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CWUHTE3 HA 6-U3O0TUOLMUAHO-3-APUNIMETWUNEH-1(3H)-U3OBEH30®YPAHOHU U HA
TUWOXWAAHTOUHOBUW NMPOU3BOAHU HA NMPUPOAHU L-AMUHOKUCENWUHU

Hedsinko CogppoHues
MurHo-2eonoxku yHusepcumem “Cs. MeaH Puncku”, 1700 Cocusi

PE3IOME. YcraHoBeHO e, 4e LBeTHuTe 6-n3oTuoumaHo-3-apunmetinen-1(3H)-u3obeHsodypaHoHn morat Aa ce w3nonsysaT 3a onpefensHe Ha N- kpaiHu
aMUHOKUCENVHK. Mpy B3aMMOAENCTBMETO UM C NPUPOAHN aMUHOKUCENMHIA Ce NONy4aBaT LBETHU TOXUAAHTOUHOBY NPOV3BOAHM, YUIATO MHTEH3NBEH LIBAT ynecHsBa
130MMPaHETO U XPOMaTOrpadhcKoTo UM MAEHTU(MLMPAHE.

Kmtovosu dymu: 6-Hutpo-1(3H)-n30beHsodypaHoH (6-HuTpodbtanua), 6-HuTpo- 1 6-ammHo-3-apunmetunet-1(3H)-n3obensocypaHorm (6-HUTpo- u 6-ammHo-3-
3amecTeHn beHsunmupgeHdbTanman), 6-usotmoumaqo-3-apunmetuneH-1(3H)-u3obeHsodypaHoHn (6-u3oTuoLmaHo-3-3amecTenn BeHaunuaeHdTanmam), npupogHu L-
aMVHOKMCENUHM, TOXUAGHTOMHOBYM NPOM3BOAHN HA MPUPOAHN L-aMUHOKMCENMHM.

SYNTHESIS OF 6-ISOTHIOCYANO-3-ARYLMETHYLENE-1(3H)-ISOBENZOFURANONES AND THIOHYDANTOIN
DERIVATIVES OF NATURAL L-AMINO ACIDS

Nedyalko Sofroniev

University of Mining and Geology “St. Ivan Rilski”, 1700 Sofia

ABSTRACT. It is established that coloured 6-isothiocyano-3-arylmethylene-1(3H)- isobenzofuranones can be used by identification of N-ended amino acids.
Thiohydantoin derivatives are obtained by their interaction with natural amino acids. The intensive colour facilitates their isolation and chromatography identification.
Key words: 6-Nitro-1(3H)-isobenzofuranone (6-nitrophthalide), 6-nitro-and 6-amino-3-arylmethylene—1(3H)-izobenzofuranones (6-nitro-and 6-amino-3-substituted
benzylidenephthalides), 6-isothiocyano-3-arylmethylene-1(3H)-isobenzofuranones  (6-isothiocyano-3-substituted benzylidenephthalides), natural L-amino acids,
thiohydantoin derivatives of natural L-amino acids.

