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HOB METOA 3A CUHTE3 HA NMPOMU3BOAHU HA a-D,L-AlTAHUHA C 2-APUN-1H-
WHAOEH-1,3 (2H)-AMOHHU

Hedsinko CogppoHues

MurHo-eeonoxku yHusepcumem “Cs. Mear Puncku”, 1700 Cogus

PE3IOME. CwHTesupaHu ca 2-amuHo—3-[3-apunmeTunen-1(3H)-1306eH30dypaHoHN]-NponaHoBI KUCENUHM C BUCOKW Aobuem. [Mpu TaxHaTa u3omepusauus ce
nonyyaBat C KOMW4ecTBEeHM [0OMBN  2-aMuHO-3-[2-apun-1H-uHpeH-1,3(2H)-aunoHnn]-nponaHosu  kucenuHu (Hempupoghu  o-D,L-anaHuHu), npuTexasalup
aHTUKOArynaHTHO AENCTBUE BbPXY KPbBTA.

Kmoyosu  dymu:  1(3H)-M3o6eH3odypaHoH  (dbTanua), 6-HuTpo-1(3H)-u3obeHsodypaHoH  (6-HuTpodbTanna), ecTepamuan Ha  2-aMuHO—2-[3-3aMecTeru
6eHsunmeTunen-1(3H)-u306eH30ypaHOHUN]-ManoHOBM  KUCENUHK, ecTepaMuay Ha 2-aMuHO-2-[2-3amecTeHn 6eHaun-1H-uHgen-1,3(2H)-guonnn]-manoHosu
KucenuHu, 2-amuHo—-3-[3-apunmeTunet-1(3H)-1306eH30thypaHoHN]-NponaHoBY KUCENUHH, 2-aMUHO—-3-[2-apur-1H-uHaeH-1,3(2H)-anoHnn]-nponaHoBy KUCENUHY.

NEW METHOD OF SYNTHESIS OF a-D,L-ALANINE MODIFIED WITH 2-ARYL-1H-INDENE-1,3 (2H)-DIONES
Nedyalko Sofroniev
University of Mining and Geology “St. Ivan Rilski”, 1700 Sofia

ABSTRACT. 2-Amino-3-[3-arylmethylene-1(3H)-isobenzofuranonyl]-propionic acids are obtained with high yields. By their isomerisation with quantitative yields 2-
amino-3-[2-aryl-1H-indene-1,3 (2H)-dionyl]-propionic acids (unnatural a-D,L-alanines) are synthesized.. These compounds possess an anticoagulating action on the
blood.

Key words: 1(3H)-Isobenzofuranone (phthalide), 6-nitro-1(3H)-isobenzofuranone (6-nitrophthalide), esteramides of 2-amino—-2-[3-substituted benzylmethylene-1(3H)-
isobenzofuranonyl]-malonic acids, esteramides of 2-amino—2-[2-substituted benzyl—1H-indene-1,3(2H)-dionyl)-malonic acids, 2-amino-3-[3- arylmethylene -1 (3H) —
isobenzofuranonyl] - propionic acids, 2-amino-3-[2-aryl-1H-indene-1,3 (2H)-dionyl]-propionic acids.

BuBepeHue “3oMepu3aums 4o NonyyaBaHETO Ha CbOTBETHUTE 2-apun-1H-
nhaeH-1,3(2H)-anonn  (2-apun-1,3-uHgaguonmn) (Bain - and

