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N3YUYEHME ITEPMAHI' AHATHOI'O OKHCJIEHASA
IMKJIONNEHTEHOM30KCA30JIMHOB

The reaction of 3-Phenylcyclopent-5-en[d]isoxazoline with potassium permanganate has been investi-
gated. Usually the mixture consisting of dioles and products of their further oxidation, that is dialdehydes
and dicarboxylic asids, is formed. Series of experiments to optimize reaction conditions has been worked
out. Influence of oxidations conditions (amount and concentration of oxidative reagent and alkaline solu-
tion, temperature, time and rate of reaction, speed of components addition, different ways of processing
reaction mixture) on products yield and composition has been studied. It is determined that the best results
of 3-Phenylcyclopent-5-en[d}isoxazoline hydroxylation (maximum yield of diols) are got if reaction is car-
ryed out at 0—5°C and dilute solution (0,5%) of potassium permanganate is added very slow. The reactions
stereoselectivity as well as the synthesized products spectral data are discussed.

Beenenne. [lannas pabora sBasercs mnpo-
JO/KEHHEM HCCIeHOBaHUM, CBS3aHHBIX C pas-
paboTKOH cXxeMBl CHHTE3a MPOCTAHOM/IOB Ha OC-
HOBE KOHIAECHCHPOBaHHBIX W30Kca3zonuHOB. U3zo0-
Kca3onbl, WX 4,5-AUrHIpPONPOM3BOIHEIE, M30KCa~
30/IMHB] HAXOAAT IIHPOKOE MPMMEHEHHE B CHHTE-
3¢ pa3HOOOpa3HBIX OHOJOI'HYECKH aKTHBHBIX
MIPUPOAHBIX ¥ POJICTBEHHbIX UM coeAuHeHH# [1,
2], B TOM uHCe HATUBHBIX MPOCTALVIAHAMHOB U
uX aHasnoros, oOnajaromux Oosee MPOJSIOHTHPO-
BaHHbLIM M HAMpPaBJIeHHbIM OHOJNIOTHYECKUM Jeki-
CTBHEM W [OCTYIMHBIX HCKJIIOYHTENHBHO IyTeEM
Oprann4eckKoro cuHresa [1, 3].

OnHolt U3 HEOOXONUMBIX CTAAMIl CXeMbI CHHTE3A
MPOCTAHOW/IOB Ha OCHOBE LIMKJIONIEHTEHOH30KCA30JIH-
HOB B paMKaX HMTPHIOKCHAHOTO (H30KCAa30JILHOIO)
Noaxoja SABISETCA BBEJAEHME B IHFHKIONEHTAHOBOE
KOJIBLIO  KHCJIOpoACOAepKaluMX  (pyHKUMOHAIIBHBIX
rpyrn. Panee ¢ 3Tol ienpt0 HaMu OBLTO K3Y4EHO
3TOKCHMPOBAHNE  LIMKJIONEHTEHOM30KCA30/IMHOB U
packpsITHe oOpasylompxcs okcupaHor [4,5]. B wa-
crosillied paboTe MPUBOASTCH JAHHSIE MCCNEIOBAHMA
OKHCJICHUS IMIJIONEHTEHON30KCAa30/HHa 1a ¢ Menoss-
30BaHMEM MEPMAHTaHaTa Kanns. Tatoke 66110 H3yUeHo

BITUSHHE Pa3IMuHbIX (AaKkTOpPOB HAa BBIXOA M COOTHO-
LIGHHE TIPOLYKTOB OKHMCIIEHHSA C LENBIO OTpaboTkH
OITTHMAJILHBIX YCJIOBHE peakimy (cxema 1).

Ocnopan wactb. McxomHple NUKJIONEHTEHO-
M30KCa30TMHbl 1 JOCTYTHBI C XOPOUINMH BBIXOAAMU
TOCPEACTBOM peaKupy 1,3-AUTONspHOro LMIUIONPH-
COGOMHCHHA COOTBETCTBYIOLMX HHTPIIOKCHAOB K
UMITIONeHTaaMeny. M3ydeHHe peakiyM OKMCIEHWs
TIPOBOAMIIOCH C HCTIONB30BAaHHEM MOAENIBHOTO COEIM-
weaus la (R=Ph). 3-Oenwnmkionent-5-en{d]-
MBOKCA30/MMH la sBIIsercs KpUCTATHYECKUM COSHHU-
HeHHeM W ofiaziaeT BecbMa MPOCTHIMU CNIEKTPATbHbI-
MU XapaKTepUCTHKAMH, 4TO obneryaer ero HAeHTH-
(UKaIo, KaK W HICHTU(OHKALUIO NONYYEHHBIX Ha
€ro OCHOBE MPO/TYKTOB,