BbBeneHue

MHOro nenTMauM HammpaT LUMPOKO MPWUMOXEHME KaTo MPUIOXEHNe, KaTo Ce TbPCAT Bb3MOXHOCTM 33 MOBULLIABaHE
NeKkapCTBEHM mpenmapath € pa3HoobpasHo  (hr3MONOMNYHO Ha HeroBaTa YyBCTBWTENHOCT W paswmpsiBaHe Ha obcera my.
penctene. ETO 3alo BBAPOCHT 3@ W30IMPAHETO U A3BeCTHM ca pa3nnyHu MogudmuKaLmn Ha peakTea Ha Edman
OXapakTepusMpaHeTO Ha MNenTuauTe e TBbPAE aKTyareH. (Levy and Chung, 1955; Frankel Conrat et al, 1955;
CreneHHOTO pasrpaxgaHe oT N-kpas Ha nentugHaTa Bepura Ramachandran et al, 1955; Sjoquist, 1957; Drobnica and
C€ OCBLLECTBSABA C MOMOLLTA Ha XUMUYHM, EH3UMHM W (DU3NYHM Augustin, 1965; Krisitan and Drobnica, 1966; Ivanov et al,
Metoau (Akybke w Ewkant, 1985). Hait - BXHUAT XUMUYECKM 1967; Van Rymenant, 1970). OcBeH (heHUNTMOXMOAHTOUHOBM
MeTOA 3a CTENeHHO pasrpaxpaHe Ha nenTuan U onpepensiHe NPOM3BOAHW HA aMMHOKWCENWHWUTE, B NuTepaTypata ca
Ha  aMUHOKMUCENWHHaTa WM  MOCrefoBaTenHocT € ONMUCaHW W METUNTUOXUZAHTOMHU Ha Pa3fUYHU  aMUHO-
TUOXMOAHTOMHOBMAT MeTog Ha Edman. Kato peareHT ce kucenuum (Kpusuos u CtenaHos, 1965; CtenaHos v KpusLos,
n3nonsea eHunMaoTMoUmMaHaT (peaktus Ha Edman), koo 1965).
Mpu B3aMMOZENCTBUE C MenTUaM BOAM L0 OTuenBaHeTo Ha N- Llenta Ha HacTosiata paboTa e HamMMpaHeToO Ha HOBM
KpallHa aMVHOKUCENWHA, KaTo Ce MomyyaBa LBETHO LBETHW peareHT, OCUTypsBaLLM MO-ronsiMa YyBCTBUTENHOCT
(PEHMNTNOXMOAHTOMHOBO — Npou3BogHO  Ha  N-kpaiHaTa Ha MeToga Ha Edman npu onpegensHe Ha N-kpaiHa
amuHokucenuHa (Edman, 1949; Edman, 1950; Edman and aMUHOKMCENWHA B MenTuaHa Bepura. 3a MonyyaBaHETO Ha
Lauber, 1956; Edman, 1970). WaeHTudukauusta Ha TakMBa peareHTW M3nona3yBaxme NPOW3BOAHM Ha 6-HUTPO-3-
(DEHUNTUOXMOAHTOMHOBUTE AMUHOKUCENMHM Ce OCBLUECTBSBA apunmetunen-1(3H)-n3obeH3odypaHoHuTe. B nutepatypata
upe3 XxapTueHa, THHKOCMOWHa W rasoBa xpomatorpadms, a ca OMMCaHW pa3nuyHu MEeToaM 3a nornyyaBaHe Ha 3-
CbLUO Taka M Ype3 BUCOKOE(hEKTUBHA TeYyHa XpomaTtorpadust apunmetunen-1(3H)-n3obeHsodypaHorn  (Leopold,  1901;
(Downing and Mann, 1976; Zeeuws and Strosberg, 1978). Barry and Zimmer, 1962; Hrnciar and Yoniak, 1966; Hrnéiar
HamaneHusT ¢ edHa aMWHOKUCENUHAa NenTug ce usonupa u and Kuruc, 1967; Awad et al, 1968; HrnCiar et al, 1968;
NoAroTBS 3a CrefBalius UMKbN Ha pasrpaxgaHe no meToda Hrnéiar and Ulehla, 1969; Krasnec and Hrnéiar, 1971; Minchev
Ha Edman. MeTtogbT Ha Edman 1 0o gHec Hammpa LUMPOKO et al, 1986). 3-ApunmetuneH-1(3H)-u306eH30dypaHoHUTE
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CbabpkaT —cuUCTeMa OT  CnperHatM  ABOMHWM  BPB3KM
(XpOMOGhOpHM rpynK), Mopaam KOeTo ca LBETHU CheanHEHNS,

kouto cbnyopecumpar. ToBa fAaBa  Bb3MOXHOCT  Te3u
CbefuHeHus [fa ObgaT  M3MON3yBaHM KaTO  M3XOAHM
O6cbxaaHe

