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AHHOTAIMA

JlanHast BbIMYCKHas KBAIM(PUKALMOHHAs padoTa 3aK/II04aiach B IPOBEACHUU
CUHTE3a a30TOCOEPKALIUX COCAMHEHUI Ha OCHOBE MPOJYKTOB aBTOKOHICHCALIUU
LUKJIOT€KCAaHOHA, a TaK)KE€ B U3yYEHUH NMPAKTUYECKOTO MPUMEHEHHUS MOJIYYEHHOTO
MPOJYKTa B IPOMBIIIIEHHOCTH.

Boinycknas kBanmudukanuoHHas paborta wusznoxkeHa Ha 50 cTpaHunax,
COCTOMT W3 BEJEHUS, JHUTEPATypHOro 0030pa, SKCIEPUMEHTAIBHOW 4YacTH,
BKJItoUaet 13 pucynkos, 1 Tabnuily, 42 UCTOUHHUKOB U3 HUX 8 HHOCTPAHHBIX.

OObekT wucciemoBaHuss —  6-muKIOreKkcwi-7-azaounukino[4.1.0]renran,
KOTOPBIN CUHTE3UPYETCA U3 2-IIUKJIOT€KCUITUACHIIMKIOTEKCAHOHA.

Lenbto BBIMYCKHOM KBaTU(pUKAIMOHHONW pabOThl SIBISETCS H3y4YeHUE
CTPYKTYPBI MTOJIy4YEHHOTO MPOAYKTA U €r0 AHTUKOPPO3UNHBIX CBOMCTB.

3amaun paboThl: MOAOOPATh YCIOBUS TPOBEACHUS CHUHTE3a aMUHA U3
HENpeeTbHOr0 KapOOHMIBHOTO COEIMHEHUS U TIPOBECTU €T0, U3YUYUTh CTPYKTYPY
MOJIYYEHHOT'O MPOAYKTa, HA OCHOBE MOJYYEHHOTO aMHMHA MPOBECTU KOPPO3HiITHOE
UCIIBITaHHUE.

B xonme BbimonmHeHus paboThl ObUIM TMPOBEACHBI AIKCIIEPUMEHTHI T10
HOJYUYCHHIO 6-IIMKJIOTeKCHII-7-a3a0uiukiao[4.1.0]renran, KOTOPbIH CHHTE3UPYETCS
U3 2-IUKIOTeKCUWINICHIIMKIOTEKCAaHOHA B JIBE CTaJIUM 4Yepe3 MPOMEKYTOUHBIN
OPOAYKT 2-IUKJIOTEKCUINICHIIMKIOTEKCOKCUM U Ha aHTUKOPPO3UiIlHbIE CBONCTBA
MoJy4eHHOro aMruHa. Ha ocHOBaHUY MOTY4YEHHBIX JaHHBIX OBLI ClI€JaH BBIBOJI, UTO
6-tKITorekcwi-7-azabunukio[4.1.0JrenTad HaXOAMT CBOE TNPUMCHCHHE B

MIPOMBINIJIEHHOCTH B KAYECTBE MHTHOUTOPA KOPPO3HHU.



Abstract

The title of the graduation work is: « Synthesis of nitrogen-containing
compounds based on cyclohexanone autocondensation products ».

The thesis consists of an introduction, three chapters, conclusion, tables,
figures, list of references, including foreign sources.

The aim of the work is to develop a method for the preparation of amine based
on 2-cyclohexylidenecyclohexanone and to find its practical application in industry

The graduation work may be divided into several logically connected parts
which are analysis of the synthesis of amines from carbonyl compounds; description
of methods for analyzing the structure of the organic compound; experimental part;
selection and justification of conditions for carrying out the synthesis; study of the
structure of the synthesized product; giving the practical application of the obtained
amine.

The experimental part of the work includes the methodology of experiments
on obtaining 2-cyclohexylidenecyclohexanone, cyclohexylidenecyclohexoxime-2,
6-cyclohexyl-7-azabicyclo[4.1.0]heptane, analysis of anticorrosive properties of the
obtained amine.

The results of the study showed that amines obtained based on
autocondensation products are good corrosion inhibitors, which allows to reduce the

amount of waste in technological processes in which cyclohexanone is involved.



Conep:xxkanue

TIPUHATBIC COKPALLIEHHTST «..evveeeeiiieiitrreeeiteeeesssssssnsns e er e e e e s s s s s b ns e e e r e e e e e s s s s assnnnnneees 6
|23 101 () & 17 (< 7
1. TEOPETHUECKAST HACTD ...cceiiieiirrreeeeiee e e e s sttt e e e e s s s e e e e e e s e e e e e e e e 9
1.1 ITpoayKThl aBTOKOHAEHCAITUN HUKITOTEKCAHOHA w..vvvvvvvvreereereeeeeeneeeeeeeeeeeeneees 9
1.2 BocCTaHOBUTENBHOE AMUHUPOBAHUE KETOHOB ....vvvvvvreeeesssisiirnrnreenaeeeesannnns 10
1.2 BOCCTAHOBIICHHE KETOHOB ....eeevvvvrrrtrnnnsieeesssssssssssnnsssessssssssssssnnnnssnesssssennnes 12
1.3 MeTOoabl MACHTUDUKAIIAU AMIHOB . ....ceeeeesiiuuetrirereeeeaeessssanssnnssseeeeaseessaannnens 14
1.4 VTHTHOUTOPBI KOPPOBHH «....evveeeeinetreeeessntneeeeesanssneeeesanssnnesssannnneeessansnnneeesnns 18
1.5 MACC-CIIEKTPOMETPHIS. ....vvveeeenitreeeessnineeeeesantseeeessasssreeeesasnnneeesaannnneeeeeannes 19
1.6 SIMP-CITEKTPOCKOTIMS ......iivieeeieeeee e e s sttt e e e e s e s e e e e e e e e snnnnnnes 23
|\ (< )i G 1) Y ¢ TSP PSPPI 25
1.8 AHanuTUuecKoe ONpeeICHUE YTIIEPOAA U BOHOPOA ..vvvvrrrrrrrrrrrrrrerrereerennns 27
1.9 I'a30XpOMATOTPAPUUECKII METO/T +vvvveeeessiinnrrrrrereeeeeessssssssinssseenesessessannnens 29
2.Pe3YIBTATBI U UX OOCYHKIICHHE ..uvvvvvvrerieeeeesssssstisnrereeessesssssssssssseeesaesssssnnsnsssssnes 31
2.1. Cunre3 2-IIUKIOTEKCUITUACHIIUKITOTEKCAHOHA vvvvvterneerneensesnsesnesnsesnsennesnses 31

2.2 KuHeTn4eckoe UCCIeJ0BaHNE M30MEPHU3AIMU MPOAYKTOB aBTOKOHACHCAIINU

1005000 (0) W< (XOr ) £ (0) < £ VT 31
2.3 CuHre3 2-1UKIOTEKCUTAACHIIAKIOTEKCOKCHMA .. .cvneerneernseesnsennsesnseenneennnees 33
2.4 CunTe3 6-1UKIOTeKCHIT- 7 -a3a0uIuKiIo[4.1.0]renTana.......cccvvvevveeeeeeeeenee, 38
2.5 AzoTocoaepikaiue COeTMHEHHS], KAK UHTUOUTOPBI KOPPO3HH ....ccnvvvniee. 39

3 DKCHIEPUMEHTAIIBHAS HACTD 1vvvveiriiiieeieittesttteestestetttttttetetttteettttetteeeeeeeeerereeerreee 41
3.1 Meroauka cuHTE3a 2-IUKIOTE€KCINACHIIAKIOTEKCAHOHA ... evvneevneeeneennss. 41
3.2 Kunernueckoe WCCIIEIOBAHUE WU30MEPU3ALIN 2-

JR0% 0290 (0) W& X0 M0 %01 (= 60007 091 (0) &) CoT: )5 (0) : b I 41
3.3. MeTroauka CUHTE3a 2-IUKIOTCKCUIHICHITUKIOTEKCOKCUMA ....vvvvvvnneeennns 42
3.4 MeToauka BOCCTAHOBJICHHMS 2-1IMKJIOT€KCHUIUACHIIMKIOI€KCOKCUMA .......... 42
3.5 Metonurka KOPPO3UMHOTO WCTIBITAHUS 6-IIMKIOTeKCHII-7 -

A3a0UIIUKIIO[4. 1.0JTEIITAHA .....ceviiiiiiiiiiiie e 43



071 /410 {0 ) (=) 2 0 (TR T TT TR

CHnMCOK UCIIOIB3yEMON JIMTEPATYPHI U UCIIOJIB3YEMBIX HCTOYHUKOB .........evvvveeeee.



IIpuHATHIE COKpPaLEeHUA

SAMP SInepHbI MAarHUTHBIN PE30HAHC
SIMM SlnepHBpIl MArHUTHBI MOMEHT
[IMP IIpOTOHHBIN MarHUTHBIA PE30HAHC
DMF N,N-numeTundpopmamu g

A20 Anepnsiit 3gdext OBepxaysepa

K HNHudokpacHas CreKTPOCKONUS

YO VYasTpaduoneToBas CIEeKTPOCKOMUS



BBenenue

[{uKJIOTeKCAaHOH —  BEIIECTBO, HMMEIONIEE BBICOKYIO  PEAKLHOHHYIO
CIIOCOOHOCTD, BCJIEAICTBHE YETO OH CIIOCOOEH K peaklny aBTOKOH IeHcauuu. JlanHas
peakuus TMPOUCXOAUT B JIIOOOM TEXHOJIOTMYECKOM MPOLECCE C Y4acTHEM
nUKIorekcaHoHa. IIpoaykThl aBTOKOHACHCALIUM SIBJSIOTCS COMPOBOXKIAIOIIMMU
NOOOYHBIMU TIPOJYKTAMHU JIAHHOTO COCIMHEHHUS, OHM O00pa3yloTcs Jaxe IMpHu
XpaHEHUU Yepe3 BpeMs B MHEpPTHOM aTmocdepe. OOpa3oBaHHe NAaHHBIX BEIIECTB
HEN30€XXHO U MPOUCXOIAUT B O0JbIIIOM KoJmyecTBe (282 kr X-macina Ha 1 TOHHY
uKaorekcanona) [39].

N3BecTHO, 4yTO Ha oOcHOBe X-Maciia IIOJYy4YarOTCs aHTHUKOPPO3UMHBIE
KOMITO3UIINH, KOTOPBIC TTOJTYYAIOTCS ITyTEM CMEIIMBAHHUS CHHTCTHYECKOTO Maciia
a30TOCOIEPKAIET0 COCTMHEHHsI, 00pa3yIoIIMecs MPU OYUCTKE a30TOCOAEPKAIINX
OpraHMYecKuX coelUHEeHUN. J[aHHbIe KOMIIO3UIIMU UCIOJB3YIOT MyTEM HAHECEHHUS
HEMOCPEJICTBEHHO Ha METaUl WM IyTeM BBEICHUS B KOPPO3UUHYIO Cpeny AJis
3alllUTBl  TPYOOINpPOBOJOB,  PE3EPBYapOB,  CTPOUTEIBHBIX  METAJUITMYECKUX
KOHCTPYKIIMM, 000pyI0oBaHusl Mg JOOBIYM TpaHCHOpPTa U NepepadoTKu HedTH U
raza, npw Meramuiooopaborke. MHruOUTOp TOTOBUTCSA 3a CUET CMENIMBAHHS
KoMrioHeHTOB npu Temmeparype 60-130 °C B teuenue 2-14 yacoB. CooTHOIICHUE
KOMITOHEHTOB (% Macc.) — Maciio: a3oTtocoaepkaiiee coeaunerue kak (70-95) : (30-
5) ¥ COOTHOIICHNE Maciia K CIIMPTOBOMY PACTBOPHUTEIIIO MM BOocka Kak (60-95) :
(40-5) [38].

. bonbmioit cnpoc Ha MHTUOUTOPHI B MPOMBIIIUICHHOCTH TUKTYET HEOOXOIMMOCTD
pa3paboTKu crocoba MoTydeHUsI MHTUOUTOPHBIX KOMITO3UITHMA

A3zoTocoepikaiiue COeTMHeHNS, B 0COOCHHOCTH aMUHBI, 3aHUMAIOT BAXKHYTO
POJTb B IPOMBINIIIEHHOCTH. OHHU SBISIOTCS HHTUOUTOPAMU KOPPO3UH U YIYBCTBYIOT
B IIPOM3BOJICTBE (papMaIrieBTHUECKUX MPENapaToB, KpaCUTENeH, TUIaCTMACC, a TAKKE
B CHHTE3€ CEIhCKOXO3SMCTBEHHBIX XUMHUKATOB U B KaUECTBE JTO0ABOK K MHUIIICBBIM

MPOAYKTAM.



AKTyalnpHOCTh JITaHHOM paboTbl OOYyCIIOBJIEHAa CHOPOCOM Ha 00JacTb
NPUMEHEHUSI TPOAYKTOB, OOpa3ylolmuXxcs B pe3yibTare MOOOYHON peakiuu
aBTOKOHJICHCAIINM IUKJIOTEKCAaHOHA. Tak KakK OWIMKIMYEcKas TPYyMMa CIYXUT
ruipooOHBIM pparMeHTOM /ISl TOBEPXHOCTHO aKTUBHBIX COSAMHEHUMN, TIPOTYKTHI
aBTOKOHJICHCAIIMHA MOTYT CITY>KUTh B TIPOM3BOACTBE HHTHOUTOPOB KOPPO3HUH.