bouta nposeneHa cepys SKCTIEPUMEHTOB MO OKHC-
JICHWIO coeiuHeHHs 1a nopn meficTBueM TiepMaHraHara
Kanus ¢ UENbI0 ONITUMIBALMHI YCIIOBWH peakuym. 1lpu
3TOM K BapbUPYEMBIM NapamMeTpaM NMpOBeICHUs peak-
LIMM OTHOCHINCH KOJIMUECTBO M KOHLIEHTPAIMA OKHUC-
JIMTES M INENOYH, TEMITEPaTyYpPHBIH peXxuM, TIPOHOi-
JKUTETBHOCTh PeaKIIHH, CKOPOCTh U MOPANOK NMpubas-
JIEHMA KOMIIOHEHTOB, pa3fIMUHble BapuaHTel oOpabor-
KH PEaKIIMOHHOM CMECH.
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a) 1 3xe. KMnO,, 2,8 5x8. KOH (5%-p1it p-p), 10-17°C, 2 u;
b) 1 3x8. KMnOy, 1,5 3k8. KOH (5%-Hs1i p-p), 2°C,

10 Mux;

¢) 1 s3xks. KMnO,, H,0, 10°C, 4 u;

d) 1,4 3xB. KMnQ,, (H5C),CO, H,0, HOAc;

e) 0,5 3xs. KMnO,, 0,1 3x8. NaOH (4%-Hp1li p-p), 0-
5°C, 3 4 20 mun;

/) 1 3x8. KMnO,, 1 s3xs. KOH, 4 3x8. TBAB, 5°C, 3 u.
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Tak, npd B3aMMOICHCTBHH M30Kca30/inHa la
M SKBUMONsApHOro kohudectea KMnO, B ule-
NouHoO# cpene B Tedenue 2 4 npn I = 10-17°C
(MeTomuMka a) nocjie oO6pabOTKH BOAHBIM pac-
TBOPOM TCHApPOCYAbdUTA HATPUA B KadeCTBE OC-
HOBHOTO MpOAYKTa OBLIH NMOJYHEHbl COOTBEICT-
gytomre aHosbl 3 u 4 ¢ BeixoaoM 24%. Hapsany
¢ UeNeBbLIMH IPOJYKTAMH peakilus MpHUBOJAMIIA
TAK)KEe K CMECH CTePEeOHM30MEPHBIX JHaIbAETH-
10B 5 ¢ 6 B cootHowenu#t 1 1 1 (cxema 2). O6-
pasoBaHue M3oMepa 6 MOXHO OpencTaBHTh 4e-
pe3 NpoTexaloilylo B LIENOYHOH cpele eHOJu-
3aUMI0  TIepBOHAUYaNbHO TOJYYAKOUIErocs IpHu
okucieHun ananbvaerupa 5 (cxema 3). OyeBun-
110, YTO B YCIOBHAX PEAKLIMH NMPOMCXOIHT TAKKE
JlanbHeiiliee OKMCACGHUE JIHaIbAEerHIoB 5 u 6 B
COOTBETCTBYIOLIHE MMKapOOHOBBIE KUCIHOTHL 7 U
8, KoTopble B LUENOYHOH cpele CYIIEeCTBYIOT B
BUJE CONiel U OCTaloTCs B BOOHOH (aze.
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Cxema 3

Crenyer OTMETHUTH, YTO B ONHUCAHHBIX BBIIIE
YCIOBUAX OKHCJIEHHE TPOTEeKano Haueno, Mo-
ckosbky no jauHeiM TCX B nonyueHHOM nocrne
BOAHOH 06paboTKK peaKLMOHHOH CMECH ChIPOM
IIPOAYKTE HCXOAHBIH LMKIIONIEHTEHOU30KCAa30-
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Cxema 2

aun 1a oTcyTcTBOBa. DTO TakKXKe MOATBEPKAa-
eTcs ucdesHobeHueM B cnektpe 'H SMP curua-
aos B obmacty 5,96 (1H, M) u 5,86 (1H, M), xa-
PaKTEpHbIX ISl BUHHIIBHBIX [TPOTOHOB MUCXOIHO-
rO COCIHHEHUS.

ObpazoBaHHe AMATBIETHAOB MOATBEP)KIAAETCA
nanyuvem B HK-crextpe XapakTepUCTUYECKOH
NOJIOCHI TIOFJIOMEHUA KapOOHWIbHON Trpymnsl B
obnactu 1700 cm™'. B HMK-criektpe auonop 3, 4
HabnonaeTcs MoOABNEHUE IIMPOKOH Monoch No-
rnomenus OH-rpynnel npa 3378 cM”' npu Hanu-
YUU JPYTHX XapaKTepUCTHUECKUX MOJIOC, B 4acT-
HOCTH OTBEYAIOLIMX TOIMVIOLIEHHIO MOHO3aMeLHeH-
HOro GEH30J1IbHOTO KONBHA.