B nuTepatypaTa ca onucaHin HenpUPOAHN aMUHOKUCENMHI — Saxton, 1960; Hmciar et al, 1968). Onucanu ca 2-apun-1H-
NPOU3BOAHM Ha 2-apun-2,3-auxuapo-1,3-auokco-1H-mHaeH-2- nHaeH-1,3(2H)-anoHn, KOMTO NpuUTEXaBaT aHTWUKOarynaHTHO
OLeTHM KNCENUHN (2-apun-1,3-MHOAHAMOHMMOLLETH pelicteue BbPXY KpbBTa (Lombardino and Wiseman, 1968;
KMCENMWHM), KOWTO MpuTexaBaT CBOBOAHA aMUHO W Oson u Aap., 1969; Yazos n Naku, 1977). Hakou oT Tax —
kapBokcunHa rpynu.Te ca chnyopecuupaly BeliecTBa — “cbeHnnuH” 1 “‘omeduH” ce npwunaraT B KNWHWYHATA MpakTuka
OpraHu4HN NymMMHObOpU B yNTpaBMONETOBaTa M BUAMMATa KaTo aHTMKoarynaHti Ha kpbBTa (Malukosckuit, 1984).
0bnacT Ha cnekTbpa, NpUTeXaBally BUCOKa hOTOYCTOAYMBOCT HepocTatbk Ha Te3u aHTMKoarynawTy e, Ye ca MHoro cnabo
M CPaBHUTENHO BUCOKM KBaHTOBM [06MBM. HamuumeTto Ha pa3TBOPMMM BbB BOAa. [MocTUraHeTo Ha TepanesTudeH edekt
aMMHO W kapBoKCcUIHa rpynu Mo3BONIsIBa Te3n CbeauHeHUs aa Ce 3atpyaHsBa mopaan 6bp3OTO UM M3XBBPNAHE  OT
Ce M3Mon3Bart Kato GriyopecLeHTHN Benean 1 ryopecLEeHTHM OprahMsma 1 OT HEBBb3MOXHOCTTA 3a Cb3faBaHe Ha
Garpuna (Tumuesa u gp., 1985; Timtcheva et al, 1987; NOAXOASALLA KOHLEHTPALNA Ha TE3U NEKapCTBEHN npenapaTu B
Sofroniev and Minchev, 1988). WsBecThHn ca pasnuyHu KpbBTA 33 MO-AbITbI NEp1of OT Bpeme. CiHTe3npaHy ca u 2-
npoussoaHmM Ha 3-apunmetunen-1(3H)-u3obeHsodypaHoH (3- apun-1H-uHaen-1,3(2H)-avoHu, kouto Morat fa ce pasrneaar
GeHaunngeHdranmam) (Leopold, 1901; Barry and Zimmer, kaTo NPOW3BOAHM Ha HempupogHaTa amuHokucenuHa o-D,L-

1962; Hrngiar and Yoniak, 1966; Hméiar and Kuruc, 1967, ~ @nanHa (a. Murues u ap., 1987; 6. Munqes u ap., 1987; B.
Hrngiar et al, 1968; Awad et al, 1968; Hrgiar and Ulehla, ~ Muhues u ap., 1987; Minchev et al, 1987; Minchev et al, 1991)

1969; Minchev et al, 1986). 3-ApunmeTunen-1(3H)- M Ha ¢pocopHusa aHanor Ha a-D,L-ananmHa (Minchev et al,
1306€H30(hypaHOHUTE MPUTEXABAT CUCTEMA OT ChperHaty 1989), HaKOM OT KOMTO MPUTEXABAT ~aHTUKOArYNAHTHO
[BOWHM BPB3KM (XPOMOCGOPHU pynu), KOETO e NpuyuHaTa Te AenCTBne  BbPXYy KpBBTA CbUMEPUMO C TOBa Ha
[1a ca LBETHM nyopecuypaly BellecTBa. Hskon oT Tax ca U3NON3yBaHUTE B NpaKTUKaTa aHTukoarynaHtn “ceHunuH’ u
Hamepur mo metoda Ha Edman (1970) mpunoxeHue kato ‘omedpuH” (@. Munues v gp., 1987). MpepumcTeo Ha Tean
UBETHN  peareHTM 3a onpedensHe Ha  N-kpaiHu Henpupoaky o-D,L-anaHnHn e fobpata UM pasTBOPUMOCT B
amuHokucenunm (Codopormnes, 2007). B cunHo ankanHa cpepa cnabo ankarnHa cpefa, kaksaTo € B AeMCTBUTENHOCT cpefjaTa
3-apunmeTunet-1(3H)-u306eH30typaHoHMTe  npeTbpnsiBaT B XMBWTE OpraHW3mm, KOeTo O3HayaBa, Ye Te e uMaT no-
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pobpa edeKTMBHOCT Ha aHTWKOarynaHTHOTO AeicTBME OT
KIWHMYHWTE npenapaTtyn “eHnnuH’ n “omedmH’. OcBeH TOBa,
nopagn (hakta, 4Ye Te ca Q-aMMHOKapOOHOBW KMCEMMHM,
BEPOATHOCTTA Aa Ce 3aabpxkaT Nno-4b/ro Bpeme B KpbBTa U da
NPOABAT aHTUKOArynaHTHOTO CU ﬂeﬁCTBMe, € no-rondMa ot
Ta3n Ha M3BECTHUTE KNMUHUYHK npenapatu. Kato HeaoCTaTbK
Ha Tesu HenpupogHu a-D,L-anaHuHu mMoxe ga ce otbenexw,
Yye Te Ce Mony4yaBaT CbC CPABHUTENTHO HUCKM [obWBM (a.
MwHyes u gp., 1987).

