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AHHOTALIUA

Boimycknas kBanudukaimonHass paboTa H3IOKeHa Ha (3 CTpaHUIaX,
conepkutT 41 pucyHok, 27 tabnui, 19 cxem. Cnucok JuTepaTypbl BKIIOYACT B

ce0s 40 UCTOYHUKOB.

OOBeKTOM HCCIeOBaHUA B HACTOAIICH paboTe sBISIETCS peakmus 2,3-

npucoeauHeHust mopdoisuna K 2, 4, 1 — eHUHOHaM.

Lenpto paOoOTHI SBISETCS OMpeAesieHuE KOHCTAHT CKOPOCTH peakiuu 2,3-
npucoenuHeHus MopdoJIMHa K JIMApWINCHTCHUHOHAM TIPU  3aMECTUTEIISX

Pa3IMYHON NPUPOABI U MPU PA3IMYHON TEMIIEpATYPE.

B nutepatypHOM 0030pe M3JI0KEHBI CBEAEHUS O CHEKTPOPOTOMETPHUUECKOM
ucciuenoBanne kuHeTuku U BOJXX KOHTpone OpraHMYecKuX peakiui.

PaCCMOTpeHBI PCaKiy aMUHHUPOBAHWA BUHUJIALCTUIICHOBBIX KCTOHOB.

B oskcnepuMeHTanbHOM 4YacTh omnucaHbl MeToauku BIXKX-xoHTposs
pEeaKIuu U YCIOBUS CHEKTPO(HOTOMETPUUYECKOTO HKCIEPUMEHTA MO OMPEACTICHUIO

KHMHCTHUYCCKUX NJAaHHBIX.

B pesynpraTax M 0O0CYXIEHUAX TPUBOAATCA IOJYyUYEHHBIE JaHHBIE IO
KOHCTAHTaM CKOpPOCTH 2,3-NIPUCOENMHEHHS MOP(OJMHA K pPacCMOTPEHHBIM
keroHaMm. [loka3zaHo, uTto peakuus 2,3-pUCOEANHEHUS MMPOTEKAET OUYEHb OBICTPO,
[0 CPaBHEHHIO C peakuusMu 4,5-IpUCOEAUHEHUs, J1aBasi KUHETHYECKHU
KOHTPOJIMPYEMbIE MPOAYKTHl. BiusHUME pa3lIWyHBIX JAOHOPHO-aKIENTOPHBIX
3aMECTUTENIEH U TEMIEpaTypbl MOJYMHSAETCS KIACCUYECKUM 3aKOHOMEPHOCTIM

(bu3YeCcKO OPraHUYeCKON XUMUH.
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Beenenue

JIMapWJIIEHTEHNHOHBl  BBI3BIBAIOT IIOBBIIICHHBI HMHTEPEC B CBSI3H C
BO3MOYKHOCTSIMM ~ HUX  IIMPOKOrO0 NpUMEHEHHs. M3BECTHbI HMX  BBICOKAs
Ouonoruyeckas aKTUBHOCTb, TMPOJIYKThl HYKJIEO(UIBHOIO IPHUCOETUHEHMS
OpOSIBISAIOT ~ MHCEKTULMJHBIE M  NPOTUBOIPUOKOBBIE CBOWCTBA. Y  psna
IIPOU3BO/IHBIX BUHUJIALETUICHOBBIX KETOHOB OTKPBITHI HEJIMHEWHBIE ONTHYECKHE
CBOMCTBA.

Bce 3T0 MOXeET BbI3BaTh HEOOXOAMMOCTH Pa3pabOTKH TEXHOJOTHYECKHX
CXeM CUHTE3a MIPOU3BOIHBIX JTUAPUITIEHTEHUOHOB. OddexTuBHAs
TEXHOJIOIMUYECKasl CXeMa, B CBOIO OYepe/lb, HE MbICIMMa 0€3 3HAHUNM O KUHETHKE
MPOTEKaHUs peain3yeMoro mnpoiecca. B 3ToM 3akitoyaeTcsi akTyalbHOCTh paOOTHI.

[enbto pa®OTBl OBLIO HCCIAEAOBAaHUE KHUHETUKH 2,3-PUCOCTUHEHMS
Mopdonuna k 2,4,1-ennHonam. 4,5-IIpucoennHenne ObLIO M3y4eHO B paboTax
Kadeapsl paHee.

B cBs131 € LIENBI0 TOCTABIIEHBI CICAYIOIINE 3a0a4Hn:

1. B ycnousix BOXKX 3aduxcupoBars nosiBienue npoaykros 2,3- u 4,5-
IIPUCOEINHEHNS, OLIEHUTh UX MPEBPAILLCHHS BO BPEMEHH.

2. IlomoOpare ycnoBusi CHEKTPO(YOTOMETPUUECKOTO  KOHTPOJIA  3a
KOHLIEHTpAUsIMU PEAreHTOB U MPOJIYKTOB PEAKIMK MPUCOETUHEHUsT MOP(dOIMHA K
JUAPWITIEHTEHHHOHAM.

3. U3yunTh BiIMsiHME TPUPOIBI 3aMecTUTENs B 2,4,1-€HUHOHE W BIUSHHE
TEeMIIepaTypbl HA KOHCTAHTBI CKOPOCTH peakuuu 2,3- npucoeArnHeHus: MopdoaruHa
K BUHWIALIETUJIEHOBBIM KETOHAM.

4. Cpenatb BBIBOABI M1 Pa3pabOTKH TEXHOJOTMYECKHX CXEM CHHTE3a

MMPOAYKTOB IPUCOCANHCHUA aMUHOB K JTUAPUIITICHTCHUHOHAM.



1.JInTepaTtypHslii 0630p
1.1 Peakuuu aMUHMPOBAHHUSI BUHMJIAIETUIEHOBBIX KETOHOB

BuHWIaETUIIEHOBBIE ~ KETOHBI —  COCIMHEHMs, COJEpXKallhe TpHU
PEaKIMOHHBIX LIEHTPA, KOTOPBIE HAXOASATCS BO B3AMMHOM cOIpspKeHUU. OHU Takxke
SBIISAIOTCA ~ AKTHUBHBIMU  3JCKTpOodUIaMH B PEaKIUsIX  HYKICOPHIBHOTO
IIPUCOCIMHEHNS W CPAaBHUTEIBHO JIETKO IPHUCOCIUHSIOT TAKUE DPEAreHThI, Kak
aMUHBI, a TaKKe THOJBL. [Ipu 3TOM peaknus MOXKET MpOoTeKaTh Kak IO JIBOWHOM,
TaK M 110 TPOMHOM CBS3H 3TUX ITyOOKOHEHACHIIIEHHBIX COCIMHEHU.

N3BecTHO, YTO KETOHBI MOTYT IIPUCOCAUHATH aMUHBI. JlJI1 3TOrO B KauyecTBe
MOJISIPHBIX TMPOTOHHBIX M ANPOTOHHBIX PACTBOPUTENSAX MOTYT HCIIOJIb30BATHCS
METaHOJI, 3TAHOJ, TPET-0yTaHOI, allETOHUTPUII, PEAKLUIO BEAYT IPU KUIISTYEHHUH, B

pe3ynbTaTe yero oopa3yrTcst S-amuHo-1,5-quapuin-2,4-nentaauen-1-onsi| 1].

Ar Ar / \ EtOH )\/\)J\ .
+ X NH —» K\N Ar

% / 5 \ / 78-80°C x\)

Cxewma 1 - Peakuus npucoeIMHEHUSI aMUHOB K KETOHAM

Tak, HampuMep, NEpPBUYHBIE AMHHBI TPUCOEAMHSIOTCS IO JABOMHOM H

TPOMHOM CBS3U C 0Opa30BaHUEM CMECH MPOIYKTOB:
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Cxewma 2 - Peakiiyst npUCOeIMHEHUS TIEPBUYHBIX aMUHOB I10 IBOMHOW U TPOMHOM
CBSI3U ¢ 00pa30BaHHEM CMECH MPOIYKTOB
[IpucoenuHenre BTOPUYHBIX AMHUHOB K BHUHWIAIICTUICHOBBIM KETOHAM
MPOTEKAET CEJICKTUBHO MO alleTHUJIICHOBOM CBsi3U. IIprcoennHeHne quMeTHUIaMruHa
K TekceH-1-uH-4-ony [2, 3], a TakkKe K TeKCeH-2-UH-5-0HYy-4 U TeNTeH-2-UH-5-0HY-
4 1[4, 5, 6, 7] mUpoxXoauT IO TPOMHOM CBSI3U ¢ oOpa3oBaHueM 6-
IUATHIIAMHUHOTEeKCcaaueH-3,5-00-2, l-gmdTtminamuborekcaauen-1,4-os-3 u  3-

IUATHIIAMHUHOTEeKCcaIueH-1,3-0H-5 COOTBETCTBEHHO.

CHs (,H.
E—
e /\H Hg«,CJ\//’/W/LH

Cxema 3 - Peakiust mpucoeIMHEeHNS TUMETHIaMUHA K TeKCeH-1-uH-40HYy

C' °Hs H:

’/ 2
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Cxema 4 - Peakiysi npuCcOeIMHEHUS JUMETUIIaMUHA K TeKCeH-2-UH-5-0HYy-4



Cxema 5 - Peakius mpucoemuHeHUs TMMETUIAMUHA K TeNTeH-2-UH-5-0HY-4
CuMMeTpHUYHBII 1,5-mudennnnenten-2-uH-4-ou-1 pearupyer c
dbeHunTUIpa3uHOM TI0 JBOMHOM CBsI3W, B pe3yjbTaTe uero oOpaszyercs
MUKIMYeCKUi  mrpa3oiuH  [8]. o-AleTWICHOBbIE €HAaMUHKETOHBI [9] Jerko

MMOJYy4aroTcCs HYTCM MPUCOCIUHCHUS IICPBUYHBIX aMHUHOB K JHAIICTHIICHOBBIM

KCTOHaM I10 aHGTI/IJIeHOBOﬁ CBA3U.

SUNF

Cxema 6 - Peakmus 1,5-gudennnnenten-2-uH-4-o1-1 ¢ heHunruapasuaom

0
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Cxema 7 - Peakiys npUCOEIMHEHUS TIEPBUYHBIX aMUHOB K JUAIIETUIICHOBBIM
KETOHAaM II0 alleTUJICHOBOU CBSI3U




1,5-Iudennnnentanguui-1,4-o6-3 ¢ COJNSHOKUCIABIM  THAPA3WHOM B
3aBUCHUMOCTH OT YCJIOBUM TIPOBEJEHUS OSKCIEPUMEHTa Ma€T 2 pa3IMYHbIX

npoaykTa. B BOJHO-3TaHOIBHOM pacTBOpe 0Opaszyercs coeauHeHue 13,

W

Cxewma 8 - Peaxmus 1,5-nmudennnmentaanna-1,4-0H-3 ¢ COSTHOKHCIIBIM
TUIPa3UHOM

C u30BITKOM ruapasvHa B KHUIIAIICM a0COIIOTHOM CIIMpPTC I[I/IaHCTPIJICHOBblﬁ KC€TOH

JIaeT CMECh THAPA30HOB B coOoTHOIIEHUH 3:2 [10]

Cxema 9 - Peakmust mpucoenunenus 1,5-nmudenunnentaauni-1,4-o1-3 ¢ u30bITKOM
rUpa3rHa B KUTAIIEM a0COIOTHOM CITUPTE

B HaCTOAIICC BpPEMsI HU3YUYCHUC BHUHUIALICTHUIICHOBBIX KCTOHOB BCCbMa
AKTYyaJIbHO. bonsmui HHTCPCC MNPCACTABIIAIOT AHUAPWUIITICHTCHHOHBI, KOTOPLIC, B
CBOIO O4CPCAb, ABJIAIOTCA OMOJIOrMYECKH aKTUBHBIMH COCIUMHCHUSIMMU. HpOILYKTI)I
HyKJI@OCbI/IJ'IBHOFO MNPHUCOCANMHCHUA, TAKMC KaK ITMPUMHUIHWHBI, ITMPA30JIbl, (bHaBOHBI,
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U Jpyrue, UMEIT JTOBOJIBHO OOJIBIION JMana3oH MPaKTUYECKOTO MPUMEHEHHS,
MO3TOMY MOXHO CKa3aTh, 00 WX OOJagaHWM OWOJIOTMYECKOW aKTHBHOCTHIO, a
TaKK€ HCIOJb30BaHUE B KAaueCTBE WHCEKTULMIHBIX W IMPOTHBOIPUOKOBBIX
npenapatoB. NHCEKTUITMABI TPUMEHSIOTCS] BEChbMa OOIIMPHO, 3TO YKa3bIBA€T HA TO,
YTO CYIIECTBYET MHOXECTBO BHJIOB IIperapaTtoB sl 0OpabOTKH pacTeHUH,
HarpuMep, YHHUTOXKeHHE Tiau. CTOUT Takke OTMETHTh HMX POJb B JICUCHUH
omyxonei, BUY-undpekuuss u MHOTHX CEpJEUYHO-COCYIUCTHIX 3a00JIeBaHUIA.
CyI1ecTBYIOT TaKu€ JUAPUINIEHTEHHUOHBI, KOTOPhIe ¢ HOHAMHU METAJUIOB 00pa3yroT
KOMITJIEKCHI, @ TAKKE HAXOAAT MPUMECHEHHE KaK KaTaIn3aTOPhI.
BunwmmanetnsieHoBbIe KETOHBI UMEIOT HECKOIBKO (DYHKIIMOHATBHBIX TPYIIT

B3aWMMHOI'O PACIIOJIOKCHUA €HHUHOBOU IICHTAaAbI, U3JIOKCHHBIC B CIICAYIOIICM BHUJC!:

R %
R

Cxema 10 - IlenTen-2-un-4-ou-1 unu BAK-1 (nuHeitHO-cONpsKEHHBIA €HUHOH)
@)
AN

R %
R

Cxema 11 - Ilenten-1-un-4-ou-3 unu BAK-3 (kpocc-conpsixeHHbII eHUHOH)

O

R
\/R

Cxewma 12 - IlenTen-1-un-3-ou-5 unu BAK-5 (nmuHeitHO-cONpsKEHHBIN €HUHOH)



BuHmaneTuieHoBble KETOHBI MOTYT COCTOSATh U3 Tpex cTpykryp: BAK-1,
BAK-3 u BAK-5, COOTBETCTBEHHO C pa3jMYHBIM B3aMMHBIM PACIOJIOKEHUEM
JIBOMHOM, TPOMHOM CBs3el U KapOOHUIILHON IPYIIITOMN.

N3BeCTHO, YTO BUHWIALIETUIICHOBBIE KETOHBI OYEHBb OJIM3KH 110 OCHOBHOCTH
K XaJIKOHaM, OHH K€ ellle 00Jiee OCHOBHBI, UeM alleTHJICHOBbIE KETOHBI. Tak B psay
BAK-3 > BAK-5 > BAK-1 ocHoBHOCTh yMmeHbIaeTcs. Hanbonee n3ydeHHBIMU
apisitorest BAK-3, ognako BAK-1 u BAK-5 npencraBisitoT 00Jb110M HHTEpEC B
m3yuennn ux crpoenusi. Crpoenuss BAK-1, BAK-3 u BAK-5 npencraBneHsl B

CJIeaAyromceM BUAC!

Cxema 15 - IlenTen-1-un-3-oH-5, coorBeTcTBeHHO BAK-5
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BununaneruneHoBble  KETOHBI ~ apOMATUYECKOTO  psiia  SBISAIOTCA
MHOTO(QYHKIIMOHANIbHBIM, HO B TO € BpEeMs MaJl0 M3yYE€HHBIM KJIACCOM
OpraHu4ecKux coenuHeHuil. Hannune kapOOHWMIBHOW TIpyNIbl, STHUICHOBOW H
alleTWJICHOBOM CBSI3M, HAXOJSAUIUMXCS BO B3aUMHOM COMPSHKEHUH OTKPHIBAET
HIMPOKHE CUHTETUYECKUE BO3MOMNKHOCTH ISl TTOJYYEHHUSI Ha UX OCHOBE CIIOKHBIX
a30TCOACPKAIIUX TeTEPOIUKINUECKUX CHCTEM.

[IpoaykTel mnpucoemunenus, 1,5-auapwin-3-6eH3wicynbhanuineHT-4-ua-1-
OHOB ® 1,5-mmapun-5- (4-apuincynshanui) neHra-2,4-nueH-1-oHoB 00pa3yroTes ¢
BEIXogoM 43-89% cootBeTcTBeHHO[11]. 3amecTuTenw B apUIBHBIX KOJBIIAX

CY6CTpaTOB HC BJIMAJIN HA HAIIPABJICHUC PCAKIIMU.

