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CUHTE3 HA 6-MI3O0TUOLIMAHO-3-APUNMETUNEH-1(3H)-W3OBEH30®YPAHOHU N HA
TUWOXWOAHTOMHOBU NMPOMU3BOAHU HA NMPUPOAHU L-AMUHOKUCENNHU

Hedsinko CogppoHues
MurHo-eeonoxku yHugepcumem “Ce. UeaH Purncku’, 1700 Cogpus

PE3IOME. YcraHoBeHO e, Ye LBeTHUTe 6-n3oTvoumaHo-3-apunmetuneH-1(3H)-n3obeH3odypaHoH MoraT Aa ce w3nonsysaT 3a onpefensHe Ha N- kpaiHu
aMUHOKucenuHK. Mpn B3aMMOfEnCcTBMETO UM C NPUPOAHN aMUHOKUCENUHY Ce MOMyYaBaT LiBETHN TMOXWAAHTOMHOBM NPOU3BOAHN, YMIATO MHTEH3VBEH LIBST YNeCHsBa
M30MMPaHeTo W XpoMaTorpadckoTo UM MpeHTUDULMpaHe.

Kmoyosu dymu: 6-Hutpo-1(3H)-n306eH30dypaHoH (6-Hutpodptanua), 6-HuTpo- n 6-amuHo-3-apunmeTtunen-1(3H)-n3obeH3ocypaHoHu (B-HUTpo- M 6-amuHo-3-
3amecTeHu GeHaunuaeHdpTanuam), 6-uotnoumraHo—3-apunmetuneH-1(3H)-n3o06eH30typaHoHm (6-u3oTnoLmaHo-3-3amecTeHn GeHavunmuoeHdTanmau), NpupoaHm L-
aMUHOKMCENUHM, TMOXWAAHTOVHOBYM NPOU3BOAHM Ha NPUPOAHYN L-aMUHOKuCenuHM.

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.

BbBeaeHue

MHoro nenTMaM HamupaT LUMPOKO MPWIOXKEHME KaTo NpUroXeHue, Kato Ce TbpCAT Bb3MOXKHOCTM 3a MOBULLIABAHE
nekapcTBeHW npenapatn C pa3HooOpasHO  HKU3MONOTNYHO Ha HeroeaTa YyBCTBUTENHOCT W paslumpsiBaHe Ha obcera my.
pencteme. ETO 3aWo BbNPOCLT 32 M30MMPAHETO W /3BecTHM ca pasnuyHn mogudmkalmm Ha peakTiea Ha Edman
OXapaKTepusMpaHeTo Ha nenTuguTe € TBbpAE aKTyarneH. (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
Ce OCbLLEeCTBABA C NOMOLLTA HA XUMWUYHY, EHSUMHI U (DN3NYHN Augustin, 1965; Krisitan and Drobnica, 1966; Ivanov et al,
meToam (FAkybke u Ewkait, 1985). Hai - BaXHMAT XUMUYECKM 1967; Van Rymenant, 1970). OcBeH heHUNTUOXMOAHTOMHOBM
METOZ 3a CTEMEHHO pasrpaxgaHe Ha NenTuaun u onpepensHe NPOM3BOOHM HAa aMWHOKWUCENWHWTE, B fuTepaTypara ca
Ha  aMWHOKUCEeNMHHaTa MM MOCNefoBaTenHocT e ONMMCaHN W METUNTUOXMZAHTOWHM Ha PasfuYHM  aMUHO-
TMOXMOAHTOMHOBMST MeTod Ha Edman. Kato peareHT ce kmucenuun (Kpuauos u CtenaHos, 1965; CtenaHoB u KpuBLoB,
u3nonaea (peHWnM3oTHOLMaHaT (peaktns Ha Edman), koito 1965).
MpuW B3aUMOAENCTBIME C NENTMAM BOAM A0 OTUenBaHeTo Ha N- Llenta Ha HacToswata pabota € HamMMpaHETO Ha HOBK
KpaHa aMWHOKMCENWHa, Kato Ce MonyyaBa LBETHO LUBETHW peareHTn, OCUrypsiBaly Mo-rorsiMa YyBCTBUTENHOCT
(PEHUNTUOXMOAHTOMHOBO  Npou3BogHO  Ha  N-kpaiHaTa Ha MeToga Ha Edman npn onpegensHe Ha N-kpaiHa
amuHokucennHa (Edman, 1949; Edman, 1950; Edman and aMWHOKMCEeNnuHa B MenTugHa Bepura. 3a MonyyaBaHETO Ha
Lauber, 1956; Edman, 1970). WgeHTudmkauusta Ha Tak/Ba peareHT! U3nonsyBaxme MPOM3BOAHW Ha B-HUTPO-3-
(PEHUNTUOXMOAHTOMHOBUTE aMUHOKUCENWHN CE OCbLLECTBSBA apunmeTunen-1(3H)-n3obeH3odypaHornte. B nutepatypata
ype3 XxapTWeHa, THHKOCTOMHA M rasoBa xpomarorpadms, a ca OMMCaHW pasnuyHu MEeToaM 3a nonyyaBaHe Ha 3-
CbLLO TaKka W Ype3 BUCOKOE(EKTMBHA TeYHa Xpomartorpadus apunmeTunen-1(3H)-n3obeHsodypaHonn  (Leopold,  1901;
(Downing and Mann, 1976; Zeeuws and Strosberg, 1978). Barry and Zimmer, 1962; HrnCiar and Yoniak, 1966; HrnCiar
HamaneHusT ¢ egHa aMUHOKWUCENWHA NENTUL Ce M30nupa u and Kuruc, 1967; Awad et al, 1968; Hrnéiar et al, 1968;
noaroTes 3a CredBalius LUMKbA Ha pasrpaxaaHe no metofa Hrnéiar and Ulehla, 1969; Krasnec and Hrnéiar, 1971; Minchev
Ha Edman. Metogbt Ha Edman n go gHec Hamupa LWKpoKo et al, 1986). 3-ApunmetuneH-1(3H)-n306eH30typaHoHUTE