Lenp pabotrel: pa3zpaboTka MeToAa TOJy4YEHUS aMHHAa Ha OCHOBE 2-
[UKJIOTKCHITHICHITUKIOTEKCAHOHA U 2-IIMKJIOT €KCEHUIIITNKIIOTeKCaHOHA

JUist TOCTHKEHHS TTOCTAHOBJICHHOH IETM HEOOXOANMO PEUIUTh CIEAYIOINe

3a1a4n.

1. 0000IUTE, JHUTEPATYPy TO METOJaM IOJy4YCHHE AaMUHOB U3
KapOOHUJIBHBIX COCIUHCHMUIA,

2. ONpEeACIuTh  TEMIEPATyPHYIO o0JacThb CTaOWIBHOCTH  2-
UKJIOTKCHJIUICHIIUKJIOTE€KCaHOHA;

3. noo0paTh CUHTETUYECKUH METOA JUIsl TMOJy4YeHUs aMuHa U3 2-
[IUKJIOTKCHIJIMICHIIUKIIOTEKCAHOHA U MIPOBECTU JaHHBIN CUHTE3;

4, OTIPENIEIUTh CTPYKTYPY MOJYYEHHOTO aMUHA;

5. MIPOBECTH UCCIIEIOBAHNE 3aIIUTHOM CIIOCOOHOCTH MOTYyYEHHOTO aMHHA

110 OTHOILIIEHUIO K METAJIJIY B YCIOBUAX KUCIOTHOU KOPPO3HH.



1.TeopeTnueckas yacThb

1.1 IIpoayKThI ABTOKOHACHCAIIUN IIUKJIOTeKCAHOHA

CHHTE3 LMKIOT€KCAaHOHA OKHMCIIEHHMEM LMKJIOTE€KCaHa W JETHIPUPOBAHUEM
uukiorekcanona Ha npeanpustun OAO «KyHObieBA30T» CONpPOBOXKAAECTCS
oOpa3zoBaHueM X-MacioM.

X-Macio — NoOOYHbIN NPOAYKT CHHTE3a KalpoJjlakTaMma, B COCTaB KOTOPOTO
BXOJSAT IMKJIOTNE€KCAHOJ, IIMKJIOTE€KCAHOH, TIPOCThIE U  CJIOXHBIE A(UpPHI
[IUKJIOT€KCAHOHA U KapOOHOBBIE KUCIIOTHI, a TAaKXK€ MPOAYKTHl aBTOKOHEHCAIIUU
[UKJIOreKcaHoHa ¢ coaepkanuem 40-60 macc.%[32].

[IponykTel ~ aBTOKOHACHCAIIMM  MPEACTaBIsil0  coboil  cmech  2-
uKIorkeunuaeHuukiorekcanona (I) m 2-muknorekcenunuukiorekcanona (1) B

coorHoluenue 1 : 9.

I II

2-1IUKIIOT€KCEHMWIIMKIIOTEKCAaHOH ObLT BIIepBbIe moyueH Bamnaxom B 1896 T
MpU JUIUTETFHOM CTOSTHUM IMKJIOTEKCAHOHA C ATHJIATOM HATpHs, Ui yIoOCTBa
WCIIOJB30BAJIM Ha3BaHKE KeTOH Bataxa nimu keton W[36].

2-IMKITOTKCYJIHICHIIUKJIOTEKCAaHOH OB BIiepBbie TosydeH B 1942 t Puse, ot

CI0fla CJIEAYeT Ha3BaHHUE KeTOH Puze mim ketoH R.



1.2 BoccTaHOBHTE/IbHOC AMUHUPOBAHHE KETOHOB

Peaxuusa Jlenkapra-Bamiaxa — 5TO METOX HOJYYEHHS AaMUHOB IIyTEM
BOCCTAHOBHUTEJIBHOT'O  aMHHHMpPOBAaHUSA  KapOOHWIBHBIX  COCOUHEHUH  TIpH
B3aMMOJICUCTBUM MYpPAaBbUHOM WM YKCYCHOM KHUCJIOTBI € (OpMaMHJIOM,
(opMHATOM aMMOHMSI MJIM SKBUMOJISIPHOM CMECH MEPBUYHOTO JIMOO BTOPUYHOIO
amuHa. B xoze peakuun o0pasyrorcs aMuH B Bujie N-hopMHUIIbEHOTO MPOU3BOIHOTO,
KOTOPBIN MOBEpPraeTcs THAPOIHN3Y 0 CBOOOJHOrO aMmuHa (cxema 1) [24, 25, 26].

JUist monydeHus TEpBUYHBIX aMUHOB Oepercsi cooTHomienue 1 : 4
KapOOHUJILHOTO COEIMHEHHMS]I M MYpPaBbHUHOKHCIOIO aMMOHHUSA uiu (opmamuja.
N30bITOK aMMOHMS CIYXHUT JJis TOAaBICHUS OOpa30BaHWsS BTOPUYHBIX WIH
TpeTruHbIX aMuHOB[30].

Anudatudyeckue KeToHbl 00pa3yroT NepBUYHbIE aMUHBI ¢ BbIxogoM 30-8 %.
OpHako mpuU B3aUMOACHCTBUU aNM(PaTUYECKUX M aAPOMATHUYECKUX KETOHOB,
aMMHaKa U MypaBbHHOMN KHUCIOTHI BEIX0 cocTaBistet 50-85 %[30].

Peakmus Jlelikapra umeeT NOOOYHYIO PEaKIMIO — aJ0JbHYIO0 KOHEHCAIHIO.
Taxxke XecTKuE YCIOBHUSI NMPOBENCHUS CHHTE3a BO MHOTHX CIydasX MPUBOAAT K
OTrpaHUYCHUIO 00JACTH €€ MPUMEHEHHs, HAlpUMep, B PEaKIMU HE HCIOJIb3YIOTCA
0,[-HEHACHIILIEHHbIE ~ aNbJeruAbl M KeTOHBbl. K  HegoctaTkaM  OTHOCSITCS
JUTUTEIIBHOCTH MpoIiecca, OOJBIION pacxo 1 MypaBbUHON KUCIIOTHI U (hopMamuibl. K
IIPEUMYILECTBAM — IIPOCTOTA €€ MPOBEAEHUS U JOCTYITHOCTh UCXOJHBIX BELIECTB,
BBICOKHIA BBIXOJI IMPOJTYKTOB, KOTOPHI cocTabisieT ot 60 10 90 % [30].

Peakmus mpotekaer mpu Temmneparype B mHTepBasie oT 100 mo 200 °C.
PeakuinoHHyt0 cMech HarpeBaloT ¢ (QopMuUaToM WIH (HOPMAMHUIOM B pacTBOpE
(MypaBbHHAsI HJIM YKCYCHas KUCIIOTA) 100 O6e3 Hero, BHIXO MPOTYKTa COCTABISET
no 84 % [18, 19].

Peakius MOXeT IpOBOJUTECS KaK B paCTBOPUTENE, Tak U 0e3 Hero. Beibop
PAcCTBOPUTES SIBISIETCS] BAKHBIM 3TAIllOM B NPOBEACHUM CUHTE3d, TaK KAK UMEHHO

OH MOXET NOBIWATH Ha pe3yiabTaT mnporecca. Hampumep, B3anmonencTBue
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anetoeHoHa ¢ (GopMHaTOM aMMOHHUSI B MYpPaBbHUHOW KHCIOTE IMOKa3ald BBIXO]
npoaykra 77 %, Toraa Kak B 3TWICHTIINKOJE BBIX0 cHUkaercs 1o 10 %[35].

Bo3MOXHO mNpuUMEHEHHE KaTalu3aTOpOB TAaKUX KaK XJIOPHUAbl >Keje3a,
MarHusi,  UWHKa, cyabpaT  aMMOHMS,  KaTajau3aTopbl  TUAPUPOBAHUSL.
BoccTanoBuTenbHOE aMUHUPOBAHUE KapOOHWIBHBIX COEAMHEHHUH, COAeprKaliue
YyBCTBUTENIbHBIE TPYMIbl K BOCCTAHOBIEHHUIO, MPOXoauT. Ilpu ogHOBpeMeHHOM
coJiep KaHUK KETOHHOM U albJIETUAHON IPYIIIbI peaKIysl MPEeUMYyIIEeCTBEHHO OyieT
UATH 110 aJbJIECTUIHON TpyIIIe.

[Ipy  HMCMONB30BAHMM  TUIHUYHBIX  KaTaJM3aTOPOB  THIPUPOBAHUS
HaOIr01aeTCs CHIbKeHUE Temiiepatypsl peakiuu Ha 20-80 “C, yckopeHue mpoiiecca
B 10-12 pa3, moBbIlIEHHE BBIXOJA aMUHA. YUHUTHIBasg (PakT, YTO B HEKOTOPHIX
ClIydastX MpU MOHWKEHUU TEMIEpaTyphl U YCKOPEHUH Ipoliecca, (popMualibHbIE
MPOM3BOIHBIC AMUHOB HE MOT'YT SIBJISITHCS TICPBUYHBIME TPOIyKTaMu peakiuu [35].

Korpa pearent — dopmamu, to [omnmap u FOHr npeasioxkuiy cieayronyro

CXEMY PEaKIuu.

Cxema 1.
] OH H I|{
NG Rl H R |l H sosec R 4 N _ -
R C'0" +H,NCHO R ~C—N—CHO R SC—N—CHO —ig ™ g~ o -
Crout 3aMCTUTD, qTo CyIICCTBOBAHUC IMPOMCIKYTOYHOI'O

dbopMaMUIOCOCTMHEHUS JOKa3aHO Ha OCHOBAaHWUW HM3YUYCHHUS aBTOPAMH KPHBBIX
abcopOnmm peakImoHHOM Macchl B Y® 001acTu criekTpa.

Bogna, koropast BeImenseTcss Ha BTOPOM CTaiuu, MoaBepracT (GhopMaMul
TUAPOIU3Y, BCIEACTBHE 4Yero obpasyercss (GopMHUAT aMMOHHUS, KOTOPOH MOXKET
CIIY)KHUTh B Ka4eCTBE BOCCTAHOBUTEIBHOTO arcHTa. Eciu BBeCTH B PEaKIIMOHHYIO
CMECh BEIIIECTBO, CBS3BIBAIOIICE BOJY, TO MPOHU30MICT CHIKCHHE KOHIICHTPAIIUH
dopMuaTa HATpUs, 4YTO TMPUBEACT K CHIDKEHHIO BBIX0Ja (OPMHUATLHBIX

MIPOU3BOIHBIX aMUHOB [35].
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Taxxe B pe3ysibTaTe aMUHUPOBAHUS HAOJIOACTCS BBIIEJIECHUE JAHOKCHUIA

yriepoaa, KOTOpBIfI MOXKCT CIIYKUTb KPUTCPUCM JIA1 OLCHKH CTCIICHU IMPOTCKAHUA

peaxiuu[35].
Ha cxeme 2 mpencraBiena obimas cxema npoTekanus peakiuu Jlelikapra-
Bamaxa.
Cxema 2
H+
Ho & R, OHH Q;R
0 | 3 R . R SN
t% + PN—H R, I R, R, I &—R4'H() >ﬁ=N\ HCOJ{}{;?T§;R4-4£9L*
Rl/wRB R, Il{4 Rzu e o E ﬂ
/C 0
"/
R, R . R R, o
_€Co, _ r N—r, —1 }N\
H . R, R,

Peaknus Jleiikapta umeer moaudukanuio OmiBainepa-Kiapka, koropas
MO3BOJIIET BTOPUYHBIE aMUHBI MpeoOpa3oBaTh B TpeTHuHbIe (cxema 3). Peakuus
npoBojautcs npu temneparype 100 °C 10 MoiaHOro mpeBpalieHuss U BbLACIECHUS
auokcuaa yriepoga. Ha mepBoil cragum oOpasyercs T'MAPOKCUMETHIAMUH,
KOTOPBIA BOCCTAHABIUBAECTCS B COOTBETCTBYIOIIMN METUJIAMUH I10J ACHCTBHUEM

MYpaBbUHOW KUCIIOTHI, KOTOpasi OepeTcsi B U30bITKE.

Cxewma 3.

R3\N/R4

o)
o) o) H .
o, [HCOOH] N H,0/H
/C\ /C\
R, R R, R

2

1.2 BoccTaHOBJIeHHE KETOHOB

Crnenyromuii METOJT 3aKJII0YaETCsl B MIPOBEICHUE PEAKIIUA KapOOHUIIBHOTO
COEIMHEHUs C aMMHAaKOM B IPUCYTCTBUU KaTajau3aropa. B kauecTtBe kaTanuzaropa
UCTIOJIB3YETCSI HUKEb PeHes Wit MeTHO-XpOMOBBIN OKCHIHBIN Katamu3artop [1, 11].

