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CUHTE3 HA AMUAM HA C - 3ALUMTEHU OUNENTUAM C 2,3-AUXUAPO-1,3-AUOKCO-
2-APUNT-1H-MHOEH-2 - OLEETHU KUCENMWHW
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"MuHHO — 260/10KKU yHusepcumem “Ce. Uean Puncku”, 1700 Copus
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PE3IOME. YcraHoseHo e, ye ecTepuTe Ha AunenTuauTe aLunupany ¢ 2,3-auxuapo-1,3-amokco-2-apun-1H-MHaeH-2-0LeTHIn KUCENUHY Ce NOMyYaBaT no- yA0BHO U
C NO-BUCOKM A06MBM MO AMUMKNOXekcunkapboauummuaHus metog. CTpykTypaTa Ha TesW CbeMHEHUs e MOTBbPAEHA Ypes enemMeHTeH aHanu3, MHgpadepBeHu
CMEKTPU U B HSIKOW CIy4au Ypes YCropeiHU CUHTE3M. 3a HAKOW OT AUNenTUANUTE € NPeanoxeHo 0BsCHeHNe 3a HanuumeTo Ha vk 1800 /cm npu MHpayepseHuTe UM
CrEeKTPH.

KntouoBu gymu: 2,3-anxugpo-1,3-anokco-2-apun-1H-uHaeH-2 — oLeTHU KucenuHm (2-kapbokcumeTun—2-apun-1,3-uHAaHAMoH), AMNENTMAN, METOAN 3a CUHTE3 Ha
NenTuay — XuapasuaeH MeTop, AULMKIOXEKCUNKapboaMMMUEEH METOA U METOL Ha KUCEMUHHUTE XIOpUau.

SINTHESIS OF AMIDES OF C-BLOCKED DIPEPTIDES WITH 2,3-DIHYDRO-1,3-DIOX0-2-ARYL-1H-INDENE-2- ACETIC
ACIDS

Nenyalko Sofroniev’, Stoian Minchev’
1University of Mining and Geology “St. Ivan Rilski*, 1700 Sofia, Bulgaria
2University of Economics, 77 “Knyzs Boris” St., 9002 Varna, Bulgaria

ABSTRACT. It is established that the esters of dipeptides, acylated with 2,3 -dihydro -1,3 - dioxo - 2- aryl - 1H - indene--2 -acetic acids are obtained most
conveniently and with higher yields by dicyclohexylcarbodiimide method. The structure of these compounds is confirmed by ellement analyses, IR — spectra and in
some occasions by parallel syntheses. A supposition for explaining of the peacs of IR - spectra of some dipeptides by 1800 /cm is made.

Keywords: 2,3-dihydro-1,3-dioxo-2-aryl-1H-indene-2 - acetic acids (2-carboxymethyl-2-aryl-1,3-indandiones), dipeptides, methods of synthesis of peptides-hydrazide
method, dicyclohexylcarbodiimide method and method of acid chlorides.

