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C. 10. PsiooBa, JI. M. AnekceeBa, A. C. lllamkos®, B. I'. 'panuk

HEOKMUJIAHHAS PELHUKJIM3ALIMSA 1H-SKAPBOJIMHOB
B MIAPPOJIO[1,2-a]MH/IOJIBI

Tlpu narpeBanuu 1H-2-metun-1-n-autpodeHnn-3-3TOKCHKapOOHUIITHPUIO-
[3,2-b]urnona (1) B cMpTOBBIX pacTBOpax aMMHaKa HaOJIOJAeTCsi HeH3BECTHAS
paHee peLUKIn3alys, KOTopasi IPUBOJUT K 00pa30BaHUIO 2-aNKOKCUKApOOHII-3-
Meti-9-n-aurpodennmumuHo-9H-ippono[ 1,2-alurgonam (3, 6).

KuwueBble cioBa: d-kapbonuH, mupuao[3,2-blunmon, mupposno[l,2-a)un-
J0J1, THAPOIH3, TIepe3TepruUKaLs, PeHUKIU3ALMS.

B npopomxeHue uUCCiel0BaHUN CUHTE3a U CBOMCTB NPOU3BOAHBIX ITUPHJIO-
[3,2-b]unmona, modaydeHHBIX HAa OCHOBE |-aleTHIMHIOKCHIIA, B HACTOSAIIEH
pabote nzyuena peakuus 1H-2-metun-1-n-HutTpodeHmn-3-3TOKCUKapOOHUIIITH-
puno[3,2-bJunmona (1) [1] ¢ aMMHakoM C TI€JBI0O TOJIYYEHHUS COOTBETCTBYIO-
mero kapoamuaa 2. OZHAKO 0Ka3anoch, YTO MPU HAarpeBaHWU coennHeHus 1 B
STaHOJILHOM pacTBope ammuaka npu 100 °C B aBTOKIaBe B TedyeHHE 8 U
poliecc MpoTeKaeT M0 NMHOMY HalpaBJICHUIO U HEOXKUAAHHO MMPUBOAUT K 00pa-
30BaHHUI0  2-3TOKCHKapOOHMI-3-MeTuiI-9-N-HuTpodenmmmuao-9H-uppoio-
[1,2-a]unmona (3) ¢ BeixogoM 75%. YUHTBIBasi, 4TO MPOU3BOJHBIC 2-aMUHO-0-
kapOonmmHa crnocoOHBl TPUCOSAMHATH IO TMOJIOKEHHI0O 4 HykieoQuIbHbIE
peareHTsbI [2, 3], MOKHO TIPEICTaBUTh CXEMY 3TOH HEOOBIYHOW peaKIUH:
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Ha mepBom sTame mpoucxXoauT MpUCOSANHEHNE aMMHaKa ¢ 00pa3oBaHHEM
MPOW3BOAHOTO 4-amMuHO-1,4-murunapo-d-kapdboamHa A. Bo03MOXXHOCTH 3TOTO
mporiecca OOyCIIOBIeHa IEepPecTpOWKON JBOWHBIX CBs3edl c oOpazoBaHHEM
apOMAaTHYECKOTO HWHIONBHOTO IWKia. 1,4-J[MruaponmipuanHOBEIN (DparMeHT,
SIBIITIOIIUICS IUKJIMYECKUM €HaMHUHOM, CIIOCOOCH pacKpBIBAThCS  TIOJ
neiicTBeM HYKICOPUIBHBIX peareHToB, (B JaHHOM CIydae pPacKpBITHE
MIPOVMCXOANT B TIPOIIECCE pEaKIuy IepeaMHHUpoBaHus [4]), ¢ oOpa3oBaHHEM
€HaMHHA HWHIOJBHOTO psima B, KoTopblil manee mUKIM3yeTcs B MPOU3BOTHOE
nupposio[ 1,2-aJunnona C u, 3atem, mpeBpaiaeTcs B KOHSUHBINA TPOIYKT 3.