PhCHSH, EtsN o MPh
Ph -
Ph. ~ O s__Ph
o ArSH, Et;N HT b H
’Ph\\Ph+Ph \\S\Ar
O H? s_ O H? Ph

Ar

Cxema 16 - Peaknus npucoeauHenus 1,5-auapun-3-0eH3uicynbpaHuineHT-4-uH-
1-oHOB u 1,5-auapwui-5- (4-apuicyabbanun) neHra-2,4-nueH-1-0HoB

N3BecTHO, 4YTO BHUHWIALICTUICHOBBIE KETOHBI 0Opa3yrOT MPOU3BOIHBIC
dbypaHa myTeM peakiuu OKHCIUTEILHOW IMUKIU3AUA UX Z-U30MEPOB C BHIXOIOM

80%. B kauecTBe okucauTeNs Mcmosb3oBaics IBA [12].

11



- O 1.2 equiv IBA
// o >~
DMSO, 90°C, 5 h

Cxema 17 - Peakiust OKUCIMTEIBHON MUKIN3AIUN Z-U30MEPOB
BUHWIALICTUIICHOBLIX KETOHOB

Takum 06pa30M, HHTCPEC K XMMHU BHHUIALCTUIICHOBBIX KCTOHOB BCCbMa
BCIHWK, HUCCIICAOBAHUA MCXAHU3MOB pCaKHHﬁ, B KOTOPBIC BCTYIIAIOT COCOAMHCHUA,

AKTYyaJIbHBI.

1.2 CnektpodoTomeTpuyeckoe UCCIeI0BAHNE KHHETUKHU PeaKIuii

CnektpodoTOMETpusl - 3TO METOJ, KOTOPBII U3MEPSET, HACKOJIbKO CHUJIIBHO
BEIIECTBO IOTJIOIIAET CBET, U3MEPSIET MHTEHCUBHOCTH CBETA, II0 MEpPE TOr0 Kak
Jy4 CBETa MPOXOAUT yepe3 Hero. (OCHOBHOW NMPUHIMIT 3aKIFOYAETCS B TOM, YTO
KOKI0€ COCIWHEHHE TOTJIOMIAET WM NPOMYCKAaEeT CBET B OINPEICICHHOM
JIMara3oHe 4acToT (IJIMH BOJH). Ecnu Mbl NpoBeneM U3MEPEHUE, TO PE3yJIbTaThl
ATOTO M3MEPEHHUS] MOTYT OBITh HCIOJL30BaHBI JJIsI OMPEACIICHUS KOJIMYECTBA
MU3BECTHOIO BELIECTBA B HEU3BECTHOM CpeEIE.

CnekTpomeTp 1aeT AETAIBHOE MPEICTABICHUE O TOM, KAKUE UMEHHO JIJTMHBI
BOJIH CBETA IMOIJIONIEHBI M KAKME UMEHHO JJIMHBI BOJH CBETA OTPAXKEHBI, TOT/a KakK
CHEKTPpOOTOMETp  JAaeT  CPAaBHUTEIBHYIO  OIEHKY IyTeM  H3MEpPECHHUS
OTHOCUTEIIbHOM HMHTEHCHUBHOCTH TIOTJIOIIEHHOTO WM OTPaXXCHHOTO CBETa Ha
OTIpeICTICHHON JyIMHE BOTHBI. CIIEKTPOMETPUIECKHE U CTIEKTPOPOTOMETPUIECCKUE
METO/IBl MOTYT OBITh HCIOJB30BaHBI JUISI IMTUPOKOTO CIEKTPa DJIEMEHTHOTO H
KOMITO3UIIMOHHOTO aHajin3a, KOTOPhIM 00eCcreYrMBaeT OUYE€Hb BBHICOKHE W TOYHBIE
npenensl OOHApYKEHUsS Ha YpPOBHE PPM XUMHUYECKOTO COCIUHEHUS, KOTOpPHIE

MOTYT OBITH TOJIE3HBI B Pa3IMYHbIX 00NacTsIX NpuMeHeHusa. Hekortopeie u3
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CHEKTPO(HOTOMETPOB MOTYT OBITh HCIOJB30BAHBI ISl KOHTPOJSI pa3ziesieHus,
MOJyYEHHOTO TpPH KUAKOCTHOM Xpomartorpaduu, a HEKOTOpbIe ApPYrue - Ui
BBIOOpA I[BETA U TIEYATH.

B naGopatopusix Y® u Bugumbie CneKTpoOTOMETPbI MOTYT OBITh
UCIIOJIb30BAHbl [IJII KOHTPOJS Ccemapaluu, TMOJYyYeHHOW TIpU MPOBEICHUU
KUAKOCTHOM  Xxpomatorpaduu. Eciam cmech oTaensieTcss B KOJIOHKaX,
CHEKTPO(OTOMETPHI MOTYT OBITh HCIIOJIb30BAHbBI ISl OOHAPY>KEHUS Pa3TUUYHBIX
coenuHenuii.  Mcnonp3oBaHue crnekTpoOTOMETpa SBISETCA OTHOCHUTEIHHO
JIEHIEBBIM M TPOCTBIM JIETEKTOPHBIM METOJOM IO CPaBHEHHUIO C JIETEKTOpaMu
Macc-crekTpoMeTpun. Eciii BemecTBa, B TOM YHUCIE CJIOXKHOTO IPUPOJIHOTO
IIPOUCXOXKJICHUSA, COAEPKAT apPOMATUYECKHE TPYIIIbI, KOTOPBIE MPOU3BOIAT
xapakTepHble Y P CHEeKTphl B COYETAHUH CO CIEKTpaMU B BUIUMOM 0OJacTH, OHU
MOTYT OBITh YCIEUIHO HAECHTU(UUHUPOBAHBI B criekTpodoromerpun. [lockonbky
UK TOIJIONIEHHUS] 3aBUCUT OT MPHUPOABI ApOMATHUYECKOM Trpynmbl (Tpymi) B
COCIMHEHUH, OyIeT  MOojJy4yeHa  JOIMOJHUTENIbHAs  CIEKTPOCKOMUYECKas
uH(pOpMaIs O MPOU3BOIHBIX UCCIIEJOBAHHBIX BELIECTB U X META0OIUTAX.

Takum oOpa3oMm, CyIIECTBYeT MHOTO KJIIOUEBBIX OOJIacTeil, rie
UCIIOJIb3YETCS CTIIEKTPOMETPUS U CIEKTPOPOTOMETPHUS, TaKUX Kak (hapMaKoJorus,
IIPOMBILIUIEHHOCTD, CEIBCKOE XO03SICTBO, I1€YaTh, IOKPACKAa U MHOT'OE JIPYTO€.

Kaxnoe coenvHeHue TMOIJIONIAET, MEpeAaeT WM OTPakaeT CBET
(37IEKTPOMarHUTHOE M3JIy4Y€HHE) B OMNPEJCICHHOM JHala3oHe JJIUH BOJIH.
CnektpodoTomMeTpust - 3TO METOJH, XapaKTEPHU3YIOIIMI, HACKOJIbKO CHIIBHO
BEILECTBO MOTJIOMIAET WM MPOMYCKAET CBET.

Cy1iecTByeT Takke HECKOJIBKO BAPUAHTOB CHEKTPO(POTOMETPHUH, TAKHE Kak
aTOMHO-a0COpOIIMOHHAs criekTpodoroMeTpust u aTOMHO-APMHCCHOHHAs
CHEKTPO(OTOMETpHSI, KOTOPbIE HCIONb3YIOTCSI B IIOBCEIHEBHOM JKU3HU B
00NbHUIIAX, HEPTEXUMHUECKON MPOMBIIIEHHOCTH, MUILIEBOM MPOMBIIIJICHHOCTH,
KOHTPOJIbHBIX JIA0OpAaTOPHUSX KayecTBa BOJbI (KOHTPOJb YUCTOTHI U OYHUCTKA),

XAMHUYECKUX U OMOJIOTHYECKUX 3aBOJax U T.1.
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B 3aBucuMocTM OT Juana3oHa JUIMH BOJH HMCTOYHMKAa  CBETA,
CHEKTPO(HOTOMETP MOKHO Pa3ACTUTh HA J[BA THUIA:

Cnextpodorometp Y D-uznyueHus:

HCIIONIB3yeT CBET B yubTpaduonetoBoM nuamazone (185 - 400 HMm) wm
BuauMoM jauanasone (400-700 HM) criekTpa IEKTPOMAarHUTHOTO U3 TyUCHHUS.

HK-cnextpodorometp:

WCTIONIB3yeT CBeT B  wuH(pakpacHoMm awama3zoHe (700-1300 M)
AIEKTPOMArHUTHOTO U3TyYCHHS.

Ha pucynke 1 mokazan ynbTpaduosieTOBBIA, UH(pPAKpaCHBIA U BUAMMBIN

AWara3oH 94aCTOT B 9JICKTPOMAIrHUTHOM CIICKTPC.

Higher Visible Spectrum Lower

Frequency Frequency

v IR

| | | | |
400 500 &00 00 300

Wavelength in nanometers

Pucynok 1 - luanazonsr yactotr UK, YO u Bugumoii o6nactu

B Buaumoii cnektpodoromeTpun abcopOIMs MOXKET ObITh OIICHEHa C
noMouiblo HabmogaeMoro cBera. Hampumep, oOpasenr pacTtBopa, KOTOpBIH
MOTJIONIAeT CBET BO BCEX BHUIMMBIX JAMana3oHax (T.€. HE MPOMYCKaeT HU OJIHOM
JUIMHBI BOJIH) B TEOpUHU KaxkeTcs 4epHbIM. C Ipyroi CTOPOHBI, €CJIM BCE BUIUMBIE
JUTMHBI BOJIH IepeatoTcs (T.e, o0pa3el] HU4ero He Morioniaer), oopasell pacTpopa
okaxeTcst 6enbiM. Ecnin oOpaszen pacTtBopa moryioniaeT kpacHslii cset (~700 HM),
TO €ro oOKpacka OyJeT 3elIeHOH, MOTOMY 4YTO 3€JIeHbId LBET sBIsIeTCA

COCTaBJIAIOIIMM LBETOM KpPaCHOIO.
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CriekTpopOTOMETpBI, HAa MPAKTUKE HCIIOJIB3YIOT MPU3MBI IS OCITa0ICHHS
OIPEICIICHHOTO JIUaIa3oHa JUTHH BOJH ()11 (QYIIBTpAIMK APYTUX JJIMH BOJIH) TaK,
4TOObl KOHKPETHBIM Iy4OK CBETa IIPOXOJUT Yepe3 HCCIeAyeMblli 00paserl
BEIIIECTBA.

PucyHok 2 WIUTFOCTpUpPYET OCHOBHYIO CTPYKTYpy crekrpodoromerpa. OH
COCTOUT U3 MCTOYHHMKA CBETA, KOJUIMMATOPa, MOHOXPOMATOpa, CEeJICKTOpa JJIUHBI
BOJTHBI, KIOBETHI I pacTBopa oOpasma, (poroaerexkTopa U mMU(PPOBOTO TUCILICST

NI U3MCPUTCIIA.

Collimator Wavelength Selectol Detastor
{Laral (ks 1] (Pactzand

-

HEN s

-

5

Cigital Display
Light source Monochromator Sample or Meter
(Frivm or Gradegy Selution
nCovntin|

Pucynok 2 - bazoBas cTpykTypa criektpodoTomMeTpa

CnekTtpodoTomeTp, Kak MpaBUII0, COCTOUT U3 IBYX NPUOOPOB; CIEKTPOMETP
u hoTOMETP.

CrekrpoMeTrp - 3TO YCTPOWCTBO, KOTOPOE€ IIPOM3BOAMT, PACCEUBAET U
u3Mepser ceer. PoromMeTp 0OBIYHO MPEACTABIAET COO0M (POTOAETEKTOP, KOTOPHII
U3MepsEeT NHTEHCUBHOCTD CBETA.

CrekTpoMeTp: BBLAAET JKEJAEMbIl IHMANAa30H JIJIUH BOJH cBeta. CHavana
KoJuiuMaTtop (JIMH3a) MPOIMYyCKAaeT npsaMoi Jiyd cBeTa ((OTOHBI), KOTOPBIN
IPOXOIUT Yepe3 MOHOXpoMaTop (MpU3MYy), YTOOBI pa3/eNUTh €ro Ha HECKOJIbKO
COCTABJISIIOUIMX JUIMH BOJH (CHEKTp). 3aTeM CEJIEKTOp JJIMHBI BOJIHBI (ILEJh)

nepeaaeT TOIbKO KeJlaeMbIe UTMHBI BOJIH (PUCYHOK 2)
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doToMeTp: TOcie KEIAeMOro Juana3oHa JTMHBI BOJHBI CBETOBBIX BOJIH
yepe3 pacTtBop oOpasma B KioBeTe, (OTOMETp OOHAPYKHUBAET KOJIMYECTBO
($OTOHOB, KOTOPOE TOTJIOMIACTCSI, a 3aTEM TOChUTAeT CUTHAJI HA TAIbBAHOMET]P HITH
U (POBOM TUCTIICH.

[TpomyckHasi cmOCOOHOCTh - ATO JOJSI CBETa, MPOXOJsIias yepe3 obpaserl,
KaK ToKa3aHo Ha pucyHke 3. JlaHHBIN MoKa3aTellb MOKHO PaCCUUTATh C MMOMOIIBIO

YPAaBHEHHSL:

T==1 1)

=1
rie, I; - ”HTEHCUBHOCTD CBETA MOCJIE TOT0, KaK JIyd CBETa MPOUIET Yepe3 KIOBETY;

[, - UHTEHCUBHOCTH CBETA JI0 TOTO, KAK JIy4 CBETA MPOUJIET YEPE3 KIOBETY.

[

Pucynok 3 - [Iponyckanue

UYro kacaercs MK-cnekrpodotomerpun, to UK-uznyuenue He obOmagaer
JIOCTATOYHOM SHEpPruei AJisi TOro, YToObl UHIAYIIUPOBAThH AJIEKTPOHHBIE MEPEXOIbI,
KaK 3TO BUJHO TIpH yhbTpaduoneroBoM uanydeHuu. [lormomenne UK-uznyuenus
OTPAaHUYMBAECTCS COCIUHEHUSIMU C MaJbIMU PA3HOCTSIMH SHEPTrUM B BO3MOYKHBIX
KOJIeOAaTEeNbHBIX M BpallaTeNbHBIX COCTOSHUSX. [[ns1 Toro dYToOBI MoJieKyia

noriomana MK-uznydyenue, konebaHWs WIM BpalleHUS BHYTPH MOJIEKYJIbI
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JIOJKHBI BBI3bIBATh M3MEHEHHUE JIUMIIOJLHOIO MOMEHTa MOJEKyJbl. llepemenHoe
AIEKTPUUECKOE TOJI€ M3TYyYEHUS B3aUMOJCHCTBYET C KOJICOAHHMSIMU JUMOIHLHOTO
MOMEHTa MOJIEKYJIBI. Ecniu wdyactora wu3dMydeHUsST COOTBETCTBYET YacTOTE
KOJICOaHHMI MOJIEKYJBI, TO W3IydeHHE OyIeT MOTJIOMAThCS, BBI3BIBAs M3MEHEHUE
aMIUTUTYJbl ~ MOJIEKYJISIPHBIX  KojeOaHuil. DTH  KosieOaTeldbHbIE  YPOBHH
KBaHTYyIOTCs, U mnoriomenne MK-uznyyenus razamm Jaer JMHEHHBIA CIEKTP.
OnHako B KUIKOCTSIX WM TBEPABIX TENaX ATU JIMHUU PACIIUPSAIOTCA 32 CYET
MOJIEKYJIIPHBIX CTOJIKHOBEHUH M JIpyrux B3aumojehcTBuid. [lepemaua cBsizana c

MOTJIONIEHUEM YPABHEHUIO:

A = —log(T) = —log(l¢/Io), (2)
rae A — onTuyeckas INIOTHOCTh PacTBOPA,
T — kod(PUITMEHT CBETONMPONYCKAHUS,
|; — ”THTEHCHUBHOCTH CBETA, IIPOIIEIIIETO YePe3 PacTBOP,

|l — HHTEHCHUBHOCTH ITAJAIOIIETO CBETA.