B COOTBETCTBMM C MEXAHM3MOM peaKuus
OpoTeKaeT dYepe3 I[IPOMEKYTOUHBIH UMKIHYe-
ckuit 3¢up 2 ¢ obpaszopanueM auonos 3 U 4 ¢
Yuc-pacnojioKEHUEeM  JIBYX  TUAPOKCHIIbHBIX
rpynn OTHOCHUTENLHO YCPEAHEHHOH IMJIOCKOCTH
uukna. [Ipeamonaraemas Ha OCHOBaHHM Mexa-
HU3MA CTEpPEOXHMHUS THAPOKCHALHLIX TpYIN
Takke MOATBEpXAaeTcd AanvubiMd 'H SIMP-
cnektpos. Tak, B cnextpe '"H SIMP nuona 3 xa-
PAaKTEpHBIH CUrHaj TIPOTOHA B ITSITOM [MOJIOXKE-
HUH M30KCa30JIMHOBOTO KOJbLA NpOsBiIAETCA
B Buae nybOieTa ny6ieToB, 4TO 00YCIOBAEHO:
[) cnuH-CMHOBLIM B3auMmojeiicTeuem ¢ H-8
(3mech W Jajiee O TEKCTY CTaTbH MpH obcyxe-
nuv 'H SIMP-cniekTpoB NMpuMeHseTcs npocrar-
JIAHIAWHOBAs HyMepalus aToMOB), MpPHYEM
J=9,8 I'u, aro cooTsercreyer yuc-KCCB, xax
¥ B #dcxoaHOM coeauHenun; 2) CCB c¢ H-11,
J=1,3 Tu. 3nauenne KCCB ¢ H-11 coorserct-
BYE€T OTHOCHTEIBHOMY MPAHC-PACMONOKEHHIO
3TUX NPOTOHOB. B yuc-nnone 3 o6e ruapokcunb-
HBIC TPYMNNBl UMEIT MPAHC-PACTIONOKEHUE 10
OTHOLIEHUIO K HM30KCA30JIMHOBOMY TETEPOLHMKITY,
T. €. crepeoxumusa asyx OH-rpynn oGycnosiena
aTako¥ OKHMCJIHTENS] CO CTOPOHBI, MPOTHBOIO-
JIOXKHOM TeTepOLIMKITY.
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B nauone 4 obe ruapoKCHIIBHBIE TPYIIIIbI UMeE-
10T YuUC-pacrioNIoKEHHE OTHOCUTENIbHO HM30KCa30-
JAVMHOBOIO reTepolMKiIa. Takas CTepeoXUMHus Ipo-
JyKTa J0Ka3bIBAETCA NOPU PACCMOTPEHHM CHrHaja
nporona H-12. XapakTepHo, 4TO B AaHHOM ciydae
KCCB H-12 ¢ H-11 B omiiuue ot auona 3 cocTas-
astet 9,7 T'n, 4yTo noATBepXKAaeT UX OTHOCHUTENBHOE
Yuc-pacroiOKEeHUe M, CIENOBaTeNbHO, CTEPEOXH-
MUIO MMOPOKCHIBHBIX rpymm. OTMeTHM, 910 (ByHK-
UHOHaIK3alMA [MKIONEHTAHOBOTO KOJbLA COeNU-
HeHu#l 1 4yepe3 aMOKCUIbl W MX TMOCHeAYIOLEee pac-
kpbITHE {4, 5] MO3BOJIAET NMONYHATH MPOU3BOAHEIE C
MpAaHC-pacToNOKEHUEM 3aMeCTUTEN .