BuBepeHue kato ce npucbeauHsea N-H OT amugHata Bpb3ka KbM
UMKNMYHATa KkapboHWNHa rpyna, wunM Mbk Cce  OTBaps
MN3BecTHO e, ue XWOPOXSIOPUAMTE Ha HSKOU N, N - NneTaTtoMHUA LMKbI OT MHOAHONOHOBATa CUCTeEMa (@ BaﬂTele
[ManK1naMUHOANKUIOBY ecTepi Ha 2,3-auxuapo-1,3- AnoKco- op., 1968; a Bantep, 1969; 6 Bantep, 1969). Eto 3awwo
2'd)eHMﬂ'1H-|/1HﬂeH-2 - OUEeTHa KucenuHa (2-Kap60KCMMeTVIJ'|— ankanHy OCHOBM He Mmorat Aa Ce M3non3yeat 3a OcCanyHBaHe
2—pennn-1,3-MHOaHaMoH) NpuTeXaBaT 3HAYNTENHO MECTHO Ha nocoyeHuTe ectepu. HampoTus, mnop pAelicTBueTo Ha
aHecTeanpalLo feiicTeue (BanTep, 1966; Bantep 1 ap., 1966; X1apasuHXuapar, 2-kapbeTokeu-2-theHnn-1,3-HaaHamnoH
Linpyne u ap., 1975). C ornieq cuHTe3aTa Ha HOBI aHeCTETMLM (MuHyes, 1973), a cCblo ¥ ecTepn Ha MPUPOAHM
OT TO3M ped ca OnucaHn W N - ankunammgn Ha cbluiata AMWHOKUCENWHK, auunmpadn C 2-Kap60KCMM6TVIJ'I-2-(beHV|n-
kncenuHa (a Bantep u ap., 1968; 6 Bantep u ap., 1968). 1,3-MHAGHANMOH Ce MpeBpbLIAT [0 CHOTBETHUTE XUAPA3NAM.
OnucaHa e W cuHTe3aTa Ha ronsm Opoit 3amecTeHn B OnuTbT obave nokassa, Ye B MbPBUS Cly4ai XMAPa3WaBT Mo
apunoBusi 1 bTanonnoB ocTaTbk 2—Kap60KcmmeTMn—2—apmn- BCAKa BEPOATHOCT JIeCHO Ce LUKnusmpa, Kakto € Noco4YeHo B
1,3-uHaanamonn (Minchev and Sofroniev, 1982). Kakto Ha nuTepatypata 3a aHanorudHu npoussogHu (Bantep, 1970;
HesamecTeHute (Minchev and Aleksiev, 1976), Taka u Ha Baar u [lperepuc, u ap., 1964; [perepuc u nap., 1965;
pasnuuHo cybeTuTywpanuTe kucennhn (Minchev et al., 1982) fanunosa v [lepekanuH, 1965), Ao MpodykT KoiTo no -
ca nonyyeHn amuan ¢ ecTepy Ha NPUPOLHWN aMUHOKUCEMUHW. HaTaTbk He Ce MpeBpblya B a3nf. 3a pasnmuka OT Hero
[lobpe n3BECTHO e, Ye nof AECTBMETO Ha anKanH OCHOBM XvapasnauTe Ha auunmpanuTe ¢ 2-kapGokcumeTun—2-teHun-
ecTepute 1 amugute Ha 2-kapboKCUMETMN-2-3aMecTeHnTe 1,3-MHOAHAMOH ecTepu Ha MPUPOAHU aMUHOKUCEMUHK, Ce
1,3-nHaaHaMoHN  ThpnaT  u3omepusaums. [lpu  ectepute MpeBpblUaT B a3WaM W C HuCk JoOMBM ce nomyyasar
NeTaTOMHUSIT UMK Ce paslupsiBa [0  LUECTaTOMeH cvoteeTHuTe aunentuam (Minchev and Aleksiev, 1976).
(Radulescu and Gheorgiu, 1927; Gheorgiu, 1939; Koelsch and
Byers, 1940; 3anykaes v gp., 1976; LWepbaxb 1 gp., 1978), a LlenTa Ha HacTosilata paboTa e Aa ce nony4ar amuau Ha
ammauTe B 3aBUCUMOCT OT CTPYKTYpaTta UM 1 OT YCoBMATa Ha AMNenTuam ¢ 2,3-aAnxuapo-1,3-avokco—2-apun-1H-nHaeH- 2 -
B3aMMOZENCTBIe, NPeTbPNABAT AOMbIHUTENHA LMKNM3aLMS, OLETHM KiUCEnMHW. HamuuneTo Ha memTuaHM ocTaTbly B
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MOJieKynaTa Ha TO3W TUM CbeauHeHus € MpeamnocTaBka 3a
nosiea Ha AenoedekT, KOWTO BOAW 40 MO-SCHO U3pa3eHo W no-
AbITOTPAWHO — aHecTe3upallo AEeuCTBME Ha  MOMyyYeHnTe
CbenHeHuns.