lMonyyaBaHeTo Ha 6-HUTpO-3-apunmeTuneH-1(3H)-
nsobeHsoypaHoHUTe (2a - 2e) OCbLLECTBUXME MNpU
KoHOeH3aumsTa Ha 6-Hutpo-1(3H)-n306eH30dypaHoH (1) ¢ p-
3amecTeHu apomaTHu angexuau no Barry and Zimmer (1962).
TemnepaTypuTe Ha TONEHe W JaHHUTE OT efleMEHTHUS aHanu3
Ha CbeduHeHWsTa 2a - 2e cbBrnagat Jobpe € gaHHUTE 3a
CblUTE CbeaMHeHns onucaHu B nutepatypata (Barry and
Zimmer ,1962; Hrnéiar et al, 1968; Minchev et al, 1986). 6-
Hutpo-3-apunmetuner-1(3H)-n3obeHsodypaHonute (2a - 2e)
Ca LBEeTHM KpWUCTarHW CbeauHeHWs, KouTo dryopecumpar.
CbepnHeHus 2a v 2B f[aBaT B aLETOHOB Pa3TBOpP XbhTa
cbriyopecLieHUms, okaTto npu octaHarute 26, 2r - 2e ce
HabniogaBa  CMHbO3eneHa thnyopecueHLus. B
WH(paYepBEHNTE CMEKTPU Ha CbeduHeHusTa 2a - 2e ca
Hanuue MBMUM Ha NormblyaHe 3a HuTporpyna npy 1330 cm™ u
1500 cm™, UM Ha normbuyaHe 3a —~C-O-C npu 980 cm™, 3a
C=C Bpw3ka npu 1620 cm™ 1 apomatHa C=C Bpb3ka npu 1550
cm™, kakTo 1 3a kapBoHunHa rpyna npu 1780 cm™.
Peaykunsata Ha  6-HuTpo-3-apunmeTuneH-1(3H)-
1n3006eH30dypaHoHNTE (2a - 2e) OCBHLLECTBUXME N0 METOAA Ha
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3a-3e

6-M30TnoymaHo-3-apunmetunen-1(3H)-n3o6eH3odhypaHoHm-
Te (4a - 4e) nonyumxme C BUCOKW BOBMBM MO aHamorus ¢
THocpocreHosns metog Ha Edmam (1970). Ot nonydyenute
M30TUOLMAHATHM NPOM3BOAHM 4a - 4e C No-yrbOEeH XbNT LUBAT
€ cbegnHeHneto 46, a cblwo Taka 4a M 4B, KoeTo €
npeanocTaBka 3a NO-ronsiMa YyBCTBUTENHOCT ako Tesu
CbEVHEHUS CE M3MOM3BaT 3a NONy4YaBaHETO Ha PeareHTn 3a
pokaseaHe Ha N-kpaitHu amuHoKUcenuHu. B uHdpavepseHuTe
CMEKTPN Ha CbeauHeHusTa 4a - 4e n3ye3Ba mBMLATA Ha
normbliaHe 3a cBobogHa amuHorpyna npu 3320 cm u 3450
cm™, a ce NosiBsiBa MBMLA Ha MOrTbLaHe 3a U30TUOLMaHaTHa
rpyna (NCS) npu 2100 cm™, kato ce 3anaseaT uBULMTE Ha
nornblyaHe 3a —C-0-C npu 980 cm™ , 3a C=0 npu 1780 cm™,
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CbeduHeHMs 3a  nofmyyaBaHe Ha  6-M3oTMOLMaHO-3-
apunmetunen-1(3H)-n306eH30dypaHoHK, KOMTO MoraT fa ce
npunarat no metoga Ha Edman 3a onpegensHe Ha N-kpaiHu
aMWHOKUCENNHU B NenThAHaTa Bepura.