B paccCMOTPEHHOM BBIlI€ SKCIIEpUMeHTe OBLN
NOJIyYeH LUEJIeBOH TNPOOYKT ¢ HEBBICOKHM BBIXO-
JIOM TIPY 3HAYMTENbHOM 00pa3oBaHUM MPOJYKTOB
JanbHefiero okucieHus. Ha OcHOBaHHM 3TOro
OBUIO BLIBUHYTO MPEANOIOKEHHE O TOM, YTO CO-
KpallleHHe TPOAO/DKUTETEHOCTH peaklUH MNO3BO-
JIUT CHHM3WTH MpoliecCc MaJlbHEHLUEro OKHCIIEHHS.
IlosTomy 6BIN OCylllecTBIEH 3KcrepuMeHT b, B
KOTOpOM BpeMs peakLuy ObUIO yMeHbIIeHo co 120
no 10 mun. B xanHom cinyuae auosnsl 3 u 4 Opim
[oJjty4yeHbl € BbIXOAOM 25% Impu 3HaYUTEJHEHOM
KOIMYECTBE MCXOJHOTO H30KCA3QIUHOUMKIONEH-
TeHa la, nmpuvem Taroke HabGmroganocs obpasoa-
HHMe AnanbaerugoB 5 w 6. B atom skcniepumenTe
BbIXOJ JHONOB cocTaBua 47% c ydyeToMm BO3Bpara
HCXOJIHOIO COENHHEHHMs, KOTOPOE MOXHO HCIOJE-
30BaTh B CHHTE3€ 1EJIEBBIX MPOJYKTOB.

IlpoBenenre peakiuu OKHUCIIEHUS B HeWrpalib-
HOM cpene (MeToauKa C) MPHUBENIO K 00pa30BaHUIO
auoJioB 3 u 4 ¢ HU3KUM BeIXooM (4,7%), 4rto, no-
BHAHMOMY, 00YCIIOBICHO JanbHEHIIMM OKHCICHH-
€M ¢ 00pa3oBaHHEM 3HAYHTENILHOIO KOJIMUYECTBA
Mo6OYHEIX MPOLYKTOB.

Hzydgenne oxucnenus cyberpata 1a mon meid-
CTBHEM II€pMaHraHaTa Kajusi B MPUCYTCTBUH YK-
CycHOIl KHCNOTHI B BOOHOM aLleTOHe [6] nokasa-
JI0, YTO B pe3ysbTaTe peaklud OblIa [OJydYeHa
CIOXHas CMeChb ITPONYKTOB OKHC/eHHa (IKCIme-
pumeHT d).

B pabore [7] orMeueHo, uTO BEIXOAB!I 0OGpa-
3YIOLIMXCA B pe3yJibTare MepMaHTaHaTHOrO OKHMC-
JICHUs AHMOJIOB CHIIBHO 3aBHCAT OT CKOPOCTH TpH-
6aBleHHs OKHCIIMTENS H CKOPOCTH TEepeMelInBa-
HYA peakUMOHHON cmecH. Tax, FApH MeIIEHHOM
npubaBIeHAN K OXJIKIAEMOM PEaKIMOHHON cMe-
CH pa30aBleHHOTO PAacTBOpA IEPMAHTAHATA KaJIKs
B BHMJEC MMKpPOKAIeNb, MOJy4aeMbIX C MOMOIIBIO
crieyManpHoro npubopa, B 30HY BBICOKOMH TypOy-
JICHTHOCTH NpH OYEHb HMHTEHCUBHOM II€peMENIH-
BaHUU YAA€TCS CHHU3MTb BEPOSTHOCTH INEPEOKHUC-
JIeHHs W MOJIyYUTH OUOJI C BRICOKHM Bhixonom [7].
B 310# cBA3M OBLI NPEANPHHAT DKCTIEPUMEHT &, B
KOTOPOM peakuMsa OKHCIIEHHS coequHeHus la mpo-
BOIM/IACL NO [PUBEACHHOW METOAMKE, HO ¢ YMEHb-
LIEHHBIM KOJTWYECTBOM OKHciHTeNA. B stux ycro-
BHAX NpH Hcronb3oBaHuu 0,5 3KBUBaIeHTa Nep-
MaHranara kanust Ha 1 monb cybGerparta Okyia mio-
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JIy4eHa CMeck MPOJYKTOB, B KOTOPOH, [0 JaHHEIM
'H SIMP-cniekTpa, NpUCYTCTBOBAIM UENEBBIE KO-
JIbl Hapioy € He3HAYUTEJIbHBIM KOJIUYECTBOM HC-
XOMAHOrO HM30KCA30JIUHA M MOOOYHBIX IPOIYKTOB.
Kak H3BecTHO, yBETHYEHHIO BBIXOJAA AHOJIOB B pe-
aKIUMIX OKHCIIEHHs MepMaHraHaToM CNocoGCTByeT
NpUMEHEHUe KaTalu3aTopoB MexdasHoro mnepe-
soca [8]. B yacTHocTH, B pabote [9] Grino onuca-
HO OKMCJIEHHE [AMLMKIONEHTaAHeHa B TIPHUCYT-
CTBHM YETBEPTUYHOH aMMOHHHHOH COJH — TpH-
THNOEH3NIaMMOHHIX10pUIA.