191



CbObpkaT —cAcCTeMa OT  ChperHatu  [BOiHM  BPB3KU
(XpoModhopHM rpyni), nopaay KOeTo Ca LIBETHU CbeauHEHWS,
kouto ryopecuupaT. ToBa [aBa Bb3MOXHOCT Teay
CbeluHeHUs fJa ObgaT  M3NON3yBaHWM KaTO  M3XOMHM

ObcuxaaHe

Mony4aBaHeTO Ha 6-Hutpo-3-apunmeTunen-1(3H)-
n3obeH3obypaHoHUTE (22 - 2€) OCbLUECTBUXME TpK
KoHLeH3aumaTa Ha 6-HuTpo-1(3H)-n3o6eH30dypaHoH (1) ¢ p-
3amMecTeHn apomaTHu angexuam no Barry and Zimmer (1962).
TemnepaTypuTe Ha TOMEHe M JaHHUTE OT eneMeHTHUS aHanmu3
Ha CbeauHeHusTa 2a - 2e CbBnagaT fobpe C AaHHMTE 3a
CblUMTE CbEOMHEHWs OnMcaHW B nuTepaTtypata (Barry and
Zimmer ,1962; Hmdiar et al, 1968; Minchev et al, 1986). 6-
Hutpo-3-apunmeTunen-1(3H)-n3obeH3odypaHoruTe (2a - 2e)
Ca LBETHM KpUCTanHW CbeaMHEHWsl, KOUTO hnyopecumpar.
CbeovHeHns 2a W 2B [aBaT B aLETOHOB Pa3TBOp XbTa
cbriyopecueHUmMs, [oKkaTo npu ocTaHanute 26, 2r - 2e ce
HabniogaBa  CuHbo3eneHa crnyopecueHums. B
WH(paYepBEHNTE CMEKTPW Ha CbeduHeHusTa 2a - 2e ca
Hanuue WBuULW Ha normbLyaHe 3a HuTporpyna npu 1330 cm-' u
1500 cm-', uBuUM Ha normbuiaHe 3a —C-O-C npum 980 cm-!, 3a
C=C Bpb3ka npu 1620 cm-1 n apomatHa C=C Bpb3ka npu 1550
cm-', KakTo u 3a kapboHunHa rpyna npu 1780 cm-".

Pegykuusta Ha 6-HuTpo-3-apunmetunen-1(3H)-
1306eH30cbypaHoHUTE (2a - 2e) OCHLUECTBMXME MO METoAa Ha
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6-/30Troumano-3-apunmetunen-1(3H)-n3o6eH3odypaHoHu-
Te (4a - 4e) nonmyumxme C BUCOKM [0BMBM MO aHamorus c
TodpocreHosust metog Ha Edmam (1970). Ot nonydvenute
M30THOLMAHATHN NPON3BOLHN 4a - 4e C no-yrimbOeH XbAT UBAT
€ CbeauHeHueTo 46, a cblo Taka 4a U 4B, KOETO e
NpeanocTaBka 3a MO-TOMAMA  YyBCTBMTENHOCT ako Tesu
CbeaVHEHNs Ce U3NOoN3BaT 3a MoMnyyYaBaHeTo Ha peareHTn 3a
Joka3sBaHe Ha N-kpailHW amuHokucenuHu. B uHdpadepseHuTe
CNeKTpW Ha cbeauHeHusiTa 4a - 4e n34ye3ea umBMLUATa Ha
norfbliaHe 3a ceobogHa ammuHorpyna npu 3320 cm-! u 3450
cm-, a ce NosiBABa MBMLA Ha MOMTbLUAHEe 3a M30TUOLMaHaTHa
rpyna (NCS) npu 2100 cm-, kato ce 3anassat MBMUMTE Ha
normiuyaHe 3a —C-O-C npm 980 cm-', 3a C=0 npu 1780 cm-!,
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CbeWHEHMs  3a  nonyyaBaHe Ha  6-M3oTMOLMAHO-3-
apunmeTunen-1(3H)-u3obeH3odypaHoHn, kouto moraT fa ce
npunarat no Metoga Ha Edman 3a onpegensHe Ha N-kpaitHu
aMWUHOKVCENWHW B MenTUaHaTa Bepura.