O6cbxpaHe

/3non3yBaxme ecTepy Ha aMUHOKUCENMHW aLunmpaHn ¢ 2—
kapbokcumeTun—2—-apun-1,3-uHgaHanonn 1, OoT  KouTo no
asugHMs MeTod Monyynxme xugpasuaute 2 W3, Kato
XWapasuabT 2 ce nonyyasa C BUCOK AobuB. Bbnpeku ToBa
a3nOHMAT MeTod Ce OKasa Henoaxogsll, TbW-KaTo Mo TO3w
MeTod W3onupaxme aunentuaute 4 M 5 ¢ TBbpAE HWUCKM
pobvem (Tabnuua).
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Tesun pesynTaTi HM Hakapaxa fa U30CTaBUM a3ugHUS METOA
W Ja NOTbPCUM [pyra Bb3MOXKHOCT 3@ CMHTE3 Ha eCTepu Ha
AUNenTUaN, aunnmpaHu cbe cybCTUTYMpaHU 2-kapBoKCUMETHN
—2-apun-1,3- niaanavonn. [Jobpa nepcnektuea 3a Tasu Len
paskpuBaT KuUCenuHuTE 6 , KOUTO Ce MonyvaBaT YCMELHOo OT
CbOTBETHUTE €CTepu Ype3 CONMHO-KNCena XMApONu3a BbB
BogHo-aleToHoBa cpepa (Minchev and Sofroniev, 1983).
Kncenunute 6 ce pasteapaTt [obpe B MOBEYETO OpraHUYHM
pastBopuTenu. ToBa TAXHO OTHAcSHE HM MO3BOMM [a
MPUINOXMM KapboaMMMIUZHUS METOA 3a CUHTE3 Ha nentuau. Mo
TO3W HAYMH YCMAXME fa CuHTe3upame aunentugute 7-25 ¢
pobpn gobusn (tabnuua). B uH(payepBeHuTe cnekTpu Ha
punentuaute 7-25 ce Habnoaaea CnoxHa cucTema OT MBULM
3a nornbluaHe Ha kapboHunHute rpynu B obnactta 1800 -
1660/cm. Mpn cbeguHeHusTa 11-14 ca Hanuue ABe MBULM Ha
nornbliaHe B obnactta 1740 m 1710/cm, gbmxawm ce Ha
CUMETPUYHM U aCUMETPWUYHW BaNEHTHW TpEnTeHns ot f-
pukapOOHWNHATa cucTeMa OT WHAAHAMOHOBMS OCTaTbK. 3a
CbLUMTE CbEAMHEHUS MMa M MBWLA Ha nornbliaHe npu 1740-
1720/cm, abmkalla ce Ha BaneHTHUTe TPENTEHNUS Ha ecTepHa
kapOoHMnHa rpyna, KOSTO Ce MpenokpuBa C MBMLATA Ha
CUMETPUYHUTE BaNeHTHU TpenTeHust Ha [-gukapboHunHaTta
cuctema (1740/cm), B pe3ynTaT Ha koeTo ce Habnoaasa egHa
obua wwpoka neuua.

OcBeH TOBa e Hanwuue ¥ UBMLA 3@ BaNeHTHUTE TPENTEHUS Ha
amugHata  kapboHunHa rpyna  okono  1660/cm.  [pm
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avnentupute 7-10 n 15-25 B obnactra 1760-1660/cm ce
HabnopaBa efHa MHTEH3MBHA LUMPOKA WMBMLA, @ CbLIO Taka
npaBu BneyaTneHue NosBABAHETO Ha efHa MHTEH3WUBHA UBMLA
Ha nornblaHe B obnactta 1800/cm. Tasu usnua npu 1800/cm
ce Habniopasa, Korato HenocpeacTBEHO CBbp3aHata C 2-
kapOokcumeTun-2-apun-1,3-MHOaHAMOHa  aMUHOKMCENUHA €
ruumH unu D,L-anaHuH, KaTto npu anaHuHa (cbeanHenus 11-
13) 79 e 3HauMTeNnHO No-cnabo WHTEH3WBHA M HAped C Hes ce
nosiBsBaT ABe HEOCOOEHO WMHTEH3MBHM MBMLM Ha MOrMbLUaHEe
npu 1740 n 1710/cm. TocTaBu nu ce dheHUNanaHuH Ha
MSICTOTO Ha anaHuHa (aunenTtug 14), veuuata okono 1800/cm
134e3Ba HaMbIIHO, KAaTO OCTaBaT CaMO MBMLMTE Ha MOrTbLUaHE
npu 1740 1 1710/cm, KOETO € XapaKTepHO 3a 2,2-AN3aMeCTeHU
1,3-nHaaHanoHn. OcBeH ToBa ce Habnogasa MBMLA 3a BCUYKN
gunentuan 7-25 B obnactra 1570-1510/cm, obycnoseHa ot
B3aMMOLENCTBMETO Ha AedhOpMaLMOHHUTE TPENTEHWUS Ha
Bpb3kata N-H u BaneHTHUTE TpenTeHus Ha Bpb3kata C-N oT
rpynata C-N-H. Mpu cveguHenns 11-14 B obnactta 3300-
3100/cM “ma rpyna OT MBMUM, ObITKALLM Ce Ha BaneHTHWUTE
TpenTeHusi Ha Bpb3kaTa N-H. B cnektpute Ha nentuaute 7-23
Ca Hanuue XapaKkTepHWTe WBULM 33 acUMETPUYHU W
cumeTpuyHmn TpenTtenns Ha N=0 Bpb3kaTa oT HUTporpynarta B
obnactta 1550 1 1350/cm.