Cnemyer OTMETHTH, YTO B JIUTEpaType OMHCAHO packpwiThe 1,4-murumapo-
MMAPUAMHOB IO TeHCTBHEM KHUCIOT [5].

Kak BUmHO W3 mpeasoKeHHOW CXEeMBI, B pe3ylIbTaTe 3TOW HEOOBITHOW
pEeIMKIM3a TUPUANHOBEIA (parMeHT coemuHeHus 1 Tpanchopmupyercs B
MUPPOJIbHBIN ¢ 00pa30BaHUEM H30MepHOro nuppoio|1,2-aJunmona 3. O mpore-
KaHWW TaKOW M30MEPH3AINU CBUAETEIHCTBYET TOT (DAKT, YTO MOJIEKYJISPHBIC
Beca HCXOOHOTO W TONYyYEHHOTO COEIWHEHHH OJMHAKOBHI (MacC-CIEeKTpHI:
[M]" 375), xots (parMentanus moj AeiCTBHEM 3JIEKTPOHHOIO yAapa pas-
nuvHa. CTpoeHHEe coelrHEHUs 3 OJHO3HAYHO CIIEIyeT M3 COIMOCTaBIICHUS €Tro
ciektpa SIMP 'H co CIEKTpOM HCXOZHOTO JS-KapbosiuHa 1, H CO CIIEKTPOM
1-metun-4-sTokcukapoonui-4-okco-4H-muppono[ 1,2-aluamona  (4) omnucas-
HOTO paHee B JuTepaType [6] W BBIIENIEHHOTO B pe3yiabTaTe THUIAPOIH3A
TPUIHKIAYECKOTO ITPOU3BOIHOTO 3 B KHCIIOH cperie.
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B cnekrpe SAMP " CcOoeMHEHNs] 3 HAONIOMAIOTCS CIIEAYIONUEe CHUTHAIBI
(IMCO-dg), 8, m. m.: 1.17 (3H, T, 2-COOCH,CHz); 4.08 (2H, x, 2-COOCH,CHj);
2.74 (3H, c, 1-CHy); 7.06, 8.20 (4H, A,B,-cuctema, 1-n-aurpodenmn); 7.20 (1H, T,
6-H); 7.40 (1H, &, 8-H); 7.42 (1H, T, 7-H); 7.75 (1H, 1, 5-H) u 5.93 (1H, c, 3-H). [Ipu
CPaBHEHHMH aHHOTO CIIEKTpa CO CHEKTPOM HCXOAHOTro o-kapbommua 1 [1]
YCTaHOBJIEHO, 4TO 00a CIIEKTpa UMEIOT OJTMHAKOBBIA HAOOp CUTHAJIOB, KOTOPBHIE,
OIHAKO, 3aMETHO OTIHYAIOTCS [0 XUMHUYEeCKUM caBuraM. OcCOOEHHO 3TO
KacaeTcss XUMHUIeCKuX cIBUTOB MpoToHOB 3-H u 4-H; 5-H u 9-H B coenunennsx
3 u 1 coorBercTBeHHO. CHTHAI MPOTOHA B TOJI0kKeHUH 3 (~5.93 M. 11.) TpHIIMKIIa
3 HaxoaWTcs B 0ONacTu 0OoJee CHIIBHOTO IOJIA TI0 CPAaBHEHHUIO C CUTHAJIOM
MPOTOHA B MoJokeHUU 4 (~8.9 M. 1.) SkapbonuHa 1, yTO 00YCIOBIEHO ABYMS