0O6cbxpaHe

CuHTesata Ha 2-amuHO-3-[2-apun-1H-uHgen-1,3(2H)-
AVoHUN]-nponaHoBn kucenuHu (15 -18) (HempupopHu o-D,L-
anaHuHN) MOXe Aa Ce OCBLLUECTBY MO 4BE CXEMM:

Cxema 1: Ype3 koHaeH3aums Ha 1(3H)-u306eH30chypaHoH
(1a)  wm  6-HuTpo-1(3H)-M30beH30dypaHoH  (16) ¢
angexuaure 4-thopmunbeHsmn-N-aLeTMnamMmnHoMasnoHoB
ectep (2a) unu 2-meTokcu-5-chopmunbeHsun-N-aLeTunammHo-
ManoHoB ectep (26) M efHOBPEMEHHa M30Mepu3aums [0
ectepamMmuanTe Ha 2-aMuHO-2-[2-3amecTeHn  BeHsun-1H-
nHaeH-1,3(2H)-gunonun]-manoHosn  kucenvim (11 - 14),
nocneABaHa OT XWOpOnM3a Ha ecTepHUTe U Ha amupHaTa
rpynu u gexkapbokcunupare Ha egHata kapbokeunHa rpyna, go
nonyyaBaHeTo Ha HenpupogHute a-D,L-ananuHm 15 - 18. Mo
TO3W METOR Ca CUHTE3VpaHW OMMcCaHuTE B nuUTepaTypaTta
HenpupogHyu a-D,L-anaHunn 15 - 18 (a. MuHues u gp., 1987;
6. MuHueB v ap., 1987; B. Munues u gp., 1987).

Cxema 2: KoHfeH3aums Ha U3XopHUTe CbeanHeHus 1a nnn
10 ¢ angexvgute 2a wnu 26 npu TakuBa YCMOBWS, 4Ye Ce
nonyyaeat  ecTepamuguTe Ha  2-aMUHO-2-[3-3aMECTEHU
BeHsunmeTunen-1(3H)-1306eH30dypaHoHM]-ManoHoBY ki
cenuum (3 - 6). Mpu xmpponmuaata u gekapboKCUIMPaHETO Ha

COOC,H;
CH,—~C—NHCOCH;
COOC,H;

OHC

2a

Cxema 1

ectepamuaute 3 - 6 ce nonyyasat  2-amMuHO-3-[3-
apunmetunen-1(3H)-u3obeH3odypaHoHun]-nponaHoBuTe  Kit-
cenunu (7 - 10), kouTo Npu NocneaBaLla U3oMepusaLns BoasT
[0 NonyyaBaHeTo Ha HenpupoaHuTe a-D,L-anaHuHm 15 - 18.

C uen nosuwasaHe Ha gobueuTe Ha HenpupogHuTe o-D,L-
ananuHn 15 - 18, ocbluecTBUXME NOMy4aBaHETO UM MO HOB
MeTOA (Cxema 2), KaTo M3y4ynxme YCroBusTa 3a CWUHTE3 Ha
kncenuuute 7 - 10 1 nocnegsalloto MM M3OMepU3MpaHe ao
HenpupogHute a-D,L-anaHuhmn 15 - 18.