Ha mnepBoit craguum oOpasyeTrcsi MMHUH, KOTOPBIM JIETKO MOABEpraercs

TUAPUPOBAHUIO C TIOCIIEIYIOIEM 00pa30BaHUEM MTEPBUYHOIO amMmuHa. Eciin amMmuaka
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HEeI0CTaTOYHO, TO TMPOMCXOAWT OoOpa3oBaHME aMHHAIA B  CICJICTBHE
B3aUMOJICHCTBHS aMHHA C TMPOMEXKYTOYHBIM HMHHOM. AMHHAIb B YCIOBHSX
peaKkuud MOXKET OTILEIUIATh MOJIEKYJly amMMuaka, oOpaszys JApyrod HMUH,
THJIPUPOBAHNE KOTOPOTO JaeT BTOPUYHBIN amuH [3, 6].

Yepe3 oOpa3oBaHHE OKCHMa, KOTOPBIH MOJBEpPraeTcs KaTaIUTHUECKOMY
THIPUPOBAHUIO WIH 00pabOTKOM aIFOMOTUAPUAOM JHUTHS. B ocHOBE 00pa3oBaHuUs
OKCHMa JIeXaT PEaKIUu HYKICODUIHHOTO TMPUCOCAMHCHUS K KapOOHWIBHOM

rpyIine, BCASACTBUE Yero MPOUCXOIUT OTIIeIieHHe Bobl (cxema 4) [10].

Cxema 4.
R2 R R + R R
AN 2 _ 2 H 2 . 2%
=0 =——= O == Jr-OH =—— JOH, === ~C=N—OH
+ - 1
R, R\ N“oH R N—on R'N—on  H:0
H, H H -

Cranus neruipupoBaHus — JUMUTUPYIOIIAs, MPOTEKaKoNas B HEUTPaIbHON
WIM LEJ0oYHON cpene. OQHAaKo eciau cpela Kucias, TO JIMMUTHUPYIOIIEH cTaauei
Oyznet npucoeauHeHue Hykineoduna (runpokcuiamuna). Ha 3nauenune pH Brnuser
OCHOBHOCTBH HYKJICOPWIHLHOTO aTOMa a30Ta, TO €CTh MPHUPOJA pearecHTa, KOTOPHIH
aTakyeT KapOOHMIIbHYIO IpyITy. JlaHHBIN Mpoliece MpoTeKaeT B CIIA00KHUCIION cpejie
[9, 21, 33].

Crnenyromas craaus - peaklys ¢ allFOMOTUAPUIOM. AIOMOTHUAPU]T JTUTUS —
HYKJICO(DMIBHBIN peareHT, MOCTABISIONINI BOJOPO/ BMECTE C MApOl AJIEKTPOHOB,
TO €CThb THUIAPUI-MOH. B BOCCTaHABIMBAE€MOM COCIMHEHHUE ITPOMCXOIUT aTaKa

antekTpodrIIbHOTO 1eHTa (cxeMa 5) [26].

Cxewma 5.
H , H
R, . NCO-n N NH,
> N—op LAH, /t 0. J\ )\
R, R, R, R, %Rz R, R,
-A1H3'
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1.3 MeToabl naAeHTU(PUKALMHA AMUHOB

AMUHOTPYIIITy MOXHO ONPEACIUTh KaK XUMHUYECKHUM, TaK M (PU3UKO-
XUMHUYECKUM HHCTPYMEHTAIBHBIM METOI0M. X UMHUYCCKUI METOJT OCHOBBIBACTCS Ha
aHAJTMTHYECKKUX peaknusx [12].

Tak B 3aBHCHMMOCTH OT KOJHYECTBEHHOTO COCPXKAHHs BOJOPOJA AMHHBI
JCIIATCS Ha TICPBUYHBIC, BTOPHUYHBIC U TPETHUYHBIC.

[TepBbiii U3 CcHOCOOOB OIpPECICHUS] aMHHA HMCIIOJIB3YETCS PEaKIHs C
a30TUCTON KHCIOTOW. B pacTBOpe COJSIHON KHUCIIOTHI a30THCTasi KUCIOTa 00pa3yeT

JAMA30TUPYIOLLYIO YaCTUILy — HUTPO3WIXiaopua. Peakuus npencrapieHa Ha cxeme 6

[41].

Cxema 6

HCI

H +Cl

HNO, +H" == H,NO,"

H,NO," + CI

HITI+=O + H,0
Cl

3aTeM HUTPO3UIXJIOPU BCTYNAET B PEAKIMIO C aMUHOTPYyNION (cxema 7).

Cxema 7
H H O H
| . I le | I | 1 [V+HCI -
R-N:+ HN=0 ——> R—N—N — —= R—N-N=0 ——— R-N=N—0H — | R-N=N)Cl
| -HCl }
H Cl H CI 2

I'me () — snekrpodmibHoe ipucoeaunenuid, (I1), - amumuauposanue, (I1I), -
neperpynmnupoBka, (IV) — mnpoTroHupoBaHue u OTIIEIUICHHE BOJbl. KOHEUHBIN
MPOAYKT — COJb AUA30HUA, OT KyJla U Ha3BaHUE PEAKLIHNH — AUa3aTOHUPOBAHUE.

«lTepBuuHble anndaTuyeckre aMuHbI 00pa3yIoOT KpailHe HEYCTOWYUBBIE COTTU

JMAa30HUS, KOTOPBIE Cpa3y pasJiararoTcs C BBIJCIICHUEM MOJICKYJIIPHOTO a3oTa»|41].
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Cxema 8

+
<R—NEN> Cl + H,0 —=H,C—OH + N,+HCI

Torga kak BTOPUYHBIE AMHHBI JAIOT PEAKLMIO O CTaAuu OOpa30BaHUS
HUTpPO30cOeANHEHM. JlalpHelas cTaaus HEBO3MO)KHA, TaK Kak HaOIrogaeTcs
OTCYTCTBHE IIOJIBUKHOTO aTOMa BOAOPOJa B 00pa3yloIIEeMCsl HUTPO30aMHUHE.

JlaHHas1 B3aUMOJICCTBUE HA3bIBACTCS HUTPO3UpoBanue [27].

Cxema 9
H H O
I ‘ I, | II H
R—N:+ HN=O R—N—N R—N—N=0
| | | | -HCI
H Cl H

Peakuyss a30THCTON KHUCIOTHI C TPETHYHBIMH adu(paTHUYESCKUMU aMHUHAMHU
JaeT HEyCTONYMBBIE TIPOTYKTHI.

CrnenyromuM XHMHAYECKUM METOJIOM SIBIISIETCSl PEAKINS B3aMMOICHCTBHS
KapOOHWIBHBIX COeIMHEHUH ¢ aMmuHaMu. [Ipy MX B3aUMOJICHCTBUU C MIEPBUYHBIMH
aMuHaMu oOpa3zyrorcst ocHoBaHus [Iudda. ITu coequHEHNS UTPAIOT BAKHYIO POJIH
B OpPraHUYeCcKOW XMMHU M aHATUTUYCCKOW XMMHH, OCOOCHHO NpH OOHApYXEHHUH
aNbJICTUIOB M KETOHOB [7, 8].

CTaObmIbHOCTh UMHUHOB 3aBHCHT OT WX CTPYKTYPBI: UMHUHBI, TIOJYICHHbBIC W3
amn(aTHIeCKuX aMUHOB M KapOOHWJIBHBIX COCJIMHCHUH, MCHEE YCTONYMBHI H
CKJIOHHBI K THIPOJIH3Y, B TO BPEMs KaK apOMAaTHYCCKUE UMHUHBI 00Jiee CTAaOMIBHBI
Oyaroapst CONPsHKSHUIO C ApOMAaTHISCKUMU crcteMamu [34].

Xpomodopnas rpynma, -N=CH- (asomeTmHOBas Tpymnma), OTBEYaeT 3a
OKpacKy MHOTHMX UMHUHOB. DTa IpyIIia MOXXET y4aCTBOBATh B CHCTEME COTPSKCHHUS
C apOMAaTHYECKUMHU KOJIbIIAMH, 4YTO NPHBOJAUT K TIOSBJICHUIO IBETa W3-3a

IIOIJIOMICHU CBCTA B BHI[HMOﬁ obmacTu CIICKTpa.
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Tect XuncOepra siBIS€TCS BaXXKHBIM METOJIOM B OPTraHUYECKOW XUMHH JJIst
pa3uyueHUs IEPBUYHBIX, BTOPUYHBIX U TPETHUUYHBIX aMUHOB. DTOT TECT OCHOBAaH Ha
pa3iMuusAX B PACTBOPUMOCTH NPOAYKTOB peakiuu [2]. BoT kak mpoucxomut
peakIus:

1. NEPBUYHBIE AMUHBI PEArupyroT C O€H30JCYIb()OHUIXIOPUIOM B
MPUCYTCTBUM  IIEJIOYH, 00pasys  N-amkuinOeH3oicyiabhoHaMua, KOTOPBIN

pacTBOPUM B IIIEJIOYH;

Cxema 10
Q I i
Il - .
— S—N—R S—N N
R—N] 4 e, i NeOH_ e
H ) - HCI O H -H,0 O H
2. BTOPUYHBIC aMHMHBI 00pa3yloT HEpacTBOPUMBIH B 1mienodud N,N-
TUATKUIOEH30JICYIb()OHAMU,
Cxema 11
Q I
Il
R1_ S—Cl ﬁ R NaOH
I
O - HCI O R2

TPETUYHBIE AMUHBI HE PEArUPYIOT ¢ OCH30JICYIb(POHMIXIOPUIOM, TaK
KaKk y HUX HET BOJOPOJa, CBSI3aHHOTO C a30TOM, W IOXTOMY HE O00pa3yroT

cynbpoHAMUT.

Cxema 12

wn=0_0
.EU

~
|
/Z
= \
J’_
o= |
a
T
a
o= |
OI
Z
o
J’_
=
Z
/
T
a
=
|
F%;
T
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OguH M3 OCHOBHBIX CHOCOOOB omnpeaenuTs amuH saBisercs MK-
CHEKTPOCKOIHS.

HK-cnekrpockonus:

— y nepBUYHBIX aMUHOB B MK-crniekTpax neMcTBUTENHbHO NPUCYTCTBYIOT
JIBE TI0JI0CHI Hornomenus B obmactu 3500-3300 cM !, KOTOpBIE COOTBETCTBYIOT
BaJICHTHBIM KOJIEOAHUSIM UnH. DTO CBSI3aHO C HAJIMYUEM JIBYX BOJOPOJHBIX CBS3EH
y aToMa a30Ta,

— y BTOPUYHBIX aMUHOB HaOJIOJAETCs OJIHA IO0JIO0Ca MOTJIOLIEHUs, TaK
KaK UMEETCs TOJIbKO OJIHa BOJOPOAHAS CBS3b,

- BOJIOPOJIHBIE CBSI3M JIEUCTBUTENBHO CABUTAIOT MOJIOCY MOTJIOIIECHUS B
CTOpPOHY 00Jiee HU3KUX YaCTOT.

Y®-ciekTpocKkonusi: TPOCThIE  HACBIIEHHbIE AaMUHBI TOTJIOIIAIOT B
KOPOTKOBOJHOBOM 00s1acTh, 0K0JI0 230 HM, 4TO 00YCIOBICHO T—T* MepexoIaMu.

[IMP-crniekTpockonusi:

- B [IMP-cnekTpe nu3THIIaMWHA BHIHBI CUTHAJIBI, XApAaKTEPHBIE IJIS
ANKUJIbHBIX 1ENEH;

- tpuriet ang rpynnsl CH3CHz- ipu 1.12 m.a. (MarHutHOE 10JI€e), 4T
COOTBETCTBYET 6 MPOTOHAM,

- kBaapymier s rpynnsl CHo- npu 2.64 m.a., 4To coOoTBETCTBYET 4
IPOTOHAM,;

- KOHCTaHTa CIIUH-CIIMHOBOIO B3aumojeiicTeus (J) pasua 7 I'1.

AMHHOTrpyHa OKa3bIBa€T MEHbIIIEE BIUSHUE HA CIABUT XUMHUUYECKUX CABUTOB
COCEIHHX IIPOTOHOB II0 CPAaBHEHHUIO C aTOMOM KHCIIOpOJAa WM TaJOreHamHu.
IIporonsr amunorpynnel NH; nnn NH, a Takke npOTOHBI THAPOKCUIBHOW TPYIIIBI
OH, MOryT mposiBISITECA B Pa3IWYHBIX OOJACTSIX CHEKTpPa B 3aBHCHMOCTH OT
pacTBOpUTENS, TEMIIEPATYPbl U KOHIIEHTPAIUU.

OTH XapaKTePUCTUKH CIEKTPOB HCIOJB3YIOTCS M HUACHTU(DUKAINHA U

aHaJIn3a CTPYKTYPbl AMUHOB.
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1.4 UHruOouTopsl KOppO3UHU

AMUHBI TIUPOKO HCIOIB3YIOTCS B KA4eCTBE WHTHOWTOPOB KOPPO3HH B
KHCITBIX cpemax. MoJIeKysIbl OpraHUYECKUX COCTMHCHUH MMEIOT CBOOOJHYIO Mapy
AIIEKTPOHOB, KOTOPBIE 00Pa3yIOT JOHOPHO-AKIIETITOPHYIO CBSI3b C METAJIJIaMHU.