CoBpemeHHbIE METO/IBI CHEKTPOPOTOMETPUU ITOCTOSTHHO
COBEPILICHCTBYIOTCS, U HX BO3MOXHOCTHM B KHHETHYECKUX MHCCIEIOBAHUAX BCE
BpeMs pacmupsitoTcs. [losBisrOTCS ucclenoBaHus Jake B TeX 00yacTsix, B
KOTOPBIX paHEE HE MCIOJIB30BAINCH OTU MeToAbl. Hampumep, KnHeTHYecKue
CHEKTPOPOTOMETPUYECKUE METOAbl OMPENENICHUs THOJOB U  aHAJOTHYHBIX
COCJIMHEHUI B JIEKAPCTBEHHBIX J03aX. PaKTUYECKH, CIEKTPO(HOTOMETPUUECKHIA
MeToJ Haubojee MIHMPOKO HCHONb3yeTcsl B  (PapMalleBTUYECKOM aHaJM3e,
Omarogapsi MNPHCYIIEH €My IPOCTOTE, SKOHOMHYECKOH BBHITOJIE W IITHMPOKOM
JOCTYITHOCTH B OOJIBIIMHCTBE Ja0OpaTOpuil KOHTpOJI KadecTBa. Ho mo-npexxuemy
Majli0 JIMTEPATyphl MO AHAIUTHYECKUM TMPOUEAYypaM, OCHOBAaHHbIM Ha
KMHETHYECKOU CIEKTPO(OTOMETPUN IJI ONPEIeTICHUs JIEKAPCTBEHHBIX CPEJICTB B
dapmaneBTHUUECKUX penentypax. Tak, onmyOJMKOBAaHO HECKOJBKO KHHETUYECKHX
METO/IOB creKTpodoToMeTpuu s onpeneneHus N-ametwin-L-muctenna (NAC).

3+
Kpome Toro, Tonpko oauH u3 MetonoB miia onpenenenus NAC ucnons3oBan Fe
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u 2,4,6-tpunupuani-S-tpuazud  (TPTZ) B kauecTBe pacTBOpa pearcHTa.
[IpencraBnennsiii Mmeton [10] ocHOBaH Ha peakUUU COECTUHEHHS OKHCIUTEIbHO-
BOCCTaHOBUTEIBHOTO KOMILJIEKCA. Ha EpPBOM (OKHCIIUTENBHO-
BoccTaHOBUTENRHOM) 3Tane peakuuu NAC (coenunenue RSH) ymenbmaer F e* 1o
Fe?*. Ha BTOpOIi CTa[iH peaKIii BOCCTAHOBICHHBI Fe’* GhICTpo mpeBpariaercs B
BBICOKOCTAOWMJIBHBIH, ITy6OKO CHHHMI 1BeTHOH Komiuieke Fe(TPTZ)®", ¢ Amax Ha
JUTMHE BOJIHBI 593 HM:
2Fe3* + 2RSH = 2Fe?* + RSSR + 2H*
Fe?* + 2TPTZ = Fe(TPTZ)3*

B oskcriepuMeHTE HCHOJIB30BAIMCh METOJbl HAYAJIbHOM CKOPOCTH U
(¢ukcupoBanHoro Bpemenu (5 muH). O0a MeToga MOTYT OBITH JIETKO IMPUMEHEHBI
st onpenenenns NAC B uuctom Buae win B Tabnerkax. Kpome Toro,
MPEJIOKEHHBIE METOJIbl JOCTATOYHO YYBCTBUTENBHBI JIJII TOrO, YTOOBI MOKHO
ObLTIO ompeaenaTh Omu3kue K HaHomodb kommdecTBa NAC 0e3 moporocTosimux
npuOOpOB  W/UIM  KPUTHYECKUX AaHAJIUTHYECKUX peareHToB. Cxema i
cnektpodoTomerprueckoro onpeaeneHuss NAC wim apyrux THOJOB MOKa3aHa Ha

pucyHke 4.

UV-Vis
P Spectrophotometer
- «
Peristaltic 160 uL
putip. 593 nm
6 mL / min

O+

NAC vy 4 .
1.0 mL N
\ Thermostated j
vessel
t=25°C
V=25mL

Pucynok 4 - [IpuanunuansHas cxema ciekrpomerpudeckoro onpeneneans NAC
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Paspabotan u anpoOHpOBaH KHUHETUYECKUH CHEKTPO(HOTOMETPUUECKUN
METOJI ompeaesieHus: THonponnHa {N-(2-mepkanTonponuorw)-riaunuaa, MPG}.
DTOT MeTOoJ TakKe OCHOBAaH Ha pEeaKkIUu [MapHOr0  OKUCIUTEIbHO-
BOCCTAaHOBUTEIBHOTO KOMIUIEKCOOOpa3oBanus. Mcnons3oBanue TPTZ B kauecTBe
XPOMOTE€HHOTO peareHTa MO3BOJWIO YIYUYIIUTh CEIEKTUBHOCTh, JUHEHHOCTH U
YyBCTBUTEJIBHOCTh U3MEPEHUN. MeToj| yCremHo NpuMEeHsUICsS NIl OnpeeIeHUs
MPG B (hapmarieBTHUECKHX peLenTypax.

JUist ToCTpoeHusT KaduOpOBOYHBIX TIpaMKOB HCIOJIb30BAIUCH METObI
HAaYaJIbHOW CKOpOCTH W (QuKkcupoBaHHOTO BpemeHu (3 wmwuH). ['paduku Obutn
JIMHEMHBIMH B MAIIa30HaX KOHLEHTpauuii oT 1.0 X 10° no 1.0 x 10 Mot I
000MX METOIOB C Mpe/IeIbHBIMHI 3HAUCHUAMH AeTexTrpoBanus 1.3 x 107 monp-n™
u 7.5 x 10° momer’ a1 MeToma HAaYaNBHOW CKOPOCTH M (DHKCHPOBAHHOIO
BPEMEHH COOTBETCTBEHHO. B ONTHManbHBIX YCIOBUAX TE€HEPUPYIOTCS KpPUBBIC
BPEMEHHM TOTJIOIIEHUS JJI PEaKIUHU MpU M3MEHsomuxcs KoHueHTpauuax MPG
(or 1,0 x 10° 1m0 1,0 x 10-4 mMomp-1) ¢ QUKCHPOBAHHEIMH KOHIICHTPALHSMH

Fe(l1I) (5,0 x 10™ monb-1-1) 1 TPTZ (5,0 x 10-4 Momnp-1-1) (prcyHOK 5).

25 initial rate fixed time
method method
2.0
1.57
:
T 1.0
0.5
0.0/ e —
0 2 4 6 8 10 12 14 16 18 20

t/ min

Pucynok 5 - [lornomenne kak pyHKIMS OT BpEMEHU ISl pEAKIIMK TapHOTO
YIUTOTHEHHS, H3MEPEHHOE TIPU Pa3iTHIHEIX KoHIeHTpanmsx MPG (1,0 x 10 10 1,0
x 10 mosb JT'™) - DKCIIepUMEHTaTbHBIE YCIOBHS: B(F63+) =5,0 x 10 momb T,
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B(TPTZ) = 5,0 x 10" monp JTP, pH = 3,6, T =25 °C, ananut nobasmnsercs uepe3 1
MUH I10CJI€ Havyalla H3MEPCHHS

Ucxonupie ckopoctu peakruu (K) ompenensiauce Mo HAKIOHAM ATHX
kpuBbIX. Jlorapudmer ckopocteit peakmmii (log K) crpomnuch kak (yHKIps
gorapudmoB konnentpanuii MIIT™ (log €) (pucynok 1.6.). Perpeccronnblii aHamus3

3HAYCHUM IMPOBOJUJIICA ITYTCM ITOATOHKN JAHHBIX IMOA CJIICAYIOIICC YPABHCHUC!

logK =logk’ +nlogc, (3)
rae K - ckopocTh peakiuu,
k" - mocTosiHHast CKOPOCT®,
C - moysipHas KoHueHTpauuss MPG,

n (HaKJIOH JIMHUU PETPECCUU) - TTOPSIIOK PEAKIIUH.

[Tomyuena mnpsmass JUHHS cO 3HaYeHHsIMH HakioHa 0.9686 (= 1),
NOATBEPKIAIOIIAs  pEaKklUilo 1nepBoro mnopsaka. OpHako B YCIOBUSAX
onTUMHU3MpoBaHHOW peakuuu KoHueHtpauuu Fe (II) u TPTZ Opumn 3HaunTENBHO
BbIIIe, YyeM KoHUeHTpauuu MIIIT B peakumonHom pactBope. [loaTomy peakius

paccMaTpruBalIaChb KakK pCaKius ICeBA0 IEPBOIo MOPAIKaA.

2.5

-2.0

log K

1.5

-1.04

'0.5 I I I I [
65 60 55 50 45 -40 -35

log ¢
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Pucynok 6 - JIuneiinbrii rpaduk 3aBucumocts 109 ¢ ot log K s kureTnyaeckoit

peaxtn MPG ¢ Fe(IIl) (5.0 x 10-4 momb JI™) 1 TIIT3 (5.0 x 10-4 moxs JTY). ¢ -
[MPG]: (1.0 x 10-6 10 1.0 x 10-4 mon L'™"); K - ckopocts peakiu (s ™)
OnucaH mPOCTOM KHHETUYECKUH METOJ  CHEKTPO(OTOMETPHUECKOTO

onpenenenus L-ackopOunoBoit kuciotel (AA) u tTnonos (RSH) B nexapcTBeHHBIX
J103aX, OCHOBAaHHBIH Ha OKHUCJIUTEIbHO-BOCCTAHOBUTEIBHOM pEaKIMU ITHX
coequHenuii ¢ Fe(Ill) B mpucyrctBum 1,10-denantponuna (phen) npu pH = 2,8
[8].

Ho nob6aBnennss RSH wmm AA B peakuuonusiii pactsop Fe(Ill) wu
(eHaHTPOIIMH 06Pa30BBIBATH cTabMIbHBIH KoMIiekc,Fe(phen)™s.

MexaHn3M OKHCIUTEIBbHO-BOCCTAHOBUTENBbHOU peakunun AA wimm RSH ¢
oGpazoBaBmIMcs KomiutekcoM Fe(phen)®'s MokeT ObITh OMICaH Kak:

H,A + 2Fe(phen)3* = DA + 2Fe(phen)3™ + 2H™
2RSH + 2Fe(phen)3* = RSSR + 2Fe(phen)3t + 2H*

rne H,A sBnsercs BoccraHoBieHHOW dopmoni AA, a A -
JETrUAPOTreHU3UPOBAHHOM AA.

JUist  yCuieHusT aHAJMTUYECKOTO CHUTHAJIa MEJJICHHBIX OKHCIUTEIbHO-
BOCCTAHOBUTEJIHHON PEaKIMii MOXXHO TMPHUMEHITh KaTaiauTtudeckue 3(hdexTs
HEKOTOpbIX coeauHeHuil. Hampumep, B pabote [12] OB npUMEHEH
karanutudeckuii 3pdext Cu(ll), npennoxxennsiit Teshima u ap. Katanutuueckoe
neiicrBre Cu®’ Ha OKHCITHTEIBHO-BOCCTAHOBUTEIBHBIC THOJIBI (RSH) ¢ Fe(III)-
(heHOBBIM KOMIIJIEKCOM MOKHO 3alHUCaTh KaK:

2RSH + 2Cu®* = RSSR + 2Cu?* + 2H*
2Cut + 2Fe(phen)3* = 2Cu®* + 2Fe(phen)3*

OpamxeBo-kpacHbli  komruiekc — skene3a(ll)-gen, oOpasyromuiics B
pe3yabTare peakuuu, norjomiaetcs npu A=510 HM U HOHBI Cu® BO3BpPAILAIOTCSA K
peakiuu ¢ RSH.

CKopocTH ¥ MEXaHU3Mbl XHUMHUECKUX PEaKIUi, Ha KOTOPBIX OCHOBAHBI BCE
9TH ONPEIEICHUS, UTPAIOT QYHIaMEHTANIBHYIO POJIb B PA3BUTHH aHATUTUYECKOTO
(ciekTpodoTomeTpudeckoro) curnana. [loaTomy npu paspaboTke mpengaraeéMoro

METOoda OBIJIO  BaKHO YCTAaHOBUTb KHHCTHUKY XHMHYCCKHX peaKHHﬁ. 910
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HCCICAOBAHUC TAKXKC BaXXHO AJI1 OINTHMH3AIIMKN METOAA MMOTOYHOM WHXXCKI U,

HCIIOJIB3YyCMOTI'O JJI1 OIIPCACIICHUA OAHNX U TCX 7KC COGHHHGHHﬁ.

1.3  BI7KX KOHTPOJIb OPraHMYecKHX peaKkuuii

>KI/II[KOCTH8,}I XpOMaTOFpa(bI/IH — OOWH U3 MCTOJOB KOHTPOJIA, HpHMGHﬁICMBIfI
B XUMHYCCKOM H TCXHHYCCKOM aHaJIHN3C. COBpCMCHHI)Ie MCTOAbI PA3OCIICHUA
HCIIOJIB3YIOTCA HC TOJIBKO B IPCIIAPATUBHBIX, HO U B AHAJIUTHUYCCKUX MHCIIAX. B
HacCToAImeC BpEMA TOYHOCTbL M CKOPOCTH pPa3AaCJICHUA MCTOdaMHU ra3oBoMl M

XKUIKOCTHOM XpOMATOrpa(uu TOCTUTIIA BEICOKOTO YPOBHS.

BOXX sBusercs JOMHHHUPYIONIUM aHAJIUTHYECKUM  HHCTPYMEHTOM,
UCIOJB3YEeMbIM JUISI  aHalii3a PEaKIMOHHBIX CMeced B OpraHuYeckol u
dbapmaneBTUYECKON MPOMBINIJIEHHOCTH, OJlarojlapsi CBOUM NPEUMYIIECTBaM, a

TAKKC IPUMCHUMOCTH K aHAJINTaM, KOTOPBIC OOBIYHO TCCTUPYIOTCA.

bonbmimHcTBO aHanmu3oB JKX mpoBOIUTCS B aBTOHOMHOM pPEXHUME, TJe
IPOUCXOAUT 0TOOp MpoO B peakTope, 3arpy3ka M aHajdu3 peaKMOHHONW CMECH, HO
Bce OONBIIYI0 MOMYJSPHOCTh MPHOOPETAeT WCIOJb30BAHUE OHJIANH-CHCTEM

BOXX.

OmnnaitH-cuCTeMBbI, BKIIIOYas T€, KOTOpbIe coeAuHEeHbI ¢ mpudopamu KX,
UMEIOT 3HAYUTENIbHBIC MPEUMYINECTBA, BKJIIOYas MHHUMHU3AIMIO OIIHOOK
oriepaTopa BO BpeMs IMOJTOTOBKA MPOO M MPEIOCTABICHUE ITAHHBIX B PEXHUME,
OJIM3KOM K pEaIbHOMY BPEMEHH, YTO SBIIACTCS KPUTHUYHBIM JJii MOHUTOPHHTA

peaKIuu.

BricokondexTuBHas KUAKOCTHAs XpoMarorpadusi WM SKUIKOCTHAS
xpoMarorpadus Beicokoro aasienus (B2XKX) - ato xpomarorpaguueckuit MeTos,
KOTOPBIA HCHOJIB3YETCS Uil Pa3ACI€HUs] CMECH COCAMHEHUM B AHAJIUTUYECKOU
XUMUU U OMOXMMHU C IEJbI0 BBISBICHUS, KOJWYECTBEHHOTO OMpPEACNICHUs WU

OYUCTKH OTACIIBHBIX KOMIIOHCHTOB CMCCH.
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BOXX ¢ obpamenHoit (das3oifi wim  KHAKOCTHAs — Xpomartorpadus
cBepxBbicokoi npousBoauTenbHoctd (UHPLC) siBasieTcst IMpOKO UCHOIb3yeMbIM
peXUMOM  paszzenieHus. IJTO  olecreyuBaeT JAMHAMHYECKOE  yAepKaHue
COEUHEHHM, 00anaonmx ruapo(GoOoHON U OpraHMuecKol (PyHKIIMOHAIBHOCTBIO.
KoMOunanusa ruapodoOHBIX U BaH-II€P-BAaalbCOBBIX B3aUMOJCUCTBUI MEXIY
LEJIEBbIM COCJIMHEHUEM M CTAllMOHAPHOM M TOJBIXKHOM (azaMu MO3BOJISET

YIAEPKUBATH ST COCTMHECHHI B OOpaIIeHHou (ase.

B ouenr HEOONBIIMX KOJMYECTBAX NPOOHAs CMeCh, MOJJIeKaIIas
pa3leleHUI0 W HWCIBITAHWUIO, HAMPaBIsSEeTCA B TOTOK TOJABIKHOW  (Da3sl,
MpOoCavYnBaKONICiicss depe3 KOJIOHKY. CyIecTBYIOT pa3iMYHbIE THUIIBI KOJIOHH C

COpOEHTaMU PA3IUYHBIX PA3MEPOB YACTUI] U TOBEPXHOCTEM.

