 1BOITHOM CBSI3H.

B cnekrpe 0eTylOHOBOW KHUCIOTHI MOSIBUIMCH IMOJIOCHI, KOTOPBIE TOBOPST O
TOM, 4YTO y HAc IpOLUIa peakuusi. B chekrpe nosBmiack monoca 1680 cm?
JOKa3bIBarolIas Hanu4ue B cTpykrype coeauHenuss C=0 rpynnsl. s 6eTyauHOBOM

KHCJIOTBI Ha6J'IIOI[aeTC$I YBCIIMYCHUC HWHTCHCHUBHOCTH II0JIOCHI COOTBGTCTBYIOH_Ieﬁ
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BaJIeHTHbIX KojeOanuid OH rpynmbl mo cpaBHEHHIO C OETYJIOHOBOW KHUCIOTON H
YMEHBUIEHUE UHTEHCUBHOCTH noJiockl C=0.

Anamu3 HK-criekTpoB INOATBEpKIAaeT IPOTEKAHWE PEAKIUU OKUCICHUS
OeTyJIMHa U TOCJEIYIOIET0 BOCCTAHOBIICHUS OETYJIOHOBOM KHUCIOTHI.

AHanu3 ’KCHEpUMEHTAIbHBIX JAHHBIX MOKa3all, 4To Haubosee 3(hPeKTUBHBIM
okucnureneM spisgercs cmech KoCr,07 — HoSO4 na rpanynax Al,Os. A HanGobImi
BBIXO/ TPOJYKTa BOCCTAaHOBJEHHUS OETYTOHOBON KHCIOTHI OOPTUAPUIOM HATpPUS
JNOCTHIaeTcs B CpeAe JUOKCaHa IIPM  MOJBHOM  COOTHOIIEHHWH KHCIIOTa-
BOCCTaHOBUTENb 1:4. Bce maHHBIE MO BBIXOJAaM IMPOJIYKTOB pPEaKUUi OKHCIECHUS U

BOCCTAHOBJICHUS CBEJICHBI B Tabnuiry 3.1.2.

Tadomuma 3.1.2.
Brixoa 6eTy10HOBO#M (MPOMEKYTOYHBIM MPOIYKT) U OETYJIMHOBOM KHUCIIOTHI.

HpOHeHTHOG COOTHOMICHUC NCXOIHOI'O U KOHCYHOT'O IIPOAYKTOB

berynonoBas berynunoBas
betynuH,
Okucnurenb Bcmn. Beni-Ba Kuciora Kucora
r
mr | w,% |m, T w, %
17% ot 1T
1 PeakTuB J[>xoHca - 0.2 20% |0.174
87% ot 0,2r
78% ot 1,51
K.Cr O+
1,5 H SO AL O, 127 | 84% | 1.17 [ 929 or
25y
1,27r
K Cr, O+
1 2 23 8102 _ _ _ -
H_ SO,
NaCl +
1,5 | CrO,+CH,COOH | nustunossiit - - - -
dpup
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3.2. Macc-cneKTpoMeTprUYecKHil aHAIU3 0eTYJIMHOBOMH KUCJI0THI

[IpeaBapuTenbHble UCCIAEAOBAHUS ISl ONPEICICHHUS KaK OETyJIOHOBOM, TaK U
OETyJIMHOBOM KHCIOT METOJOM Ta30BOMl XpoMarorpapuu € Macc-CEJIEKTHBHBIM
JNETEKTUPOBAHUEM HE TIO3BOJIMIM OMNPEAEIUTh YHCTOTY HPOAYKTOB. IllombITku
JEpUBATU3AIMUA KUCIOT METUJIATOM HATpUs TaKKe HE MPUBENIH K PETUCTPALIMHU MacC-
CIIEKTpOB JepuBaToB. Ha Ham B3MIAA, NPUMEHEHHBIM TEMIIEPATYPHBIM PEKAM
(ucnaputensi, KOJOHKM) HE TMPUBOAUT K BO3TOHKE KAaK HCXOJHBIX, TaK U
MIPOU3BOJIHBIX KUCIOT.