Hcnonp3oBaHue OpraHUYECKUX WHTHOUTOPOB NMPUMEHSCTCS TPHU OTUUCTKE
OKHUCJIUTEIILHON TOBEPXHOCTH B KHCIIOH Cpejlie XUMUYCCKUM MeTojoM. M3aenme
NOTPYXKAIOT B pPAacTBOP CEPHOM W COJITHOW KHCIOT C JIBaAIATHIIPOIICHTHOM
KOHIIeHTpaluei. Jlo6GaBneHHbI HHTUOUTOP CIOCOOEH aacopOrpoBaThCs TOJIBKO HA
MOBEPXHOCTH METaJIIa, a TAKXKE HA €r0 KaTOHBIX IIeHTpax. OH TOPMO3HT KaTOAHYIO
PEaKINIo, U3 Yero CJIEAyeT 3aMeIJICHIE PEaKINH B 1eJoM. Tak Kak OpraHm4ecKoe
COCTMHEHHE HE a7ICOPOUPYETCs] Ha OKUCIUTEIBHOM TTOBEPXHOCTH METaslIa CIeIyeT
3aMeUICHHE pEakIuh B IeJoM. Tak Kak OpPraHWYecKOe COCAMHCHHE He
aJicopOupyeTCsi Ha OKUCITUTEIHLHOW TIOBEPXHOCTH METallia, a TAK)Ke Ha MPOIYKTaX
KOPPO3UU M HAKHUITH, TO CICIyeT 3aMeIJICHHE Peakiuu B meiaom [23].

JlobaBka MHTHOWTOpa B PAacTBOP KHCIOTHI MO3BOJIIET OYHCTUTH OKAIHHY,
pKaBUMHY, HAKUIb M JPYTHE 3arpsi3HEHUS C MOBEPXHOCTH MeTauia 0e3 3aMeTHOU
KOppO3WH. 3a CYeT JaHHOTO CIoco0a OYMCTKH TPEAOTBpAIlaeTCs TpPOoIece
BBIJICTICHUS BOJOPOJa, KOTOPBI B OTCYTCTBHM WHTHOWTOpA MOT OBl NMPUBECTH K

OIMTACHOMY HABOJIOPOKMBAHHIO M OXPYITYHHUBAHUIO cTanu [4].

Cxema 13

HHTHOUTOD

Fe,O, + 3HCI 2FeCl,; + FeCl, +4H,0;
Fe(OH), + 3HC] 2O e, + 3H,0;
CaCO, + 2HC] 2% o 4 Cl, + H,CO5;

Fe + 2HC| MO8 PeCl, + H,.

B CyaAOCTpOCHHUHU JId XMMHUYCCKOI'O TpPaBJICHHA YITICPOAMCTBIX cTrajeu B

Ka4yCCTBC I/IHFI/I6I/ITOpa IMXUPOKO HCIIOJB3YCTCA I'CKCAMCTHIICHTCTPpAMKWH, M3BCCTCH
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kak ypotporuH (CH2)eNs. Ero npumenenne HabmogaeTcsi B MEAMIIMHE B KAYECTBE
AHTUCENTHKA, B MUILEBON MPOMBIIUIEHHOCTH — KaK 100aBKa-KOHCEPBAHT, B OBITY —
CyXOW CIUPT.

C noBbllIEHWEM TEMIEPaTypbl 3aUIUTHOE JACHCTBUE HMHTUOUTOpA PE3KO
CHMJKAETCs 33 CUET YMEHBIIEHUS €r0 aICOPOLMH Ha TOBEPXHOCTH METAJLIA.

Ucnonb3oBanue 3((PEKTUBHBIX OPraHUYECKUX HMHTHOUTOPOB IO3BOJIMIIO
TPAHCIOPTUPOBATH KHUCIOTHl HEMOCPEACTBEHHO B CTAJbHBIX IUCTEpHaX, 0Oe€3
CTeKJISIHHBIX OyTbuIel. Kpome TOro, MHrHOMTOPBHI HCHONB3YIOT MPH KUCIOM
MPOMBIBKE KOTJIOB, TPYO ISl OYMCTKH X BHYTPEHHEH MOBEPXHOCTU OT HAKUIU U
P>KaBUMHBI.

N3HadansHO BOJOPACTBOPUMMBIE WHTMOUTOPHI MCIOIB30BAJIUCH TOJBKO B
3aMKHYTBIX IUPKYJSIIMOHHBIX CUCTeMaX. Takke OHU MPUMEHSIITUCH JJIs 3aIIUThI OT
KOPpO3UHU U TIPU MEPUOIMYECKON 3aMeHe cpeibl (IIPolecc TPaBJICHUS METAIOB B
KUCIIO0TaX). B Takux cuctemax MO>KHO TOYHO MOAEPKUBATD 3a/IaHHYIO 3aIUTHYIO
KOHILIEHTpaluo uHruourtopa. Ilo3xe B pesynapTaTe pa3pabOTKU ClEHUATBHBIX
7103aTOPOB OKa3aJ0Ch BO3MOYKHBIM HCIOJIb30BaHUE UHTUOUTOPOB U JUJIsl OOPHOBI C
KOppO3HEH B OTKPBITHIX LIUMKJIAX, HAPUMEDP, B TPAHCIOPTHBIX TPyOONpOBOJAX, B

CHUCTEMaxX CHaOKEHHUS ropsUeil U XOJ0HOU (HE MUTHEBOM ) BOOM.

1.5 Macc-cnnekTpomMeTpust

«Macc-criekTpomMeTpusi — 9T0  (U3UKO-XMUMUYECKHM METOJ] aHajIu3a,
3aKJTIOYAIONINIICS B TEpPEeBOAEC MOJIEKyd oOpaslia B HMOHHU3UPOBAHHYIO (PopMy C
MOCHEAYIONIMM  pa3/IeIcCHUeM M perucrpaunret oOpa3yrommxcss Mpu  ITOM
MOJIOKUTENIBHBIX U OTPHUIIATESIILHBIX HOHOB B BUE Macc-criekTpan[17].

[IpoBeneHre JaHHOTO METOAa MO3BOJISIET ONPEACIIUTh MOJIEKYISIPHYIO Maccy,
COCTaB U CTPYKTYpPY UCCIEAYEMOTO COEMHEHUsI. Macca caMoro TSKeJIoro CreKTpa
ABISCTCS.  MOJIEKYJSIDHOM  MAaccou  BemlecTBa. Pe3ynapTarel  acc-crekTpa
MPEACTABISAIOT B BUAE Irpaduka u Tadbnuisl. [Ipumep opopmiienns npeacTaBieH Ha

pucyHke 1.
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Pucynok 1 — Macc-cniektp

Ha rpaduxe mo ocu aGcumcc OTKIaAbIBACTCSl BEJIMUMHA OTHOIIEHUSI MAaCChI
MOHA K €ro 3apsy, a Mo OCH OpPJAMHAT — HHTEHCUBHOCTh, TO €CTh OTHOCUTEIILHOE
KOJIMYECTBO MOHOB JIaHHOTO BWJa. Ha pucynke 2 mpencraBieHa OjoduHas cxema

MacCC-CIICKTPOMCTPHUH.

Cucrema - Paznenenne ObpaboTka
HMounszauus Perucrpauus
BBOj1A HOHOB uHpopMalHH

A 4

» Cnekrp

Y

Komibior cp

Pucynoxk 2 — binoynasi cxema Macc-ClieKTpomMeTpa

«[1ns1 BepeHust mpoObI B MACC-CIIEKTPOMETP OOBIYHO MPUMEHSIIOT KaKOH-TH00
BUJ xpoMartorpadun. XoTs BO MHOTHUX MPpUOOpax €CTh BO3MOKHOCTH ISl TIPSIMOTO
BBOJIa 00pa3lia B MOHU3AIMOHHYIO Kamepy. Bo Bcex MaCC-CrieKTpoMeTpax UMEIOTCS
YCTPOMCTBA JIJISl MOHHU3AIMH TIPOOBI U pa3JieicHrsI HOHOB 10 BesimauHe M/Z. Tlocie
pa3AeneHusl Hy’)KHO JIETEKTUPOBATh MOHBI U U3MEPSITh UX KOJWYECTBO. TUITHYHBIN
KOJJIEKTOP MOHOB COCTOUT W3 KOJUIMMHUPYIOIIMX LIEJIEH, KOTOPBIE HAIPABIISIIOT B
KOJIJIEKTOP B IAaHHBII MOMEHT TOJILKO MOHBI OHOTO BHUJIA. [ 1€ OHU IETEKTUPYIOTCH,
a CHTHAJI JETEKTUPOBAHUSA  YCHJIMBAECTCSA  AJECKTPOHHBIM  YMHOXKHUTEJEM.

COBpeMCHHBIC MacCC-CIICKTPOMCETPBI YKOMINICKTOBAHBI CIICL AHAJIUM3WUPOBAHHBIM
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MpOrpaMMHBIM ~ 00ECIEYEHUEM: KOMIBIOTEPhl KOHTPOJIUPYIOT HAKOIUICHUE,
XpaHEHUE U BU3YAIIM3ALUIO JaHHBIX»[26].

Jl1st u30exxaHus HexeIaTeIbHbIX XUMUYECKUX PEAKIIMN MEXKY MOJICKYJIaMU
¥ MOHAMHM B MCTOYHMKE Nojjep:xxupaerca Bakyym 10°-10° mm pr.cr. Jns
MOAIEP/KAHMS MCTIOJIB3YIOT TaHAEM M3 MEXaHHUYECKUX HACOCOB, KOTOPBIE CO3AAI0T
HErNIyOOKMIl BakyyMmM, M Takue YCTpOHCTBa, Kak Ju(d(y3HMOHHBIE HACOCHI,
TypOOMOJIEKYJISIPHBIE HACOCHI, A30THHIC JIOBYIIKA U CIEIHAIBHBIX BEIIECTB —
COpOEHTOB (TETTEPORB), CO3AAIOIIUX TITYOOKUI BaKyyM.

BrinonaseMble 3agaun:

- ujeHTU(DUKAIINS BEIIECTB;

- XUMHUYECKHUI aHallu3 CMECEW BEIIECTBa;

— 3JIEMEHTApHbIN aHAIIN3;

- W30TOIHBIN aHaJN3;

- pa3zelieHre U30TOMOB.

OcHoBHYIO pPabOTy C Macc-CIEKTPOM HAYMHAIOT C YCTAHOBJICHUS IHKa
MOJIEKYJISIPHOTO MOHA.

«OOBIYHO B MacC-CIIEKTPE JTF000T0 OPraHNYECKOTO COCIMHEHUS MOSBIISIOTCS
ik ¢ maccaMu M+1 u M+2, gro cBsi3aHo. C M30TOIMHBEIM COCTaBOM DJIEMEHTOB,
BXO/ISIIIUX B OPraHUYEeCKOe coeNMHeHue. [ ynoOCcTBa AeMeHThl Ha3hIBAIOTCS A,
A+1, A+2 B 3aBUCHUMOCTH OT TOro, KaKOH H30TOII OHHM HMMCIOT ITOMHMO
OCHOBHOTO»[26].

«Macca M™ — 310 MOJEKy/sIpHAs Macca aHAJTU3UPYyEeMOTO COCIUHCHHS.
CooTHoOIIEHNE U30TOMHBIX MUKOB MO3BOJISIET YCTAHOBUTH IPUMEPHBIN 3JIEMEHTHBII
COCTaB, a HM3MEPEHHE TOYHOM Macchl M™ ¢ IMOMOIIBI0 MacC-CIIEKTPOMETPUH
BBICOKOT'O  pa3pellieHHs] — TOYHBIA AJIEMEHTHBIM COCTaB  COEIUHEHUSI.
OTHOCUTENbHAS MHTEHCHBHOCTh NHMKa M' TO3BOJSIET CHENaTh OINpPeIc/ICHHbIE
MPEANOJIONKEHNUS O €ro CTPYKType U NPHUHAMNICKHOCTH aHAJIU3UPYEMOIO
COEMHEHUS K TOMY WM HHOMY Kiaccy»[17].

AHanu3upyeMoe COCIMHEHUE MOXKET IOCTynaTh B Macc-CIEKTP B XOJe

xpoMartorpapuyeckoro pasneneHus. JJaHHbIN MeTOA SBISETCS OJAHUM M3 IIUPOKO
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HCIIOJIb3YEMbIX METOJIOB B OPraHMYECKOM XUMHUH. XPOMATO-MACC-CIIEKTPOMETPUS
couetaeT B ceOe PyHKIMU xpoMaTtorpaduu, TO €CTh pa3aeisaTh CMECH BEIIECTB, U
Macc-CIEKTPOMETPHUH, JAIOIIEH AeTabHYI0 HH(POPMALIMIO O MOJIEKYJISIPHOM Macce
U CTPYKTYPE MHIUBUIYaTbHBIX KOMIIOHEHTOB [35].

XpoMaro-mMacc-CIeKTPOMETPUs. MOKET ObITh Kak Tra3oBOW, Tak U
KUJIKOCTHOM. B mepBoMm ciydyae IOJBUKHOW CPENOW SABIISIETCS WHEPTHBIA Tas3-
HOCHUTENb, & HEMOJABM)XHOM (Da30il — 3achlllaHHOE BHYTPb TPYOKH M3 WHEPTHOTO
MaTepuajlia HAHECEHHOE Ha BHYTPEHHIO MOBEPXHOCTh KBaplEBOM TpyOKu-
Karuuisipa TBEPAOE BEILIECTBO, B 3aBUCUMOCTH OT PELIAEMbIX 3a/lay UMEIoLIee Ty
WM MHYI0 XUMHYECKYo nipupony [22, 30].