Kato usxogHu cbeauHeHns wuanonsysaxme 1(3H)-
n3obeH3oypaHoH (1a) unm 6-Hutpo-1(3H)-n306eH30dypaHoH
(16). Mpwn koHgeHsauusTa Ha 1a unn 16 B cnabo ankanHa
cpepa c angexvaute 2a wunu 26 no Metoga Ha Barry and
Zimmer (1962), nonyunxme ectepamuaute Ha 2-aMuHO-2-[3-
3aMeCTEHM BeHannmeTtunen-1(3H)-n3o6eH3odypaHoHun]-
ManoHoBM kucenuhm (3 - 6). Mpu Te3n ycnosus CbeanHeHnsTa
3 - 6 He ce 3omMepuanpaT JO CbOTBETHUTE ECTEpaMUON Ha 2-
amuHo-2-[2-3amectenn  6eH3un-1H-uHper-1,3(2H)-anonun]-
ManoHoBy kucenunu (11 - 14). TakaBa u3oMepumsaumst npoTnya
B MPUCBLCTBMETO Ha mno-cunHa 0asa, KakBato € HaTpues
MeTunaT. AHamnorMyHM peakuun Ha u3omepusaums Ha 3-
apunmetunen-1(3H)-n3obeH3odypaHoHM ¢ HATpUeB meTunat
ca onucanu B nutepatyparta (Bain and Saxton, 1960; HrnCiar
et al, 1968). Ecrepammpgute 3 - 6 ca XXbITOOLBETEHM
KpuctanHu BellectBa. B WH(payvepBeHUTe CREKTPU Ha
cbeauHenuaTa 3 - 6 ce HabniogasaT MBMUM Ha MOrMbLiaHe
npu 1740 cm™ n 1720 cm™, koMTO Ce AbMKAT Ha ECTEepHHU,
UMKMUYHA M aMuaHa kapboHunHW rpynn. Hanuue e v uenua Ha
normblaHe npu 1590 cm, rosopelya 3a Hanuuue Ha C=C
Bpb3ka. Habniogasar ce v neuLm B o6nactra 3330 - 3270 cm”
1 1680 -1640 cm, otHacawwm ce 3a N-H u C=0 Bpb3kuTe OT
amugHa rpyna. Mpn cbeguHeHusita 5 n 6 ca Hanuue [fge
BMUYM Ha normbluade npu 1530 cm™ n 1320 cm™ xapakTepHu
3a HuTporpyna.
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Tabnuua 1
Ananus N,%
N | X Y | R T(,(T: ”°,,2"'B R
U3y, HaMm.
3 H H 4- | 196-197 76 3,10 317 0,23* 0,78°
4 H 4-OCH; 3- 187-188 83 2,91 2,99 0,19 0,63°
5 NO, H 4- | 203-204 74 5,64 553 0,30" 0,82°
6 NO, 4-OCH; 3- [ 199-200 67 5,32 5,25 0,34* 0,88°
11 H H 4- | 112-113 49 3,10 3,02 0,26" 0,80°
12 H 4-OCH; 3- 99-100 53 2,91 2,81 0,31* 0,80°
13 NO, H 4- amopa. 52 5,64 5,80 0,19 0,78°
14 NO, 4-OCH, 3- | 235-236 50 5,32 514 0,36" 0,79
COOC,Hs
R* = CH2-CZ—NHCOCH,
COOC,H;

Mpu B3aMMOOENCTBMETO Ha CbeauHeHusita 3 - 6 ¢
BpomoBoaOpOaHa KUCENMHA, OCHLYECTBUXME XWAPONM3a Ha
amwaHaTa 1 ecTepHuUTE rpynu u gekapbokcunvpate Ha egHata
kapbokcunHa rpyna (M0 aHamorus ¢ MeToda  Ha
MpeobpaxeHckas 1 Makaposa (1971) 3a nonydyaBaHe Ha Q-
amuHokucenuuu).  lMonyyasat ce ¢ pobpu  gobusm
OpaHXeBOYEPBEHNTE  KPUCTANHM  BeLLecTBa  2-aMWHO-3-[3-
apunmeTunen-1(3H)-u3obeH3odypaHoHUN]-NponaHoBK  kuce-
nuhHK (7 - 10). B HGpayepBeHUTE CNEKTPU Ha CbeaMHEHNSTA
7 - 10 e Hanuue uBMUa Ha normblyaHe npu 1590 cm™,
nokassalla Hanuuve Ha C=C Bpb3ka, a npu 1740 cm’ ce
HabniopaBa MBMUA Ha MNOMMbLiAHE, KOSTO CE [ObIKM Ha
UMknnyHa kapboHunHa rpyna. lNpu cbeauHenns 9 u 10 ce
Habnioaasat MBMLM Ha normbluaqe npu 1530 cm™ 1 1320 cm'!
XapaKTepHu 3a HanuuMeTo Ha HuTporpyna. B cnektpute Ha
cveauHeHns 7 - 10 u34yessaT MBMUWTE Ha NOrMbliaHe 3a
€CTepHN UM amupHa KapOOHWMHW Tpynu, a ce nosBsiBa
XapakTepHaTa 3a aMMHOKACENUHWUTE aMOHMEBA MNUHWS MNPy
3230 cm™