Hrnéiar et al (1968). lNonyyaBaT ce pasnuyHO ouBeTeHu 6-
amuHo-3-apunmetunen-1(3H)-n3obeHsodypaHoHn (3a — 3e),
KOMTO Ca KpucTanHu BelectBa — 3a - 3B ¥ 3p ca
XBATOOLBETEHN, 3r — cBeTnokadsiBo, 3e — opaHxeBo. Te
chnyopecumMpat B aLeTOHOB Pa3TBOP MO-CUMHO B CPaBHEHMe
CbC CbOTBETHUTE HUTPONPOM3BOAHM 2a - 2e . TemnepaTypuTe
Ha TOMeHe W [aHHUTe OT eNeMEHTHWS aHann3 Ha 6-aMuHO-3-
apunmetunen-1(3H)-n3obeH3odypaHoHuTe (3a - 3e) cbBnagar
C TE3W Ha OnMuCaHWTE B nUTepaTypata amWHOMPOM3BOLHM
(Awad et al, 1968; Hrnéiar et al, 1968; Minchev et al, 1986).
Mpu ycnoBusiTa Ha MPOBEXAAHE Ha peakuusTa ce peayuvpa
camo Hutporpynara, 6e3 ga npotuya pegykuus Ha C=C
Bpb3KkaTa. B MH(payepBeHUTe CNEKTPU Ha CbeanHeHusTa 3a -
3e ce 3anassar ueuuuTe Ha normblyaHe 3a C=C Bpb3kata npu
1620 cm™, n3yesBar Tean 3a HUTporpyna npu 1330 cm™ 1 1500
cm’, a ce NosBABAT UBULM HA NMOTMbLUaHe 3a aMUHOTpyna npu
3320 cm™ u 3450 cm™. 3anassar ce MBMLMTE 3a MOMMbLIAHE
Ha kap6oHunHa rpyna npu 1780 cm™, 3a —~C-O-C npu 980 cm™',
3a C=C Bpwaka npu 1620 cm™ 1 3a apomatHa C=C Bpb3ka npu
1550 cm™.
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2a,3a,4a: X=H
20, 36, 46: X = OCH;3;
2B, 3B, 4B: X =Cl
1 2r,3r,4r: X=F
o 21,31, 41: X = CN
4a - 4e 2e, 3¢, 4e: X =NHCOCH;

3a C=C Bpb3ka npn 1620 cm™ v 3a apomatHa C=C Bpb3ka npu
1550 c¢m’. CveauHeHusta 4a - 4e nokassaT B aLETOHOB
pa3Teop (hryopecLeHLMs, KOSITO Ce onpeaens B 3aBUCUMOCT
OT BMAa Ha 3amecTutenst X Ha p-MsCTO BbB (DEHWMOBUS
octatbk. [pu cbeanHeHne 4a ce Habntopasa Gnepgonvnaea
cryopecueHuns, npu 46 - cuHe M 4B- nwnaea
criyopecueHUs, a npu ocTaHanute 4r - 4e -CBETIIOCUHS
tbnyopecueHums. ToBa npaBu Bb3MOXHO W3MOS3YBAHETO WM
KaTo UBETHM peareHTM 3a onpegensHe Ha N-kpanHu
aAMUHOKNCENNHW B NENTUAHW BEPUTN. |_|pl/l B3aVIMO,E|,eI7ICTBI/IeTO
Ha  6-u30TMouMaHo-3-heHnnmeTunen-1(3H)-n3obeHsodypa-
HOHa (4a) n 6-13oTmoumaHo-3-(4-
meTokcndernn)meTuneH-1(3H)-u3obeH3odypaHoHa (46) ¢