VYcnosus nposenenus [’ X-MC:

- aTMoc(epHoe JaBJIeHHE;

- temmeparypa ot 250-300 °C ( B HekoTopsix ciayyasx 10 400 °C)

— nuana3oH uaMepseMbix Macc oT 10 mo 850 a.e.m.

B ciaydae )KK-MC noaBu:xXHOUM cpeiol sIBISIETCS paCTBOPUTEIb-HOCUTEb, B
KayecTBE KOTOPOTO  BBICTYMAIOT  AlleTOHUTPWJ, METaHOJ, BOJa, CMECHU
pacTBOpHTENICH, a HEMOABMKHOM (ha30ii — TpyOKa-Kamuuisip, B KOTOpyro 3a0ut SiO;
win Al,O3 ¢ pa3BUTOlN OBEPXHOCTHIO, HA KOTOPYIO IIPUBUTHI KPEMHHUUCOICPIKAIINE
COCIMHEHUS, B 3aBUCHUMOCTH OT pellaeMbIX 3a/lad, UMEIOUUE Ty WIW HHYIO
XHUMHYECKYI0 ipupoay[35].

B03MOXHOCTH KHJIKOCTHOTO XpOMaTO-MaCC-CIIEKTPOMETPHUU:

— nuana3zoH uaMepseMbix Macc oT 20 1o 20000 a.e.M. u BhIIIIE;

— OporpaMMHUpPYEMOE HU3MEHEHHE TeMIIepaTypbl XpomaTorpaduyeckoil

KOJIOHKH JI0 TEMIIEpaTyphl KUTIEHUSI pacTBOpUTENsi, 00braHO oT 25 10 100 °C
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1.6 AMP-cnekTpockonus

CnekTpockomnusi  SIIEPHO-MArHUTHOTO ~ pE€30HAHCAa  OCHOBBIBAETCS  HA
M3MEPEHUU MArHUTHBIX CBOMCTB aTOMHBIX sifep. CHMHOBOE KBAHTOBOE YHUCIIO
aBisieTcss (pyHIaMEeHTaJIbHBIM CBOMCTBOM AaTOMHBIX SJAE€p M ONpeneseT HuX
MOBE/ICHNE B MAarHUTHOM I10JI€, a TAK)KE€ OH MOKET MpuHUMaTh 3Hauenus 0, 1/2, 2/3,
I wu omnpenensiercss 4YUCIOM TMPOTOHOB W HEUTPOHOB, KOTOPBIE SIBIISIIOTCS
coctasisitonuM siapa [37]. biounas cxema cnekrpockonuu SIMP npencrasieHa Ha
pHUCYHKeE 3.

SAapo MOXeT XapakTepu30BaThCS HYJIEBBIM WM HEHYJEBBIM 3HaueHueM |,
KOTOPOE 3aBUCHUT OT TOTO, CIIAPEHBI B AJIPE CIUHBI TUX YACTHUI] UJIU HET.

«dapa ¢ 4eTHBIM uYHMCIOM HelTpoHOoB M mpotoHoB (1ZC, 180) umeror
CyMMAapHbIil CTIUHOBBINA MOMEHT I = 0. fIapa ¢ HEeYeTHBIM KOJIMYECTBOM IPOTOHOB U
HEWTPOHOB 00JIAJAIOT ENOYHCIEHHBIM CIIUHOM sapa (Hanmpumep, I = 1 qua 13N,
%H). Haub6onee npuroaupiMu 1j1s1 criekTpockonuu SIMP oprannuecknux coeTMHEeHHH
SIBIIAKOTCS S1/IpAa U30TOINOB C HEYETHOM CYMMOM HEUTPOHOB U MPOTOHOB, UMEIOIINE
cymmapabIii ciud sapa 1= 1/2: 1H, 1F, 3P, 3¢, 15N, 120»[37].

Jlnga  onpeneneHuss CTPYKTYpPbl HEHW3BECTHBIX BEIIECTB COCTABIISIETCS
SMIIMPUYECKU HAUJCHHBIC KOPPEALMH MEXKAY CIEKTPAIBHBIMU IapaMeTpPaMH,
XUMHUYECKUM CIABUTOM M CIIMH-CIIMHOBBIM B3aUMOJCUCTBUEM, C OJHOU CTOPOHBI, U
cTpoeHHueM obOpasna — c apyroi. B satom momente SIMM — oyeHb XOpOUIWM
OTIPEICIIUTENb, C TIOMOIIBIO KOTOPOT0 MOYKHO IOJTYYUTh OOIMPHYIO HH(GOPMAIIHIO.
3HayeHHUE CJIBUTa IIO3BOJISIET OMNPEACIUTb, B KAaKOM XHMHYECKOM OKpPY>KCHUU
HAXOJUTHCS PO, NAIONIMA PE30HAHCHBIM CUTHAJI, @ UHTEIPUPOBAHUE CIEKTpa —
OTHOCHUTEJIBHOE KOJIMYECTBO MPHUCYTCTBYIOUIUX SAEP. 3a CUET CIHH-CIIMHOBOTO
B3aUMOJICMCTBUS TMOSIBIISIETCSI BO3MOKHOCTb ~ OINPEIEIUTh TMOJOXKEHUE SAEep
OTHOCHTEJIBHO  ApPYyr  JApyra, MOCKOJbKY  KOHCTAHTa  CHUH-CIIMHOBOTO

B3auMoIeicTBHS | 3aBUCUT OT uuncia u Thma cBsi3ei [5, 31].
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Pucynok 3 — npuHuunuansHas 6aoyHas cxema AMP — ciektpockonuu
1-cunbHBIN MarHuT; 2 — reHepaTop paiio4acTOTHOTO U3JIy4YeHHUs; 3 — perucTparop pe3oHanca; 4
— aMIIyJa ¢ aHAIM3UPYEMBIM BEIIECTBOM.

AMITysia TMOMeEIIAeTCsl MEXKIY TOJIFoCaMM MarHuTa 1, KOTOpBIA cO3JaeT
NEPEMEHHOE MarHUTHOE IMOJie HAPsHKEHHOCThI0O Ho, BHYTpU KaTyIIKK Te€HepaTopa
2, co3lalIMi MepeMEeHHOe MarHUTHOE TMoJie HampshkeHHocThio Hi, m ObIcTpO
BpallaeTcs C LEJIbI0 YBEJIMUYEHHUSI OJHOPOAHOCTH noJi. s 3anucu criektpa [IMP
noctatouyHo 0,4 M1 KHUJKOTO BEHIECTBA MJIM PAcTBOpPA BEIIECTBA B MOJIXOMISIIEM
pactBope ¢ koHueHTpamuei 0,2 monb/i. Tak kKak pacTBOp HE JOHKEH HMETh
COOCTBEHHBIX MPOTOHOB, UCIIOJIB3YIOTCS JEHTEepUPOBAHHBIE PACTBOPUTEIH.

«CHATHE CIIEKTpa B PEXKUME IIMPOKONOJOCHOM «pa3BA3KU» OT MPOTOHOB
NPUBOJIUT K BO3HUKHOBEHHIO simepHOro sddexra Oepxaysepa (S130), koTOpHIit
II03BOJIIET HE TOIBKO MOJABUThH CIMH-CHOMHOBOE B3ammojeiicteue “C-'H. HO u
CYIIECTBEHHO (70 3-X pa3) yBEIUYNUTh MHTEHCUBHOCThH CUTHAJIA.

B To ke BpeMs aTOMBbI yriepojaa, He UMEIOIINE NPOTOHOB (YeTBepuuHble C-
aTombl. IHOT1a HA3BIBAIOT «y3JIOBBIE ATOMBI YIJIEPOJa»), HE MMOKA3bIBAIOT YCUIICHUS
3a cueT 120 u Bcerga UMEOT HU3KYI0 HHTEHCUBHOCTB. B 00111eM, B CIEKTPOCKONU
SIMP 13C unrerpanbHble HHTEHCHBHOCTU CHUTHAJIOB HE IPOMOPIMOHAILHBI YHCIY
COOTBETCTBYIONIUX aTOMOB yriepoaa»[40].

OO1ue nmpaBuIa MHTEpIpeTanuu crnekrpos BC:

- XUMUYECKHE CIIBUTH 3aBUCAT OT THOPUAN3ALIMY aTOMA YIJIepoa, a TAKKE OT

QJICKTPOOTPpHUIATCIIbHOCTHU U MEHBIIICH CTEIICHU OT I[HaMaFHHTHOﬁ AHNU30TPOIINH,
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- IHTEHCUBHOCTh CUTHAJIOB YETBEPUUYHOI'O aTOMa YIJIepOJia HU3Kas;

- JUIsl CIIEKTPOB TMOJE3HBl YpPaBHEHUS AaJJUTUBHOCTHU ISl 3aMEIEHHBIX
COCIMHCHUM;

- Ha BUJ] CIIEKTPa BIIUSIET PACTBOPUTEIb.

Jljist anKkaHOBBIX YIJIEBOJOPOAOB HAUMHAIOT HabmoaaTbes oT = 0 go 60 m.1.
AJKuIMpoBaHre OOBIYHO CMEIIAeT CUTHAI B ciiaboe mose [26].

«Konnepas NH2-rpynmna, cBs3aHHas ¢ aJIKUIBLHOM 1IETIOYKOM, CMEIAeT CABUT
atoma C-1 BneBo npumepno Ha 30 m.1., atoma C-2 — BiieBo Ha 11 m.1. u atoma C-3
— BIOpaBO Ha 4 M.J. MO CPAaBHEHUIO C AHAJOTMYHBIMU CUTHAjJaMU ajKaHoB. N-

AIKUJIMPOBAHUE TIPUBOIUT K yBenudyeHuto casura C-1 B ciadsie nossin[40].

1.7 Metona droma.

Meton JlroMa TO3BOJIIET OMPEICIUTh COACP)KaHWE a30Ta B OPraHUYCCKOM
coeHeHre. DTo BbICOKOoTeMIiepaTypHbid mporecc (t > 900 °C) pasznoxxenus u
UCIIAPCHHE OPraHWYeCKOrO BEIIECTBA B MMPHUCYTCTBHHM  KaTaJM3aTOPOB, C
MOCIICYIOIIMM €r0 BBICOKOTEMITEPaTypHBIM OKHCIICHHEM KHCJIOPOJIOM OKCHJIOB
METaJJIOB, TJIABHBIM 00pa30M MeIH, HUKEJsI, KOOalbTa U IPYTUX, UIIU UX CMECEH B
TOKE JHOKCHAA Yyriepojla WM HWHEepTHOro rasa. J[laHHBI MeToj TpocT B
UCIIOJIb30BAaHUKM M aBTOMATH3HUPOBAH, a TaK)KE MEHEE 3aTpaTeH 10 BPEMEHHU B
cpaBHeHuU ¢ meTtogoM Keenpnans [13,14].

B paznuunbix MoauduKanusx TPUMEHSIOT H00aBIECHUE K TOKY HHEPTHOTO

raza oco00 4UCTOro Kuciaopoja (ypaBHeHue 1):

CmHNOpNz + CuO = CO, + H,0 + N2 + NOX + ... + Cu (1)

Okcupl a30Ta BOCCTAHABIMBAIOTCS 3a CUET MPOITYCKa MPOAYKTOB CrOpPaHUs
HaJl METAUIMYECKOW Menbl0. Takue IMpOAYKThl CrOpaHHUs, KaK YIJIEKUCIbIN ras,
BOJlY, OKCHUJIbl CE€pbI, TAJIOTE€HbI U JIPyrue, MOrJIONIalT COPOCHTaMU U U3MEPSIOT

BBIACIMBHICCCA KOJIUMYICCTBO a30Ta, HAIIPUMED, O6"I)€MOMCTpI/I‘-IeCKI/IM MCTOOOM.
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AHanmn3 MOXET IMPOBOAUTHCA PYYHBIM METOJOM WA C HCIOJIb30BAHUEM
aBToMaTudeckux npuoopoB. Ha puc.4 npencraBieHa NpUHLMIHAIbHAS CXEMa

npubopa AJis ONPEeNICHUs a30Ta PyYHBIM METOJIOM.

