YK 548.73

UCCJIEJOBAHUE 3AMEIEHHBIX 2-(9-OKCOAKPHUIUH-10(9H)-
WI)YKCYCHBIX KUCJIOT U UX Y®UPOB
METO/IOM PEHTTEHOBCKOW JU®PAKIIUU

© 2015 C. 10. Beaoycos', T. H. Kyapsisuena’,
E.B.T pexneBa3, B. I1. CrapukoBckuii

! enasmwiii 20cyoapemeennvlii mamoscennviii uncnexmop Ixcnepmuo-
uccneoosamenvckozo omoena Nel (2. Kypck)
2xano. xum. HAyK,
cm. Hay4. compyoOHUK Kageopul xumuu, pykosooumenv HUJI opeanuyeckoeo cunmesa

e-mail: labOS.kgu.mail.ru
3 kano. xum. HayK,

doyenm Kageopvl xumuu

e-mail: labOS.kgu.mail.ru

? mazucmpanm kagpedpul xumuu
e-mail: labOS.kgu.mail.ru

Kypckuil cocyoapcmeennwiil ynugepcumem

Ocyl1ecTBiIeH CHHTE3 OYTHIOBBIX 3(HUpPOB 2-HUTPO- U 2-METOKCHU-AKPHIOHYKCYCHBIX
KHUCIIOT, TPOBECH (PM3UKO-XMMUYECKHI aHaIN3 TOJyYSHHBIX COCANHEHUH.

KaroueBsbie ciioBa: OyTHI0BBIH 3(hUp 2-HUTPO- U 2-METOKCHAKPHIIOHYKCYCHON KHUCIIOTHI,
HK-cnexrpockomnust ¢ npeodpazoBanueM Dypre, peHTreHOBCKas Judpaxuus.

[IponsBonHbIE aKkpuaOHa — KJIAcC TE€TEPOLUKINYECKUX OPraHMYECKHUX COEIMHEHUH,
NPEICTaBUTENIM KOTOPOrO AaKTHMBHO HCHONB3YIOTCS B ¢apmakosorud. Tak, B Xoje
MHOTOYHCIICHHBIX HCCIEIOBaHUI OBLIO yCTaHOBJIEHO, YyTO coiu 2-(9-okcoakpuaunn-10(9H)-
WJI)YKCYCHOU (aKpHIOHYKCYCHOM) KHUCIOTHI (akpuaoHykcycHoOM kucioTel, AYK) [EpmioB u
coaBT. 1999] u amuasl 4-kap6okcuakpunona (KA) [Stankiewicz-Drogon u coat. 2010]
MPOSIBJISIIOT OTJIMYHYIO HMPOTHMBOBUPYCHYIO aKTUBHOCTB, pal N-3amemieHHbix KA [Singh u
coaBT. 2009] mpensTcTBYeT pocTy MHKpoopraHuzmos, amuiasl [David-Cordonnier u coaBT.
2007] u »dupst [Surkov 2010] AYK u cepuss mnpou3BOAHBIX KapOOKCHAKpUIOHOB
[Boumendjel u coaBt. 2007] o0nagaroT NpOTUBOOIYXOJEBBIM JIeHCTBHEM. Takum o0pa3oM,
LI€JICHANIPABJICHHBIN CUHTE3 HOBBIX IPOJYKTOB B PsAY IMPOM3BOAHBIX aKPUIOHA M OLIEHKA MX
OMOJIOTNYECKON aKTUBHOCTH OCTAIOTCS BECbMA aKTyaJIbHOM 3a1auei.

O¢upsl ¥ HEKOTOpbIE JApyrue MNpousBoAHble paszauuHblx AVYK (comm, amunsbl,
THJIPA3H/Ibl) MIMPOKO MPUMEHSIOTCSA B KQUECTBBE MCXOHBIX COCTMHEHUHN JJIsi CUHTE3a JPYTUX
OMOJIOTMYECKU aKTHBHBIX coeauHeHuil [borateipeB u coast. 2013; KynpsBuesa u coaBT.
2014; MapkoBuu u cooanT. 2014]. Tak, B uactHoCcTH, OyTHIIOBBIH 3pup AYK — nomynpoaykr
B CHHTE3€ IIPOTMBOBUPYCHOI'O IIpernapara MeErJIyMHHAa aKpUJOHALETaTa, BXOZSILIErO B
IlepeueHb KM3HEHHO BaXKHBIX JIEKAPCTBEHHBIX cpeACTB [Pacnopskenue. .. ].