MPUPOAHM  aMMHOKUCENWHW, Ce  MOMyyaBaT  LBETHU
TUOXUZAHTOVHOBH MPOU3BOAHN Ha npupoaHUTE
amMUHOKMCenuHU (6a - 6r), YMATO WHTEH3UBEH XBNT LBAT
ynecHsBa W30MMPaHETO WM W XpoMaTorpadckoTo 1M
noeHTudnumpare. MonyyaBaHETO Ha  TUOXMOAHTOWHOBUTE
MPOM3BOLHN C MPUPOZHUTE aMWHOKWCENWHU L-anaHuH u L-
theHunanaHuH NpoTuya no-cxemara Ha Edman (1970) Ha gBa
eTana. [TbpBuAT eTan Ha B3aumogencTeme Ha 4a u 46 ¢ L-
anaHnH u L-cbeHunanaimH e nNpUCbEAMHUTENHA peakuus,

npoTuyaLya B cnabo ankanHa cpega, kato Cnef nogkucnsiBaHe
¢ 1IN HCI ce cTura go obpasyBaHe Ha CbOTBETHUTE MEXIMHHM
npoussogHn 5a - 5r. Mpu Te3n ycnosus 6-u3oTMOLMaHO-3-
apunmeTunen-1(3H)-n3obeH3odypaHoHnte (4a) u (46) He
n3omepuanpat [0 CbOTBETHUTE 2-apwn-1H-uHaeH-1,3(2H)-
OvoHu (2-apun-1,3-uHaaHamonn). ToBa MOXE Aa CTaHe B
NpUCHbCTBME Ha Mo-CunHa 0a3a, KakBaTto € HaTpueBWST
MeTurnaT, Kato aHamnorMyHu peakuun ca OfnuCaHu B
nutepatypara (Hrnciar et al, 1968).
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Tabnuua 1
T1, JHobus AHanua N,% AHanus S,%
Ne 0 o Rs
C % n3u, Ham. n3y. Ham.
4a 203 - 205 93 5,01 445 11,48 11,32 0,78 0,88°
46 232 -233 95 4,53 4,24 10,36 10,15 0,73 0,84°
4B 227 - 229 97 4,46 4,40 10,22 9,97 0,75 0,86°
4r 242 - 243 80 471 4,60 10,78 10,60 0,43 0,71°
4 201 - 204 74 9,20 9,11 10,54 10,71 0,36" 0,77°
de 228 - 230 79 8,33 8,15 9,53 9,36 0,23 0,81°
6a 195 - 196 53 7,99 8,12 9,15 9,00 0,51° 0,848
66 226 - 228 50 7,36 743 8,43 8,54 0,48° 0,83°
68 204 - 206 49 6,57 6,37 7,52 7,66 0,49° 0,83°
6r 217 - 218 52 6,14 5,98 7,02 7,14 0,47° 0,828
Tabnuua 2
Ne X R AGcopbumn dnyopecueHums
A [nm] A max [nm] Qf
6a H CH, 380 480 0,304
60 OCH; CH, 380 478 0,273
6B H CH, C¢Hs 385 477 0,358
6r OCH; CH, C¢Hs 388 478 0,285

B wH(payepBeHnTe CNEKTPK HA MEXAMHHUTE CbeauHeHUs 5a -
5r 134e3sa MBuMLATa Ha MOrTbLLAHE 3a U30TUOLWaHaTHa rpyna
(NCS) npu 2100 cm™, a ce nosiBsBaT MBULM Ha NOrMbLLaHe 3a
C=S npu 1100-1200 cm™ u 3a BTOpU4HM NH rpynu npu 3300
cm™ 1 3420 cm™. Hanuue ca Cblio MBULM Ha MOMMblLaHe 3a
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C=0 ot kapBokcunHa rpyna npu 1700 cm™ 1 3a xuapokcunHa
rpyna npu 2900 3000 cm?', Kkouto rnwmnceaT B
MH(paYepBEHUTE CNEKTPU Ha CbeanHeHusTa 4a - 4e. Btopusar
eTan Ha peakuumsTa ce 3akrnio4aBa B AMPEKTHO NMPeBpbLLaHE B
kucena cpefa Ha cbefuHeHusiTa 5a - 5r B CbOTBETHUTE