AN

Pucynoxk 4 — Cxema npubopa Jist pyqHOTO ONpeAesieHns a3oTa 1o meroay Jlroma
1- WCTOYHUK YIJIEKHUCIIOTO ras3a; 2 — KBapieBas TpyOKa /Ui CKUTraHus; 3 — 30Ha
aHanusupyemoro oopasua; 4 — 3oaa CuO u Cu; 5 — neup; 6 — mukpoazometp; 7 —
YpaBHUTEIBHBIN COCY]T

[TpuGop BakyyMHPYIOT ¥ 3alOJHSIOT YIIACKHUCIBIM Ta30M i TOJHO
BBITECHEHMSI BO3/lyXa, IOCJE€ Yero BKJIOYalOT HarpeB 3 u 4 30H. B 3omy 3
MOMEIIAETCS aHaau3upyeMoe BenlecTBO. [IpoAyKThl pa3noxkeHus 3a CUeT TOoKa
MEPEHOCATCS B MHUKPOA30METP, HUKHASI 4acCTh KOTOPOTO 3arlOJIHEHUS LIEJIO0YblO,
MOTJIONIAEMOM THOKCHUJ YIJIEpOJa, BOJY U MPOUYMe MPOJIYKThl CrOpaHus, Kpome

obpasma.
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1.8 AHasMTHYeCcKOe onpeae/ieHUe YIiiepoaa U BOA0OPoaa

Jlist onpenieneHust KOJIMYeCcTBa yriaepoJa U BOJOPOAA UCIIONb3YIOT PEAKIUU

OKHUCJICHUS, POTEKatolue 1o ypaBHeHusM (2) u (3):

C+0,=CO0O2 (2
H2 + 1/202 = H20 (3)

Maccy MmonaydeHHBIX IMOKCHAA YIJepojJa U BOJBI OMPEACISIIOT BECOBBIM
METOJOM, JIJISl 3TOT'O UCIOIB3YIOT MOTJIOTUTENH. 1151 YIJIEKUCIOTo Ta3a — pacTBOp
rUApoKcuaa Oapusi ¥ M3BECTKOBOW BOJOM, HATPOHHOW HU3BecThIO (cMmech 83 %
Ca(OH), 5 % NaOH u 12 % H>0).

Bona mnornomniaercs 0€3BOJHBIM MEPXJIOPATOM MarHus, KOTOPBIH TIO
WHTEHCUBHOCTH OCYIIAIOIIETO NeUCTBUS OJIM30K K okcuy docdopa (V), onHaAKO OH
UMEET TMPEUMYIIECTBO MOBTOPHOE MCIOJIB30BaHHUE TMOCie O00€3BOKHBAHUS TPH
temrieparype 200 °C B Bakyyme. Takke B KauecTBE IOTJIOTUTENS MOXKET
UCIIOJIb30BAThCs, HAIIPUMED, XJIOPUJ KaTIbIIHS.

JIist coKUTaHWsl MaJloTO KOJIMYECTBA HCCIIEyeMOro BelecTBa 0e3 moTephb
ra3000pa3yonux MpoyKTOB TOPEHUSI €r0 CMEITUBAIOT C OKUCITUTENEM, MTOCIIE YETO
MOJIBepraroT HarpeBaHuio. JlJis JaHHOTO Tpoliecca HeNb3sl MCIOJIb30BaTh CHUIIHLHO
aKTUBHBIC OKUCIIUTEINHN, TaK KakK 3aTpyAHSAETCS mpoliecc ynaBnuBanus. Hampumep,
MIPU MCTIOJIB30BAHUM XJIOpaTa Kajus W HarpEeBaHHH CMECH MPOUCXOUT BCIIBIIIKA,
rpaHdyanias co B3peIBOM. [[oATOMY KpaliHe Ba)KHO HCIIOJIH30BAaTh MaJOAKTUBHEIC
OKHUCJIMTENH, ICUCTBYIONINE JIUIIb IPH 3HAYUTEILHOM TOBBIIIICHUU TEMIIEPaTypHhI,
YTO TO3BOJIAET, W3MEHSSI TEMIIepaTypy, PETYJIHpPOBaTh CKOPOCTh OKHUCICHHUS
oprannmdeckoro BemectBa. OOBIYHO B KaUE€CTBE TAKOTO OKUCITHUTENS UCTIOIB3yeTCs
okcun meau (1) [15].

CymiecTByIOT Makpo- HW MHUKPOAHAIUTUYECKUNW METOABI OMpeIeleHuUs
yriiepoja u Bojiopojia. [lepBbiii MeTO/ B CBOE BpeMs JI0OBEJ A0 COBEPIICHCTBOBAHUS

10. JIubux, KOTOpBIN 3aK/IIOYaeTCs B CICAYIOIIEM: HMCCIEIyeMOE BEIIeCTBO HE
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CMEIIMBAIOT C OKHUCJIMTENEM, a B3BEMMBAIOT B (hapdhopoBOM WM IJIATUHOBOMU
JO0/I0YKE, KOTOPYIO MOMENIAIOT B CHEIUATbHYI0 TPYOKYy, B KOTOPON MPOUCXOJUT
npoiiecc cxkuranusi. TpyOka 3amojiHeHa 36pHUCTBIM OKCUJIOM MEH, YACPKUBAEMbII
IBYMsSI MaJICHbKUMHU CHOUpPaIbKaMH, CAECIaHHBIMH M3 CBEPHYTOM MEIHOM CETKHU.
[ToBepXHOCTH CriMpasieK NMpPeABAPUTEIILHO OKUCIEHBI. B MPOTUBOIIOI0KHBIN KOHEI]
BCTaBJISIIOT O0JIee NIMHHYIO CIIUPATIBKY TaK, YTOOBI MEK/Ty HEW U CJI0EM OKUCIUTEIS
OCTaBaJICs TMPOMEXKYTOK JiuHHEee ¢aphopoBoil JOJOUKH. 3aTeM TpyOKa
MIOMEIIAETCS B M€4Yb, B KOTOPOU MPOUCXOAUT CKUTAHUE BEUIECTBA, U TPU MOMOIIU
Kay4yKOBBIX TPOOOK CO BCTaBJICHHBIMU B HHUX CTCKISHHBIMH TpPYOOUYKaAMHU
COCJMHSIOT €€ KOHIbl C TMPEeIBapUTEIbHO B3BEIICHHBIMHU MOTJIOTUTEIbHBIMU
npudopamu [20].

MukpoaHaluTHIecKoe ompeneneHne Obl1o ocymiectsieHo IIpernem. Ilo
JAHHOMY METO/IbI TTaphl BEIIECTBA OKUCIISIIOTCS 32 CUET MPOIMYCKAHUSI UX B CMECH C
KHUCIIOpoIoM depe3 HarpeThiid 10 750 °C ciiolt cMecH, COCTOSIIEH U3 OKCHIa MEIU U
XpoMarta CBUHLA. Y CTAHOBKA BKJIFOYAET:

1. MCTOYHUK ra3a;

2. KBapLEBYIO TPYOKY JUIsl COKUTAHMSI, KOTOpasi 3aM0JIHAETCS cepeOpsHOM
ITPOBOJIOKOM U YHUBEPCAIbHBIA OKHUCIUTEIBHON CPEAOM;

3. MOTJIOTUTEIbHBIE TPYOKH.

Opnako mocne ObUT MPEANIOKEH «IUPOIUTHYECKOE COMXKEHHE», KOTOPOE
Oomee yHUBEpCAIBHO U OBICTpee mpoTekaeT, yeM meton 1o [Ipermio. Cyth MeTona
3aKJIIOYAeTCsl B TOM, YTO TpyOKa HE 3alOIHEHA OKUCIUTEIIEM U COXOKCHHE
MIPOUCXOJIUT 32 CYET Tra3000pa3HOT0 KUCIOPO/Ia, TAKKE U MOBBINICHA TEMIIEpaTypa
30HBI OKWCJEHUS. B maHHOM MeToje coueTaroT OOJbIIHME CKOPOCTH KUCIOPOIa B
HEOOJIBIIIOM KOHTEIHEPE, TOMEIIEHHOM B 30HY Pa3JIOKECHUS TPYOKH /TSI COKKEHUSI.
PeakninonHocnocoOHble Tra3000pa3Hble MPOAYKTHI MHUPOJIM3a HA BBIXOAE W3
KOHTEHHEpa TMOYTH  TMOJHOCTBIO  OKUCISIOTCS  W30BITKOM  HAKaJIeHHOTO

ra3oo0pa3Horo kuciopoza [20].
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1.9 I'azoxpomarorpaguveckuit MeTox

l'azoBast xpomarorpadusi — 3TO METOJ pa3lefieHus, aHalu3a BEILECTB,
KOTOpBI OCHOBBIBAETCA HA PA3IMYHOM CKOPOCTH UX IABW)KCHUS B CTALMOHAPHOU
(daze mox Bo3AeCHCTBUEM MOABUKHOU (ha3bl, KOTOpask HAXOJIUTCSA B COCTOSIHUM rasa
WM Napa — MHepTHbIN Ta3. HenmoasuxkHas (aza — BHICOKOMOJEKYISIPHAS )KUJKOCTb,
3aKpeIUICHHAass Ha ITOPUCTBIA HOCUTENb WJIM HAa CTEHKU JJIMHHOW KalWUIIPHOU
TpyOku [42, 21].

[lpyHun ~ ra3oBod  Xxpomarorpauu  OCHOBaH  Ha  pa3JIMYHBIX
B3aMMOJICUCTBUSIX MEXYy aHaJU3UPYEMBbIM BELIECTBOM M HEMOJBHXKHOU (ha3oi.
OTH B3aMMOJICICTBHUS BIUSIOT HA CKOPOCTh MPOXO0KICHHS MOJIEKYJ BEILIECTBA YEPE3
KOJIOHKY, paszensas KOMIIOHEHThI. 110 mepe mpoxokaeHus KaXJa0oro KOMIIOHEHTa
yepe3 KOJIOHKY OH YJIAaBJIMBAETCS U OIpeeNsieTcs Ha Beixone xpomarorpada. Ha
pHUCYHKE 5 mpejcTaBieHa cXeMa ra30Boro xpomarorpaga.

["a3oBast xpomartorpadus HIIMPOKO HCIOJB3YETCS B pa3iMuYHbIX 00JacTsX,
BKJIFOYAsl aHAJIU3 IUIIEBBIX MPOAYKTOB, (apMaleBTHUKY, MEAMLMHY, SKOJOTHIO,
HepTEXUMHUI0O M MHoroe jpyroe. I'a3oBas Xxpomarorpagusi IO3BOJISIET
AQHAJM3UPOBATh  CIIOKHBIE CMECHM BEIIECTB C BBICOKOM TOYHOCTBIO U
YyBCTBUTEJILHOCTBIO.

[IpenmymiecTBaMu  ra3oBol  xpomaTtorpauu  [BISIOTCS  BBICOKas
pas3zenuTenbHas CHoCOOHOCTb, CKOPOCTh aHAJIN3a, BO3MOKHOCTh pa0OThI C MAJIBIMU
o0bemMamMu Ipod M HAJTUYME IIUPOKOTO CHEKTpa JIeTekTopoB. Kpome Toro, merton
OTHOCHUTEIBHO TPOCT B HCHOJB30BAaHUHU, a IMPOLECC aHaIM3a MOXKET ObITh
aBTOMAaTU3UPOBAH.

B menom razoBas xpomarorpadus — O3TO MOIMHBIA W  IIHPOKO
pPaCIpOCTPAHEHHBIM METOJl aHAJIW3a BEIECTB, MO3BOJIAIOIINN IOJYYUTh TOYHBIE

JaHHBIC O COCTABC U COACPKAHNN KOMIIOHCHTOB B PAa3JIMYHBIX o6pa3uax.
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Pucynok 5 — [IpunnunuanbHas cxema razoBoro xpomarorpada:
1-cucreMa MoAroTOBKU T'a30B; 2 — CHCTEMa JIO3MPOBAHUS;, 3 — KOJIOHKA; 4 — CHCTeMa
TEPMOCTATUPOBAHMS; 5 — CUCTEMA JCTCKTUPOBAHUS; 6 — OJIOK MUTaHUS AETEKTOpa; 7 —
YCHJIMTEIIb CUTHAJIA JCTEKTOPA; 8§ — perucTparop (CaMOMMCeI/KOMIBIOTED); 9 — u3mepurenu
pexxuma xpomatorpada (pacxo]1 ra3oB, cTabUIU3aIUs TEMIIEPATYP U SJICKTPUUECKOTO MUTAHUS
JIETEKTOPOB)

BriBoxi: B TaHHOM paszjesne ObUTH pacCMOTPEHBI METO/IbI CUHTE3a aMHUHOB Ha
OCHOBE KapOOHUJIBHBIX COCIWHCHHM, a TaKXe METOJbI OINpEeISICHUS CTPYKTYpPY

OpPraHn4CcCKOIro BCUICCTBA.
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2.Pe3yabTaThl M HX 00CYKIACHUE

2.1. CuHTe3 2-IUKJI0re KCHJINACHIIMKJIOTeKCAHOHA

OObekTaMu HccleIoBaHUs B JaHHOW paboTe ObLIM MPOAYKTHI CHUHTE3a
a30TOCOJEpKAILINX COCAUHEHUN HAa OCHOBE KE€TOHA Pu3e M u3ydyeHue UX CBOUCTB,
KaK UHTUOUTOPOB KOPPO3UHU.

[Ipoaykramu aBTOKOH/ICHCAIIH LUKJIOT€KCaHOHA SBIISIIOTCS
[UKJIOT€KCUJIMJICHIIUKIIOTEKCAHOH-2 M IUKJIOTeKCEHMWIIMKIOreKkcaHoH-2. Keton
Puze Obul moyyeH peakiueil >TMMUHUPOBAHUEM B [J-XJIOPDKETOHE B MPUCYTCTBUE

Et,0O ¢ meTunatom HaTpus ipu MOHMKEHHBIX TemnepaTypax (0-10 °C).

Cxema 14

0 O
Cl
CH;ONa/ EtZO‘
t<10°C

HOJIy‘-IGHHBIﬁ KETOH SBIISIETCA O€JIBIM KpUCTAJULIMYCCKUM BCHICCTBOM,

HEYCTOMYHBO K U30MEPU3ALIUU ITIPY KOMHATHOM TEMIIEPATypE U BBILIE.