W3omepusaumuata Ha 2-amuHo-3-[3-apunmeTuneH-1(3H)-
n3o6eH3odypaHoHun]-nponaHosn kucenuun (7 — 10) go 2-
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amuHo-3-[2-apun-1H-nHgen-1,3(2H)-gronunn]-nponaHosuTe

kncenmim (15 — 18) ocbluecTBUXMe C HATpUeB MeTunar
(Hméiar et al, 1968), npu koeTo ce nony4yaBaT C BUCOKM
nobusn LpeTHUTe Bellectea 15 - 18. B uHdpayepseHuTe
CNEKTpM Ha HenpupoaHute a-D,L-anaHnHn 15 - 18 ca Hanuue
uBMUM Ha normblaHe 1740 cm™ n 1710 cm™, gbnxaim ce Ha
LUMKMUYHU KapBOHUIHW TpymK, @ CbLLO Taka XapakTepHata 3a
aMMHOKMCENUHUTE MBULA 3@ aMoHWeBa rpyna npu 3230 cm™.
Mpu cbeamHeHns 17 n 18 ca Hanuue MBWUM Ha NOrmbliaHe
npu 1530 cm™ n 1320 cm”, gbmxawm ce Ha TPenTeHus ot
HUTpOrpyna. TemnepaTypute Ha TOMEHE U [aHHUTe OT
€eMEHTHUS aHanu3 Ha cbeauHeruaTa 15 - 18 cvenagat ¢
TE3W Ha OmMUcaHuTe B nuTepatypata HenpupogHu o-D,L-
amuHokucenuHu (a. Munues u ap., 1987). WssectHo e, ye
aHTMKOarynaHTHaTa akTUBHOCT Ha 2-apun-1H-uHgeH-1,3(2H)-
OVOHWTE CE [Ob/KM Ha HanMYMeTo Ha HempomeHeHa [-
avkapborunHa rpynupoBka (Kontenosa w ap., 1965). Mpu
cbeauHeHns 7 - 10, KOMTO ca MnpouM3BOgHM Ha 3-
apunvetunen-1(3H)-n3obeH3odypaHoHnTe  NMNcBa  Takaea
rpynupoBKa M nopagu TOoBa TE€  HE  MpwuTexaeat
aHTWKOarymaHTHO  fAeicTBue  BbpXy  kpbBTa.  Cneg
usomepusaumaTa Ha cbeguHenus 7 - 10 ce nonydvasart



Henpupogxute a-D,L-amuHokucenuun 15 - 18, kouto kato
npoussogHM Ha 2-apun-1H-uHgeH-1,3(2H)-anoHute, e 3a
O4YaKkBaHe Ja NpUTEXaBaT aHTMKOArynaHTHO AEHCTBME BbPXY
KpbBTa. V3BECTHO €, 4Ye ChbeauHeHusiTa 2-aMUHO-3-[2-(4-
cenmn)-1H-nHaeH-1,3(2H)-guoHun]-nponaHosa knucenuHa (15)

n 2-aMnHo-3-[2-(4 -meTokcu-3'-permn)-1H-uHpen-1,3(2H)-
pvoHWn]-nponaHoBa  kucenuHa (16) nputexasat pobpe
M3pa3eHO  aHTUKOArynmaHTHO [AeiCTBME  BBbPXY  KPbBTa,
CbWU3MEPUMO C TOBA Ha KNMWHWYHUS Mpenapat “peHunuH’ (a.
MwuHyeB u gp., 1987).