Hamu ocymectBieH cuHTe3 OyTWIOBBIX 3(QUpOB 2-HUTPO- U 2-MeTokcu-AYK B

YCIOBUAX TPUMCHCHUA Me)K(l)aBHOI"O KaTaJin3aTopa TpHBTHH6eH3HHaMMOHHﬁ xJjopuaa
(TPBAX) (1):
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IIpumenenne TOBAX mo3BosseT ocyImecTBIATh cuHTe3 3(hupoB AYK ¢ 10CTaTouHO BBICOKUMHU
BbIXOJaMU B TAKOM PaCTBOPUTEIC, KaK TOJYOJI.

UuCTOTYy MCXOOHBIX COEIMHEHUH M MPOAYKTOB PEAKLMH IPOBEPSIM METOAOM TOHKOCIOWHOU
xpomarorpadun (TCX) cpaBHEHHEM C 3TaJOHHBIMH 00pa3IamMH.

CTpyKkTypa TOJy4YEHHBIX COCAMHEHUN MOATBEPXKICHA METOJaMHU XpOMaTO-Macc-
cnektpomerpun u HK-cnekrpockonuu. B macc-cnekrpax 3¢GUpOB HPUCYTCTBYIOT IUKH
MOJIEKYJISIPHBIX HOHOB ¢ m/z 339 (ansa OytunoBoro >¢gupa 2-metokcu-AYK) u 354 (ans ans
oytunoBoro s¢upa 2-uutpo-AVYK). B HK-cnektpax OyTuiaoBeiX 3¢GHUpOB 2-HUTpO- U 2-
MeTokcu-AVK Hcdes3aloT monockl moriomeHus B obmacta 3000 oM, COOTBETCTBYIOLLIHE
konebanmsiM cBsi3n N-H, M IOSBIAIOTCS IMOJOCHI MOryomeHuss B obGmacta 1751 oM,
COOTBETCTBYIOIME KOJICOAHUAM CIOKHO3(pUPHOH rpynmbl. ClieayeT OTMETHTb, YTO XapakTep
3amectutenss (OCH; unu NO)B mojoXkeHUM 2 aKpUIOHOBOTO KOJbIA MPAKTUYECKH HE
OKa3bIBaCT BIUSHUS Ha IMOJIOKEHHE TOJIOCHI MOTJIOUIEHHs CloxHOd(bupHOU rpynmsl B UK-
CHEeKTpax OyTHIIOBBIX 3(UPOB.

Jlis cuHTe3a COOTBETCTBYIOLIMX KHCIOT U3 OyTUIOBBIX 3(UPOB 2-HUTPO- U 2-METOKCH-
AVK, nosnyuennsle OyTUI0BbIE 3(UPHI TOJIBEPrajid THAPOIU3Y B LIeN0YHOH cpene (2):

(e}
1)NaOH H20, t° b
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B UK-cnekTpax mOJy4eHHBIX KHCIIOT MOJIOCA MOIJIOUIEHU KapOOHUIBHON IPpyMIb, U3
obmactu 1751 oM™ (xapakTepHOi Il CIOXKHBIX 3(HUPOB) CABHraeTCsA,B oONacTh Golee
Huskux gactor (1724 cv™' u 1727 cm’'). IlpuueM s 2-HUTPO3AMEIICHHOH KHCIOTHI
MIOTJIOIIEHUE, COOTBETCTBYIOLIee KojebaHusm rpymnibsl C=0, HECKOJIBKO CIIBUHYTO B 00JacThb
0oJiee HU3KHUX YacTOT, [0 CPABHEHHIO C 2-METOKCHU3aMEeIIeHHOM KuciaoToi. B obmactu 2900—
3000 cm-1 ucyeszaer rpymnmna nojoc, oOycioBieHHas Koyebanusmu cBsazeid C-H OyTunpHON
IpYIIIbL, ¥ MOSBIISIETCS MOJI0Ca, OTBevaromas kojaedanusm rpynms -OH.