2.2 KuHeTrHyeckoe HCCJIeJOBAHHE  HM30MEpPU3AUUM  TNPOAYKTOB

ABTOKOHACHCAIIMHU ITUKJIOTCKCAHOHA

Jls ONPEICIICHUS YCIIOBUU CHUHTE3a 6-1IUKJIOTreCUI- /-
azabunukio[4.1.0Jrentan  OBIO MPOBEACHO KHHETHYECKOE  HCCJIEOBAaHUE
HM30MepHU3aIin [UKIJIOTEKCYITUCHIIMKIIOT€KCAaHOH-2 B
[UKJIOTEKCEHUIIIUKIOTeKCaHoH-2. Kak u3BecTHO, H30Mepu3alus HaYMHAET
MIPOUCXOAUTD MOJT BO3JICHCTBUEM TeMIIEPATYPHI.

B kauectBe pacTBOpHUTENS OBUT ITOJ00PaH ITUMETUIIICTAMU/I, BbIACPKAHHBIN

Ha LI€0JIUTaX, UMEIOLIUN Temneparypy kuneHust 165 °C.
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KpuBas n3smeHeHus KOHIIEHTpaluuu keToHa RrpeacTrasiena Ha pucyHke 6. 13
pUCYHKa BHJIHO, YTO KE€TOH R yMeHblaeTcs BO BpPEMEHHM MNPONOPLUUOHAIBHO

oOpazoBanuto kerona W. Crenens npeBpaienus ketoHa R coctasuna 85,6 %.
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Pucynok 6 — rpaduk 3aBUCUMOCTH KOHIIEHTpAIMK 30MepoB keToHa R u ketona W ot
BPEMEHH TIPOBEICHHS PEAKIHH
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Pucynox 7 — rpauk CKOPOCTH peakiiy EPBOTo MOpsIKa
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N3 pucyHka 7 KOHCTaHTa CKOPOCTH PAaCCUMTAHA KAaK TAHICHC yIJVIA PaBHBIN
0,0334 mun.

[lo pesynbpTaTaM AaHHOTO HMCCIEAOBAaHHUS MOKHO IPUUTH K BBIBOLY, YTO
peakuus Jlelikapra-Bannaxa He MOAXOIUT, TaK KaK B YCIOBHUSIX 3TOU peakiuu Oyier

MPOUCXOIUT U3oMepu3anus kerona R B keton W.

2.3 CuHTe3 2-MUKJI0Te KCHJIUACHIIMKIOTe KCOKCHMMA

B kayecTBe MPOMEKYTOUHOTO MPOJYKTa B JAaHHOM CHHTe3€ Oan MoJy4yeH
OKCUM R, KOTOpPBIN BCTYyNaeT B peaKIMIO0 BOCCTAHOBICHHS AJIFOMOTUIPUIOM JIUTHS,

BCJICACTBHUEC YCTO 06p213y€TC$I AdMUH.

Cxema 15

O N

NH,OH-HC1
/ 2 d - /

6/8 CH,CO,Na / H,0

CTpoeHHe MONy4eHHOTO OKCHMa OBUIO TOATBEPKIEHO CIEKTPOCKOMHUEH
SIMP 13C u IIMP 'H. Ha pucynkax 8 u 9 npeacTaBieHbl CrIieKTpbI s keTona W, Ha
9

pucynkax 10 u 11 — nnsa kerona R.
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PucyHnok 8 — Criextp IMP *H oxcuma W, 400 MI'ni, pactBopurens — JIMCO-d6,
BHyTpeHHUH cTtangapt — TMC, 297 °C
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Pucynok 9 - Cnextp IMP *C oxcuma W, 100 MT'n, pactBopurens CDCl3 297 °C
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Pucynok 10 - Cnextp SIMP 'H oxcuma R, 400 MTI'n, pactBoputens —DSMO,
temreparypa 297 °C

2-1Kiorekcenmukiorekcanod. SIMP 1H(300 MI'Ll, CDCI3), 6, m.x.:
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Pucynok 11 - Crexrp IMP *C okcuma R, 100 MT'n, pactBopurens DMSO, 297 °C

2-1MKIIOreKCeHWIIMKIorekcanokcuM. SIMP *H (400 MI', CDCI3), §, m. a.:
5.54 m (1H, CH(y), 1.79-1.39 m (2H, CH2 (98,1-3)), 1.86-2.26 m (2H, CHz(0,7,10)), 2.64-
3.01 m (1H, CHy). AMP *3C (100 MI'u, CDCl3), 8, m. a.: 160,61 C°, 136.09 C°,
122.93 C1!, 48.98 C*, 30.27 C’, 26.86 C3, 25.26 C12,24.00 C°, 21.88 C®°.

2-nuKIoreKkcunaeHnuKorekcanokeum. AMP H (400 MI'u, CDCI3), §, m.
n.: 1.27-1.76 (2H, CHa-28-10)), 2.18 (2H, CHa7,11)), 2.22-2.56 (2H, CHy3)). SIMP
13C (100 MI'u, DMSO), §, m. 1.: 157.00 C®; 136.29 C*#; 125.54 C5;31.24 C3, C/, C*;
29.80 C?, C8, C19; 28.42 9 26.13 C°; 24.73 C8.
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2.4 CuHTe3 6-uKI0reKcnI-/-a3adbunukiiol4.1.0jrenrana

A3oToconepKalye COEAVMHEHUS HAa OCHOBE HENPEAENbHBIX KETOHOB
CUHTE3UPYIOTCA B ycioBuAx peakuuu Jlehkapra-Bamnaxa, oaHako npu
MTOBBIIIEHHBIX YCIOBHUIX IPOUCXOAUT U30Mepu3anus keTtoHa Puse B keton Bannaxa,
4YTO B JaHHOM IIpouecce HexenaTenbHo. [ m30exaHuss JaHHOW CUTyaluH
UCIIONB3YIOT TMpPOLECC BOCCTAaHOBIEHUsS. CTpPOEHHE MOJYYEHHOrO IPOAYKTa

MOJITBEPIKICHO METOJaMU Macc-criekTpockonuu U SIMP-cniektpockonuu(puc.12)

Cxema 16

HOL

zT

p LIAH,

abce. Et,0, t °C

ITo wmacc-cnektpy M™=179 r/monb, C=80,65 %, H=11,76 %. Ilo
azotoonpaenutento N=8,12 %. M3 mnonydeHHBIX [aHHBIX TOJY4YHIU OpYyTTO-
dopmyny C12HzoN, kotopoit coorBeTcTByeT M=178 r/™M0IIB, OT Ky/a CIEAYET, YTO

oJuH TpoToH ocTtaetcs Ha NH-rpymnmne.

[Ipennonaraemeli MEXaHW3M CHHTE3a JIAHHOTO MPOJYKTAa CBSI3aH C

neperpynmnupoBkoit Hebepa.

- | ] |

|‘ I ‘
/\ | UUNM I | J [\ I‘\ ( ]
VOV N e M nethemaemditth e N W AN ;
™

mAAL Nt rmmrsmmtmrasd o

Q ) » 3 ) % 3 ) 1 R 3 » B 28 7 Y 2 24

Pucynok 12 — Criextp SIMP 'H 6-nuknorexcun-7-azadurukio[4.1.0]renran
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Pucynoxk 13 — Cnextp SAMP 3¢ 6-ﬁ;;(ngrelccnn-7-asa6numcno[4. 1.0]rerrran

6-1uKI0reKcu-7-azadunukno[4.1.0Jrentan: AMP H (400 MI'y, CDCI3), §, m. a.:
40,8 (1H, CHg)), 39.5 (2H, CHys2), 35.45 (H1, CH), 29.4, 27.6, 26.0, 24.8, 20.8,
20.1(2H, CH,). IMP 3C (100 MI'u, DMSO0), §, m. 1.: 36.35 C®; 40.66 C; 45.05 C1;
30.12 C% 28.16 C* 26.78 C8, C?; 24.47 C°, C3; 20.91 C3; 20.69 C*

2.5 A3oTocoaep:kaime CoeJMHEHN 1, KAK HHTUOUTOPbHI KOPPO3UH

ABTOpBI paboThl [13] W3yuyanu 3alIUTHYIO CHOCOOHOCTH aMHWHOB M HX
BIMSHUE Ha JIOKaJbHYIO jAenaccuBainuio craau 08mc B BOJHOM AJIEKTPOJIHUTE,
coxepxkamem 0,05 monb/nm xmopuma Hatpusa. ONBIT MOKa3aja, YTO BBEJICHHE B
ANEKTPOIUT aMUHOB WHTHOMPOBAJIO JEMACCHUBAIMIO CTalM, BIUIOTH IO TMOJHOM
3alUThl MeTalj1a. POCT 3aIIUTHBIX CBOMCTB 3aBUCUT OT OCHOBHOCTH aMUHa.

B pabote [16] ObU10 BBISIBJICHO, YUTO HCCIIeIOBaHHBIE aMUHBI Ha ocHOBE N,N-

i TII-N -[m30ankmnokcukapoonuame T | -N-
[HOHH (D EHOKCUTIONH (I TUICHOKCH )KapOOHUIIITHII |aMMOHU 2-
THAPOKCUIIPOTIAHOATOB W (YHKIMOHAIBHO  3aMEIICHHBIE  YETBEPTUYHBIC
AMMOHHEBBIE COCJIMHEHHS] TMPOABISIOT AHTUKOPPO3MOHHYKO AKTUBHOCTH B
MUHEPAJIM30BaHHBIX BOJHBIX YTIEKCUIOTHBIX Cpeaax.

CornacHo pabote [23] BTOpUYHBIE U TPETUYHBIEC AMUHBI CTIPABIISFOTCS JTyUIIIe
C KOPpO3UMHON 3amuTou, yeMm nepBuuHbie. C pocToM rupodhoOHOCTH MOJEKY,
XapakTepuzyemoit morapu@mom ko3 PUIMEHTH pacpeieICHUs] aMUHA B CUCTEME,

OKTAaHOJI-BOJAa, YBCIMYHUBACTCA H HX 3alllMTHAA crmocoonocts. C BBCIACHHECM
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KapOOKCUJIATOB B MHTMOUTOPHI Ha OCHOBE JIETyYMX aMHHOB YBEJIMYMBAETCS HX
3allUTHOE JeHCTBUE B ra3oBoil (paze. B koTopoit cogepxkutcs cepoBogopoa. Takxke
JETy4Yud aMUH TPOYHO aJCcOopOUpyeTcs Ha Cylb(PUAHOW MOBEPXHOCTH CTaJH,
BCJIEAICTBUE Yero oOpa3yercs IUIOTHBIA 3alIUTHBIA Oapbep, KOTOPBIA 3aMeIseT
o0pa3oBaHue U POCT TPEILIUH.

B nmanHOil paboTe MPOBOAMIOCH HCCIEAOBAHME AHTUKOPPO3UITHOM
AKTUBHOCTH 6-1uksIorekcui-7-azaounukio[4.1.0]Jrenrana. Pe3ynbTarsl

npencrapieHsl B Tadaune 1. Pacuer BBesncs no cnenyronum popMyrnam:

Am = my —m, (D
W = Am/(S - 1), (1)
_ Vo I
Y = W} ( )

1
7= (1 —;) - 100. av)

Tabnuua 1 — 3aBUCUMOCTh AHTUKOPPO3UNHBIX XapaKTEPUCTHK

O6pa3ert S, T | Macca, | Macca, | Am, T Macca CkopocThb Y Z, %
104, | , Mo, T m, T WHTUOUTOpA | KOPPO3UH
M° |9 ,T , T/4
Xogocroyi | 18,9 | 6 | 8,8130 | 8,6231 | 0,189 - 16,7182 - -
3 3 4 9
Oszupum | 18,6 | 6 | 8,8327 | 8,8072 | 0,005 0,16 0,5192 32,2 | 96,8
H 2 5 3 8 0 9
ing 18,2 | 6 | 8,5349 | 8,5330 | 0,001 0,16 0,1752 95,4 | 98,9
7 3 1 9 4 5

Ilo IMIOJYYCHHBIM PC3yJiIbTaTaM MOXHO CACJIATb BBIBOI, 4YTO ,Z[ElHHI)IfI aMHUH

MPOSIBIISIET XOPOILIHE AHTUKOPPO3UWHBIE CBOWCTBA B KUCIION CPEAE.
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3 JDKkcnepUMeHTAJTbHASA YaCTh

3.1 MeToauka CHHTE3a 2-IMUKJI0Te KCHJINACHIINKJIOTe KCAHOHA

B xonly emkoctbto 250 M, CHAaOXEHHYI0 MAarHUTHOM MelalKkol u
TEPMOMETPOM, 3arpy3uian pactBop 2-(1-XJIOPLHMKIOTeKCHII)IIMKIOreKcaH-1-0H.
Konby c¢ pacTBOopoM NOMECTHIM B €MKOCTb CO CHEroM [UJIsl MOAJEp KaHMs
temnepatypsl B untepsaie ot 0 no 10 °C. 3atem B koyi0y mo KarmjisiM J00aBUIIN
metunat Hatpus ( 3,20 r (0,1391 moinb) B 63 r CH30OH). Peakuus npoBoaunace npu
NOCTOSSHHOM ~ mepeMemnBaHud.  [lo  OkoHYaHMIO — mpouecca  yJIajawiu
oOpa3oBaBIIuiics Oelblil 0cafoK dKCTpakiueil. IkcTpakT npomblau DMF. Tlposenu
OCYIIKY pacTBopa cylb(aToM HaTpus. 3aTeM MPOBEIM pa3jielieHHe KETOHa OT
pacTBOpUTENST Ha POTOPHO-IUIEHOYHOM ammapare npu temmeparype 35 'C u
nocienyromeM mnoBelieHHeM o 55 °C.  3akpHCTaUIM30BaBIIMNCA KETOH
IPOIYCTUIIM Yepe3 BaKyyMHbIN (UIBTP, 1ociie yero GpuiabTpaT BeICyIMIU. Beixoa

mpoiykTa coctaBui 86 %.