TMOXMAAHTOMHOBM NPoOn3BoaHU (6a - 6r), kouTo ce nonyyasat
nog opmata Ha XbnTU Kpuctanu. HoBOCMHTE3MpaHuTE
TMOXMAAHTOUHOBM NPOK3BOAHM (6a - 6r) oxapakTepusupaxme ¢
nomowTa Ha  wWHdpayepeeHu,  abcopbumoHHn U
cryopecueHTH! cnekTpn. B wmHdbpayepseHuTe cnektpu Ha
cbefuHeHusTa 6a - 6r u3yesBaT MBMLMTE Ha MOMMbLUaHe 3a
C=0 ot kapBokcunHata rpyna npu 1700 cm™ 1 3a cBoGoaHa
xuapokcunHa rpyna npu 2900 — 3000 cm™,a ce nosissiza uBMLia
Ha MormbliaHe 3a amuaHa kapBoHunHa rpyna npu 1720 cm™,
Hanuue e ueuua Ha normbiaqe 3a C=S npu 1100 — 1200 cm™,
Kakto v Tasu 3a BropuiHa NH npu 3300 cm”, a u3dessa
nBMLATa Ha mormblyaHe 3a gpyrata BtopuyHa NH rpyna npu
3420 cm'. [laHHuTe 0T abCopOLMOHHIUTE 1 (PryOPECLIEHTHIUTE
CMEKTPYN 3a CbeanHeHNs 6a - 6r, CHETU B eTaHON, Ca NOCOYEHM
B Tabnuua 2. dnyopecueHTHUs kBaHTOB 1obus Qf e uamepeH
no craHgaptHa Metoguka no [lapkep (1972). Ot
onpeaeneHnTe KBaHTOBM J0OMBU Halt-BUCOK KBaHTOB 106MB Cce
Habntogasa npu 6B 1 6a B CpaBHEHME C KBaHTOBUTE JOOWBM
Ha 66 u 6r. ToBa, Yye cbeanHeHusTa 6a 1 6B UMaT Haln-BUCOK
kBaHTOB [0OWMB MoOkasBa, 4e Te MoraT YCMEWHO Aa ce
n3nonseaT Kato craHgapTu npu onpegensHe Ha N-kpailHu
aMUHOKMCENWHU B NeNnTUaHa Bepura no Metoaa Ha Edman.

MaTepManM n metoau

TemnepaTypute Ha TOMeHe ca OMPeAensHu B OTKpUTa
kanunspa 6e3 kopekuus. MHdpayepBeHuTe CNekTpu ca CHeTu
B Hyhon Ha cnektpogotometsp IR 10, Carl Zeiss.
AbcopbumoHnTe 1 GhyopecLEeHTHNTE CNEKTPU Ca CHETU Ha
Specord 40, Carl Zeiss. OpraHuyHuTe pasTBOpUTENM ca
M3napsiBaHu Npy OCTaTbYHO HansAraHe 14 mm xmBayeH cTbnob.
HoBOCMHTE3MpaHUTE CbeWHEHWS OXapakTepusupaxme upes
€NeMEHTEH aHammM3, a uucToTata Ha  HOBOMOMyYeHWTe
CbeAVHEHMS KOHTpOMnMpaxme upes TBHKOCIONHA
xpomartorpacust Ha DC-Alufolien plates Kieselgel 60 Fas, 0,2
mm. /13non3saHu ca criegHuTe xpomartorpadcku cuctemm: A,
eTunauerat — netpones eTep (1:2); b, xnopodopm — meTaHon
(98:2); B, xnopoopm-MeTaHon — M. OueTHa KUCEenuHa
(80:20:2).

M3xogHUTE CbeOMHEHNUS CUHTE3MPaXMe MO METOAM ONMCaHN
B nutepatypata. 6-Hutpo-1(3H)-u3obeHsodypaqon (1)
nonyusxme no Borsche et al (1934), 6-Hutpo-3-
apunmetunen-1(3H)-u3obeHsodypaHoHute (2a) u (26) no
Barry and Zimmer (1962), (28) no Hrnciar et al (1968), (2r -
2e) no Minchev et al (1986), 6-amuHo-3-apunmetinen-1(3H)-
n3o6eH3odypaHonuTe (3a) 1 (3B) no Hnciar et al 1968), (36)
no Awad et al (1968), (3r — 3e) no Minchev et al (1986).