OTH [aHHBIE CTUMYJIMPOBAJIM NpOBEICHHE pe-
aKI[MM OKHCJICHHS IMKIONEHTEHOU30Kca3onnHa 1a
B aHAJTOTHYHBIX YCJIOBUSAX (3KcnepuMeHT f). Peak-
[HIO OCYUIECTB/SNIM NOJ ACHCTBHEM MEpMaHrana-
Ta Kamusg B TIPUCYTCTBHM TeTpalyTWIaMMOHUIt-
6pomuza (TBAB) B menounoit cpene npu 5°C B
TeueHHe 3 4 B ABYX(azHOil cUCTeMe XJIOPUCTBI
MeTueH — Boja. B pesynsrare Habatomanock 00-
pa3oBaHHe cMecH JUOJOB 3, 4, COOTBETCTBYOIIHX
JUANLACTUIOR S5, 6 Hapsdy ¢ BO3BPATOM HMCXOJHO-
ro IMKJIONEeHTeHOU3oKkcaszonuHa la. Oxasaiocs,
YTO KaTanu3aTop Me¢da3HOro MepeHoca XpoMaro-
rpadupyetcs IpubU3uTenbHO ¢ TeM xe Rf, yro u
auonbl. biamskas xpomartorpadmyeckas NOABHK-
HOCTb KaTaIu3aTopa W LIeNIeBOro NpoayKra cylle-
CTBEHHO 3aTPyAHWIA BBHIJENCHHWE U OYMCTKY IO-
CJIEQIHEro, YTO MNPErnATCTBYeT MPUMEHECHHIO NaH-
HOH METOOHKHM I COEJMHEHUH psaaa [HUKIIONeH-
TEHON30KCA30JIMHOB 1.

Taxmm ofpa3oM, K HacTosAleMy BpPEMEHH
Jy4iide pe3ynbTaThbl MMAPOKCHIHPOBAaHMS UMKIIO-
MEeHTEHOU30Kca30MHa 1 ObuIM MmosTydeHst B ciry-
4Yae TMpoOBEAEHMs peaKkUMM I[Ipy TeMIepaType
0-5°C, o4eHbp MHTEHCHBHOM IepeMeuluBaHuu U
Me/UIeHHOM 106aBneHnH pa30aBIeHHOTO pacTBOpa
(0,5%) nepmanranara kanus (cMm. tabnuuy).

Tabsanua
BbIxoab! Le1eBbIX NPOAYKTOB MPH Pa3IM4HBIX
YCJIOBHSIX NPOBENEHHSI ONLITOR

Beme- e
OmgiT Ycnoeus X0k,
CTBa o
%
1 axB. KMnQ,, 2,8 3kB. 34 24
a KOH (5%-uslit p-p), 5’ 6 24
10-17°C, 24 i
1 3xB. KMnQy, 1,5 3xB. 3,4 25
b | KOH (5%-up1i1 p-p), 56 47
2°C, 10 munr 1a 22
1 axs. KMnO,, H,0,
c 10°C, 4 1 3,4 4,7
0,5 3xB. KMnQy,, 0,1 3kB.
u 3,4 39
e NaOH (4%-Hsli p-p), la 35
0-5°C, 3 4y 20 muH
f 1 3x8. KMnQy,, 1 sxe. KOH, 3.4 o
45x8. TBAB, 5°C, 3 4 ’ a




OxcneprMenTaibHadg 4acTh. Vcnonb3oBan-
1ible B paboTe XMMHYECKUE PEAKTHUBBI UMEIK KBa-
NHOUKALKIO «4.», «4. 1. a.», «X. 4.». MK-cnekTpn!
HOTYy4YeHHBIX COoeMHeHuit ObutH 3amucasbl Ha K-
(dypve cnexrpomerpe Nexus (Nicolet) B ToHkoM
ciloe [J11 MacnoobpasHbix OPOAYKTOB WIH B Tab-
serkax KBr nang  kpucTansinveckux BeU(ECTB.
Cnexrpst 'H u C AMP pacTBopos Belmects 8
CDCli; ¢ TM/IC B kayecTBe BHYTPEHHErO CTaHAAPTa
1ntonyuens! Ha Bruker Avance-400 (400 MI'u). Kon-
TPOJSb 33 XOIOM PeaKuyy OCYIUECTBILLIA METOAOM
'CX Ha nnacturax ¢ crukareneMm «Kieselgel 60
1'354» (Merck), «Silufol UV,s» (Chemapol), smo-
et — atdup-rekcan. OUMUCTKa pacTBOpHTENeH Tpo-
BOJWIIACK [TO CTAHZAPTHBIM MeTogukam [11].