C ornep ussicHaBaHeTo xapakTepa Ha ueuuata npu 1800/cwm,
OCblLEeCTBMXME CUHTE3aTa Ha aunentuaa 1_5 OT eTunoBusa
ecTep Ha AUMAMIMLMHA W 5-HUTPO-2-kapbokcumeTun-2-



eHunn-1,3-MHOAHAMOH, KaKTO NO MEeToda Ha KUCENMHHUTE
XTopuam, Taka 1 no kapboaummuaHus Metod. YCTaHOBUXME,
Ye Mo BCUYKM METOAM Ce MoryyaBa eaHO U CbLOo CbeAMHEHNE
15. Mo kapboaMMMUaHNS METOA OCHLLECTBUXME CUHTE3aTa Ha
punentnga 14 ot 4-Hutpo-2-kapbokcnmeTun—-2—heHnn-1,3-
WHAAHAMOH U eTUMOBMST ecTep Ha (heHUnanaHunrnuumHa, a

6
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CbLLUO TaKa 1 Ha gunenTtuaa 24 ot 2-kapboKcumMeTUn-2-cheHunn-
1,3-MHOAHAMOH W ETUNOBKS ecTep Ha rmuumMArAMumMHa. U Tyk
ce Habniogaea MbHO CbBMaZeHWe Ha XapakTepuUCTUKUTE Ha
avnenTtuoute 14 v 24, HesaBMCMMO OT TOBA MO KOW MeTof ca
MonyyeHu.
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19 H H NO;, H C,HsOCO(CH,), | CoHs
20 OCH, H NO;, H D,L-CH; C.Hs
21 OCH; H NO, H CgHsCH, CH;
22 CH; H NO;, H D,L-CH; C.Hs
23 CH, H NO, H (CH;),CHCH, C,Hs
24 H H H H H C,Hs
25 OCH, H H H H CoHs
lNosiBaTa Ha LWMPOKa MBMLA Ha MOrMbLUaHe 3a AUNenTuanTe [Operepuc, 1964; [perepuc u Aap., 1965, [anunoBa u
7-10 1 15-25 okono1800/cM BEpOSITHO Ce ABbITKM HAa CTEPUYHN MepekanuH, 1965). llo-HaTaTbk BEPOSTHO  HACTbMBA

npuamHu.  Tlpy  Teau  Jgunentugn e Bb3MOXHA
BbTPELLHOMONEKYHa Luknn3aums (A), nogobHa Ha Beye
CromeHaTuTe LMKnu3aumm Ha amuam (Bantep, 1970; BaHar u
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06€e3BOAHSABaHE U CKIOYBaHE Ha HOB NETaTOMEH NPbCTeH (B).
B cnyyas, korato R CbOTBETCTBYBAa Ha OCTaTbka Ha
(beHunanaHuHa, He HacTbnBaT UMkNM3auum ot Tuna (A) u (B).



Mo BCska BEPOSITHOCT ONSAIMOTO OTMECTBAHE B MOMTbLLAHETO
Ha UWKIWYHUTE KapOOHWMHW TPYNK Ce LbIKM Ha ToNsMoTo
HanpexeHue B nonmuukInyHaTa cuctema (b).
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CbCTaBbT Ha HoBOMOMyYeHuTE aunentuan 4, 5 n 7-25 ce
NoTBbPXAaBa OT XpomaTtorpadickusi aHamua Ha ToTamnHuTe
xugponmsath. C momowiTa Ha CBMAETENM Ce YCTaHOBSBA
HaNM4MeTo Ha CLOTBETHWUTE AaMUHOKWUCEMNWHM, a U3 Kucenute
XNOponu3aTh - Kpuctanuaupat  gobpe  m3xogHute  2—
kapbokcumeTUn—2—-apun-1,3-MHOaHANOHN, KOUTO  MAEHTUM-
UMpaxMe Mo CMeceHa TemnepaTypa Ha ToneHe. B nonsa Ha
npeanaraH1Te CTPYKTYpU Ha HOBOCWHTE3UPaHUTE - AUNenTuan
ca W pesynTaTuTe OT eNeMEHTHWS aHanu3 3a asoT.