Jlnia ompeneneHusi MOJICKYJISIPHOM Macchl O€TyTWHOBOW KHCIOTHI MPUMEHWIIH
npsmoit MC-aHanu3 METaHOJBHOTO pacTBOpa OETYJIMHOBOW KHCIOTBI B PEXHUME
OTPULIATEILHON HOHU3ALMU (DJICKTPOCTIPEN ).

Ha pucynke 3.1.18 mpezactaBiieH CHEKTp MO MOJHOMY HMOHHOMY TOKYy (a) U
CIIEKTp KOMITOHEHTa co BpeMeHeM 6,35 (0) u 22,71 (c¢) muH (puc. 3.1.18).

JlaHHBIE PHCYHKAa CBHUAETEIBCTBYIOT, UYTO B PEKHUME OTPHIATEIHHON
WOHHU3AIIUH TIPOMCXOUT OTPBIB MPOTOHA OT KapOoHmIbHOM rpynmbl (M-H)™ u moreps

npotoHa OH-rpymmer: (M-2H)'.
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B T7iC of-Q1: from Sample 1 (TuneSamplelD) of MT20170613165704.wiff (Turbo Spray)
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Puc. 3.1.18. Macc-cniekTp 6eTyTMHOBOI KUCIIOTHI.

a — CIICKTP IIO IIOJIHOMY HOHHOMY TOKY, 0 — CIICKTPp KOMIIOHCHTa CO

BpeMEHEM — 6,35 MUH; C — CIEKTp KOMIIOHEHTA CO BpeMeHeM 22,71 MuH.

Takum 06pa30M, HpHMOﬁ MaCC-CHGKTpOMeTpH‘IeCKI/Iﬁ aHaJIM3 MCTAaHOJIBHOI'O

pacTBopa OCTYJWHOBOH KHCIIOTHI

ONPEIETUTh €€ MOJIEKYJISIPHYIO Maccy.

MMO3BOJIJI OLIEHUTh YHUCTOTY IIPOAYKTa H
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BbIBO/1bI

HpOBCI{CHHBIﬁ KOMIIJICKC CUHTCTHUYCCKHUX WU aHAJIMTHUYCCKUX pa60T IIO3BOJIAACT

cAenaTh CICAYIOIINE BEIBOIBI:

1. OnTuMH3MpOBaHA METOJMKA KOJIMYECTBEHHOIO OIpEAENCHHUs] OeTylauHa B
OTBITHBIX 00pa3lax Ha aHAIMTHUYECKOM M MUKPOKOJOHOYHOM Xpomarorpade.
YCTaHOBIEHO, YTO TEXHOJIOTHUA OSKCTPAaKIMU KOpPhl U OepecTsl Oepesbl
COOTBETCTBYIOIIMMH PACTBOPUTEISIMA TO3BOJISIET MOJy4YaThb MPOAYKT C
guctoToit 90%.

2. HccnemoBana peakiusi OKUCJICHHsSI OeTylnnHa B OETYJOHOBYIO KHCIOTY B
OPUCYTCTBUHM pa3iMuHbIX okuciautened. Haubonburyto 3¢¢deKTUBHOCTD
IPOSIBUII OKUCIIUTENb OUXpoMaT Kajlus/cepHasi KUCJIOTa B IPUCYTCTBUHU OKCHJIA
ATFOMUHUS (BBIXOJI KOHEYHOTO TIpoaykTa — 77%.).

3. BoccraHoBneHuem O€TylIOHOBOW KHCIOTHI OOPTrUAPUIOM HATPUS B Cpele
JTMOKCaHa NoytyyeHa OeTyJIMHOBAasi KUCI0Ta BbIX0I0M 85%.

4. XpomarorpapuyecKUMU U CHEKTPAJIbHBIMM METOAaMH JI0Ka3aHa YHCTOTa
IIPOMEKYTOUYHBIX U KOHEYHBIX ITPOITYKTOB.

5. BrepBbie BBINOJHEHO OMNPEICICHUE MOJICKYJISIPHOW Macchl OeTyJIMHOBOM
KHCJIOTBI METOJIOM IIPSIMOTO MacC-CIEKTPOMETPHUYECKOTO aHaM3a U JOKa3aHa
3 PEKTUBHOCTh MOJYyUYECHUS] OETYJIMHOBOM KHCJIOTHI W3 OMNBITHBIX OOpa3IoB

oetynuna npousBoacTBa OO0 «CBK» (r. TroMens).
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