(hakTOpaMu: BO-TIEPBBIX NPUHAMIS)KHOCTHIO TIpoToHa 3-H B coenmHeHnu 3 K
ANEKTPOHON30BITOYHOMY THPPOIHHOMY KOJBILY (B OTiIMYHe OT NpoToHa 4-H B
coequHeHnH 1, HaxoAAImEMCS B JIEKTPOHOAC(PHUIIUTHOM TUPUIMHOBOM ITUKJIC)
Y, BO-BTOPBIX, SKPaHUPYIONIMM BIHUSHAEM N-HUTPO(PEHUIHLHOTO 3aMECTHTEIS
Ha MPOTOH B noJiokeHuu 3 (B nuppoiounnoine 3). [locnennee o6CTOATEILCTBO
o0BsicHseT moyemy curHai 3-H B coemuHeHnn 3 HAXOAWTCSA B 00JacTH Oosee
CWJIBHOTO TIOJISl HE TOJIBKO I10 CpaBHEHUIO ¢ curHaioMm 4-H B &HxapOonune 1, HO
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U C CHUTHAJaMHM AQHAJIOTWYHBIX IPOTOHOB B JPYTMX IPOU3BOIHBIX
mupposno[1,2-ajunmona (~7.0-7.5 M. 1.), HE MMEIOIMINUX TAKOTO 3aMECTHUTENS B
monoxenuu 4 [7, 8]. TloHaTHO, YTO Takoe BIMAHHE N-HUTPOPEHUIMMUHHOTO
3aMECTUTEJISI Ha IPOTOH B IOJIOKEHUH 3 MOXKET MMEThb MECTO TOJBKO B TOM
ciyyae, eciu N-HUTPOGECHWIbHBIM 3aMECTUTENb IIOBEPHYT B CTOPOHY
mUupponbHOTO (2 HE OEH30JBHOTO0) (parMeHTa MOJEKYyNbl. JleHCcTBUTENbHO,
pasHOCTHBIN criekTp 100 moaTBepKIaeT Takyr KOH(PHUTYpPaAIUIo: B YCIOBHAX
MIPEIHACHIIICHNS IPOTOHA B MOJOXEHUHU 3 HAOMIONAEeTCs OTKIMK MPOTOHOB N-
HutpodeHmibHOoro 3amectutens (7.06 m 820 M. 1), 9TO yKa3plBaeT Ha WX
MIPOCTPaHCTBEHHYIO OMM30cTh. B TO Bpems kak B criektpe SIMP 'H rpurmkna 3
CUTHaJl TPOTOHAa B TMIOJIOKEHWH 3 CMEIIEH B CWIBHOE II0JIe, CHUTHAI
apoMatHyeckoro mpotoHa 5-H cmemen B oOmacte Ooiree ciraboro mojist 1o
CPaBHEHHMIO ¢ CUTHAJIOM npoToHa 9-H B coennnenun 1, 9ro Taxske cornacyercs
CO CTPYKTYPHBIMH H3MEHEHHUSIMH IpH IepexoJe OT oO-KapOoiauHa K
nuppononHa0y. B mocnenneM coeamaennn nmpotoH S5-H (B otnmume ot 9-H B
O-kapOoyHEe) HE WCIBITHIBAET aHW30TPOIHOTO BIUSHHS N-HUTPOPEHUIHLHOTO
3aMECTUTENIs, a, MO-BUAMMOMY, OKAa3bIBAE€TCSl B OOJIACTH [E33KpaHHUPOBAHUS
JBOVHOM CBSI3U.