Pesyntatu

1. MonyyaBaHe Ha  6-HUTpO-3-apunmeTuneH-1(3H)-
u3o6eH30¢ypaHoHM (2a - 2¢)

0,02 mon (3,58 r) 6-HuTpo-1(3H)-M306eH30dypaHoH (1) n
TPV Kanku nupuauH ce sarpssat npu 190-200°C ¢ 0,02 mon ot
CbOTBETHUS p-3amecTeH Bensangexud. MonyyeHata cronunka
Ce 3arpsBa C €TaHONM [0 KUMeHe 3a OTCTpaHsBaHe Ha
Hepearmpammus  6-HuTpo-1(3H)-n306eH3odypaHoH.  Crep
(unTpyBaHe, TBLPAMST OCTaTbK Ce MpekpucTanuavpa u3 I.
oueTHa kucenuHa. [lomyyaBaT Cce  KbITOOLBETEHUTE
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KpuUCTanHM Bellectea 2a - 2e, KOMTO MO CBOWUTE
XapaKTepUCTUKW OTrOBapsiT Ha ONUCaHUTE B nuTepatypata
cwefnHenus (Barry and Zimmer,1962; Hrnéiar et al, 1968;
Minchev et al, 1986).

2. MonyyasaHe Ha  6-amuHO-3-apunmeTtnneH-1(3H)-
u300eH30¢pypaHoHH (3a - 3e)

B 250 mn gByrbpneHa obnopbHHa konba, cHabpeHa c
MarHuTHa Obpkanka, ofpaTeH xnagHMKk W Tpbba 3a
npoayxBaHe Ha CyX XNnopoBogopog, ce noctaesat 15 r
SnCl,.2H,0 u 120 mn 1. oueTHa kucenuHa. MonyyeHaTta cmec
ce HarpsiBa Ha BoaHa GaHs npu 60°C npu pasGbpksaHe [0
pastBapsiHeTo Ha SnCl,.2H,0. Cnieq ToBa ce npubassar 0,02
MO OT  CbOTBETHMA  6-HUTpO-3-apunmeTtusnieH-1(3H)-
n306eH30hypaHoH (2a - 2€) 1 B NpogbikeHne Ha 3,5 yaca B
peakLMoHHaTa CMEeC Ce MPOAyXBa CyX XNOPOBOZOPOZ, Mpu
pasbbpksaHe npu 60°C Ha BogHa Gaa. Cnep oxnaxaaHe Ha
peakLMOHHaTa cMec ce obpasyBa yTaunka, KosTo ce dunTpysa
W npomuBa ¢ Boga. CBoOOOHMAT amuH ce nomyyaBa OT
aMoHWeBaTa Corn Ypes TpeETUpaHe C BOAEH Pa3TBOP Ha aMOHSIK
W nocreBallo npomuBaHe ¢ Boaa. [Nonyyenute 6-amnHO-3-
apunvetunen-1(3H)-n3obeHsodypaHon  (3a - 3e) ce
npekpucTanuaupar 13 aumeTtundopmamug, kato 3a - 38 1 3a
Ca XbNTOOLBETEHM, 3r — CBeTNoKahsaBM N 3e - OpaHKesw
WIMeCTM KpWUCTanu, KOUTO MO CBOMTE  XapaKTepUCTUKM
OTFOBApsAT Ha OMUCaHWUTE B NMTepaTypata CbeauHeHus
(Hrniar et al, 1968 ; Awad et al, 1968; Minchev et al, 1986).