IlepmaHraHaTHoe OKUCTIEHHe 3-thenun-
tixnonedT-5-eHldIn3okcazonuna (1a).

a. K pacreopy 0,370 r (0,002 Mons) uzokca-
1o0auna 1a 8 15 M sTuioBoro cnupra no6aBHIU
5%~-Hbli1 pacTBOp TUAPOKCUAA KaIUsl, IPDUIOTOB-
genusrit n3 0,314 (0,003 mong) u 6 mu Bogsl. K
oxnaxreHHol 1o 0°C cMecu 3a OQUH npueM Jo-
Oapunu 15%-HBIH pacTBOp mepMaHraHata Ka-
avs, nonyvennsii uz 0,168 r (0,002 mons)
liepMaHradata kanus n 1 v Bouasl. PeakuuoH-
IlyI0 cMech MepeMelluBaJM B TeUeHHe 2 U NPy
remnepatype He Bbiue 10°C. 3atem nobasuiu
BoAHMBIH pacTBOp, MpuroToBAeHHbIH n3 0,504 r
(0,004 mons) cynbduTa HATPUA B 5 M BOJBI U
| mn koni. HCI. IoseuBmmiiics xJonbeBHIHBIH
0cagok OTUILTPOBANHW, GUILTPAT YyHapuiIn
IIOYTH LOCYyXa, OCTaTOK PacTBOPHJIM B 3THALie-
rare. IlonydeHHbill opranMvyeckuil pactsop ro-
CJIClOBATENBHO MPOMBIIH PacTBOPOM COIbI [0
HedTpanbHOM peakuuu M Bono#. OpraHu4ecKui
CIIOH  BBICYIUWIM CYNb(haToOM HATPHS, 3aTeM
npodwibTpoBanu Jyepes cioii cunnkarens. Pac-
TBOPUTENb YIApUAW Ha pOTOPHOM HCIIapHTe.1e
IIPYU NOHMIKEHHOM JABJICHUH.

Brixoa nuonoe 3, 4-0,099 r (24%).

UK-crextp (KBr): 892, 1569, 1597, 3378 cm™.

'H AMP-cnexTp nuonos 3, 4 (5, M. 0., CDCl;):
2,05 (2H, m, H-9); 2,34 (2H, M, H-9); 3,77 (2H, M,
OH); 5,02 (1H, an, H-12, J,=9,7T'y, J,= 1,3 '),
502 (1H, aa, H-12, Jy=7,1 T, J), = 9,7 Tu): 7,44
(6H, m, Ph); 7,68 (4H, m, Ph).

b. K pactsopy 1,28 r (0,007 mons) uzoxcazo-
sausa la B 25 mMa aTunoBoro cnupra Npuiuar 5%-
LI pacTBOp TMAPOKCHAA Kalus, IPUTOTOBJIEH-
1t U3 0,580 r (0,011 mong) wesioyd 1 11 Mt Bo-
Ml K oxnaxnensoit no 2°C peakiMoHHOH cMmecH
J100aBUIK 32 ONMH pa3 npu nepemeiurBaHud 10%-
ILIA pacTBOp TiepMaHraHara Kaivs, TPHTOTOBJIEH-
netd w3 1,080 r (0,007 moss) B 10 M eomer. [pn
YTOM TemriepaTypa peakLiMOHHOH CMECH NOBbICHIIACh
Jo 22°C. IlepeMeriuBaHye MPOMO/DKATTH elile B Teye-
e 10 mun. ManwHelimas o6paboTka peaklmorHoi
CMecH TIPOBOIMNIACH AHATIOTHYHO METOUKE d.

[To:TyueHnbIi ocTaTOK MOABEPrany rIpenapaTHs-
1OV TOHKOC/IOWHOR XpoMaTorpauM Ha cunvkarene,

MOEHT — XJIOpoOopM : 3THNOBBIH cnvpT = 95 : 5.
Boixon auonos — 0,382 r (25%). Beuto Taioke Bbije-
neno 0,602 r (47%) HeX0AHOTO U30KcazosIuHa 1a.

c. K oxnasknensioii o 7°C cycnenszud 0,118 r
(0,063 mons) uzokcazonuHa la B 1 Mi BoAbI 6biCT-
poO MPWIKIM PacTBOp, npurotoBneHHsid 13 0,100 r
(0,063 mons) nepmaHraHaTa kajius B 1 M BOAbI,
noanepxkHueas Temnepatypy ao 10°C B Oame co
NBAOM. 3aTeM peaKi[MOHHYIO CMECh MepeMELlINBaIH
IpK KOMHATHOH TemrepaTtype 2 4, [0C/e 4ero Ku-
NATHIN Ha BoasHOl OaHe 2 4. PeakUMOHHYIO CMECh
9KCTPArupoBaIM AASTWIOBBIM 3dupom. OObenn-
HEHHBIE OpraHMYecKue CIOM Cymunu cyibdaTtom
Harpust, Beixon auonor — 0,065 r (4,7%).