Ipu cpaBrenun crniektpos SMP 'H tpurmkia 3 u mpoayKTa ero THapoInsa
4 (TONMHBIA CIEKTp TPHUBEACH B OKCIIEPUMEHTAIBHON YacTHW) BHIHO, YTO
XMMUYECKHUE CIBUTM apOMaTUYECKUX IPOTOHOB, a TAKKE IMPOTOHOB TIPYIII
COOCH,CH3; u CH; npu niepexone oT 3 K 4 He MPeTepreBaroT CYIMECTBEHHBIX
W3MEHEHUH, B TO BpeMsl KaK CUI'HaJ IPOTOHA B MOJOXKEHUH 1 B coeanHeHnH 4,
HE  UCHBITHIBAIOIIMI  SKPAaHUPYIOLUIETO  BIUSHHUA  N-HUTPOGECHHUIHHOTO
3aMECTUTENIs, CMeIlaeTcs B 00JacTe ciaaboro moms M HaOMoJaeTcs MpH
7.02 M. 1. (9TO XapaKTepHO ISl MUPPOIOWHAONBHBIX COEIMHEHUH MOJ00HON
CTpyKTYpHI [7, 8]).

JlonoaHUTENBEHBIM TOATBEPKICHUEM TOTO, YTO coeuHeHue 1 nperepnesaer
3HAYNUTENIbHBIE CTPYKTYpHBIE HW3MEHEHUS, SBISIIOTCA JaHHBIE Pa3sHOCTHOTO
cnekrpa S190: B yCIOBHAX NPEAHACHILICHUS MPOTOHOB METHJIBHOM TIpYIIBI B
coeAuHEeHNMH 3 HAOMIOAAeTCsl OTKIMK MPOTOHAa B IOJOXEHWH 8, UTO
MOJATBEPXKIAEeT crepuueckyro Ommsocts rpynmbsl 1-CH; m nporona 8-H u
CBHUJIETENILCTBYET B MOJIb3Y aHTYJIIPHOM CTPYKTYPHI TPULIMKIIA 3.

beumn Takxke cHATe 1 conoctaBnedsl SIMP HMBC cniektper coenunenwmii 3
u 4 (a Taxke 6 — oM. manee) (tabm. 1). XuMUUecKue COBUTH OJHOMMEHHBIX aTOMOB
yriepoaa OJM3KM U UMEIOT OAMHAKOBBIE KOPPESIUMOHHbIE KU, Mckimouenne
COCTaBIISIET XUMHUECKHH cIBUT aToMa C,: IIpU mepexose oT 3 K 4 OH MeHseTCs
ot 152.0 no 178.8 M. 1. B ar0it xe obmactu (178.1 M. 1.) HaOmrOMaeTCS CUTHAT
kapOoHMIBHOTO artoma yriepopa C, B 2-munepuauHoMmeTwiieH-2H-mmpposo-
[1,2-a]Junmon-1,4-muone [9].

3areM MBI MCCIENOBAIN pEakUHI0 d-kapObonmHa 1 ¢ amMuakom mpu Oonee
HU3KOHM Temmeparype. YCTaHOBIEHO, 4TO penukiu3anus 1—3 He nporexaer
npu 20 °C (Beimernen d-kap6onud 1), a ipu 50 °C peanusyercs Tobko Ha 20%.

CymiecTBEHHYIO POJIb UTPAET TaKKe MOJSIPHOCTH pacTBopuTessi. Hanpumep,
B JIMOKCaHE, C 85-KpaTHBIM H30BITKOM aMMHaKa IOociie 8 4 BBLAEPKKH IPH
100 °C B aBTOKJaBe, HAIWYUE TPUIMKIA 3 B PEAKIHOHHON CMECH yaaercs
Ha0JI01aTh TOJIBKO XpOMAaTorpaduiecKy.
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Tadonuma 1

Cnexrtpsl AMP *C coenunennii 3, 6, 4 1 npoToH-yriaepoanbie Koppesiuuu 8 HMBC
(*H=3C koppensiuus uepes 2 u 3 CBA3H) cneKTpe*

B¢ Xumuueckue CIBHTH, O, M. JI.**
ATOMBI

yrieposa CoenuHeHue

3 6 4
3 114.0 (xopp. Her) 114.5 (xopp. HeT) 115.0 (xopp. HeT)
2 118.8 (1-CHa3) 118.3 (1-CHs) 119.5 (1-CHa)
1 135.3 (3-H, 1-CH3) 136.2 (3-H, 1-CHa) 138.4 (3-H, 1-CHa)
8a 141.0 (5-, 7-H) 141.7 (5-, 7-H) 143.3 (5-, 7-H)
8 112.1 (6-H) 112.3 (6-H) 112.3 (6-H)
7 132.5 (5-H) 132.8 (5-H) 134.3 (8-, 5-H)
6 125.3 (8-H) 125.9 (8-H) 126.1 (8-H)
5 123.6 (7-H) 124.3 (7-H) 124.7 (7-H)
4a 131.5 (6-, 8-H) 132.1 (6-, 8-H) 130.7 (6-, 8-H)
4 152.3 (5-H) 153.1 (5-H) 178.8 (5-H)
4a 125.3 (3-H) 125.9 (3-H) 129.7 (3-H)
1 157.6 (3'-, 5'-H) 158.1 (3'-, 5'-H) -
2,6 119.5 (6'-, 2'-H) 119.9 (6'-, 2'-H) -
3,5 124.9 (5'-, 3-H) 125.7 (5'-, 3'-H) -
4 143.6 (2'-, 6'-,3"-, 5-H) 1445 (2'-, 6'-,3"-, 5'-H) -
2-COOR*** 163.5 (OCH>CHj3) 164.5 (OCHs) 164.0 (OCH,CHz)
1-CHs 11.8 (xopp. HET) 12.2 (xopp. HET) 12.4 (xopp. HET)