Cmech JIBHIKETCS 4Yepe3 KOJOHKY C Pa3IMYHBIMU CKOPOCTSAMH U
B3aMMOJICUCTBYET C COpPOEHTOM, TaKK€ H3BECTHBIM KakK CTalMOHapHas ¢as3a.
CKOpOCTh KaXXJO0r0 KOMIIOHEHTa B CMECH 3aBHUCUT OT 1) €ro XuUMHYECKOU
OpUPOJIbI, 2) TPUPOJBI KOJOHHBI U 3) cocTaBa MOJIBWXHOU (¢a3zel. Bpewms, B
KOTOPO€ KOHKPETHBIM COpOAT BBIXOAUT U3 KOJOHKH, Ha3bIBAETCS BPEMEHEM €ro
yaepxkaHus. BpeMs ynep:KuBaHUsS U3MEPSIETCA NMPHU OIMPEIECIECHHBIX YCJIOBUSX U

paccMaTpuUBaeTCs Kak UACHTU(UIIMPYIOIIAs XapaKTepUCTHKa JaHHOTO copbaTaas.

Yactuipl copOeHTta MOTYT OBITh THAPOPOOHBIMU WM TOJSIPHBIMU IO
npupoge. OOBIYHO UCHOJIbB3yeMble MOABMXHBIE (Da3bl BKIOYAIOT JHOOYIO
CMEIMBAIOIIYIOCS KOMOMHAILIMIO BOJbI 1 OPrAaHUYECKUX PACTBOPUTENIECH, TAKUX KaK
alleTOHUTPUI M METaHOJ. Tak)ke MOXKHO HCIOJIb30BaTh MOJBWKHBIE (ha3pl Oe3

BOJIBI.

BoHbIl KOMIIOHEHT MOJBMXXHOM (ha3bl MOXKET COAEPKATh KUCIIOTHI, TaKUE
KaK MypaBbHHasi, GocopHas Ui TpUYTOPYKCYCHAs] KUCIOTA WM COJH, YTOOBI
o0ecreuuTh paszieliecHne KOMIOHEHTOB oOpasia. CocTaB MOABMXKHOUM (ha3wl OO
OCTaeTcs MOCTOSTHHBIM, JIN00 M3MEHSETCS B XOJI€ XpOMaTOTrpaduuecKoro aHaIm3a.

N3okpatuuecknii pexxuM dDPEKTUBEH I pa3fesieHus KOMIOHEHTOB 00pasiia,
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KOTOpbIE HE OUYEHb OTIMYAIOTCS MO0 CBOEMY CPOJCTBY K cTaroHapHo# daze. [Ipu
TPaJUEHTHOM JJIIOMPOBAHUU COCTAB MOJBMKHOW (pa3bl MEHSIETCA OT HU3KOU [0
BBICOKOU AIIOMPYIONIEH CHIIbl. DIMIOMPYIOIIas cujla MOABUKHOM (ha3bl oTpaxkaeTcs
Ha BpEMEHAaX YJEp)KUBaHUS aHaIWTa, Oo0Jiee BBICOKAs JIIOHUpYIOLIas CHJla

oOecreynBaeT 6I)ICTpO€ SJIFOUPOBAHUC.

CoctaB moABMXKHON (a3pl BBHIOMpAETCS HCXOJs U3 HMHTEHCHUBHOCTH
B3aMMOJEHCTBUI MEXKIy HECKOJIbKMMHU KOMIIOHEHTaMHU oOpa3la U CTallMOHApHOM

dazoi.

IIpomniecc paznenenus BIXKXX oyeHb NOX0XK Ha MpoOIECC IKCTPAKIUU
KUJKOCTh-KUIKOCTh, 32 UCKJIIOUEHHEM TOTO, YTO MEPBbIN ABJISIETCS HEMPEPHIBHBIM
MPOIIECCOM, B OTJIMYKE OT BTOPOTO, KOTOPBIN SBISETCS MOATAITHBIM ITPOIIECCOM.
PexoMeHTyeTCsl BBIMOJHUTH MPOOHBIE MTPOIECCHI pa3eieHUs, YTOObI ONPEaSIUTh

TouHbIN MeToa BOXKX, koTopsiit o0ecrieunst 61 HEOOXOAUMOE pa3jieicHuUE.
[Tpumenenne BOXKX:

OcHoBHOM  1enpl0  MeToma BOXX  sBusgercs  uaeHTUUKAIUA,
KOJIMYECTBEHHAsI OLICHKa M OYMCTKAa KOHKPETHOrO aHajuTa WU COCIUHCHUS.
MoOXHO NpOBECTH KOJWYECTBEHHBIM M KadyeCTBEHHbIM aHanu3. BIXKX moxkHO

WCIIOJIB30BATh B CIEAYIONIUX 00JIACTSIX:
- OYHUCTKAa BOJBI,
- oOHapyxeHue mpumeceil B apMalieBTUYECKONU MPOMBIIIICHHOCTH,
- MpeJBapuTesibHas KOHIICHTPAIUs MUKPOIJIEMEHTOB,
- TUTaHa000MeHHas XpomaTorpadus,
- HOHOOOMEHHas XpoMaTorpadus 0eaKoB,

- aHHOHOOOMEHHAas Xpomarorpagust yrieBoJ0B U OJIUTOCAXAPUIOB.
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[lpunuun Merona HopManbHO-(pazHoro pexuma BDOXKX coBmamaer ¢
TOHKOCJIOMHON WM KOJIOHOYHOM Xpomartorpaduu. B mpakTuke aHaIUTHYECKOU

XUMHH 3TO HE camasi pacnpoctpaHeHHas ¢popma BOKX.

Kononka 3amosiHeHa  MelbYalllIMMU  YacTULUAMU  KpeMHE3eMa, a
pacTBOpPUTENIb HEMOJSIPHBIM - Hampumep, rekcaH. TUIUYHas KOJOHKA HMEET
BHYTpeHHUH nuametp 4,6 MM (M MOXKET OBITh MEHBILIE 3TOTr0) U AMHY OT 150 110

250 MMm.

[lonspHble COEAMHEHHS B CMECH, MPOXOJAIICH dYepe3 KOJIOHKY, OyayT
yIEpP>KUBAThCS Ha MOJIIPHOM KPEMHE3EME JOJIbIIIE, YUEM HEMOJIAPHBIE COCANHEHUS.

[ToaToMy HenoJisspHbIe OyAYT IPOXOAUTH OBICTPEE YEPE3 KOJOHKY.

[Ipu BOXX c obpaménnoit ¢da3oii pazMep KOJIOHKH TaKOW ke, HO Tam
UCIIOJB3YeTCsl MOAU(PUIMPOBAHHBIM KPEMHE3€M C MNPUBUTHIMU HEMOJSIPHBIMU
YTIEBOJAOPOJAHBIMU TIEMsIMU, OObIYHO ¢ 8 wiu 18 aTtomamu yriepoja B HHX.
Hcnonb3yercss NMONSAPHBIA PAaCTBOPUTENb - HAIpUMEP, CMECh BOJBI U CIIHPTA,

TaKOI'O KaK MCTaHOJI.

B oaTomM cnywae OyaeT CuUIbHOE TIPUTSHKEHHE MEXAY MOJSPHBIM
pacTBOpPHUTENIEM U MOJISPHBIMU MOJIEKYJIaMU B CMECH, TTPOXOSIIEH Yepe3 KOJIOHKY.
He Oyzmer Takoro OOJIBIIOTO MPUTSHKEHUS MEXIY YIIEBOJOPOJAHBIMH IEISIMU,
MPUKPEIUICHHBIMU K  KpeMmHe3zemy (ctanuoHapHas ¢asza), U MOJSIPHBIMU
MoJIeKyJlaMu B pactBope. [losTomMy moNisipHBIE MOJEKYJIbl B CMECH OyayT

IMPOBOJUTH 6OJ'IBH_IYIO JaCTb CBOCTO BPECMCHHU B JIBUKCHUU C pACTBOPHUTCIICM.

Henonsipapie coequHenuss B cMecu OyIyT UMETh TEHJEHITUI0 00pa30BbIBATh
MPUTSHKEHUS C YTIIEBOJAOPOAHBIMU TPYIIAMU M3-3a JUCTIEPCUOHHBIX cHil BaH-aep-
Baansca. OnHm Takke OyIyT MEHEe pacTBOPUMBI B pPAcTBOpPUTEIEC U3-3a
HEO0OXOMMOCTHU pa3pbiBa BOJOPOIHBIX CBSI3EH, HAIIPUMEDP, KOTJAa OHU CKUMAIOTCS
MEXIY MOJEKYJIaMd BOAbl WM MeTaHoJsia. [lo3TOMy OHM NpPOBOAST MEHBIIE
BPEMEHH B PACTBOPE M PACTBOPUTENE, UYTO 3aMEIISIET MX MHPOXOXKICHUE 4YEpe3

KOJIOHKY.
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DT0 03HAYaeT, 4TO TeNepb UMEHHO MOJISIPHBIE MOJIEKYJbI OyayT MPOXOIUThH

4yepe3 KOJIOHKY ObIcTpee.

BOXX ¢ obpamennoii (a3oil sBisercs HanmbOojee YacTO HCIOIb3yeMOU

dbopmoit BOXX.

Bue  3aBucumocTH  OT  MeToJa  KHJAKOCTHOM  Xpomarorpaduu
(acopOIIMOHHOM, pacrpeaeauTebHON, o0palieH0-(ha30BOM WM MOHOOOMEHHOMN
KUJIKOCTHOM XpomaTtorpaduu) ammapaTtypHoe ohopmiIeHHE Tpoliecca OCTaeTcs

IMPCIKHUM.

CxeMa ®KUAKOCTHOrO XpoMarorpada npejcraBieHa Ha pUCyHKe /.

npooa

repMocTan

HACOC ACTCKTOP CoO

Pucynok 7 - KunkocTHbI Xpomartorpad

OCHOBHBIMH y371aMHU XpoMaTorpada siBIsSIOTCS:

1. EMKOCTB C 2JIIO€HTOM;

2. Hacoc, npenHa3zHa4eHHbIN 1J14 MIOIA4M JIFOCHTA,;
3. V3en nogauu uccienyeMoun mpoosl;

4. Pa3nenurenbHast KOJIOHKA,

5 TepmocTar 11t moaAepKaHus TpeOyeMol TeMIepaTyphl SKCIICPUMEHTA;
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6. [lerexTop;
7. Cuctema 00pabOTKH (CaMOTHCEI], KOMIIBIOTE).

PesepByap ¢ moaBmwkHOU (azoil (2JHOEHTOM) MOKET MPEACTaBIATh COOOM
00011 YHUCTBI WMHEPTHBIM KoHTeWHep. OObuHO OH comepxutr oT 0,5 mo 2 7
pPacCTBOPHUTEIISI M CHA0XKEH KOJIMAYKOM, OCHAIIIEHHBIM BITYCKHOUM TPYOKOMH, KOTOpas
MOJIAET MOJBMXKHYIO (Da3y Ha y3es CMEIIeHUs C uccienyeMbiM oOpasioM. Kpeiika
TaK)Ke CIY>)KHT JJIsl IPEAOTBPAIECHHUS MMONAJaHus MTbUTH, YMEHBIIICHUS UCTIApEHUS
pacTBOPUTENIS, CO3/MaHMs JaBlieHUs B OyTbUIKE, CO3JaHUS OTBEPCTUN IS
JOTIOJTHUTENBHBIX BIYCKHBIX JUHUN U O0apOOoTHpoBaHUs (TO €cTh paccenBaHus He
i Ar B TOABIWKHON (a3e T YMEHBIICHHS KOJIMYECTBA PACTBOPEHHOTO
BO3/yxa). Bce mnoaBuxkubie (a3pl / pacTBOPUTENH JIOJDKHBI OBITh HEJABHO

OT(bI/IJII)TpOBaHBI " IIPCAIIOYTUTCIIBHO ACTAa3UPOBAHBI.

Marepuan eMKOCTH ISl DJIFO€HTa 4YacTo SIBJISETCS BaKHBIM (haKTOPOM B
3aBUCUMOCTH OT TUIa MpuMeHEeHUsl. CTEKJIO OOBIYHO UCIOIb3yeTCs ISl aHaIn3a
MaJlbIX MOJIEKYJ, 4YTOOBl MPENOTBPATUTH BHIIIEIAYMBAHUE MATEPUATIOB U3
IJIaCTMAcCC B DJIIOEHT, YTO MOXKET rnomeniath ananuzy. s ananuza PHK, 6enka u
ANEKTPOXUMHUYECKOTO  aHallM3a, CpPeaud  MpPOYero, 4YacTo  HMCHOJb3YIOTCS
IJIACTUKOBBIE pe3epByapbl C TMOJBIKHON (pa30Hl, TOCKOJBKY CTEKJISHHBIC

KOHTCﬁHepBI MOTI'YT BBIMBIBATb CJICAOBBIC HOHBI, MCIIAasA aHAJIN3Y.

Hacoc sBnsieTcss Hanbosee BakHOIM yacThio 00opynoBanus. COBpeMEHHBIM
Hacoc BDOXX pomkeH umeTh O€3MMITYJIbCHBIM pacxojl, BBICOKYIO TOYHOCTh
3aJlaHus pacxo/a, IMPOKUI Auana3oH pacxoja U HU3Ku MEPTBBINA 00bEM. Kpome
TOT0, OH JIOJDKEH 00ecreuynBaTh yIpaBieHHe MAaKCUMAJIbHBIM pabouuM JaBiICHUEM
Y, KAK MUHUMYM, JIBYMsI UCTOYHUKAMH PACTBOPUTENEH ISl TPAAUEHTOB KUAKON
da3pl, a TakXKe TOYHOCTh M BOCHPOM3BOIMMOCTH COCTaBa CMECH [UIsl ITHUX

IpaIi€HTOB.

OcHOBHBIMU  TpeOOBaHMSIMH K JIIOOOMY MPOOOOTOOPHHUKY — SBIISIOTCS

XOpOIlIasi TOYHOCTh BBOAUMBIX 00bEMOB, HU3KHKE 3D (HEKThI 3aIOMUHAHUS (TIEPEHOC
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MaTepuaia C OJHOTO BIpPHICKA Ha JAPYroi), a TakKe BO3MOXHOCTh OTOHMpATH

BSI3KHE 00Pa3Ilbl ¥ BBOJUTH MTEPEMEHHBIE 0OHEMBI.

JUIsi  HEKOTOpBIX  aHAJUM30B MOTYT NOTpeOOBaTbCA  KOPPO3HUITHBIE
pPacTBOPUTENN WM MpHUCaIKu B MOOMIbHOM (aze, Hanpumep, 0,1 N HCI wnu 60%
MYypaBbUHOM KHUCJIOTBL. HEKOTOpbIE IOCTAaBIIMKHM ITOCTABJISIOT YCTPOWCTBA H3

KOPPO3HMOHHOCTOMKOIO TUTaHa JJIsl PELICHUS] 3TOM POOJIEMBI.

NHKeKIMOHHbIE CUCTEMbl YAaCTO OCHOBaHbI Ha HIECTUIIOPTOBOM KJIAllaHe,
KOTOPBINA MPOXOJUT HECKOJIBKO 3TAMOB I KaXKI0M MHBEKINH, KaK MOKa3aHO Ha
pucynke 8. Ha nepBom astane (LOAD) o6pasenr 1ub0 BcachIBaeTCsi BAKyyMOM (B
aBTOMATU3UPOBAHHBIX CHCTEMax), JUOO BJABIMBAECTCS IUIYH)KEPOM MINpUla (B
PYUYHBIX CHCTE€Max) B METJIIO JUIsl BBOJA MPOOBI, 1€ OH HAXOOUTCS 10 TEX IOp,
NOKa KiamaH He OyJerT mepekiroueH Ha BIpbIck (inject) — Bropoii 3Tar.
ComepxaHne meTau oOpaslia TMepeMeliaeTcs B TMOTOK PACTBOPHUTENS HU B

AHAJIUTHYCCKYIO KOJIOHKY.

T Normal

Pucynox 8 - Cuctemsl BBO1a TPOOKI
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B kauecTBe KOJIOHOK HCHOJB3YIOT TPYOKH W3 HEp)KaBeloIlel CTalu,
CTEKJISTHHbIE W TaHTaloBbie TpyOKn. OCHOBHOE NPEUMYIIECTBO CTEKIISTHHBIX
KOJIOHOK — BHU3yaJIbHBIH KOHTPOJIb 3a KAauyeCTBOM 3arlOJIHEHUs; TJajKas

BHYTPCHH:A ITOBECPXHOCThb, HCAOCTATOK — HGYCTOI;'I‘IHBOCTB K BBICOKOMY JaBJICHUIO.

BHYTpGHHHfI AUAMCTP aHAJIMTUHYCCKUX PA3ACIUTCIIbHBIX KOJIOHOK — 2—4 MwM.

dopma onpenensieTcs BETUIUHON HCTIOIb3yEeMbIX TEPMOCTATOB U UX (HOPMOHA.