Matepuanu n metoau

TemnepaTypute Ha TOMeHe Ca OMpedensHu B OTKpUTa
kanunapa 6es kopekumsi. MHdpayepeeHuTe CrekTpu ca CHETH
B CYCNeHaus OT HyWon Ha cnektpopotometvp WKC-22.
CneundnyHuTe BIMW Ha BbpTeHe [a]y' HA  OMTUYECKU
aKTMBHWTE CbeauHeHus ca onpegensHn ¢ Carl  Zeiss
Polarimeter. OpraHnyHuTe pa3TBOpUTENH Ca MU3napsiBaHu Npu
OCTaTbYHO HansraHe 14 MM xuBaveH cTbnb. YuctoTata Ha
HOBOMOSTyYEHUTE  CBEOMHEHWS]  KOHTpONMpaxme  upes
TbHKOCTOWHA ~ xpomatorpadust  Ha  nnoun  SILUFOL.
M3nonsyBaHn ca CnegHuTe Xpomatorpadpcku cuctemu: A,
eTunauetar — netpones etep (1:2); b, BeHson — meTaHon —
ouetHa kucenuHa (15:2:1); B, xnopocopm — metaHon (95:5);
I, H-byTaHon — oueTHa kucenuHa — Boaa (4:1:1).

M3xogHuTE ChbeaMHEHUSI CUHTE3MPaXMe NO MO3HATW METOAM.
MeTunosute M €TWUNOBM  eCTEPM HA  MPUPOOHUTE
AMWHOKMCENWHU M MENTUAM MOMyYuxmMe no [PUHLITERH K
BuHuy (1965), 4-HNTpO - 1 5-HKUTpO — 2 — kapbokcumeTun — 2—
tenunn-1,3-unaaHanonute no Minchev and Sofroniev (1982), 2
— kapbokcumetun — 2 - deHun - 1,3 - WMHAAHOWOH MO
Radulescu and Gheorgiu (1927), eTunoBusT ectep Ha 2-
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(rmuumnauetvn)-2-(4-wetokeudernn)-1,3-nHaaHanod  1a  m
ETUNOBUAT ecTep Ha 2-(rmuumnauetvn)-2-(4-
aumeTunammuHodenmnn)-1,3-uHgananod 16 no Minchev et al.

(1982) n kncenunmte 6 no Minchev and Sofroniev (1983).

Pesyntatu

1. NMony4aBaHe Ha xuapa3uaute 2 u 3.

0,003 M ot 1a (1,19 r) umm 0,003 M ot 16 (1,23 1) ce
pasTBapsT Ha ropelyo B 60 mn abc. etaHon. Crieq oxnaxaaHe
Ha pasTtBopa go 40°C, ce npubass 5,6 Mn xuapasuHxugpar,
Npu KOETO LBETHT Ha pa3TBopa MOCTeNeHHO ce yrnbbsea Ao
posoB. Creg 72 4acoBO MNpecTosiBaHe npu CTanHa
TEMnepaTtypa, pasTBOPbT Ce KOHUEHTpUpa MOfA  BakyyM,
npubaBs ce Bofa [0 3aMbTBaHe UM Cried oOxnaxgaHe ce
nomny4aBa XbTOOLBETEHA KpUCTaNHa yTaika oT xvapasnaa 2
(mobus 0,80 /70,0 %/; 1.7.. 215°C; naumncn. N 11,02, HamepeH
N 11,35 ) u Bsna kpuctanHa maca OT xugpasuga 3 — pobws
0,051 (4,2 %); 7.1. 230°C.