MeToioM  pEHTTeHOBCKOM IU(PPAKUUU M3YUYEHbl KPUCTAJUIMYECKHE CTPYKTYpPbI
MOJIyYSHHBIX ayKPUJIOHYKCYCHBIX KUCIIOT U UX OYTHIIOBBIX 3(PHPOB.

PaboTa npoBoauiace Ha peHTreHoBckoM nudppakromerpe MiniFlex II ¢upmsr Rigaku
(SlnoHus), UMeroIEeM PEeHTTEHOBCKYIO TPYOKY C aHOJOM W3 MeAM (JJIMHA BOJIHBI M3TY4YECHUS
A=15,4 um), Hanpspxerue Ha TpyOke 30 kB, Tok TpyOku 15 MA. M3mepenue nudpakrorpamm
MIPOBOJIMIIOCH METOIOM CKaHUpPOBaHMA 1O yriam 20 (0/20-3aBucumoe) B quana3oHe yriioB OT
8 nmo 60 °. BpiOop naHHOrO Jauana3oHa IMO3BOJIAET IMOJYYUTh OCHOBHBIE Da3pelleHHbIE
pedaexcsl hkl a3, npucyrcTByromux B uccienyeMsix Mmarepuaiax. CKOpocTb CKaHUPOBAHUS
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5 rpagycoB B MuHyTy, paspemenue 0,01 rpagyca. 'oHMOMETp BEPTUKAIBHOIO THUIA, PALNYC
150 MM, CKOpOCTh IO3HIHOHMPOBAHHSA Mo yray 26-500 ° B mumyrty. Illemu DS: 1.25°
(BcTpoeHHasl), IIeNlb OTpaHUYCHUS MydKa 1o BbicoTe 10MM, pesxuM Bappupyemoit menu DS B
ManoyrioBoii obmactu; SS: 1.25° (puxcuposannas); RS: 0.3mM (puxcupopannas); [llemn
Connepa, pacxoAUMOCTb +2.5°. Hetexktop SC-M  (kpuctrami-cuunHtmimsitop Nal) ¢
MOHOXPOMAaTOpOM Ha MudparupoBaHHbIN my4ok. [ uccnenoBaHus MOTUKPUCTAIITHNIECKIX
00pa31oB UCII0JIb30BAIACh MAJIOOTPAXKAOIIAsi KPEMHHEBAsl KIOBETA.

[TonmyuyeHnHble pe3ysbTaThl MpUBEACHBI B Tabmuie no 10-tu Hanbojee MHTEHCHUBHBIM
MHUKaM.

BemecTtro 20 (rpam) | d (anrctpem) | MHTEHCUBHOCTD (cps) | Pa3mep OKP
MEXILIOCKOCTHOE OTHOCHTEIIbHAS (obmactpb
pact KOT€PCHTHOTO

pacceuBaHus)
nm)

2-meTokcu-AYK 11.274 7.844 8 17,7
15,01 5,91 6 28,4

17,15 5,167 6 32
22.68 3.918 2 13,4
23.38 3.803 1 22,7
24.62 3.614 1 30,6
25.66 3.469 3 18,9
26.55 3.354 1 31,6
27.56 3.236 1 17,9
28.82 3.097 1 18,8
2-HuTpo-AYK 9.592 9.213 96 23,0
10,68 8,28 9 22,1
16.91 5.239 27 16,8
21.58 4.116 20 29,0
22.73 3,91 16 29,6

25.23 3.527 18 5,4
25.32 3.516 16 82,9

26.805 3,3232 100 12,1
27.66 3.224 9 64,9
31.62 2.827 15 38,5
ByTunossrit 3¢up 2- 10.404 8.497 72 27,2
merokcu-AYK 11.049 8.001 100 28,9
15.34 5.772 77 32,4
15.83 5.594 45 42,8
17.47 5.074 53 32,5
18.655 4.753 69 40,2
20.192 4.394 66 343
21.86 4.063 72 11,9
22.868 3.886 79 28,0
24.69 3.604 54 29,6
ByTunossrit 3¢up 2- 6.816 12.958 100 46,9
HuUTpo-AVK 11,41 7,45 5 30,1
16.89 5.249 4 35,8
19.69 4.506 10 36,6
20.69 4.291 5 14,7
22.35 3.976 10 21,5
25.map 3.555 9 28,2

26.48 3.366 4 16
29.14 3.062 4 46,8

30.45 2.934 6 48
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[Ipu ananu3e Noxy4eHHBIX TU(PPAKTOrPaMM BBISIBIICHBI CIIEAYIOIINE OCOOEHHOCTH.