OOGmuit BUJI pa3IeIUTEIIbHBIX KOJIOHOK MPECTaBIICH Ha pUCYHKeE 9.

Pucynok 9 - PaznenurenbHbie KOJIOHKA

Hamomaurenu B KOJIOHKAX:

Cunukarens sBJsieTCS HanboJee MOMYJISPHBIM 3aMOJHSIONUM MaTepUaIoM.
Hanuune nop obecrnieunBaet OOJBIINYIO IUIONIAb TOBEpXHOCTH. Pazmep mop o4yeHb
Man M BhIpakaerca B anrctpemax (A). Kpemnesem c mopamu HasbIBaeTcs

MIOPUCTHIM KPEMHE3EMOM.

Ha Gonee panneit craguu pazsutus BOXKX moutu Bcerna ucmnosib30Baauch

cunukarenau. Tem He MCHCC, B HACTOAIICEC BPCMA CTAHOBATCA IOIMYJIAPHBIMHA
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KOJIOHKM Ha OCHOBC ITOJIMMCP-T'CJIA. ‘—Iame BCCI'0 HCIHOJIb3YKOTCS IIOJIMITHIICH H

nonunponuieH. OHAKO BCTPEUAIOTCS KOJOHKU CO CIAEAYIOIIUM HAMOJHEHUEM:
1) [Monuctuiien (comoaumMep CTUPOIIA U JUBUHUIOCH30J1A);
2) moJIMMeTaKpuJaT;
3) MOAUTHUAPOKCUMETAaKpHUIIAT,
4) NONVBUHUIIOBBINA CITUPT.

[Tomumo KpEMHC3CMa HW IIOJIMMCPHBIX FGJIGfI, HCIIOJIB3YCMBIC T CIIH
BKIIIOYAIOT MPHUPOJAHBLIC BCHICCTBA, TAKHMC KaAK HCJUIN0JI03a, arapos3a, ACKCTPHUH H
XUTO3aH, MW OJCMCHTBI KCPAMHKH, TAaKHC KaK THAPOKCHAIIATUT KW JHOKCHI

IUPKOHUS.

Hcnonp3oBanrne mnoBbIIEHHON TemnepaTypbl B BOXKX umeer Takue xe
MEPCIIEKTUBBI, KaK U UCIOJIb30BaHUE 00JIee MEIKUX YaCTHUI] B KOJIOHKAX - Jydllas

IMPOU3BOAUTCIIBHOCTDb M COKPAIICHHOC BPCM: aHaJIK3a.

Ha pbIHKE CyIIECTBYIOT pa3iIM4YHBIE THUIIBI KOHCTPYKIMHA WM KOHILIETIUU
TEPMOCTATUPOBAaHMU KOJIOHH. Kak IpaBWiio, TEPMOCTATUPOBAHUE OCHOBBIBACTCS
aM00 Ha KOHUENUMU OJIOYHOrO HarpeBaTelis, MO0 Ha KOHUENUUU BO3TYIIHON

BaHHBI.

CocraB 3J10€HTAa, BBITEKAIOLIETO U3 KOJOHKU, HEMPEPHIBHO KOHTPOJIUPYIOT

neTekTopoM. CyllecTBYIOT:
1) YO perexropsr,
2) InonHO-MaTpUYHbIE AETEKTOPHI,
3) ®ayopeclieHTHBIE IETEKTOPHI;
3) DNEKTPOXUMHYECKUE IETEKTOPHI;
4) Macc-CreKTpOMETpHI.
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Pesynbratel skcnepuMeHTa (GUKCHPYIOTCS Ha JJIEKTPOHHBIX HOCHUTEINAX
uHGOpPMAIIMU U TaM MOTYT XPAHUTHCA U MPU HEOOXOJMMOCTH HCIIOJIB30BATHCA,
4YTO OYEHb YAOOHO T.K. MOTLYT CO3/4aBaTbCs 0a3bl JAHHBIX. OTO IO3BOJIET

MPOBOAUT aHAIU3bl HE UMEsI CTaHAAPTHBIE 00pa3Ibl ONPEACIISIEMBIX BEIICCTB.
KonTpoas peakumii ¢ nomombro BIOZKX

B kadecTtBe OHIAMH-CHUCTEMBI MOHUTOPHHI'A IIPOTCKAHUA XUMHYECKOU

peakuuu B padote [11] onuceiBaetrcs npumenenne SIMP u BOXX.

B koHeyHOM cueTre, HCHOJB3ys O3TOT METOH, MOXKHO pPaccUuTaTh
OTHOCUTENBbHBIA KO3(pPuuueHT peakuun Y@P-usnydeHus [ KOMIIOHEHTOB
PEaKIMOHHON CMECH U3 OJHOTO JIKCIEpUMEHTa, 0€3 HEOOXOIUMOCTH BBIJCICHUS
TUX KOMIOHEHTOB. Mcnoisb3oBanue oHnavH fAMP B kadyecTBe HMHCTpymeHTa

MOHUTOPHUHIA PEAKIUI CTAHOBUTCS BCE OOJIEe pacpOCTPAHEHHBIM

OtHOCUTENbHBIH KOA(DPHUIIMEHT OTKIHMKA MOXET OBITh pacCuuTaH IS
HECKOJIbKUX BHUJIOB B CMeCH 0€3 CO37aHus STaJOHHBIX CTaHJIAPTOB JJIsI ITHUX
OTJICJIbHBIX KOMIIOHEHTOB; BO-BTOPBIX, ATO OO0JerdaeT HCMOJb30BAaHHUE OHJIANH
BOJ)XX B kauecTBe TOYHOrO METOJa MOHUTOPUHIA PEAKIMW, IJs JalbHEHIIEH

ONITUMH3alIHUH IIpOoLECCa.

JInss  AeMOHCTpalMyd  TOJE3HOCTH JAaHHOW METOJUKH, peakuui 4-
dbropObeH3anpIeTua ¢ AHUJIMHOM OTCJCKHUBAIA OJIHOBPEMEHHO C ITOMOIIBIO
onnaiH-AAMP u BOXX. Peakuusi nmpoBoawsiack B cMecu pactBoputenen 1:1
aneToHuTpuiI-meTaHona npu 25 °C, W MOCTOSHHO IOCTOSSHHOM UHPKYJISLHAH

PEaKIIMOHHOM CMEeCH B CHCTEMY 0TOOpa IIPOOHI.

1

Cnextper SAMP °F PETUCTPUPOBAIIUCE YEPE3 OAMHAKOBBIE WHTEPBAJIBI
BPEMEHH B T€UEHHE pEaKLuu, U ObUIM ONpeAesieHbl XapaKTepHble PE30HAHCHI IS
aJbJIETUIHOTO MCXOJIHOTO MaTepuaia U MMUHOBOro mnpoaykra. Curnan npu OF

munyc 105,1 ppm wucnonb3oBasics sl OTCIACKUBAHUS — peakuuu  4-
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dbropOeH3anpneruaa, a (QoOpMUpPOBAaHME WMHHOB  KOHTPOJUPOBAIOCH  TIO

nosiBlieHHUIO curaana rnpu Mmuayc 110,1 ppm (pucynok 10).

Ocp X mpenacraBisieT coO0OW XMMUYECKUN CABUT B MUJUIMOHHBIX JOJSX, a
ochb Y npeacrasiseT co0oil Homep criekrpa AMP, nogydeHHbI ¢ HHTEpBaJIaMHU B 5
MUHYT B TEYEHHUE MEPBBIX 2 4aCOB M C MHTEPBAIAMU B 15 MUHYT JJI OCTaBIIEHCS

YaCTH pCaKIuu.

T | B s A B e B oo e T T Tv—pr—y——y
1048 105.0 105.2 1054 1056 1097 109.9 1104 1103 105
f1 (ppm)

Pucynox 10 - Cymmapmsiii rpaduk criektpoB AMP 4-gropOenzanbaerun
(6F-105,1 ppm) u umuna (6F-110,1 ppm)

O6pasupl  otompaym  jaius BOXX  myreM  u3BIeYEHHS — aIMKBOTHI
MPOTEKAIONIEH PEaKIMOHHOW CMECH BO BTOPYIO METIIO MPOOBI Mepe 3aKauKou B
koJionky BOXKX nns anamuza. Peakiusi He 3aBepuiwiach M3-3a 0OpaTUMOM
peakiuu WMHHA C BOAOW, 00pa30BaBIICIiCS B pEaKIMK, YTO MPHUBEIO K MPOIECCy

paBHOBecCHsI, MOKa3aHHOMY Ha cxeme 18.
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H =
N N

o] ——

+ MeOH-MeCN

25°C +
NH, H,O

Cxewma 18 - Peaknus anniiHa 1 4-QTopOeH3aibaeruia

s momyueHust mpouiis peakiuu ObLITH 00beTMHEHBI ez SAMP-pe3onaHChI
st 4-propOeH3anbaeruja 1 UMUHOBOrO mpoAykTa. Taxke Obutn 0O0paboTaHb
cooTBeTcTBYtomue gaHHeie BOXX (Vd-ob6mactu B mpoueHTtax). TunuyHas
XpoMaTorpaMMa U XpoMarorpauueckue yciioBus MoKa3aHbl Ha pucyHke 11, a nBa
Ha0opa JaHHBIX OBLIM TIOCTPOCHBI Ha oOcHOBe BpeMeHu (SAAMP-nannbie

npejacTaBiieHbl kBajapatamu, BOXX - nunusmu), kak mokasaHo Ha pucynke 12.

mAU J A A
E Imine
500
400
3004 . | 4-Fluorobenzaldehyde
200 +
100 ! Aniline
; ) : A

Pucynox 11 - Xpomarorpamma 4¢dropOeH3anbaeruia ¥ UMHHOBOTO TTPOTYKTA.
VYcnosus XX: kononka, nuautpodenun (DNP), 4,6 x 250 MM, 5 MKM 1ipu
TeMIIepaType OKpY>KaroIien cpesr; moasmxHas daza, 90:10 (remran-stanon);
cKOpocTh TToToKa 1 Mt / mun; Y®, 254 HM
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Comparison of NMR and HPLC data Reaction profile with HPLC RRF correction

100 g 008

€0

ot

DAldehyde (NMR)  ==aldehyde (HPLC)
Dimine (NMR wlimine (HPL(

&0

Pucynok 12 - [Ipumenenue SIMP yCcTaHOBIEHHOTO OTHOCUTEIIBHOTO
koaddurmenta peakiuu (RRF) x ganasim BOXKX

[lepBoHauanbHOE HAJIOKEHHE JBYX HAaOOPOB JAHHBIX SICHO TOKa3bIBaET
pacxoXJEHUE B PE3yJbTaTax, MOIYYEHHBIX C MOMOIIBIO 3THUX METOAUK. AHaIU3
pesyabraroB  BOXX mnpeamonaraer yabTpaduONIETOBYHO peakuuio id  4-
dbropOeH3aNmbIeTHIa M KaXYyIIyIOCs H30BITOYHYIO PEAKIUI0 i1 HWMHUHOBOTO
MPOJIyKTa TMpPU CPAaBHEHWH C COOTBETCTBYIOIIMMHU pe3yibratamu  SIMP-
cnektpockonuu. Mcenmonb3ys pesynpraTthl  SIMP-moHMTOpHMHra B KadecTBe
MOJISIDHOTO JIeTeKTOpa, MJia o0eux KOMIOoHeHT Obul ycrtaHoBieH RRF mo

CIEAYIOLINM YPaBHEHUSIM:

__ Aldehyde(mol%NMR)

RRF(Aldehyde) o Aldehyde(area%HPLC) =124 (4)
Imine(mol%NMR)
Imine(area%HPLC)

RRF (Imine) = = 0.86 (5)

3nauenue RRF ucxomgHoro ampiaermpa paccUMTHIBAIOCH MO MHTETPAIbHOU
obnactu SAMP-pe3onanca npu -105,1 ppm, KoTopas KOppeKTHpPOBaIach Ha YHUCIIO
anep. 3aTeM MHTerpajibHas oAb npeodpasyercs B MOJ % MyTeM JeJeHusl Ha

. 19
CYMMAapHBIN UHTErpal ajdbJCTUIHBIX U UIMUHHBIX pe30HaHCOB B ~ I JAMP-cnekrpe.
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[Tnomane % B BDXKX monydaroT aHanmornyHsiM 00pa3oM, UCHOIB3Ys IIIOIIATb
noJ MUKoM Ha Y®-xpomarorpamme. 3aTeM 10 NPHUBEACHHBIM BbILIE YPABHEHUSIM
BBIUUCIAETCS KOA((ULIUEHT B HECKOIBKUX BPEMEHHBIX TOUKAX 110 XOAY pEaklvy,

a cpenHee u3 3tux 3HadyeHun gaet RRF.

Coueranne onnaitn AMP- u BOXKX-ananu3a no3Bonwio ycranoBuTh RRF
JUIS anbleTHa ¥ UMUTAIUU W, TaKuM o0pa3oM, CKOppeKTHpoBaTh Y D-0TBETHI
BOXX 0e3 HeoOXOIMMOCTH HCIOIb30BAHUS JTAIOHHBIX HOPM JUISl KaXKIOTrO
koMrioHeHTa. Kpome Toro, mpu padbore ¢ JUHAMHUYECKOHM CHCTEMOW IOCTOSIHHO
M3MCHSIOIIENCS OPTraHWYECKOM PEAKIHMOHHOM CMECH, JSTAJIOHHBIE CTAHAAPTHI
MOTYT OBITh TMOJYYEHBI HEJIETKO, TaK KakK JaOWJIbHbIE BUIBI MOTYT Pa3pylIaThCA
IIPU BBIJEIEHUU. JTa METOJHMKA MOXKET TAKKE NMPHUMEHATHCS C UCIOJIb30BAHUEM
npyrux akTuBHbBIX suep AMP-cnektpomerpa, B wactHoctu AMP-cniektpomerpa
'"H, rae I MHHAMU3AIMH  CHTHAJOB, OOYCIOBICHHBIX PE30HAHCAMH
pPacTBOPUTENISL, MOTYT OBITh MCIOJIb30BaHBI METOJBI MOJABIEHUS PACTBOPUTENIECH.
XOTs 3TO U BJIMSAET Ha KOJWYECTBEHHYIO MPUPOAY CUTHAJIOB, OJIM3KUX K 00nacTu
IOAABJIECHNsT B pacTtBopureine, crekrpsl AMP-cniektpos 'H PEaKLMOHHBIX
KOMIIOHEHTOB, Kak [paBuUjo, o0OJagaloT 0oJjiee 4YeM OJHUM XapaKTePHBIM

PC30HAHCOM, KOTOpBIﬁ MOJKHO OTCJIICOUTD IJIA I_ICJ'IGI\/JI MOHUTOPHHI'A PCAKITHH.

BeiBoa: B JaHHOM paszene Mbl PacCMOTPENM PEAKLUUH aMUHUPOBAHUSA
BUHWIALICTUIICHOBBIX ~ KETOHOB,  CHEKTPO(OTOMETPUUECKOE  HCCIIEOBaHUE
KUHETUKN peakuuii, BOXXX KOHTpOJIb OpraHMYecKknx peakuui, U OPUIUIH K
BBIBOJly, YTO WHTEpPEC K XMMHUU BUHUIIALETWICHOBBIX KETOHOB BECbMa BEIVK,
UCCIICOBAHASI MEXaHU3MOB DPEAaKlIHUi, B KOTOPBIE BCTYNAK COCIUHEHUS,
aKTyaJbHBI, a TaK)K€ B HACTOSIIEEe BPEMS BEAYIIMMU METONAMH KOHTPOJIS
IIPOTEKAHUSI OPraHWYECKUX PEAKLUUH  SABJSIIOTCS  CHEKTPOCKONMYECKHE U

xpoMarorpaduueckre MeTOIbl UCCIEAOBAHUS.

35



2. JKCIepUMEHTAIbHAS YaCTh

2.1. O0BLeKTHI HCCJIeT0BAHNSA

B kadecTBe OOBEKTOB HCCIIEIOBAHUS HCIOJIb30BAIM BUHWJIALIETUIICHOBBIC
KETOHBI C Pa3JIMYHBIMU 3aMECTUTEIISIMU U UX MPOU3BOJIHBIC, CHHTE3UPOBAHHbBIC B
TONBATTUHCKOM  TOCYJIapCTBEHHOM  YHUBEPCUTETE  MOJ  PYKOBOICTBOM
['onoBanoBa A.A. B Tabnuue 2.1 nokazaHbl CTpyKTypHbIE (JOPMYJIbI U HA3BaHUS

HCCICAOBAHHBIX BCIICCTB.