3. TMonyyaBaHe Ha 6-n3oTuoymaHo-3-
apunmeTtuneH-1(3H)-u3obeH3odypaHoHm (4a - 4e)

B obnoabHHa konba ce nocraesT 30 mn Boga, 2 1 (1,32 mn)
TmopocreH u 20 mn xnopodpopm. [lonyyeHaTa cmec ce
pa3bbpksa ¢ MarHuTHa Gbpkanka npu 0°C. KbM cmecTTa ce
npubass Ha nopuwm cycneHsus npuroteeHa ot 0,01 mon ot
CbOTBETHUS 6-amuHo-3-apunmeTunen-1(3H)-u3obeH3ody-
paHoH (3a - 3e) 1 70 Mn xnopodopM B NpogbImkeHne Ha 1 yac
npu HenpekbcHaTo pa3bbpkBaHe. Pa3bbpksa ce oule 15 MuH
npu 0°C 1 cnep Tosa olwue 2 yaca npu 20°C. MonyyeHuTe aBa
Cnosi Ce paspenaT ¢ AenuTenHa ¢yHus. Boghuat crnoit ce
eKcTpaxvpa ABa —Tpu MbTW C XJIOpodopM. XopodopMeHuTe
n3srneun ce obeamHsisat 1 ce cywat Hapg 6essogeH CaCly,
cuntpysa ce CaCl, n nony4eHusT unTpat ce usnapsea go
Cyxo nog BakyyMm. JKbnTuAT  TBbPA  OCTaTbk  Ce
npekpucTanMaMpa W3 eTunauetar, kaTto ce monyyasar
XbNTOOLBETEHUTE KPUCTaNHM CheauHeHus 4a - 4e. [laHHuTe
3a HOBOMOMNYYEHUTE CbeNHEHNS Ca NOCoYeHM B Tabnnua 1.

4. TMonyyaBaHe Ha TMOXMAAHTOMHOBU NPOM3BOAHU Ha L-
amuHokucenuHure (6a - 6r)

0,001 mon (0,089 r) L-ananuH urm 0,001 mon (0,165 r) L-
cbeHunananuH ce npubasaTt kbM 6 Mn nupuarH-oga (1:1).
MonyyeHata cycneHsus ce obpabotea ¢ 50 mn 1N NaOH po
pH 9, Npu KoeTo CLOTBETHATA aMUHOKUCENMHA CE pa3TBaps.
Pa3TBOpLT ce HarpsBa Ha BogHa Gaws npu 40°C mpu
pa3bbpkBaHe ¢ MarHUTHa 6bpkanka. MpnbasaT ce 6aBHO 1 Ha
kanku 8 mn nupugmnHoB pasteop Ha 0,0011 mon (0,307 r) 6-
u3oTnoumaHo-3-pennnmeTunes-1(3H)-u3obeHsodypaHoH (4a)
nnm 0,0011 mon (0,314 r) 6-n3otmoumaHo-3-(4-meTokeueHun)
meTunen-1(3H)-n3obeH3odypaHoH (46). Ypes npubassHe Ha
1IN NaOH ce nogbpxa pH 9 Ha peakuuoHHaTa cmec mpu
HenpekbcHaTo pa3dbpkBaHe. Crnen 1 yac pasTBOpBT ce
paspexga ¢ 8 mn Boga. HekomkokpaTHO Ce ekcTpaxupa ¢



OeH30n 3a OTCTpaHsBaHE Ha MUPUAWHA W Ha HepearvpanuTe
uaxopoHu ceauHenmst. Mpu nogkuensisaHe ¢ 1N HCI ce otaens
yTalika, KOSTO Ce ekcTpaxupa C eTiiaueTar v Cneg u3mmnBaHe
C BOAa eTunaueTaTHUAT cnoit ce cywm ¢ BessopeH Na,SO,
HaKkpas pasTBOPUTENAT Ce u3napssa Mof BakyyM [0 CyXO.
OcTaBa XbnT TBBbPA OCTATbK OT MEXOAWHHWUTE CbefUHEeHUsA
5a - 5r, koiTo ce cyww B ekcukatop. OcTaTbkbT 5a - 5r ce
pasTBaps B 5 M1 N. OLETHa KUCENHa, Creq KOeTo ce npubass
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