d. K cmecn 0,86 r (0,0046 mons) M30KCa30/1H1-
Ha 1a, 27 mu1 anerosa, 6,5 mot oAbl ¥ 0,6 MA yk-
cycHOM kucyoTel ipu T = 20-25°C n nepemeluu-
Banuy B TeueHwe 20 MUH IpHUOABIANM PacTBOP,
NpPUroTORNEeHHbLIH K3 1T nepMaHrasara Kajius
(0,0064 mona), 4 mu Boast u 18 mur anerona. 3ateM
K peaklMOHHOM cmecu gobaBwin pactBop 0,5 r
HuTpuTa Harpus B 10 mMn pazbasnennoit | : 8 H,SO4

1,25 ma1 kuc:1otel ¥ 8,75 mn Boxbl). Cmechk Hachi-
TUAM XJIOPHAZOM HATPUsl M SKCTPArdpoBaiiy JUITH-
noBsM 3dupoM (3x20 mn). Ob6beauHeHHbIE opra-
HUYECKHE CJIOW TIPOMBIBAIM 5%-HbIM PacTBOpPOM
ruapokcuaa Hatpus (3x10 mn), cywwnu cynba-
ToM Harpus Ilocne OTrOHKHM pacTBOpHTeEns MNojay-
yeHo 0,550 r BemecrBa, KOTOpOE, MO [JaHHLIM
SIMP-cuekTpa, npeacTaBaano coboif  CIoXKHYIO
cMech MPOJIYKTOB OKMCIIEHNS.

e. K cvecn 0,185 (0,0010 mons) m3oxcaszo-
auHa la u 0,5 mur MeTtaHosa npy OXIDKACHAN Ha
BonsHOH Gane mpuinuan nocnenosarenbHo 0,1 M
4%-HOro BOJHOTO pacTBOpa TUAPOKCHIA HATPHA
(0,0001 momns) u 1,6 ma Boge!. Ilpu oxutaxaeHnn
(T'= 0-5°C) 1 oueHb MHTEHCHUBHOM MepeMellliBa-
Huu B TeueHue 3 y npubasusu 0,2%-Hbil pacTBOp
0,079 r (0,0005 mons) nepmanranata xajus B 40 Ml
Boasl. Ilocie mpubasienns nepemelnuBanie Npo-
nomkanu eme 20 MHH, 3aTeM dYepe3 peaKiUOH-
Hyto cMech nponyckand SO, mo Momenrta obec-
useunBaHus cmecd. Ilpubaeunu ruapokapboHat
HaTpua Ao ciabomenodHoit cpenmt (pH = 8),
I10C/1€ Hero peaKklHOHHYI0 CMeCh OCTaBWIM Ha
HOoup g OoJiee TOJHOrO OCaXACHUS HOHOB
mapranua. Ocanok oTgunsTpoBanu, GuUIbLTpaT
MOCIENOBATENLHO BKCTparkposaiu OGeH3onom
(3x15 M) ¥ XJTOPUCTEIM METHIEHOM B NMEPKONA-
TOpe. DEH3ONBHYIO W METUIEHOBYIO BBITSHKKH
cywunu cyiabdarom Mmaruus. J{na Gonee nomnso-
ro H3BJIEYEHHA OPTaHUYECKUX TPOAYKTOB peak-
UUM K BOJHOH ¢pakuuu rpubaBUIH pacTBOp
HCI no He#tTpanbHOH Cpelbl U 3KCTpAarupoBaiu
AU3THIOBEIM 3¢upoM. DdUpHBIA C10# cymumm
cyabhaToM HaTpus, 3aTeM pacTBOPUTENb yma-
PUIH Ha POTOPHOM ucmapurese. IlonydeHHbIH
1ocyie OTFOHKH PacTBOPHUTENA OCTATOK NOJABEPIIIN
npenapaTMEHOW TOHKOCITOMHON xpomartorpaduu
Ha cHAMKarene (3MOeHT — XJIOPo(opM : STHIOBEIH
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cnupt = 97 : 3). Beixon nuonos — 0,084 r (39%) ¢
YUETOM KOHBEPCHH HCXOTHOTO H30KCa30JIMHA.