* PacrBopurens CDCl3 (st 4 u 6), CDCl; + IMCO-dg (s 3).
** B ckoOKax yKa3aHbl IPOTOHBI, C KOTOPHIMU HAOJIIOIACTCS KOPPEIIAIIHL.
*%  Xumuuyeckue casury, o, M. 1.. 3 R = CH,CH; 59.3, 13.8, 6 R = CH; 51.1, 4 R = CH,CH;

60.0, 14.3.

I/ICXO,I[SI n3 HpHBeHeHHOﬁ BBIIIIC CXEMbI pCaKNuU, CICAYET, YTO yKa3aHHas

PELMKIN3aMs MOXET MPOTEKaTh MO JCHCTBUEM HE TOJIBKO aMMHakKa, HO U
npyrux amMmuHOB. [Ipu B3aumozeiicTBuu coequaenus 1 ¢ 25-KpaTHbIM H30BITKOM
NUIEPUIMHA B  AHAJOTHYHBIX  YCIOBHSAX O-KapOoiauH 1  MOJHOCTBIO
TpaHC(OPMHUPYETCsl, OAHAKO, U3 PEAKLIMOHHONW MaccChl, KOTOpasi MPEACTaBIsIeT
cO0OH CIIOKHYIO CMECh BEILIECTB, C IOMOLIbIO KOJIOHOYHOM Xpomartorpaduu
yAaeTcs BBIACIUTh B HE3HAUNTENBHBIX KOJMYECTBAX MUPPOJIOUHION 3, a TAKKE
npoaykTt ero ruaponuza 4. I'maponus 3—4 npoucxoauT, MO-BHIMMOMY, B
Ipolecce JUIMTEIEHOTO HAarpeBaHus PEaKIIMOHHOW MacChl.

B npyrux ycnoBusix, a IMEHHO, IpH KUISIYEHUH J-KapOonuHa 1 ¢ 25-kpat-
HBIM U30BITKOM IUINEPHINHA B CHIUPTE TPULUKI 3 oOpasyercs ¢ BeixogoM 10%,
a M3 MAaTOYHOT'O PacTBOpa ¢ HOMOIIBIO KOJIOHOYHOM XpoMaTorpaduu u3BjieueHa
CcMech COeIMHEHHUH 3, 4 M N-HUTPOAHWITUHA.

Peakuust J-xap6onuHa 1 ¢ MeTaHOIOM HE NMPUBOIUT, M3-3a CIA00H HYyKIIEO-
(WIBHOCTH TOCTEeNHET0, K 00pa30BaHHUIO JUTHAPONUPUAMHOBOTO LHUKIA U
nanee MUPPOJIOWHAONA, HO HepeaTepuuKanusi MpoTeKaeT BeckMa OBICTPO M
o0pasyeTcsi COOTBETCTBYIOIIMH MeTwiIoBbId >¢up 5. [lpu neiictBum xe Ha
coeauHeHre 1 METaHOJIBHOIO aMMHMakKa, 00pa3yeTcsl PEUUKIM30BaHHBIA IPO-
IOYKT 6, copiepKallinii B OJIOKEHUN 2 METOKCUKApOOHUIILHYIO TPYIIILY.
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Otcroma creqyer, YTO Ha TEPBOM JTare MpeBpameHus o-kapbommHa 1 B
MUPPOJIONHI0N 6 mpoTekaeT mnepesTepuduKanys, a 3aTeM PEeHUKIH3aIus.
DKCIEPUMEHTANBHO MMOKAa3aHo, YTO HH TMepedTepuduKkanus, HU aMUJIUpOBaHHe
PEIHKIN30BaHHOTO TPOYKTa 3 B BHIOPAHHBIX YCIOBUSX HE MPOUCKOJISAT.