Hréiar et al (1968). MNMonyyasat ce pasnuyHO OLBETEHW 6-
amuHo-3-apunmeTuneH-1(3H)-u3obeHsodypaHoHu (3a - 3e),
KOUTO Cca KpuCTanHu BellecTBa — 3a - 3B u 34 ca
XbNTOOLBETEHN, 3F — CBeTNnokadseo, 3e — opaHxeBo. Te
(hnyopecumpat B aLEeTOHOB Pa3TBOP NO-CUMHO B CPaBHEHMe
CbC CbOTBETHUTE HUTPOMPOM3BOAHN 2a - 2e . TemnepaTtypuTe
Ha TOMeHe 1 AaHHUTE OT eNeMEHTHUS aHanu3 Ha 6-amuHo-3-
apunmeTunen-1(3H)-n306eH3odypaHoHnTe (3a - 3e) chBnagat
C Te3n Ha OnuCcaHWUTE B NWTepaTypata amWUHOMPOM3BOAHM
(Awad et al, 1968; Hrnciar et al, 1968; Minchev et al, 1986).
Mpu ycnoBusiTa Ha MpoBEXaHe Ha peakuwsiTa ce peayLmpa
camo HuTporpynata, 6e3 ga npotwya pegykums Ha C=C
Bpb3kaTa. B MH(bpayepBeHUTe CNekTpu Ha CbeauHeHusTa 3a -
3e ce 3anassart ueuuuTe Ha normbLyaHe 3a C=C Bpbakata npu
1620 cm-, n3yessat Teau 3a Hutporpyna npu 1330 cm u
1500 cm', a ce nosBABaT MBMUM Ha norfbliaHe 3a
amuHorpyna npu 3320 cm-1 n 3450 cm-!. 3anaseart ce uBuLuTE
3a norimbLLyaHe Ha kapbonunHa rpyna npu 1780 ¢cm-, 3a —C-O-
C npu 980 cm-!, 3a C=C Bpb3ka npu 1620 cm-! 1 3a apomaTHa
C=C Bpb3ka npu 1550 cm-".
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3a C=C Bpb3ka npu 1620 cm-' 1 3a apomaTHa C=C Bpb3ka npu
1550 cm-'. CbeamHeHnsiTa 4a - 4e mokaseaT B aLETOHOB
pas3TBOp hIyopecLeHLms, KOSTO Ce onpegens B 3aBMCMMOCT
OT BMOa Ha 3amectutens X Ha pP-MACTO BbB (PEHMNOBUS
ocTatbk. [pn cbeanHeHne 4a ce Habntogaea Gneponuvnasa
cdrnyopecueHuns, npu 46 - cuHd u  4B- nmnaea
cbnyopecueHums, a npu octaHanute 4r - 4e -CBETIOCUHS
cryopecueHUms. ToBa NpaBu Bb3MOXKHO W3MON3YBAHETO UM
KaTo UBETHW peareHTM 3a onpegdensHe Ha N-kpaiHu
aMWUHOKVCENWH B MenTugHW Bepurn. Mpu B3aumMogencTBmeTo
Ha  6-u3oTnoumaHo-3-enunmeTunen-1(3H)-n3obeH3odypa-
HOHa (4a) M 6-M30THMOLMAHO-3-(4-METOKCUEHUT)METUNEH-
1(3H)-n306eH30ypaHoHa (46) ¢ NpUPOAHA aMUHOKUCEMUHN,



ce nonyyaBaT LBETHW TWUOXMOAHTOMHOBM MPOM3BOAHN Ha
NPUPOZHUTE aMUHOKUCENMHM (6a - 6r), YMIATO WMHTEH3WBEH
XBIIT LBSAT YNECHsIBa M30MMPAHETO UM W XpomartorpadckoTo
UM ugeHTuduympane. MonyyaBaHeTo Ha TMOXMLAHTOMHOBHUTE
NPOU3BOAHN C NPUPOAHWTE aMWHOKWCENWHM L-anaHuH n L-
theHMnanaHnH Npotuya no-cxemata Ha Edman (1970) Ha aBa
eTana. [TbpBMAT eTan Ha B3auMmopeicTBie Ha 4a n 46 ¢ L-
anaHumH u L-beHunanaHwH e npucCbeanHUTENHA peakuus,
npoThyaLla B cnabo ankanHa cpeqa, kaTto cred noakucrnsiBaHe