2. MonyyaBaHe Ha aunenTnauTe 4 n 5 No a3MaHWUA MeToA,
0,003 M (1,14 g) xuopa3sng 2 ce pasTeaps B 13 M1 2H conHa
kncenuHa, 32 Mn oueTHa kucermHa M 20 wmn
oumeTundopmamug. Crnep oxnaxgaHe fo -5°C, ce npubaes
0,22 r HaTpWeB HUTPWUT, Pa3TBOPEH B 3 M1 Boda. Pa3TBopbT ce
pa3bbpkBa 5 MWH Ha MarHuTHa Obpkanka, cneg KoeTo
nonyyeHata CMeC Ce ekcTpaxupa c etep. EkcTpakTwbT ce
npoMMBa C BOJA U CMECEH BOLEH pa3TBOp Ha HaTPUEB XIOpUa,
(18 %) n HatpueB OukapboHaT (3 %), cywm ce 6bP30 Hag
Oe3BofeH HaTpueB cyndat U ce unTpyBa  BbpXY
CbOTBETHUTE €CTepM Ha AMWHOKACENUHUTE METUOHUH W
NeBUWH, pa3TBOpeHn B 13 Mn cyx eTunaueTar u 45 mn etep.
Creg 24 vaca pasTBOpBT Ce eKCTpaxupa C BOAa, 2H COMHa



KucenuHa, 8 %-eH BOLEH pasTBOp Ha HaTpueB OukapOoHaT
BOAA, CyLUn ce Haf 6e3BoaeH HaTpMeB CyndaT 1 ce unapsiea
[0 cyxo nog Bakyym. MacrnooBpasHute octaTbuy cnep
npekpucTanuanpaHe M3  eTaHor-Boga,  BOAAT [0
nony4YasaHeTo Ha KpuctanHu gunentuan 4 w 5. [aHuu 3a
MONy4YeHUTE CheANHEHIS Ca NOCOYEHM B TabnuuaTa.

3. MonyyaBaHe Ha moaudULMpanuTe aunentTuau 7-25.
0,0015 M o1 cboTBETHaTa KicenuHa 6 ce pa3TBaps B 20 Mn
Cyx eTunauerat. PasTtBopbT ce oxnaxaa Ao -5°C u kbM Hero
ce npubaea 0,0015 M oT €TUnoBMS WnM METUIOB ecTep Ha
CbOTBETHATA  aMWHOKACENMWHA  (FMMLMH,  (eHUnanaHuH,
NEeBUMH, ryTamnHoBa kucervHa 1 D,L-anaHuH) pasTBOpeH B
10 mn eTnaueTart 1 cbLio oxnageH o -5°C. Kbm nonyyeHus
pasTBOp ce npubass 0,0015 M (0,31r)
pvumknoxekcunkapboguummg, pasteopeH B 10 mn o cyx
eTunauerat. PeakumoHHaTa cmec ce gbpxu 24 yaca npu 0°C.
Mpnbass ce 0,5 mn 50 %-Ha oueTHa kucenuHa, cneg 1 yac ce
dunTpysa  oTAeneHus  OuuMknoxekcunkapbamug,  a
unTpaTbT Ce MpOMMBA MOCHeSoBaTENHO C 2H COMHa
kucenuHa, soga, 10 % pasTtBop Ha HaTpueB GukapboHaTt u
Boga. Cywwu ce Hag Be3BogeH HaTpueB cyndat 1 ce 13napsea
[0 Cyx0 Mnof HamaneHo HansraHe. CbeauHenusita 7-23 ce
npekpucTanuanpar 13 xnopodopm- neTpones eTep, a 24 u 25

m3 96 %-eH eTaHon. [JaHHMTE 3a HOBOMOMyYeHUTE
CbeyHeHus ca NocoyeHn B Tabnuuara.
4. MonyyaBaHe Ha paunentugu 14, 15 u 24 no

kap6oaAMMMUAHUA MeTop.

0,0015 M 5-Hutpo- urm 4-HUTpo-2-kapbokcumeTnn-2-
cenun-1,3-uHgaHgmnod (049 ) wm  0,0015 M 2-
kapbokcumeTun-2-pennn-1,3-nHgaHauor - (0,42 1) ce
pa3teapaT B 20 Mn cyx eTunaueTaT. PasTBopbT ce oxnaxaa
Ao -5°C v KbM Hero ce npubaBaT Cbllo oxnageHn Oo -5°C,
eTunauetatHute pasteopu Ha 0,0015 M etunos ectep Ha

cdenvnananmnrmumia  (10mMm)  woM eTunoB  ecTep  Ha
rmuunrgda (10mn) o 0,0015 M (0,31 1)
AvUMKIoxekcunkapbogummma  pastBopeH B 15 Mnm cyx

eTunauerart. o HaTaTbk pa3paboTBaHEToO Ha peakuuoHHaTa
CMeC cnegea onucaHWeto fafgeHo B T. 3. [lonydyeHute
punentuan 14 v 15 ce «kpuctanuaupar 13 Xropoopm-
neTpones eTep, a 24 u3 etaHon. TemnepaTypaTta Ha ToneHe
3a gunentuga 14 e 157-158°C, 3a 15 e 205-206°C, a 3a 24-
230-231°C. [lobusbT 3a cbeauHerne 14 e 51,4 %, 3a 15-67,2
% v 3a 24-61,4 %. CrneunduyHUAT bIbN Ha BbpTeHe 3a 14 e -
37,5°(c=1, EtOAc).