XapakTepuMCTHKH CUHTE3HPOBAHHBIX COeMHEHMI

Tabnuma 2

Co- Haiineno, % T. ., °C Mace-
Beruucneno, % (pactBOpH- UK cnextp Bri-
enu- Bpyrro- o . CIIEKTP,
o bopmya TeJb VISt (ToHKMI 3111014), miz, X0/,
C H N HepeKpucTa- v, cM Y %
HUe M
JIU3ALIUH)
3 C21H17N304 67.28 4.34 11.43 253-253.5 1700, 1649, 375 75
67.19 457 11.20 1611, 1597,
1585, 1548,
1508, 1460,
1420, 1370,
1340
4* C15H13NO3 70.55 5.38 5.40 173-173.5 1696, 1612, 255 70
70.58 5.13 5.49 1548, 1514,
1474, 1427,
1391, 1277,
1230, 1209,
1100
5 CaoH15N304 66.53 4.17 11.48 252 pasn. 1713, 1624, 361 69
66.48 4.18 11.63 (meraHom) 1526, 1494,
1460, 1380,
1320, 1300,
1270, 1220
6 C2oH15N304 66.51 4.38 11.26 259-259.5 1700, 1649, 361 44
66.48 4.18 11.63 (atieToH) 1611, 1598,
1585, 1548,
1508, 1460,
1420, 1370,
1340

* UK cnektp B Tabnetke KBr.

758




SKCHEPUMEHTAJIBHASL YACTb

UK cnekTps! coennHeHuit momydeHs! Ha npubopax Perkin-Elmer 457. Macc-ciekTps! CHATHI
Ha Macc-criekTpomerpe SSQ-710 Finnigan npu mpsiMoMm BBoe o0pas3lia B HMOHHBIH MCTOYHUK.
Crexrps SIMP ‘H sanmcansr na criextpomerpe Bruker AC-200 (200 MI'w), [ByMepHBIE CIIEKTPEL
SIMP HMBC - na cnektpomerpe Bruker DRX-500 € ucrnonb30BaHHEM CTaHIAPTHBIX METOJIHK
¢upmel. KoHTponb 3a XOIOM peaknuii ¥ MHAWBHIAYAIGHOCTBIO BEIIECTB OCYIIECTBILUIM Ha
ractuekax Silufol UV-254 B xnopodopme (st coennnenntit 3, 4, 6, nposisienne B YO cere)
B CHCTEME STHJIALleTaT—H30IPONaHOI—aMMHuaK, 5:3:1 (a1s coenunenuii 1 u 5).

OH3NKO-XNMHUECKUE XapaKTEPUCTUKH CHHTE3UPOBAHHBIX BEIIECTB IPUBEICHBI B TA0I. 2.

1-MeTtua-2-3TokcnkapooHuI-4-n-auTpodennanmuuo-4H-nupposo[1,2-alunmon A3).
A.Cwmecp 1.2 T (3.2 mMmoub) d-kapbommaa 1 u 60 M sTaHONBEHOTO pacTBopa ammuaka (15%
pactBop) BeiiepkuBaroT 8 u npu 100 °C B aBToknase. OXJIAKIAIOT, 0CATOK OTGUILTPOBHIBAOT,
[POMBIBAIOT 3TAHOJIOM. BEIIECTBO OYMINAIOT METOJOM KOJIOHOYHOW Xxpomarorpaduu (SiO,,
1x40, smoent xnopodopm). Cobuparot sxentyro 3ony. [Tomygatot 0.9 r nupponounngoia 3.