Tabnuua 2
Ananuz N,%
Ne | X Y | R Tﬂé ”°0/5°“B R
M3y Ham.
7 |H H 4- 248-251 79 4,53 4,67 037" 083"
8 [H 4-0CH; | 3- 277-279 69 4,13 4,30 028" 087
9 [ NO, H 4- 293-295 82 7,91 7,79 033" 0,73
10 [ NO, 4-0CH; | 3- 305-306 81 7,29 7,18 041" 058"
15 | H H 4- 263-266 93 4,53 4,61 029" 0,50
16 | H 4-0CH; | 3- 279-281 91 4,13 4,29 041" 052
17 | NO, H 4- amopd. 88 7,91 7,83 0,378 081"
18 | NO, 4-0CH; | 3- Hag 350 94 7,29 7,39 039 077"

H
R* = CH,—~C—COOH
NH,

lMonyyaBaHeTo Ha cbeauHeHns 7 - 10 1 nocnengaLloTo UM
usomepusupare 4o HenpupoaHute a-D,L-anaHuHm 15 - 18 no
cxema 2 npotuya ¢ gobpu gobuem (tabnmua 2), KOeTo npasu
TO3W MeTog no-go6bp B CpaBHEHWE C OnMCaHWs B
nutepatypata MeTog (cxema 1) 3a nonyyaBaHe Ha
Henpupoghute a-D,L-ananuHm 15 - 18 (a. MuHueB n gp.,
1987).

C orneg HamMupaHeTo Ha ONTUMarHWUTE YCrOBMS 33 CUHTE3
Ha HenpupogHute a-D,L-amuHokucenuHn 15 - 18 ocwblue-
CTBMXME M30Mepu3aLusaTa Ha ecTepamuauTe Ha 2-amuHO-2-
[3-3amecteHn  beHaunmeTunen-1(3H)-u3obeHsodypaHoHun)-
MaJIOHOBU KuCenuHu (3 — 6) ¢ HaTpueB MeTunaT, B pesynTar
Ha KOeTo MoMyunxme OMMCaHUTE B NUTepaTypaTta ecTepamuaon
Ha  2-amuHO-2-[2-3amecTeHn  GeHsun-1H-uHaeH-1,3(2H)-
pvoHun]-manoHosn kucenuin (11 — 14) (6. Munyes u gp.,
1987). YcTaHoBMXMe, Ye cbeanHeHusita 11 - 14 ce nonyyasat
CbC CPaBHUTENHO HUCKM JOOMBNW. B MH(pauepBeHUTe CnexkTpm
Ha cbeamHeHusTa 11 - 14 ca Hanuue MBMUM Ha MOrTbLUAHE B
obractta 1740 cm™ 1 1710 cm’, gbmxawm ce Ha LMKIUYHK
kapBoHMnHM rpynn. Te3n MBMUM Ce MpenokpuBaT C uBuUATa
npu 1740 cm™ 1 1710 cm™, gbnxalla ce Ha kapGoHunHa rpyna
oT ecTepHute rpynu. Mpu 3330 cm™ u 1680 cm' ce
Habniogasat VBMLM Ha NOTITbLLUAHE OT TPENTEHUS Ha BPBL3KUTE
N-H n C=0 ot amnaHa rpyna. B o6nacrra 1300 - 1000 cm™ e
HanuLe MBMLA Ha normbluaHe 0T Bpbakata C-O- 0T ecTepHuTe
rpynu. Mpu cbeauHeHns 13 n 14 ce Habriogasat MBULM Ha
normbiuaxe 1530 cm™ u 1320 cm™ xapakTepHu 3a HUTporpyna.
Monyyennte cbegnHeHus 11 - 14 ca UBETHM KpucTamnHu
BElleCcTBa, TeMrnepaTypure Ha TOMeHe W [aHHuTe OT
€NEMEHTHWSI aHanWM3 Ha KOWTO CbBMajaTr C OnucaHuTe B
nutepatypata ectepamuan (6. Munues u gp., 1987). Mopaam
perucTpupannTe  no-Hucku Jo6MBM NpU  CUHTE3a  Ha
ectepamuante 11 - 14 (tabrumua 1), ce oTtkasaxme Aa
u3nonsysame Te3W CbeAMHEeHUs 3a nonyvaBaHeTo Ha a-D,L-
HenpupogHW amuHokucenmim 15 - 18 no cxema 1.
lMonyyaBaHeTo Ha cbeauHeHusTa 15 - 18 ocblyecTBuxme no
NPEANOXEHNs OT Hac MEeTOA (Cxema 2) ¢ No-BUCOKW LobuBM.
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MaTepManM n Mmetoau