3.2 Kunernueckoe HCCJIeI0OBaHue U30MepHU3aAnUun 2-

IUKJIOI¢eKCUJINACHIMNKJIOIN¢eKCaHOHA

B tpexronoByro kon0y eMkocThio 50 Mt By 10 M1 AUMETHIIIIETAMHAIA U
MIOCTAaBUJIA B TEPMOCTAT HA CHJIMKOHE Ha 15 MuH, 3aTeM nobaBuiau HaBecky 0,1670
r ketoHa R u 3amyctunu cexynmomep. Temneparypa B Tepmocrtate O6buia 150 °C.
Ot160op mpoObl TpoBoaMIICS Kaxkable 3 MHHYTBHL. COCTaB CMECH OIpPEACIUICS
razoxpomarorpa@u4eckuM METOI0M.

CunTe3 Beld 10 MPeKpalieHnss N3MEHEHUS KeToHa R B peaKkIiMOHHOM cCMecH.

I'azoxpomartorpaduyeckuii aHaanu3 CMECH JMaHOHA MPOBOJAMIIM HAa Ta30BOM
xpomatorpade Kpucramtokec 4000M ¢ miamMeHHO-MOHU3AIMOHHBIM JIETEKTOPOM;
ra3-HocuTenb — Trenud. lcmonp3oBajgach HacagodHas KOJOHKA JUIMHOM 1 M,

3anojiHeHHas mnoJudTuieHrnukoreiaem 20000 wa mnonucopbe-1. Temmepatypa
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ucnapurensa 200 °C, nerekropa — 200 °C, xononku — 195 °C. Bpems ananu3za

COCTaBJIANIO0 6 MUHYT.

3.3. MeToaMKa CHHTE32 2-IIUKJI0TreKCHJINACHIMKIOre KCOKCHMA

B crakane na 100 M pactBopuniu HaBecky 17,09 r (0,1 monb) okcuma Puze B
65 mn EtOH. Bo Btopom crakane Ha 100 mn pactBopwiu Haecky 10,841 r
THJIPOKCHIIAMUHA COJISTHOKHMCIIOTO U HaBecKy 6,23 T 0€3BOHOTO aleTuiaTa HaTpusl
B 33 MI AWCTWUIMPOBAHHOW BOJBL. JIJIS TMONHOTO PACTBOPEHUS TOJBEPTIIH
pacTBopbl Maniomy HarpeBy. I[locie pacTtBopeHusi oObeaMHMIa 00a pacTBOpa B
KOHHYECKOH KOJIOE ¥ OCTaBHIIM Ha CYTKH.

[Io okOHYaHWIO BPEMEHH PEAKIMOHHYK CMECh yOpald B MOPO3HIBHYIO
KaMepy ISl yIydlIeHHs] KpUCTAUTU3alid. 3aTeM IPOIYCTHIIH Yepe3 PUIIbTP.

[To To0ii e MeToanKe moTydrsid KeToH W,

Crektpsl SIMP 1H u 13C 6but1 mostydensl Ha npubope Bruker AM-300 (400
u 100 MI'n) 8 CDCls.

34 MeToanka BOCCTAHOBJIEHHUSI 2-III/IK.TIOFCKCI/IJII/IHCHIII/IKIIOFGKCOKCI/IMa

B tpexronmoByro kon0y, CHaOXeHHYHO MarHUTHOH MeNIajJKkod U
TepmomeTpom, Ha 500 ma pactBopuin HaBecky 17,38 r (0,0899 monb) okcuma R B
120 mn abc. audTHIIOBOM 3(dupe. 3aTeM B TeUEHHWE 5 YacOB MPU TMOCTOSHHOM
NepeMeNnMBaHIM JOOABIISIIN TI0 KaIlJIsIM CYCIIEH3HIO, COCTOsIIIYI0 U3 HaBecku 10,3
r (0,271 monp) amomoruapuaa autus u 100 mi adce. apupa. TemnepaTtypa mporiecca
BbIIepkuBanack B uaTepBasie oT 0 10 10 °C. 1o okoHYaHUIO KOJIOY BBIIEPKUBATH
MIPU MTOCTOSIHHOM MEepEeMEIINBAaHUK U TP KOMHATHOU TemnepaTtype 42 yaca. 3aTeM
K KOJO€ TMPUCOETUHUIN OOpaTHBI XOJIOAWIBHUK W TOCTaBUJIM HA IUIUTKY
KUISITUTHCS B TEUEHUE 3-X YaCOB.

Paznoxenue anoMoruapuaa MPOBOJIUIOCH MO OOBIKHOBEHHOW METOAMKE,

COTJIACHO KOTOPOW J00aBIAETCS IO KaIUISIM JUCTHUJUTMPOBaHHAS Boda U 15 Y%-Hblid
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pacTBOp €IKOr0 HaTpa B ONPEEICHHON OCIIEI0BATEIbHOCTU U KOJIMYECTBE, I/1€ Ha
nLiAIH,; npuxoautcs nH2O; nNaOH; 3nH-0.

[Ipoaykt u3Bnekancs u3 3pupHOro QuibTpara Tpems 3KCTpakuusimMu 1o 30
MJI COJISHOM KHUCIIOTHI B COOTHOIIEHHH | : 4, eclu COOTHOILIEHUE WU3MEHUTh, TO
KHCJIOTa HAayHET B3aMMOJEHCTBOBaTH ¢ OokcuMOM. llocie skcTpakiuu Oosbluas
4acTh HEMPOPEArMPOBABIIETO OKCUMA OCTAJIACh B OPraHUYECKOM CJIOE.

Bonnsiii cnoit HeliTpanuzoBanu 20 % pacTBOPOM €4KOro HaTpa A0 MOTyYECHUS
pH = 6. PactBop nmomyTHen, mocie yero ero skcrparuposaiu MTBE mis ynanenus
octatkoB okcuMma. Ilpu pH = 8 Obul u3BIEYEeH MOOOYHBIM MPOIYKT TpeMs
skcrpakuusiMu MTBE. Dkcrpakrt ocymunm Haj kapOoHATOM Kaiusl. 3aTeM yAaTIuiIu
pacTBOPUTENH Ha pOTOPHO-TNIEHOYHOM HcTiapuTene npu remneparypax 35 u 110 °C.

Peaknust mpoBoamiiach 110 TOJHOTO YHaleHHs OKcuma R, KOTopbIii
OTIPEJIEIISIIA Fa30XPOMATOrpaPUIECKUM METOIOM.

["azoxpomaTorpaduueckuil aHaInu3 MOITYYEHHOIO MPOAYKTa MPOBOJIMICS HA
razooM xpomatorpade Kpucrammoxc 4000M ¢ mnmaMeHHO-MOHHU3ALMOHHBIM
JNETEKTOPOM; I'a3-HOCUTEIb — I'eJINN.

Crnextpsl AMP H u BC 6sutn nonydens: na npubope Bruker AM-300 (400
u 100 MI'n) 8 CDCls.

3.5 Meroauka  KOPPO3UIHOI0  MCHBITAHMS  O-IUKJIOTEKCHJI-/-

azadunukio[4.1.0JrenTana

JIns mpoBeneHUs MUCIBITaHKWS IMOATOTOBUIIM HWHAUKATOP U KOPPO3MOHHYIO
cpeny. B kadectBe wmHmmkatopa ciyxwuia cr.20, KoTopyro oTmuiMdoBanu 10
3epKajabHOro OJiecka, Jis yJIaleHusl 3arpsi3HeHuil. B kadecTBe KOpPPO3MOHHOM
cpensl BeicTynana 1 M cosigHast Kuciora.

B xon6y na 2000 M Biwiu 170 M1 KOHIIEHTPUPOBAHHOM COJITHOM KHCIIOTHI
W JIOBEJIM OO0 METKH JAUCTWUIMPOBAHHOW BOAOW. 3aTreM OTMEpPWIH MEPHBIM
uunuHapoM 40 M U BIWIM B BUOJY. B onHy Buony no6aBunu HaBecky 0,16 r 6-

UKJIOTeKCHIT-7-a3a0unukiio[4.1.0]rentana, BTopas BHOJIA CIIY)KHJA XOJIOCTOM.
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OnHOBpEeMEHHO 3arpy3uiu B TepMmocTaT, Harpetelii no 60 °C. O6e3xupuiau
WHJUKATOPbl W B3BeCWIH. [lorpy3unu UWHAMKATOPHI B COJITHOIO KHCJOTY,
MpeABAPUTEIHLHO TPUCOSANHUB X K MIPOMUICHOBOW HUTH, U 3aIyCTHIIA TailMep Ha
6 dacoB. [lo OKOHYaHHIO BpEMEHHU IOCTald UHIAUKATOPHI, THIATEIBHO MPOMBLIU
MPOTOYHOM BOAOW M ocymmin. [locie yero 00e3Kupuiii v B3BECUIIH.

BriBon: B jaHHOM pasnene ObUIM MpEeACTaBICHbI TaKUE METOJIUKH, KaK s

CHHTC3a 2-L[I/IKJIOFeKCI/IJII/II[eHLII/IKHOI‘CKCaHOHa, A1 KHHCTHYCCKOT'O MCCIICAOBAHUA

N30MCpuU3alnmn 2-LII/IKJIOFCKCI/IJII/II[CHL[I/IKJIOFGKcaHOHa B 2-
MUKIJIOTCKCCHUINMKIOTCKCaHOH, JJIIA CHUHTC3a 2-
MUKJIOTCKCHINACHIINKIIOI'CKCAHOKCHUMA, JIIA BOCCTAaHOBJICHUA 2-

MUKIJIOTCKCHINACHINKIIOITCKCAHOKCHUMA, JJIA KOppOSHﬁHOI‘O HUCIIbITaHUA 6-

HUKJIOreKCHIT-7-a3abuiinkio[4.1.0]renrana.
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3aKJII0ouUeHHue

B nanHO# BRIMYyCKHON KBAM(PUKAIIMOHHON paboTe ObUT paCCMOTPEH CUHTE3
a30TOCOJIEPKAINX COSAMHEHUN M3 HEMpPeIeIbHOr0 KapOOHUIBLHOTO COCTUHEHHS.
brun onpenieneHo, 4To0 OCHOBHBIMH CTIIOCO0aMU MOJTYYEHHUSI aMUHOB U3 KETOHOB, C
coxpaHeHneMm nBoiHON cBsizu C=C sBisrorca Meron Jlelikapra-Bamiaxa u
BOCCTaHOBHUTEIbHOE aMUHHUPOBAHHE.

Taxoke OBIIO BBISIBICHO SKCIEPUMEHTAJIBHBIM IMyTEM, YTO H30MEpHU3alUs
keroHa R B keron W npoucxoaut npu 150 °C, umes koHctanty ckopoctu 0,0334
MHUH, ClIeJOBaTeNbHO ObLI BEIOpaH BTOPOW METOJ /IS CHHTE3a aMHHA M3 KETOHA
Pusze.

CTpyKTypa 3KCHEPHMEHTAIBHO IMOJYYCHHOTO aMHHA OIPEACTIIA TaKUMHU
MeTonamu kak SIMP-cnekTpockomusi, macc-creKTpoMmeTpuss W Merton [lioma.
Pe3ynbTaThl KOTOpPHIX MOKazaiu, 4to Opyrro-dhopmymna C1l2H2IN, atom asora
CBA3aH C JBYMS aroMa yrJepojia, YTO COOTBETCTBYET O-IUKIOTEKCHII-/-
azaburmkino[4.1.0Jrentany.

Taxxe ObUIO MPOBEACHO KOPPO3UHHOE HCTIHITAHUE HA CBOMCTBA 3alIUTHOU
CIIOCOOHOCTH MOTYYEHHOT'O COEIMHEHHUS TI0 OTHOIICHHUIO K METaJITy B KOPPO3UIHOM
cperne, 1o pe3yiabTaTaM KOTOPOr0 MOXKHO CJeNIaTh BBIBOJ, UTO 3a CUET COJIepKaHHUE
OWITMKIIMYECKON TpyMmbl, KOTOpas CIYXUT TuapopoOHBIM  (PparMeHTOM
MOBEPXHOCTHO-aKTUBHBIX BEILIECTB, IPOAYKTHI aBTOKOHICHCAIIMH IIMKJIOT€KCAHOHA

MOT'YT OBITh UCITOJIb30BaHBI B IIPOM3BOACTBE HHTHOUTOPOB KOPPO3HUH.
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