Bb. Cmecp 0.2 t (0.53 mmomb) J-kapbomuua 1, 15 mi abcomoTHoro sranona u 1.3 M
(13 mmoip) mumnepuanHa BoiepkuBaroT 9 u mpu 100 °C B aBTOoKNmaBe. OXJIAKAAOT, PACTBOP
ymapuBaloT. MAaCHIHUCTBIA ~ OCTaTOK IepeMemuBaroT ¢ 3¢upoM, ocagok (0.15 1)
OT(QUIBTPOBHIBAIOT H PACTBOPSIOT B Xiopodopme. PacTtBop HaHOCAT Ha KOMOHKY SiO,,
amoupyT xiaopodopmoM. CoOHPAOT KEATYIO 30HY, KOTOPYIO OOBEIUHSIOT C HPOMBIBHBIM
3¢UpHBIM  pacTBOpOM H  ymapuBaioT. (OCTaToOK pacTHpPalOT C  3TaHOIOM, OCaIOK
OT(QUIBTPOBBIBAIOT, IPOMBIBAIOT dTaHoNoM. [lomydator 0.02 T ocaaka "a", KOTOPBIH MO JaHHBIM
TCX sBisieTcst COeMHEHHEM 3 C MPHUMEChIO CoemuHeHusT 4. DTaHONBHBIA MATOYHBIH PacTBOP
ymapuBaioT. OCTaTOK pacTBOPSIOT B Xiopodopme u GuibTpyroT depes cioit Si0,. Xmopodopm
ymapuBaioT u noxy4atoT 0.02 r ocagka "6" —cmech coeaunenuii 3 u 4 (1:1 mo TCX). Ocanok "6"
MEPEeKPUCTAIUTN30BEIBAlOT U3 2 My Meranona. [lomywaror 0.01 © BemecTtBa, KOTOpPBIi
MpHUCOEAMHSAIOT K ocanky "a". Beero 0.03 r (ocagka "a') mepeKkpHCTaTH30BBIBAIOT H3 25 MII
MmeraHouna. Ilonywator 0.01 r (5%) mupponouHgona 3, T. IUI. CMELIAHHOH NPOOBI KOTOPOTO ¢
00pa3moM 53TOr0 COEIUHEHHs, IOMYYEHHBIM IO CHOCO0y A HE IOKa3bIBaeT [ETPECCHH.
MeTaHONBHBIE MaTOYHBIE PACTBOPHI OT MEPEKPHCTAIUIN3ANU OcankoB "a" 1 "0" 00beqUHAIOT U
ymapuBaioT, a octatok (0.03 r) mepekpuCTaIM30BBIBAIOT U3 U3omponanona. [lomywator 0.01
(7%) muppononHmona 4, T. M. CMEIMIAHHOM MPOOBI KOTOPOro ¢ 00pas3lOM 3TOTO COECAWHEHHS,
TIOJIy4CHHBIM [P TUPOJIN3E COCANHCHUS 3 HE ITOKa3bIBACT ACIPECCHH.

B. Cmech 0.3 1 (0.8 Mmmomb) J-kap6omuHa 1, 20 Mt abconrorHoro 3tanona u 0.9 mi (9 Mmos)
nunepuanHa KUmstAt 17 4, nobasmsttor 1 Mt (10 MMoITb) MTUNIepUANHA B KATIATAT eme 2 4. Yepes
16 9 ocamoxk OTGHUIBTPOBBIBAIOT, MPOMBIBAIOT cupToM. [lomygaror 0.02 r muppononHgona 3.
K MarounoMy pactBopy npuOaBisioT eme 1 Ml munepuanaa U KumataT 6 4. Yepes 16 1 ocagok
OT(GHUIBTPOBBIBAIOT, POMBIBAIOT dTaHONOM. [lomydator momomaurensHO 0.01 T mupporonHIONa
3. O6mmit Bexox 0.03 t (10%). T. mn. cmemanHOI TPoOBI BemecTBa ¢ 00pa3mOM 3TOTO
COEIMHEHHS, OTyIEeHHBIM I10 CTIOCO0Y A He MOKa3bIBAET AEHPECCHN.