TemnepaTypuTe Ha TOMeHe ca OMpEedensHu B OTKpUTa
kanunspa 6e3 kopekuusi. MIH(payepBeHnTe CnekTpu ca CHETU
B Hynon Ha cnektpodotometvp Carl Zeiss Specord 75 IR.
OpraHnyHuTe pasTBOpUTENW Ca W3napsBaHM MpyU OCTaTbYHO
HansraHe 14 MM xuBayeH cTbnb. HoBOCWHTE3MpaHWTE
CbeAMHEHUs OxapakTepusMpaxme Ype3 enemMeHTeH aHanms, a
yucTOTaTa Ha HOBOMOMYYEHUTE CHEOMHEHWUS! KOHTPONMpaxme
upe3 TbHKocronHa xpomatorpacus Ha DC-Alufolien Plates,
Kieselgel 60 Fxs, 0,2 mm B cnegHute cuctemu: A,
eTunauertat-netpones etep (2:1); b, mMpuanH-H-GyTaHon-
oueTHa kucenuHa — Boga (10:15:3:12); B, H-6yTaHon-eTaHon-
Boga (5:1:4); I', xnopodhopm-aueToH (9:1).

V13xogHuTE CbEAMHEHUS CUHTE3MPaXME MO METOAM ONUCaHN
B nutepartypata: 1(3H)-n30beH3odypaHoH (1a) nonyumxme no
PoguHoB n YyxuHa (1949), 6-Hutpo-1(3H)-n306eH30dypaHoH
(16) no Borsche et al (1934), 4-chopmunGensnn-N-
aueTunamMWHoManoHoB  ectep  (2a) M 2-MeTOKcK-5-

thopmunbeHsnn-N-aLeTunammHoManoHoB ectep (26) no B.

MwuHryes u gp. (1987).

Pesyntatu

1. nMonyuyaBaHe Ha ecTepamugute  2-aMUHO-2-[3-
3aMecTeHu 6eHsunmeTunen-1(3H)-

“306eH30(pypaHOHKUN]-MaNOHOBM KuUcenuHu (3 - 6)

Kem 0,005 mon (0,67r) 1(3H)-n306eH3odypaHoH (1a) unm
0,005 mon (0,9 r) 6-Hutpo-1(3H)-n306eH3odhypaHoH (16) ce
npubasst 0,005 wmon (1,68 1) 4-hopmmnbeHaun-N-
aleTunammHomaroHos ectep (2a) um 0,005 mon (1,83 1) 2-
MeToKCK-5-popmunbeHann-N-aLeTMNaMMHOManoHoB  ecTep
(26) v ce kanBaT ABe Kanku nunepuauH. Taka mosnyveHaTa
cmec ce 3arpsiea 3a 20 MuH npu 190-200°C. Crieq oxnaxpaaHe
cTonunkarta ce pasTBaps B OLeTHa kucenuHa, obpaboTsa ce ¢
aKkTMBEH BbrMeH, (unTpyea ce, uNTpaTbLT Ce 3aMbTBa C
BOLA W Ce OCTaBS B XIaJMIHUK 3a efHa Howy. Maja kpucTanHa



yTanka OT XBbNTOOLBETEHUTE CbefnHeHus 3 - 6. [JaHHuTe 3a
HOBOCMHTE3MPaHMTE BELLECTBA Ca 0TPa3eHu B Tabnmua 1.