Tabmumua 1 - OOBbEKThI UCCIIETOBAHU

o
.-'“'Q'\-\._ .-'I'I'\-\. e,
'-F-:::. ";Eﬁi-l u -
|] ]’ g
1.
Ne | X Ha3Banue
la -H 1,5-mudenmmnent-2-eH-4-un-1-on
1b | -Me 5-¢pennn-1-(4-ronwn)-neHr-2-eH-4-uH-1-oH
lc | -Br 5-pennn-1-(4-6pomdbennn)neHT-2-eH-4-1uH-1-0H
1d |-F 5-dpennn-1-(4-dproppennn)nent-2-eH-4-un-1-oH
le | -OMe 5-pennn-1-(4-metokcudenun)neHT-2-eH-4-un-1-on
.-"'D""'
CNTO
__,___.-"""M'\-\. F_.F'J'lmh "'--T:‘HQ‘
____a-"'-::_: ___.a"'-';#-- |JH #F;'LH
W X
2.
Ne X HasBanne
2a -H 3-mopdonauaui-1,5-nupenunnenT-2-eH-4-un-1-on
2b | -Me 3-mopdonuaui-5-pernn-1-(4-romun)neHT-4-uH-1-oun
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2C -Br 3-mopdoauauia-5-penn-1-(4-6pombennn)nent-4-un-1-on
2d -F 3-mopdoauauia-5-penn-1-(4-propdennn)nenr-4-un-1-on
2e -OMe 3-mopdoauauia-5-penn-1-(4-meroxcudennn)neHr-4-un-1-01

2.2. PearenTnl 1 000pypoBaHHe

[

O 00 N O »n B~ W DN

. Cnextpodoromerp

. KroBetsl ¢ TommunoM cnost 10 mm

. KunkoctHsiii xpomaTtorpad «Aglient 1220»

. Konmonka ZORBAX EclipsePlus C18

. YabpTpa3BykoBas BanHa «Candup»

. Xpomarorpaduueckuit mmpuil «Aglient 1220
. AHAJTUTHYECKHUE BECHI

. AuctrmiuimpoBaHHas BOJa

. Meranoun jy1st Xxpomatorpapuu

10. Mopdomnun (MfH)

2.3. MeToauka CHHTE3a U AHAJTUTHYECKUI KOHTPOJIb

2.3.1 Ycaosusa OD BIKX

XpomaTtorpa@uueckuii SKCHEPUMEHT OCYUIECTBISUIM Ha Xpomarorpade
«Aglient 1220» B ycnmoBusax O® BOXX, Ha KOTOHKE OKTaJCIUICHINKATENb MIPU
KOMHATHOM TemIeparype. DJIOEHT METaHOJ — BojJa, cooTHomeHue 75:25. Ilpu

HCIIOJIB30BAHHNN B KAaUCCTBC JJIIOCHTA AaICTOHUTPHIIA PA3ACIINTL KHHCTHYCCKU H

TEPMOJIMHAMUYECKH KOHTPOJIUPYEMBIE MPOAYKTHI HE YAAETCS.

2.3.2 YciaoBusi Y@-CieKTPOMETPHUYECKOT0 UCCIeT0BAHMUS

Kunernueckoe wuccienoBaHue NPOBOAWIM MOJ KOHTpoieM meroma Y d-
cnexktpodoromerpun. [IpoaykTsl 2,3-IpUCOEIMHEHUS TOTJIONIAIOT B JHAMa30He
230-260 uM, mnpoayktel 4,5-npucoenuHeHus — B juamnasone 410-450 Hwm.

HcxonHblE KETOHBI MMEIT MakcuMyMm B auanazoHe 330 Hm. I KOHTpousid 3a
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U3MEHEHHEM KOHIEHTpanuu Obuta BbIOpaHa o6macte 330 HM (TOTJIOLIECHUE
KETOHA), TMOCKOJbKY B O0OJIaCTM TMOTJIOLIEHUS MPOAyKTa 2,3-IPUCOEAUHEHUS
IPOUCXOAUT IEPEKPBHIBAHUE CUTHAJIOB C KETOHaMH U MopdonnHoM. B pabote

¢dbuKCHpOBaIM YMEHBIIICHUE KOHIIEHTPAIUN JUAPUITICHTCHHHOHOB.
2.3.3 IlpuroroBJjieHHe PacTBOPOB IJIsl HCCJIeIOBAHMS

Hcxomausiii pacTBOp MOp(oIrHA TOTOBAT pacTBopeHueM 2,61 r mopdonnna

B MEepHOU koJyiOe Ha 50 M1, pacTBOPUTEIb — METAHOI.

PactBop MopdonrHa uUCHONb3yeMbli B KauecTBE CTaHAapTa IpH

CHEKTPO(OTOMETPHUH F'OTOBAT U3 HMCXOJHOTO PacTBOpa MOP(oIuHa pa3daBICHUEM

B 20 000 pas.

WcxonHbiit pacTBOp KETOHA TOTOBSAT PacTBOpeHHEM 35 Mr BemiectBa B 25
MJI MeTaHoja (MepBOHAYaNbHO MNpUOaBIAOT 15 M MeraHona, oOpabaThIBAIOT
yJIbTPA3BYKOM B TE€UEHHHM 5 MHHYT, JOBOJAT OOBEM METAHOJIOM /0 METKH U

IIEPEMEIITNBAIOT).

PactBop BAKa myisg cHATHS 3HAYeHUs HYJIEBOro (HAYaJIbHOTO) 3HAYCHHUS

ONTHYCCKOW TUIOTHOCTH (Ay) TOTOBAT pa30aBICHHUEM HCXOIHOIO pacTBOpa B

20 000 pas.
2.3.4 IIpoBeaeHune cuHTE3A

CHuHTE3 OCYIICCTBIISIOT 110 M3BECTHBIM MeTo1uKam [36].

Ucxonupiit  pactBop MopdonmHa u  ucxoaubii  pactBop BAKa
TEPMOCTATUPYIOT B BOJSHOW OaHEe MpU yKa3aHHOW TemIiiepatype (B JaHHOM
uccienoanuu 0, 10, 20, 30 u 40° C). [Tocne TepMocTaTupOBaHUsl YCTaHABINBAIOT
€MKOCTh B BOJSHOW OaHe W mpuOaBisa0T mo 2,0 MJI HMCXOJHOTO pacTBoOpa
MopdonuHa U ucxogHoro pactBopa BAKa. Ilo ucreueHuio BpemMeHU (TOUKH
0oTOOpa OBLIIM MTPOU3BOJIBHBIMUA M BapbUPOBATHCH OT 20 cek 110 25 MuH) OTOMparoT

npoOy oO0bemMoM 50 MKJI M MOMEIIAIOT B €MKOCTh, coepkallyto 5,0 My MeTaHoja
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(paz6aBnenue B 10 000 pa3) u U3MepsAIOT ONTHUECKYIO MJIOTHOCTh MPU MaKCUMyMe

noryiomeHus 330 um.

BriBoa: B JaHHOM paszfene Mbl PacCMOTPENH OOBEKTHl HCCIEIOBaHUS,
peareHThl U 00OpYyIOBaHMS, METOJAMKY CHUHTE3a U AHAIUTHYECKUN KOHTPOJb, B
kotopeie Bxoawnn ycimoBus O® BOXX, ycnoBus Y@-CneKTpOMETPUUECKOTO
WCCIICIOBAHUS, MPUTOTOBJIECHUE PACTBOPOB JJIsi MCCIEIOBAHUSA W MPOBEACHUE

CHHTC3a.
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3. O0cy:xneHne pe3yibTaTOB

3.1 Pe3ysabTaThl XpoMaTorpagu4eckoro uccjie0BaHus

Peakuus mpucoeaMHEHUs IUKINYECKUX aMHUHOB K JIMAPUITICHTCHUHOHAM
npoTekaeT no nytsaMm 2,3- (oOpa3oBaHHE KMHETHUECKH KOHTPOJIHMPYEMBIX) U 4,5-

(oOpazoBaHuE TEPMOJUHAMUYECKH KOHTPOJIUPYEMBIX ) IPUCOEANHEHUS.

B nmepBoe BpeMs mocie Hayajga peakiuh, OCOOEHHO TMpHU HUBKUX
TeMIlepaTypax, o0Opa3yloTcs MPOAYKTHl 2,3-TPUCOCAVHEHUS, W JIAIIb TIO
HMCTEUECHUH BPEMEHHU, KOTOPOE COKPAIIAECTCS NMPU MOBBIMIEHUU TEMIIEPATYpPhl — B

peaKHHOHHOﬁ CUCTCEMC IIOABJIAIOTCA IIPOAYKTHI 4,5-HpI/ICO€I[I/IHCHI/I€.

OOpa3oBaHue 3THUX MPOAYKTOB HaM YAAloOCh 3a()UKCUPOBATH B YCIOBHSX

O® BOXKX (pucynok 13) .

SN ¥ L4 v

Pucynok 13 — XpomaTorpaMmsbl, OJYYEHHbBIE B XO/€ UCCIEA0BAHUS METOJIOM
BOXX peakunonHoit cmecu coenuuenus 1a u mopdoirHa B MeTaHoJIe: clieBa
npu 0°C, cnpasa ripu 60°C
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3.2 Pe3ysbTaTbl KHHETUYECKOT0 UCCJIEIOBAHMS

3ajauell Hameld padboThl OBLIO ONPEAEIIEHUE KOHCTAHT CKOPOCTEH pEeaKIUU
2,3-pucoeuHeHs. MeToI0M OIIEHKH TEeKYIIMX KOHIIEHTpaluui Oblia BbIOpaHa
cektpooTomeTpus. [{nuna BonHbl nornomenus - 330 HM, OHa COOTBETCTBYET
MaKCHUMyMy TOIJIOIIEHUS MCXOAHOTO KeToHa. MophoiuH ©u TpPOAYKT €ro
NPUCOCIUHEHNS B JaHHOM JWana3oHe He MOrjomarT. TakuMm o0pa3oM, MbI
CIICAWIN 3a YMEHBIICHHEM KOHIEHTpAIlMM HCXOJHOTO peareHTa BO BPEMEHHU.
Peakuuio mpoBOAWIM B CTOKPAaTHOM H30bITKE MOPGOIWHA, YTO TapaHTHPOBAJIO

HaM IEPBBIN NMOPSAIO0K PEAKIUH.

Mp1 MIpoCiaICcININ 3a UBMCHCHHUCM KOHLCHTpAIMKM OT BPCMCHHU ITPOTCKAHUA

peakiuu (pucyHok 14).

1,80000
1,60000
1,40000
1,20000
1,00000
0,80000
0,60000
0,40000
0,20000
0,00000
0 100 200 300 400 500

Pucynok 14 - 3aBucUMOCTh U3BMEHEHUS KOHIIEHTPAMX OT BPEMEHHU

Kak BuaHO, peakmus O4eHb OBICTPO MEPEXOIUT B PABHOBECHOE COCTOSHHE
(300 ¢), moaTOMY SKCHEPUMEHT CIIEIOBAIO MPOBOIUTH OUYE€Hb OBICTPO, M CHUMATh

MOKa3aHus B T€YeHUe 5-15 MUHYT.
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B  mpouecce

HCCICA0OBAaHUA

yZ1aJoch

cO034aThb

u

0TpaboTaTh

BOCIPOM3BOANMYIO MeTonuky. Ha rpaduke s mpumepa u300paxeHbl Tpu

3dBUCUMOCTH  IIApaAJIJICIIBHBIX HCHBITaHHﬁ,

KOTOPBIC,

yJIOBJICTBOPUTEILHYIO BOCIIPOU3BOIMMOCTH (PHCYHOK 3.3).

KaK BHIHO,

HUMCIOT

1,2
y =0,0038x

RZ=0,9911 . v~ 0,0039x

— R?=0,9955

+ Paal

Pan2
y =0,0038x
. / R2=0,9804 Pan3
0,4

0,2 /

0 T T T T T 1
0 50 100 150 200 250 300

—— JIuHeiiHas (Paal)

—— /IvHeitnan (Pan2)
—— /IvHeitnan (Paa3)

Pucynox 15 - I'paduk, moka3bIBaomnii BOCIIPOU3BOANMOCTh PE3yIbTaTOB

Peakiuu nporekanu no cxeme 18.

0 (
s M MfH, MeOH r*t 0
"I'Q;: /""?i: \[ - - = ,/_.:-:‘.'/d o -, ,-""HQ":N
o W
Rt \_\? X

Cxewma 18 - Peakiust mpucoeaunenust mopdosnuna k BAK B o0mieM Buje
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B ApUJIbHOM 3aMCCTHUTCIIC CO CTOPOHBI

pPaccMOTPEHBbI pa3jMyYHble 3aMECTUTENH — BOAOPOI-, METHI-, (pTop-, OpoM- u

MCTOKCH-. PCSYJILTaTI)I HCCICAOBAHNA M pPaACUCTAa KOHCTAHT CKOPOCTH PCAKIHHU

IMPHUBCACHBI HUIKC.

B Tabmumax 2-6 mpeacTaBiieHbl IOJY4YEHHBIC JaHHBIE 10 CHHTE3y 3-
Mopdonunui-1,5-nudenmnent-2-en-4-un-1-on (coequnenus 2a) npu 0 °C, 10 °C,

20°C, 30 °C u 40 °C.

Tabmuua 2 - Pe3synbraThl cHEKTpOOTOMETPUUECKOTO MCCIEIOBAHUS CHUHTE3a

coeaunenus 2a npu 0 °C (Ay=0,751)

KETO-TPYIIIIBI

Ne t, cex A In(Ao/A)
1 29 0,692 0,08182
2 60 0,610 0,20795
3 95 0,556 0,30064
4 134 0,492 0,42293
5 182 0,429 0,55995
6 223 0,384 0,67076
7 303 0,307 0,89456

IIo CHGKTpO(i)OTOMGTpI/I‘-IGCKI/IM JaHHBIM IIOCTPOCH Fpa(l)I/IK 3aBUCHUMOCTHU

jgorapudma OTHOCHUTEJIILHOM ONTUYECKON IUJIOTHOCTH OT BPEMEHHU. 3aBUCHUMOCTH

OIUCBIBACTCS ypaBHEHUEM Y = kx + b (pucyHoKk 16).

1,00
0,80
0,60
0,40
0,20
0,00

y =0,0029x + 0,0205

Rw/

50

100

150 200 250

300

350

Pucynok 16 - I'paduk 3aBucumoctu IN(Ao/A) ot Bpemenu (B cex) npu 0 °C (cuHTE3

COeIMHEHUs 2a)
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KoHcTaHTa CKOpOCTH peaklu COCTaBuiIa (2,9210,16)-10'3 ¢t

Tabmuna 3 - Pe3yiapTaThl CIIEKTPO(GOTOMETPHUYCCKOTO HCCICIOBAHUS CHHTE3a 2a
npu 10 °C (A=0,831)

Ne t, cex A In(AO/A)

1 33 0,593 0,33744
2 64 0,528 0,45353
3 102 0,457 0,59795
4 141 0,397 0,73869
5 194 0,325 0,93880
6 231 0,279 1,09142
7 260 0,249 1,20518
8 299 0,212 1,36604

1,60

1,40

1,20 y = 0,0038x + 0,2041

R? = 00,9996

1,00

0,80

0,60

0,40

0,20

0,00 ‘ ‘ | | | | |

0 50 100 150 200 250 300 350

Pucynok 17 - I'paduk 3aBucumoctu IN(Ag/A) ot Bpemenu (B cex) mpu 10 °C
(cuHTE3 CoeTMHEHHUSI 2a)

KOHCTaHTa CKOPOCTH PeaKiuy cocrapmna 3,85+0,08 ¢™.