OcHOBHBIE pa3pelieHHbIe TUPPAKTOMETPUUYECKUE PE(ICKCHl HCCIeyeMbIX BEIECTB
aexat B obnactu yrioB 2-theta ot 9 1o 30 rpagycoB, YTO COOTBETCTBYET MEXKIIJIOCKOCTHBIM
pPacCTOSHUSAM HE MEHee 3 aHTCTPEM.

Ha nu¢pakrorpammax ueTko BbIIBIsiIOTCS He MeHee 8—10 mnwmkoB (mpu
WCIOJIb30BAHUU METOJIOB MTOMCKA MUKOB MO0 MX BEPIIMHAM U 110 BTOPOM mpou3BoaHoM). [Ipu
9TOM HaWJIy4yIlIUM OOpa3oM pa3pellieHbl MUKH Ha JudpakrorpamMMe OyTHiIOBOro s¢upa 2-
MeTokcu-AYK (6e3 npuMeHeHus CrielMaabHbIX METOI0B BBISIBIISICTCS 10 24 MHKOB).

HauGonbiias MakcumanbHasi MHTEHCHBHOCTh JAU(PAKTOMETPUUECKOTO CHUTHAJA
(Oonmee 2500 orcueTroB B CeKyHIy) JdocTuraercs ans OytuiioBoro s¢upa 2-Hutpo-AVYK.
O/HaKO MHTEHCUBHOCTh OCTAJIbHBIX pe(IeKcoB Ha Au(pakTorpaMMme JaHHOTO BELIECTBA
Ha 1-2 mopsika MeHbIIE, YTO CBSI3aHO C MPOSBICHUEM TaK HAa3bIBAEMOW «TEKCTYpBI»,
CBOWMCTBEHHOHM Ul BEIIECTB, 00pa3yloIUX KPUCTAUIUTHI MJIACTUHYATOW WM HMIOJIbYATOU
¢opmbl. Haumenblas MakcuMalibHasi HHTEHCUBHOCTh (He Oosee 250 OTCUeTOB B CEKyH.Y)
IpU TeX Xe YCIOBUAX ChEMKM, HaOmojgaercs Ha augpaxkrorpammax 2-HUTpo-AVYK nu
OyTtunoBoro 3¢gupa 2-meTokcu-AYK, uTo yka3zplBaeT Ha HU3KYIO CTENEHb KPUCTANIMYHOCTU
00pasIoB.

Pazmep OKP (obnacteil KOrepeHTHOI'O paccessHus) B HAPaBICHUU AU(PPAKIUOHHBIX
MaKCUMYMOB, XapaKTepU3YIOIIHUNA CPEIHUNA pa3Mep KPUCTAIUTOB BEILIECTBA, COCTABUII OKOJIO
18 am ms 2-metokcu-AVYK, ot 12 1o 20 am ms 2-autpo-A VYK, 29-32 um nns OyTHIOBOTO
s¢upa 2-metokcu-AYK u 1o 37 um i 6ytunioBoro 3¢upa 2-autpo-AVYK.

Kak BUIHO M3 NpUBENEHHBIX JaHHBIX, U1 OyTHJIOBBIX 3¢GUpoB 2-HUTPO-AYK u 2-
MeToKcu-AYK, 10 CpaBHEHHIO C  COOTBETCTBYIOLUIMMM  KHCJIOTaMH, XapaKTepHO
OTHOCUTEIIBHOE YBEJIMYEHUE CPEAHUX pa3MEpoB KPHCTALUIUTOB, YBEIMUYEHHE CTEIECHU
KPUCTAJUIMYHOCTH.
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