2. MonyvyaBaHe Ha 2-amuHo-3-[3-apunmetuneH-1(3H)-
u306eH30¢ypaHoHuN]-nponaHoBm kucenuuu (7 - 10)
Kem 0,0015 mon ot cbotBeTHMs ecTepamug 3 - 6 ce
npubassaT 10 MN KOHL,. BPOMOBOAOPOAHA KUCENMHA U CMeCTTa
ce HarpsiBa Ha ofpaTeH XnagHuK B NPoLbITKeHe Ha 2,5 yaca.
Mo Bpeme Ha HarpsiBaHETO LBETLT Ha CyCrieH3usTa ce
MPOMEHS OT XBAT Npe3 opaHxeB A0 TbMHouepBeH. Cnen
NPUKIIOYBaHe Ha peakuusiTa CMecTTa ce oxnaxaa, npubasst
ce 10 Mn aueToH 1 ce OCTaBs 3a eOHa HOL B XMaAWUIHKK.
OtpeneHnTe OpaHXeBOYEPBEHM KPUCTanmK OT CbeAMHEHUATa
7 - 10 ce npommBaT C aLeTOH W neTpones ectep. [laHHuTe 3a
HOBOCMHTE3MPaH1TE BELLEeCTBa ca 0Tpa3eHu B Tabnuua 2.

3. TonyuasaHe Ha 2-amuHo-3-[2-apun-1H-
uHaeH-1,3(2H)-amonun]-nponanosn kucenuun (15 -
18)

Kbm 0,0015 Mon 0T cbOTBETHOTO CheanHeHne 7 - 10 u 5 mn
Cyx eTunaueTar ce npubaBs HaTpUeB MeTUNaT MONy4YeH OT
0,15 r HaTpuit pastBopeH B 10 mn abconoTeH MeTaHon.
lMony4yeHaTa CycneHans ce Harpsiea U pas3bbpkBa Ha MarHUTHa
Obpkanka B npogb/mkeHne Ha 1 yac, KaTo pa3TBOPBT 3anoyBa
[a TMOvYepBeHsBa W KbM Kpas Ha peakuusTa CTaBa
TbMHOBMONETOB. Taka MONyYeHUST pa3TBop ce uanuea B 150
MIT Boa, (mnTpyBa ce U ce MOoAKMCHsBa C paspeseHa CorHa
kncenHa pgo pH 6, npu KOETO U3 BOAHUS pas3TBOP
KpuUCTanuaupar HenpupogHuTe amuHokucenvun 15 - 18.
KpuctanHata yTaika ce Mue C aueToH u eTep. lNonyyaBat ce
CBETNOKapsiBM KpucTanmu OT cbeauHeHusta 15, 16 n 18, a
cveauHeHne 17 e amopdpeH npogykT.  [lonyyeHuTe
cbeamHeHus 15 - 18 no cBomTe xapakTepuCTUKL OTTOBapsT Ha
OonucaHuTe B nuTepaTtypata CbefuHeHus (a. MuHues u gp.,
1987). [danunte 3a cbeguHenus 15 - 18 ca oTpaseHu B
Tabnumua 2.

4. TonyyaBaHe Ha ecTepamuguTe 2-aMMHO-2-[2-
3aMecTeHH 6eH3un-1H-unpen-1,3(2H)-amonun]-
ManoHoBu kucenutu (11 - 14)

Kem 0,0015 mon ot cboTBeTHMS ectepammg 3 - 6 ce

npnbasat 0,06 r Hatpuit n 20 mMn cyx meTtaHon. CmecTTa ce

HarpsiBa Ha obpaTeH xMagHWK B mpoabimkeHne Ha 20 MuH.,

KaTo LBETBT Ha peakuuoHHaTa CMeC € OT TbMHOYEPBEH [0

TbMHOBMLWHEB. CMecTTa ce u3nmea B 50 mn Boga u BefHara

ca nofkucnsea o pH 6, npn KOeTo W3 BOOHWS pPa3TBOP

u3KpuUcTanuanpar coeamHeHusiTa 11 - 14, kato cbeguHeHus 11

W 12 ca po30BOUBETHM KpucTanmW, cbeauHeHve 14 e

TbMHOBMONETOBO KpWUCTanHO BewwectBo, a 13 e amopdeH

npoaykt. o ceouTe xapakTepucTukn cbeanHenus 11 - 14

OTTOBapsAT Ha OnMCaHWTe B nuTepatypata cbeauHenus (6.

lMpenopbyaHa 3a nybnukysaHe OT
Kategpa “Xumus”, MTO
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Mwuryes u gp., 1987). [lanuute 3a cbepuHenus 11 - 14 ca
oTpaseHu B Tabnmua 1.
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