TaGmuna 4 - Pe3ynbraTel CEKTPO(GOTOMETPHYECKOTO UCCIEIOBAHUS CHUHTE3a 2a
upu 20 °C (A=0,913)

| No | t, cex | A | In(AO/A) |
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[Iponomkenue Tadmuip 4

1 24 0,748 0,19933
2 49 0,657 0,32905
3 75 0,576 0,46063
4 118 0,481 0,64087
5 159 0,408 0,80547
6 188 0,382 0,87132
7 222 0,319 1,05154
8 258 0,287 1,15725

1,40

1,20

1,00 y =0,0041x + 0,1354

R? = 0,9945

0,80

0,60

0,40

0,20

0,00 ‘ ‘ ‘ ‘ ‘ ‘

0 50 100 150 200 250 300

Pucynoxk 18 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 20 °C
(cuHTE3 CoeMHEHUS 2a)

KOHCTaHTa CKOPOCTH peakiu cocrapmna (4,06£0,34)-10° ¢,

Tabnuna 5 - Pe3ynbraThl CIEKTPOPOTOMETPUUECKOTO MCCIEIOBaHUS CUHTE3a 2a
npu 30 °C (A;=0,913)

Ne t, CeK A In(AOQ/A)
1 47 0,647 0,34439
2 71 0,570 0,47110
3 100 0,484 0,63465
4 127 0,426 0,76230
5 156 0,372 0,89784
6 182 0,348 0,96453
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1,20

1,00

y =0,0047x + 0,1429

0,80 R%=0,9898

0,60
0,40

0,20

0,00 T T T 1
0 50 100 150 200

Pucynok 19 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 30 °C
(cuHTE3 cCoeMHEHUS 2a)

KoHCTaHTa CKOPOCTH peakiuu coctasia (4,71+0,66)-10° ¢,

Tabnuna 6 - Pe3ynbraThl CIEKTPOPOTOMETPUUECKOTO HCCIEIOBAHUS CUHTE3a 2a
npu 40 °C (A,=0,786)

Ne t, CeK A In(Ao/A)
1 30 0,528 0,39786
2 60 0,457 0,54227
3 87 0,388 0,70595
4 116 0,329 0,87090
5 142 0,293 0,98678
6 168 0,260 1,10628
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1,20

1,00

0.80 y = 0,0052x + 0,25/
' R2=0

060 /,99'721’

0,40
0,20

0,00 T T T 1
0 50 100 150 200

Pucynok 20 - I'padpuk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cek) mipu 40 °C
(cuHTE3 CoeNMHEHUS 2a)

KOHCTaHTa CKOPOCTH peakmuu cocrasmna (5,23+0,37)-10° ¢,

B Ttabmuuax 7 — 11 npuBeneHsl pe3yiabTaThl CHEKTPOPOTOMETPUUECKOTO

UCCIIe/IOBaHusT  CHHTe3a  3-MopdomuHmi-5-pennn-1-(4-Toaun)nenr-4-un-1-on

(coemmuenue 2b) 0 °C, 10 °C, 20 °C, 30 °C u 40 °C.

Tabnuna 7 - Pe3ynbraThl crieKTpOGOTOMETPHUECKOTO MUCCICIOBAHMS CHHTE3a
2b ipu 0 °C (Ax=0,890)

Ne t, cex A In(A0/A)
1 28 0,822 0,07948
2 62 0,771 0,14353
3 93 0,712 0,22314
4 129 0,665 0,29143
5 182 0,591 0,40941
6 234 0,525 0,52782
7 283 0,486 0,60501
8 396 0,401 0,79726
9 471 0,339 0,96522

10 598 0,276 1,17082
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0,80 R?=0,9973
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0 100 200 300 400 500 600 700

Pucynok 21 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cek) npu 0 °C (cuHTe3
coeauHeHUs 20)

KoncranTa ckopoctd peakmun cocrasma (1,93+0,09)-10° ¢™.

Tabnuna 8 - Pe3ysnbprarhl CEKTPOGOTOMETPUIESCKOTO HMCCIICIOBaHUs CHHTe3a 2b
npu 10 °C (A,=0,890)

Ne t, cex A In(A0/A)
1 26 0,818 0,08436
2 62 0,750 0,17115
3 99 0,675 0,27651
4 133 0,630 0,34550
5 176 0,566 0,45263
6 217 0,497 0,58263
7 270 0,458 0,66435
8 339 0,394 0,81487
9 433 0,325 1,00740

10 594 0,249 1,27377

1,50

1,00  y=0,0021x+0,0687

0,50

0,00 T T T T T T 1
0 100 200 300 400 500 600 700

Pucynok 22 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) npu 10 °C
(cunTe3 coenuueHus 2b)
KoHCTaHTa CKOPOCTH peakimu coctasia (2,12+0,18)-10° ¢,
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Tabmumna 9 - Pe3ynbTaThl CEKTPOGHOTOMETPHUSCKOTO HCCISAOBaHUs chHTe3a 2h
npu 20 °C (A,=0,890)

No t, cex A In(A0/A)
1 28 0,800 0,10661
2 56 0,730 0,19818
3 86 0,678 0,27207
4 117 0,608 0,38105
5 160 0,560 0,46328
6 206 0,486 0,60501
7 246 0,426 0,73678
8 323 0,365 0,89132
9 423 0,288 1,12826

1,50

1.00 y =0,0026x + 0,0574

’ R? = 0,996
0,50
0,00 T T T T 1
0 100 200 300 400 500

Pucynok 23 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 20 °C
(cuHTE3 coenuHeHus 2D)

KOHCTaHTa CKOPOCTH peakiu cocrapmna (2,59+0,17)-10° ¢,

Tabmuna 10 - Pe3ynbraThl CrieKTpo(pOTOMETPUIESCKOTO HUCCIIEeI0BaHMS cuHTe3a 2b
pu 30 °C (A;=0,890)

Ne t, cex A In(A¢/A)
1 30 0,739 0,18592
2 54 0,699 0,24157
3 86 0,634 0,33917
4 117 0,565 0,45440
5 152 0,511 0,55485
6 200 0,444 0,69540
7 250 0,392 0,81996
8 327 0,335 0,97709
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y =0,0028x +0,1147
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Pucynok 24 - I'paduk 3aBucumoctu IN(Ag/A) ot Bpemenu (B cek) mpu 30 °C (cuHTE3
coeauHeHUs 20)

KOHCTaHTa CKOPOCTH peakiuu cocrapmna (2,76+0,27)-10° ¢™.

Tabnuna 11 - Pe3ynbraThl CHEKTPOPOTOMETPUICCKOTO UCCIIETOBaHMS CHHTE3a 2h

npu 40 °C (A;=0,890)

Ne t, cex A In(A0/A)
1 24 0,785 0,12554
2 53 0,698 0,24300
3 84 0,612 0,37449
4 120 0,533 0,51270
5 159 0,475 0,62791
6 212 0,410 0,77506
7 240 0,395 0,81234

1,00

0,80

0.60 y= 0,00M

! R2=0,9

0,40

0,20

0,00 \ \ \ \ \ \

0 50 100 150 200 250 300

Pucynok 25 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 40 °C
(cunTe3 coenuueHus 2b)

KOHCTaHTa CKOPOCTH peakiuu cocrasmna (3,22+0,51)-10° ¢™.

50



B tabnumax 12 - 16 mpuBeneHbl pe3ynbTaTbl CHEKTPO(HOTOMETPHUECKOTO
UCCIIeIOBaHMsI CHHTe3a 3-MopdomnHmI-5-henu-1-(4-6pombennn)mnent-4-un-1-on

(coenunenue 2¢) ipu 0 °C, 10 °C, 20 °C, 30 °C u 40 °C.

Tabnuma 12 - Pe3ynsTaThl CreKTpO()OTOMETPHUIECKOTO MCCIIEIOBAHUS CHHTE3a 2C
npu 0 °C (Ay=0,800)

Ne t, cex A In(Ao/A)
1 25 0,720 0,10536
2 52 0,538 0,39675
3 83 0,430 0,62083
4 111 0,357 0,80688
5 137 0,301 0,97750
6 169 0,267 1,09736
7 196 0,225 1,26851
8 244 0,178 1,50283
9 315 0,140 1,74297

2,00
1,50 +—————————y="0,0055x+0,1267 _
Ryz/
1,00
0,50
0,00 T T T T T T 1
0 50 100 150 200 250 300 350

Pucynok 26 - I'paduk 3aBucumocts IN(Ay/A) ot Bpemenu (B cek) nipu 0 °C (cunTE3
COEJIMHEHUS 2C)

KoHCTaHTa CKOpOCTH peakuun cocrapmna (5,54+0,98)-107° ¢™.

Tabmuma 13 - Pe3ynpTaThl CIEKTPO()OTOMETPHUECKOTO HCCICAOBAHUS CUHTE3a 2C
npu 10 °C (A,=0,800)

Ne t, cex A In(Ao/A)
1 23 0,626 0,24526
2 51 0,504 0,46204
3 82 0,399 0,69565
4 111 0,325 0,90079
5 138 0,270 1,08619
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[Tponomkenne Tabmuip 13

| 0 | 167 [ 0238 [ 121234 |
1,40
1,20
1,00 y =0,0068x + 0,1141
0,80 R? =0,9933
0,60
0,40
0,20
0,00 | | | |
0 50 100 150 200

Pucynok 27 - I'paduk 3aBucumoctu IN(Ag/A) ot Bpemenu (B cex) npu 10 °C
(cuHTE3 COeTMHEHUSI 2C)

KoHcTaHTa CKOPOCTH peakli COCTaBUIIA (6,8510,78)-10'3 ¢t

Tabnuna 14 - Pe3ynbTaThl CIeKTPO(HOTOMETPUIESCKOTO MCCIICIOBAHUS CHHTE3a 2C
npu 20 °C (A,=0,800)

No t, cex A In(AO/A)
1 20 0,616 0,26136

2 58 0,408 0,67334

3 90 0,326 0,89771

4 117 0,268 1,09362

5 146 0,250 1,16315

1,40

1,20

1,00 y =0,0072x +0,1937
0,80 R*=0,9
0,60
0,40
0,20
0,00 ‘ ‘ ‘ | | | | |

0 20 40 60 80 100 120 140 160

Pucynoxk 28 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 20 °C
(cuHTE3 CoeTMHEHHUSI 2C)
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KoOHCTaHTa CKOPOCTH peakiuu cocrapmna (7,24+0,24)-10° ¢™.

Tabmuma 15 - Pe3ynpTaThl CIeKTPO()OTOMETPHUECKOTO UCCICIOBAHUS CUHTE3a 2C
pu 30 °C (A,=0,800)

Ne t, CeK A In(A0/A)

1 25 0,562 0,35311
2 50 0,432 0,61619
3 75 0,363 0,79021
4 100 0,304 0,96758
5 124 0,266 1,10112
1,20

1,00

y= 0,0075X + O,M
080  F=098s
0,60

0,40
0,20

0,00 T T T T T T 1
0 20 40 60 80 100 120 140

Pucynok 29 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 30 °C
(cuHTE3 COeTMHEHUSI 2C)

KoHCTaHTa CKOPOCTH peakiuu cocrapmna (7,45+0,14)-10° ¢™.

Tabnuna 16 - Pe3ynbTaThl cieKTpO(HOTOMETPUUYECKOTO UCCIEAOBAHUS CHHTE3a 2C
npu 40 °C (A,=0,800)

Ne t, CeK A In(A/A)
1 25 0,597 0,29269
2 50 0,472 0,52763
3 75 0,380 0,74444
4 100 0,312 0,94161
5 124 0,265 1,10488
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Pucynok 30 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 40 °C
(cuHTE3 COeTMHEHUS 2C)

KOHCTaHTa CKOPOCTH PeaKiuy cocTaBmia (8,22+0,80)-107° ¢™.

B Tabmuuax 17 — 21 npuBeneHbl pe3yibTaThl CIEKTPO(HOTOMETPUUECKOTO

UCClieIoBaHus cuHTe3a 3-MophoauHmiI-5-pern-1-(4-propdennn)nent-4-un-1-on

(coemuuenne 2d) pu 0 °C, 10 °C, 20 °C, 30 °C u 40 °C.

Tabmuna 17 - Pe3ynbTaThl CIEKTPOPOTOMETPUICCKOTO MCCIICAOBaHUS CHHTE3a 20
npu 0 °C (Ay=0,883)

Ne t, cex A In(A¢/A)
1 25 0,764 0,14476
2 54 0,694 0,24085
3 87 0,523 0,52374
4 126 0,475 0,62001
5 190 0,413 0,75988
6 236 0,368 0,87524
7 270 0,353 0,91686
8 327 0,280 1,14854
9 410 0,226 1,36279

10 597 0,158 1,72073

54



2,00
1,50 y =0,0027x +0,2017
R?=0,9722
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Pucynok 31 - I'paduk 3aBucumoctu IN(A/A) ot Bpemenu (B cex) npu 0 °C (cuHTE3
coequneHus 2d)

KOHCTaHTa CKOPOCTH peakiuu cocrapmna (2,71+0,45)-10° ¢™.

Tabnuna 18 - Pe3yabTarhl CrieKTPOPOTOMETPHUECKOTO UCCIIEA0BaHMs cuHTe3a 2d
npu 10 °C (A,=0,883)

Ne t, cex A In(AOQ/A)
1 25 0,780 0,12403
2 57 0,675 0,26861
3 93 0,558 0,45897
4 130 0,483 0,60331
5 167 0,417 0,75024
6 203 0,358 0,90279
7 240 0,304 1,06630
8 304 0,248 1,26990
9 418 0,184 1,56839

2,00

1,50 y=0,0037x+0,0979

R?=0,9862

1,00

0,50

0,00 T T T T 1

0 100 200 300 400 500

Pucynok 32 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) npu 10 °C
(cunTe3 coenuueHus 2d)
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KOHCTaHTa CKOPOCTH peakiun cocrapmna (3,75+0,46)-10° ¢™.

Tabmuma 19 - Pe3ynbraThl crieKTpo()OTOMETPHUIECKOTO MUCCIICOBaHUS CHHTE3a 20
npu 20 °C (A,=0,883)

No t, cex A In(Ao/A)
1 31 0,755 0,15661
2 62 0,634 0,33128
3 94 0,543 0,48622
4 134 0,455 0,66303
5 166 0,377 0,85108
6 204 0,322 1,00877
7 242 0,280 1,14854
8 281 0,249 1,26587
9 361 0,203 1,47012
2,00
1,50 y =0,0041x + 10,1058
R%=0,9802
1,00
0,50
0,00 ‘ T T ‘
0 100 200 300 400

Pucynok 33 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 20 °C
(cuHTe3 coenuuenus 2d)

KoHcTaHTa CKOpOCTH peakiuu cocrapmna (4,08+0,60)-107° ¢™.

Tabmuna 20 - Pe3ynbraThl cCrieKTpO()OTOMETPUUECKOTO MUCCIICIOBaHHUS CUHTE3a 20
npu 30 °C (A,=0,883)

No t, cex A In(Ao/A)
1 23 0,752 0,16059
2 53 0,618 0,35684
3 86 0,516 0,53722
4 119 0,443 0,68976
5 148 0,371 0,86712
6 180 0,321 1,01188
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[Tponomkenue Tabmuist 20
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Pucynok 34 - I'paduk 3aBucumoctu IN(Ag/A) ot Bpemenu (B cex) mpu 30 °C

(cunTe3 coenuueHus 2d)

KoHcTaHTa CKOpOCTH peaklK cocTaBuia (4,96ﬂ:0,64)-10'3 ¢t

Tabnuna 21 - Pe3yabTarhl CieKTPOPOTOMETPHUECKOTO UCCIICAOBaHMs cuHTe3a 2d

npu 40 °C (A,=0,883)

Ne t, cex A In(Ad/A)
1 24 0,737 0,18074
2 52 0,593 0,39813
3 80 0,494 0,58079
4 111 0,437 0,70339
5 139 0,380 0,84315
6 167 0,345 0,93978
1,20
1,00
y =0,0052x + 0,1098
0,80 R*=0,9799
0,60
0,40
0,20
0,00
0 50 100 150 200

Pucynok 35 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 40 °C

(cunTe3 coenuueHwus 2d)
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KoncranTa ckopocTH peakiiuy cocTaBuiia (5,21j:0,10)-10'3 ¢t

B tabmumax 22 - 26 npuBeaeHbI pe3yJbTaThl CIIEKTPOPOTOMETPHUUECKOTO
UCCIIe0BaHMs cuHTe3a 3-MopdonuHuI-5-henu-1-(4-metokcudennn)nent-4-un-1-

oH (coenunenus 2¢) npu 0 °C, 10 °C, 20 °C, 30 °C u 40 °C.

Tabmuma 22 - Pe3ynbTaThl CIEKTPO(POTOMETPHIESCKOTO HCCIICOBAHUS CUHTE3a 2¢€
npu 0 °C (Ao=1,033)

No t, cek A In(Ai/A)
1 23 0,994 0,03849
2 73 0,936 0,09861
3 113 0,896 0,14228
4 153 0,857 0,18678
5 183 0,832 0,21639
6 315 0,736 0,33899
7 537 0,598 0,54663
8 662 0,540 0,64865
9 903 0,443 0,84665
10 1197 0,355 1,06810
1,20
1,00 y = 0,0009x + 0,048
0,80 R? = 0,9968
0,60
0,40
0,20
O’OO T T T T T T 1
0 200 400 600 800 1000 1200 1400

Pucynok 36 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cek) nipu 0 °C (cunTE3
COEIMHEHUS 2¢€)

KoncranTa ckopoctn peakmun cocrapmna (0,88+0,04)-10° ¢™.
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Tabmuia 23 — Pe3ynbTaThl cieKTpo()OTOMETPUUECKOTO UCCICIOBAHMS CUHTE3a 2€
npu 10 °C (A;=1,033)

No t, cex A In(A0/A)
1 28 0,951 0,08271
2 59 0,950 0,08376
3 99 0,914 0,12239
4 130 0,872 0,16943
5 189 0,832 0,21639
6 249 0,754 0,31483
7 368 0,660 0,44798
8 497 0,577 0,58238
9 600 0,491 0,74378
10 732 0,464 0,80034

1,00

0,80 y =0,0011x + 0,0287

R?=0,9915

0,60

0,40

0,20

0,00 T T T |

0 200 400 600 800

Pucynok 37 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mpu 10 °C

(cuHTE3 COeTMHEHUS 2¢€)

KomcranTa ckopocT peaxiuu cocrasmna (1,11+0,10)-10° ¢™.