f- K oxnaxaesnomy go 5°C pactsopy 0,600 r
(0,032 mons) n3okcazonuna la B 5 MA XJIOPUCTOTO
MeTwieHa NpPWIMIH 3apaHee I[IPUTOTOBRJCHHEIM
pacteop 0,502 r  nepMaHraHara  Kajuud
(0,032 mona) u 0,128 Mons TBAB 8 10 mn an-
xiopmeraHa. JJobapunu pacteop 0,200 r rumpo-
kcraa xanua (0,032 mons) B 0,5 mn Boawt. Ilepe-
MELIMBaHHE NMPOJODKATH NMPU KOMHATHOH TeMIle-
patype B TeueHue 1 u. Jlampnelimias ob6paboTka
PEaKIMOHHOH CMECH IIPOBOAMWIIACH AHAJIOTMYHO
MeToauke a. OpraHuueckuif ciod oTaesunmy,
BOJAHBIH CJIOM HEHTpalW3OBald CONOH OO0 HeH-
TpabHOH cpenbl, AEKaHTHPOBAIM OT OCTATKOB
KaTanu3aTopa M OIKCTParipoBajii JAMITHUIOBHIM
3pupom. OObenHHEHHBIE OpraHUYecKUe CJIOH
CYLIMNH cynb(aTOM HaTpHUs, 3aTEM PACTBOPUTEIND
ynapuiy Ha POTOpHOM ucnapurene. Ilo naHHbIM
ananutudyeckoit TCX, nuosel 3, 4 u TeTpabyTmi-
aMMOHUHOpoMHuI 06n1anar0T OAMHAKOBOH XpoMa-
TorpaduyecKol NMOABWXHOCTBIO HAa pPasHbIX aj-
copbeHTax C HCMONB3OBAHHEM Pa3sfUYHBIX 3MTHO-
eHTOBbIX cMecel. JlaHHblH (akTOp npensaTcTByeT
BBbIJIENEHHIO IMOJIOB B UHIUBMAYANLHOM BH/IE.

3aknrwuenne. [IpoBeaeHHbIE HWCCIIE10BAHWSA
NOKa3ank, 4TO B pe3yabTaTe peakUHH YAaloch
OCYLIECTBHTb BBEJEHHE B IUKIOMEHTAHOBOE
KOJIBLO ABYX TMAPOKCHIbHBIX rpynn nocpen-
cTBoM okucaeHus C=C-cesizu cyberpara ¢ mo-
MOIIBIO MepMaHraHaTa Kaus.

bbi1o nokazaHo, 4TO HCMOJNB30BaHWE pasiiHy-
HbIX MOAXOAOB K (POPMHPOBAHUIO KHCIOPOACO-
Adepkaliux (PyHKUMIA B LHUKIOTIEHTAHOBOM KOJIbite
K/IIOYEBBIX HHTEPMEIUATOB [103BOJIAET IIOJYYaTh
COEJMHEHHUs C 3alaHHOMN CTepeoXUMHUEeH 3aMecTH-
TeneH, YTo, HECOMHEHHO, UMeeT BayKHOe 3Ha4YeHUe
B CHHTe3e (HM3HOJIOTHYECKH AKTHBHBIX COEAHHE-
Huid. HemanoBakHBIM JOCTOMHCTBOM paccMoT-
PEHHOrO METOAA HBAAETCA HMCIOJIB30BAHHUE MNep-
MaHraHara KaJjus Kak OJHOro W3 Haubojee Aelle-
BbIX M JOCTYITHBIX PEAreHTOB OKHMC/IEHU.

B naneHeliineM BecbMa MEepPCHEKTUBHBIM TIPE]-
CTap/igercs u3ydeHue ruapoxcunuposanus C=C-
CBA3M LMIUIONEHTEHOU3OKCA30JAMHOB TNOJ  Oeii-
CTBMEM TIEPMAHraHaTa Kajius B NMPHUCYTCTBHH APY-
roro Karauusaropa MexdasHoro mnepeHoca, a
uMeHHO 18-kpayH-6.

Cnenyer OTMETHTb, YTO B MOCIEQHEE BpeMs
A7 NPOBEAEHHS yuc-rufpokcuiauposanus C=C-
CBA3H 3HAYMTE/ILHO 4allie OITMCBIBaeTCA MpUMe-
HeHHe TeTpaokcuaa ocmus [10], oguako maH-
HbIH peareHT Hapaly C HCKIYHTENBHO BBICO-

KO CTOMMOCTBIO 00sialaeT BBICOKOH TOKCHYHO-
CThIO, UTO CO3AAET 3HAUMUTENbHBIE MPOONEeMBl He
TONBKO A8 obecnedenus 6€30MAaCHOCTH JKCIIE-
pUMEHTaJIbHOM paboThl, HO W B IUIAHE OXPaHbl
OKpYXKarolleh cpefbl.
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