5. MMonyyaBaHe Ha pgunentMpa 15 no metopa Ha
KNCEeNMHHUTE XNOopuau.

0,0015 M (0,49 r) 5-Hutpo-2-kapbokcumeTun-2-cbenmnn-1,3-
WHOAHOMOH Ce pasteaps B 15 mn xmopodopm. lNpubaes ce
0,22 mn TMOHUNXMOPUL W Ce KUMKW Ha obpaTeH XnagHuK B
NpOObIKEHNE Ha [Ba Yaca. PasTBopuTensT ce u3napssa Ao
CyX0 oA HamaneHo HansraHe. OcTaTbkbT ce pa3TBaps B 20
Mn xnopodhopM, oxnaxaa ce ao 0°C, cnef KoeTo KbM Hero ce
npukanea npn pasbbpkeade 0,003 M ot etunosus ectep Ha
IMULMAMMLMHA, pa3TBopeH B 15 mn cyx xnopodopm.. Crieg
npecrosiBaHe 12 yaca npu cTaiHa Temnepatypa, Cce
OTGUNTPyBa OTAENEHUS XMAPOXIOPUA Ha MULMAMMLMHOBUSA
ecTep, a unTpaTbT Ce MPOMMBA C 2H COMHa KMCENHa, BOAa,
10 %-eH pa3TBop Ha HaTpueB GukapboHaT W Boga M ce CyLwm
Hag 6e3BoaeH Hatpues cyndat. MonyueHuat gunentug 15 e
Ge3yBeTHO kpucTanHo Bewecto ¢ T.T. 206-207°C. [obws

cnef npekpuctanuaaumus U3 xnopodopm-neTpones etep 72,1
%
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Tabnuua
Ne [ T.r.°C | Oobw | AHanmsN, | R | [alpnput°C
% % C=1,
3y, pasTBOPUTEN
Hamep.
4 170 17,3 551 562 | - -
5 125- 20,1 546 552 | - -
127
7 196- 714 8,72 891 | 0,72*
197 0,76°
8 205- 57,7 7,73 7,68 | 0,72* | -43,2 19
206 0,73° | C=1, EtOAc
9 207- 63,2 8,02 7,98 | 0,58* | 17,4 ,20
209 0,68° | C=1, EtOAc
10 | 202- 56,7 741 7,40 | 0,56* | -19,1,20
204 0,69° | C=1,
aleToH
11 | 183- 69,3 8,72 8,87 | 0,52* | -
184 0,62
12 | 190- 54,2 7,53 7,50 | 0,80*
192 0,87°
13 | 180- 56,6 7,22 7,30 | 0,50*
182 0,64°
14 | 158- 50,0 7,53 7,77 | 0,49* | -37,3 20
159 0,54° | C=1, EtOAc
15 | 206- 68,8 8,99 8,78 | 0,87* | -
207 0,94°
16 | 112- 63,5 8,72 8,61 | 0,67*
114 0,76°
17 | 212- 479 7,73 7,83 | 0,66* | -53,3 2
214 0,78° | C=1, EtOAc
18 | 207- 63,2 8,02 8,14 | 0,71* | -13,9 17
209 0,86° | C=1,
aLeToH
19 | 199- 54,0 741733 | 086" | -17,1 19
201 0,93 | C=1,
aleToH
20 | 213- 62,1 821 825 | 0,67* | -
215 0,81°
21 | 204- 68,9 7,33 7,22 | 0,80* | -37,0 19
206 0,87° | C=1, EtOAc
22 | 206- 70,3 8,48 8,35 | 0,68" | -
208 0,79
23 | 201- 60,0 7,82 754 | 0,77* | 9,8 ,20
203 0,89° | C=1,
aLeToH
24 | 230- 73,8 6,63 6,56 | 0,85° | -
231 0,62
25 | 158- 82,2 6,19 6,37 | 0,85°
160 0,56"
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