Tabnuna 24 - Pe3ynbTaThl CEKTPO(HOTOMETPUUECKOTO UCCIAEAOBAHUS CUHTE3a 2¢
npu 20 °C (Ay=1,033)

Ne t, CeK A In(A/A)
1 31 0,970 0,06293
2 60 0,955 0,07851
3 102 0,877 0,16372
4 178 0,777 0,28478
5 245 0,705 0,38202
6 320 0,643 0,47408
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[Iponomkenue Tabnuipt 24
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Pucynok 38 - I'paduk 3aBucumoctu IN(Ag/A) ot Bpemenu (B cex) mpu 20 °C
(cuHTE3 COeNUHEHUS 2€)
KoHcTaHTa CKOpOCTH peaklu cocTaBuia (1,34i0,10)-10'3 ¢t

Tabmuma 25 - Pe3ynbTaThl cCieKTpO(POTOMETPHIECKOTO MCCIIEIOBAHNS CHHTE3a 2¢
npu 30 °C (Ay=1,033)

Ne t, cex A In(Ag/A)
1 26 1,024 0,00875
2 62 0,935 0,09968
3 105 0,880 0,16030
4 123 0,816 0,23581
5 200 0,748 0,32282
6 238 0,708 0,37778
7 277 0,661 0,44647
8 321 0,618 0,51373
9 432 0,548 0,63395

10 589 0,454 0,82213
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Pucynok 39 - I'padpuk 3apucumoctu IN(Ay/A) ot Bpemenu (B cek) mipu 30 °C
(cuHTE3 CoeTUHEHUS 2¢)

KoHCTaHTa CKOpoCTH peakmuu cocrapmna (1,42+0,17)-10° ¢™.

Tabnuma 26 - Pe3ynbTaThl CIeKTPO(GOTOMETPUIESCKOTO MCCIICIOBAHUS CHHTE3a 2¢
npu 40 °C (A,=1,033)

Ne t, CeK A In(Ao/A)
1 30 0,968 0,06499
2 64 0,908 0,12898
3 101 0,842 0,20444
4 173 0,722 0,35820
5 243 0,634 0,48817
6 314 0,568 0,59810
7 367 0,530 0,66735
8 427 0,488 0,74991
9 540 0,428 0,88110
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Pucynoxk 40 - I'paduk 3aBucumoctu IN(Ay/A) ot Bpemenu (B cex) mnpu 40 °C
(cuHTE3 CoeNUHEHUS 2€)

KoHcTaHTa cKopocTH peakmun cocrapmna (1,64+0,19)-10° ¢™.

B Ttabmune 27 mnpuBeneHbl 3HAYEHUS KOHCTAHT CKOPOCTH JUIsl BCEX
U3YYEHHBIX B pab0OTE COETMHEHU JIJIs1 BCEX PACCMOTPEHHBIX TEMIIEPATYD.

Kak BHIHO, u3 pe3ynbTaToB MPOBEIECHHOTO HUCCIENAOBaHMs, 2,3-
PUCOEIMHEHNE MOP(OJIMHA K TUAPWITICHTEHUHOHAM [IPOUCXOAUT OBICTPO.
Tabmuma 27 - CBomgHas Tabnwia 3HAYCHUM KOHCTAHT CKopocTed 2,3-

pUCOeIMHEHN MOP(oJIMHA K KeToHaMm la-le

t, °C k-10%, ¢*
la 1b 1c 1d le
0 2,9240,16 | 1,93+0,09 | 5,54+0,98 | 2,71+0.45 | 0,88+0,04
10 | 3,85+0,08 | 2,12+0,18 | 6,85+0,78 | 3,75+0,46 | 1,11+0,10
20 | 4,06£0,34 | 2,59+0,17 | 7,24+024 | 4,08£0,60 | 1,34+0,10
30 | 4,71%0,66 | 2,76£0,27 | 7,45+0,14 | 4,96+0,64 | 1,42+0,17
40 | 5234037 | 3,22+0,51 | 8,22+0,80 | 521+0,10 | 1,64+0,19
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3.3 O0mue peKOMEeHIAUM MPH COCTABJIEHNH TEXHOJOTHYECKOM CXeMbI

CHHTE3a NMPOAYKTOB 2,3-npucoeauHeHust Mop¢oJnHa kK 2,4,1- eHuHOHaAM

3HayeHUs] KOHCTAaHT ckopocTu 3Toi peakuuud B 1000 pa3 Beie 3HaueHUH

KOHCTAHT CKOPOCTEH peakuuii 4,5-IprucoeIMHEHUs, TOTYUYECHHbBIX paHEe.

Bnusuune TCMIICPATYpPbl OTPAXKACTCA KIIACCHUYCCKH — KOHCTAHTa pPacCTCT C

POCTOM TCMIICPATYPHI, 3Td 3aBUCHUMOCTDb IIPAKTUYICCKHU IIPSIMO ITPOIIOPIMOHATIBHA.

BimsiHue 3amecTuTeneld Takke COTJIacyeTCs CO BCEMH IPEACTABICHUSIMU
KJIACCUYECKOM  OPraHWYECKOW  XHMHUHU.  OJIEKTPOHOAKLENTOPHBIE  T'PYIIIBI,
BBEJICHHbIE B OCH30JIbHOE KOJIBLIO CO CTOPOHBI KETOIPYMIbI, YBEINYUBAIOT

CKOPOCTDb pCaKIIUHU, JICKTPOHOAOHOPHLIC — YMCHBLIIAIOT.

Taxum 00pa3zom, IpHU COCTaBICHUH U Pa3pabOTKE TEXHOJIOIMYECKHX CXEM
II0 CHHTE3y IIPOAYKTOB  IIPUCOCAUHEHMS  LHUKINYECKMX  aAMHUHOB K
BUHWJIALIETUIICHOBBIM KETOHAM HAJ0 YYUTHIBaThb TOT (PakKT, YTO HPOAYKTHI 2,3-
MPUCOEIMHEHUS O00pa3yrOTCs MPU OOJIBIIMX CKOPOCTAX, MPAKTUYECKH MTHOBEHHO
Jake MpH HU3KOW TeMmIeparype, CKOpOCTb 00pa3oBaHUs NPOAYKTOB 4,5-
npucoeaunenns B 1000 pa3 Hmwke. Peakumst TpeOyeT BBICOKMX TeMmIeparyp

JUTUTENIbHOTO BpeMeHu (0osee 6 4acoB).

Kpome Toro, crmemyer moOMHUTH, YTO TPOIAYKTHI 2,3-TIPUCOEAMHEHUS TPH
BBICOKMX TEMIIepaTypax pachajaloTcs Ha HCXOAHBIC COEIUWHEHHS. OJTO HaJo
YYHUTHIBATh TPH COCTABJICHHHM TEXHOJOTMYECKOW CXeMbl B OJIOKE OTHEICHUS
rOTOBOTO MpojaykTa. B cimydae mpoaykToB 2,3-ipUCOEIUHEHHUs CIeAyeT cHadasa
OTJIIEATh KpUCTAUIBl Ha (UIBTPE, a TIIOTOM BBICYIIWBATH. Y JaJICHHE
pactBoputelnis (METaHOJI WM ATAaHOJ C JIMOKCAaHOM) B CYIIMJIBHOM IKady 0e3
npeaBapuTeNbHON  QuiabTpaniuu  OyaeT TpeOoBaTh BBICOKMX — TEMIIEpaTyp,

MIPUBOASIIMX K PA3JI0KEHUIO MPOAYKTA.
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3.4 Pacuer KOJIOHHBI JIsl JIAOOPATOPHOM 0YMCTKHU MOP(oIUHA

B cmyuae cuHTe3a IpekypcopoB BAB, sBastommxcss OpoOayKTamMu
npucoeauHenus MopdoauHa, TocienHui Oyaer TpeOoBaTh JTOMOJHUTEIHLHOM
ouncTku. B pabore Oblia paccunTaHa peKTU(PUKALMOHHAS KOJIOHHA ISl OYMCTKHU

TCXHHUYCCKUX COPTOB MOp(i)OJ'II/IHa JJIA Ha60paTOpHOFO CHHTC3a.

MopdonuH MOXeT coaepkaTh B KadeCTBE TMPHUMECEH STUIICHINAMUH,

MOHOMETHJIOBBIN 3(DUpP ITUIICHIIIUKOIIS U BOLY.

JUISL OYMCTKHM €ro CymaT HaJ CEPHOKUCIBIM KaJbLUEM, IIOCIE YEro C
OCTOPOKHOCTBIO JPOOHO TMEPEroHsItOT. PEKOMEHIYIOT Takke NEpPEeroHKy WIH
BBICYIIIMBAHUE HAJ] METAJUIMYECKUM HaTpHUEM, au00 BBICYIIMBAHUE HaJl
ruapokcuom kKanua (KOH), meperonkoi, BbIZIEp>)KUBAaHUEM HaJl METAJUTMYECKUM

HATPUEM U TIOBTOPHOU Tieperonkoit [37].

XVWMHYECKH YUCTBHIA MOP(MOIUH COAEPKUT OCHOBHOIO BEILIECTBA HE MEHEE
99,5% u Boabl 0,3%. OpjHako, B TEXHUYECKOM MOPGOIMHE, a TaKKe MpH
XpaHEHUH MNPOUEHT BOJAbI CTAaHOBUTCS Oouiblie. Tak k€ BO3MOXKHA pereHepanus

MOpP(OJIMHA U3 PEAKIIMOHHOMN CPEIbI.

JlnaMeTp KOJIOHHBI OTTOHKH MOP(OJIMHA MOKHO ONIPEACIIUTE 0 popmyie:

e V. — 00beMHbII pacXoj MOTOKa MOP(OIHHA B KOIOHHY, M /C;

9 — CKOpOCTh MapoB MopdoiuHa, M/C.

OnTuManpHasi CKOPOCTh TApOB B KOJIOHHE, paloTarolieil B YCIOBHSIX
atMocepHoro JaByieHus, cuutaeTcs ckopocTh 0,3-0,44 wm/c [38]. Tlpumem
CKOPOCTb MapoB, paBHoi 0,3 m/c.

[Ipu pacxomze MopdommHa Ha ouncTKy, pasHoro 0,001 m°/c, mmamerp

KOJIOHHBI OYJIET paBeH:
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4-0,001

m = 0,065 M = 6,5 CM

BricoTa TapeanaToﬁ YaCTHU KOJIOHHBI paCCUHUTBIBACTCA 110 (bOpMy.]Iel
H,=h(N - 1),
rac h — PaCCTOAHUC MCIKAY TapCIIKAMU,

N — yucno 1eCTBUTEIbHBIX TapEIIOK.

_ In(C,/Cy)
T In(E+1D

rae E — nonst orrona (mpuaumaem 99,8%);

C; — KOHIEHTpAIMS JIETKUX IPUMECEi B UCXOTHOM MOP(OJIHHE;

C, - KOHLEHTpaUHXs IPUMECEN B MPOAYKTE OYUCTKH [39].

[TnoTHOCTH MOpdonuHa coctaBusget 1,007 r/em®, Bomel — 1 r/em’. [Ipumewm,
yto 1 1 TexHuueckoro mopdosrHa no macce paseH 1 kr. Torna, npu conepxaHuu
B UCXOJHOM TI0TOKE 95 % MopdosmHa u 5 % npumecei nmoaydaem:

In (L)
0,05
" In(0,998 + 1)

Ywucio IIGﬁCTBHTCHBHBIX TapCJIOK:

N =

n
N=-
n

KIIJI konmaykoBBIX M CUTYaThIX Tapenok cocraBimger ot 0,5 mo 0,7.

[Tpuaumaem 1 = 0,6. Toraa IEHCTBUTEIBHOE YUCIIO TAPEIOK:

7
N-g-lZmT.

[IpuHIMaeM 9uCIIO TapesioK B KOJIOHHE ¢ 3amacom N=13.
Paccrostnue mexay Tapenkamu npuaumaeM paBHbiM 0,042 M [40]. Torna:
H,=0,042-(12—-1)=0,462™m
BricoTa KOJIOHHBI:
Hyononnes = Hy + hy + hy
PexoMeHtyeTcs MpUHUMATH:

h;= 0,005 M — BeICOTa ceMapaOHHOTO MPOCTPAHCTBA.
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['eomerpruueckne pasmepbl HKHEW OTCTOMHOM 30HBI PACCUMTHIBAIOTCS W3

yclioBUsl oOecrieueHus mpeObiBaHus B Hel cpebl B TeueHue 10 mun. Toraa:

. 1%
276 F

2
rac F— IIomaab MornepeIYHoro CCUYCHUA KOJIOHHBI, M .

0,001

h,=——— _—0153
2= 60,0332 M

BricoTa KOJIOHHKI:

H,= 0,462+ 0,075+ 0,153 = 0,69 M = 69 cm

HpI/IHHI/IHI/IEUIBHa}I CXCMa KOJIOHHBI ¢ YKa3aHHUCM IIOTOKOB IIPUBCACHA HHIKC

(pucyHok 41).
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Pucynok 41 - [IpunuunuanbHasi cxeMa KOJOHHBI OUMCTKU TEXHUYECKOTO
MOpP(QOJIMHA C YKa3aHHEM TTOTOKOB
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BeiBog: B maHHOM  paszmene  ObLIM  TPENOCTaBICHBI  PE3YJIbTAThI
XpoMatorpauueckoro M KMHETHYECKOTO HCCIEAOBaHMS, OOIMe PEeKOMEHIAINN
IIPU  COCTABJIECHWHU TEXHOJOTMYECKOM CXEMbl CHHTE3a MPOIYKTOB 2.3
npucoenuHenus MopdonvHa kK 2, 4, 1 — eHuHOHaM, pacd€T KOJOHHBI IS
7abopaTopHONl OYMCTKM MOp(OIMHA W MPUHIUIHUAIBHAS CXEMa KOJOHHBI C

YKa3aHHUEM IIOTOKOB.
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3akioueHue

1. B pabGoTe mpoBeneH JMUTEpaTypHBI 0030p MO OCOOCHHOCTSM pEaKIuu
MPUCOCANHEHUS aMUHOB K BHHWJIAICTUJICHOBBIM KETOHAM, HCMOJb30BAHUIO
METO/IOB XpoMarorpaduu U CHEKTPOPOTOMETPUM B KOHTPOJIE OPTaHUYECKUX
peaKuni.

2. XpomarorpaguueckuM METOJOM TMOATBEPKIEH (aKkT | MOPSIOK
oOpa3oBaHUs W HAKOIUICHUS B PEAKIMOHHOW cpene MpoaykToB 2,3- u 4,5-
NpUCOEINHEHN MOP(oIInHA K 2,4,]1-eHUHOHaM.

3. Pa3paborana MeToaMKa CHEKTPO(HOTOMETPUYECKOTO KOHTPOJS MpHU
UCCJIEI0BAHUM KUHETUKHU 2,3-IPUCOETUHEHHS] MOP(DOIUHA.

4. OnpeneneHbl KOHCTAHTHI CKOPOCTH PEAKIIMU MPUCOSAMHEHUST MOP(OJIMHA
K HEKOTOPBIM JUApWINEHTEHUHOHAM. KOHCTaHThI onpeiesieHbl pU TeMIepaTypax
0, 10, 20, 30 u 40°C. C mNOBBINIEHUEM TEMIEPATYPbl CKOPOCTh PEAKIIUU
MPUCOEIMHEHNS 3aKOHOMEPHO YBEIMYNBAETCS.

5. YcraHOBIEHO, YTO AJIEKTPOHOAKLENTOPHBIE 3aMECTUTENH CO CTOPOHBI
KETOTPYNIbl  YBEIWYUBAIOT CKOPOCTh  PEAKIUH, BJIECKTPOHONOHOPHBIE —
YMEHBLIALOT.

6. J[aHbl peKOMEHJalluK MO COCTABJICHHIO TEXHOJOTHMYECKUX CXEM CHUHTE3a
MPOJIYKTOB TpHcoenuHeHus mopdonuHa k 2.4,1-eHMHOHaM € TOYKH 3pEHUs
KHUHETUKH Tpoliecca.

7. PaccunTanbl pa3Mepbl KOJIOHHBI OYMCTKH TEXHHUYECKOTO MOpPGhOIMHA IS

71a00paTOPHOTO CUHTE3A MpeKkypcopoB BAB.
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