1-MeTuna-2-meTokcuKapooHuI-4-N-HurTpodennaumuno-4H-nuppoJo[1,2-ajungoa  (6).
Cwmecs 0.4 T (1.1 Mmons) J-xapbommua 1 m 20 mu meranomsHOro ammmuaka (19% pactBop)
BhIIepkMBaOT 5.5 u mpu 100 °C B aBTOK/IaBe. BelecTBO BHIACISIOT M OYMINAKOT aHAJOTHIHO
coeunenuio 3. [onyuator 0.17 r mappononsnona 6. Crekrp SIMP *H (JIMCO-dg), 8, M. 1.: 3.66
(3H, ¢, 2-COOCHa); 2.83 (3H, c, 1-CHy); 7.27, 8.34 (4H, A,B,-cuctema, 1-n-uutpodenmn); 7.38
(1H, 1, 6-H); 7.67 (2H, m, 7-H, 8-H); 7.87 (1H, 1, 5-H) u 5.92 (1H, c, 3-H).

1-MeTua-2-3Tokcukap6onnia-4-okco-4H-nmuppodio[1,2-ajunnoa (4). K cycmensuun 0.4 r
(1.1 mmonb) umuna 3 B 20 mu stanona, Harperoir mo 70 °C mobasmaror 20 mun 10% HCI,
nepememuBaroT npu kuneHuu 0.5 u. IlomyueHHbll pacTBOp oxyaxJaroT. BeimaBmuili ocamok
oTGUILTPOBBIBAIOT, HpoMmbIBalOT 50% stanonoM. BemectBo (0.23 1) oYMINAOT aHAIOTHYHO
coemumenmio 3. ITonyuaror 0.19 r mapponoungona 4. Crexrp SMP *H (IMCO-dg), 8, M. x.: 1.28
(3H, T, 2-COOCH,CHj5); 4.21 (2H, x, 2-COOCH,CH3); 2.78 (3H, c, 1-CH3), 7.28, 7.59 (4H, M,
MPOTOHBI OeH301pHOTO KoMbiia) 1 7.02 (1H, ¢, 3-H).

1H-1-n-Hurtpodennn-2-merna-3-merokcukapooHuanupuao[3,2-bjunnoa (5). Cmecs 0.3 1
(0.8 mmoib) J-kapbonmuaa 1 u 10 M Meranona BeiepxkuBator 8 4 mpu 100 °C B aBTOKIaBE.
OxnaxmaroT, pacTBOp ymapuBaioT. OCTaTOK IEpeMEeIINBalOT ¢ 1—2 MJI MeTaHONa, OCaJoK
ordmibTpoBsBatoT. [lomywator 0.11 T J-kapOonmmHa 5. MeETaHOJBHBI MaTOYHBI pPACTBOP
YIIapUBAIOT, OCTATOK CyCHEHAUPYIOT B 20 MII BOJBI U JTOOABISIOT HECKONBKO Karens KoHI. HCl
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(pH 3), narpeBatoT no kumneHus. PactBop xyopuna d-kapOonuHa S5 QUIBTPYIOT, OXJIaXAAOT U
noxamenaunsaror 40% pactBopom NaOH (pH 9). BemaBmmii 0cafiok OT(GHIBTPOBBIBAIOT,
MIPOMBIBAIOT BOJIOH, 0.5 M1 MeTaHoma u adupom. [Tomygaror gononnurensHo 0.09 r J-xapbonuHa
5. O6umit Beixoz 0.2 T. Criektp SIMP *H (JIMCO-dg), 8, m. .: 2.71 (3H, ¢, 2-CHs); 3.99 (3H, c,
COOCHy); 8.11, 8.70 (4H, A,B,-cuctema, 1-n-mutrpodenmn) 6.02 (1H, n, 9-H); 6.70 (1H, T,
8-H); 7.33 (1H, T, 7-H); 7.64 (1H, 1, 6-H) n 8.87 (1H, c, 4-H).
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