¢ 1N HClI ce ctvra go obpasyBaHe Ha CbOTBETHUTE MEXINHHM
npoussogHn 5a - 5r. Mpu Tean ycnosus 6-u30THOLMAHO-3-
apunmeTunen-1(3H)-n3o6eH3odypaHoHute (4a) u (46) He
n3omepuanpat [0 CboTBeTHUTE 2-apwn-1H-uHaeH-1,3(2H)-
OvoHn (2-apun-1,3-nHpaHanoHy). ToBa Moxe Aa CTaHe B
NpuchbCTBUME Ha Mo-CunHa 6asa, KakBaTo € HaTpuUeBuST
MeTunaT, KaTo aHamnoruMyHu peakuu ca OnucaHu B
nutepatyparta (Hrnciar et al, 1968).
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Tabnuua 1
Ne TT, Lobus AHanuz N,% AHanus S,% R
B oC % U3y, Ham. U3y. Ham. f
4a 203 - 205 93 5,01 4,45 11,48 11,32 0,78~ 0,885
46 | 232-233 95 4,53 4,24 10,36 10,15 0,73~ 0,845
4 | 227-229 97 4,46 4,40 10,22 9,97 0,75 0,865
4r 242 - 243 80 4,71 4,60 10,78 10,60 0,43~ 0,715
4n | 201-204 74 9,20 9,11 10,54 10,71 0,36~ 0,775
4e 228 - 230 79 8,33 8,15 9,53 9,36 0,23~ 0,816
6a 195 - 196 53 7,99 8,12 9,15 9,00 0,515 0,848
60 | 226-228 50 7,36 743 8,43 8,54 0,485 0,838
68 | 204 -206 49 6,57 6,37 7,52 7,66 0,495 0,838
6r 217 - 218 52 6,14 5,98 7,02 714 0,475 0,828
Tabnnua 2
Ne X R Abcopbumn ®nyopecueHumn
A [nm] A max [nm] Qf
6a H CHs 380 480 0,304
66 OCH3 CHs 380 478 0,273
68 H CH2 CeHs 385 477 0,358
6r OCHs CH2 CeHs 388 478 0,285

B MHpayepBeHNTE CNEKTPU Ha MEXANHHUTE CbeaUHEHNS Sa -
5r n3ye3sa vBMLaTa Ha NOTbLLAHE 3a U30TMOLMaHATHa rpyna
(NCS) npu 2100 cm-!, a ce nosiBABaT MBMLM Ha NOMbLLaHE 3a
C=S npwn 1100-1200 cm-! u 3a BTopuyHK NH rpynn npu 3300
cm' n 3420 cm!. Hanuue ca CbLo MBMUM Ha NOrMblyaHe 3a

C=0 ot kapbokcunHa rpyna npu 1700 cm-' 1 3a xugpokeunHa
rpyna npu 2900 3000 cm?, «kouTO rnmnceat B
WHbpavepBeHMTE CNEKTPU Ha CbeauHeHusTa 4a - 4e. Bropuat
eTan Ha peakuusTa ce 3akrio4aBa B ANPEKTHO MPeBpbLLaHe B
KMcena cpefa Ha cbeguHeHusTa 5a - 51 B CbOTBETHUTE
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TMOXMAAHTOWHOBM NPOU3BOAHM (6a - 6r), KOoUTO Ce nonyyasat
nod dopmara Ha XbATh Kpuctanu. HoBocuHTE3MpaHWTe
TMOXMAAHTOWHOBM NPou3BoaHM (6a - 6r) oxapakTepusupaxme ¢
nomowTa  Ha  WHpayepBeHs,  abcopbuMoHHM M
(briyopecLeHTHN cnekTpu. B uHdpadvepsBeHuTe cnekTpu Ha
cbeanHeHnaTa 6a - 6r u3yessat MBMUMTE Ha NoOrMbllaHe 3a
C=0 ot kapbokcunHata rpyna npu 1700 cm-! 1 3a cBobogHa
xugpokeunHa rpyna npu 2900 - 3000 cm-,a ce nosssBa
MBMLA Ha NOTMbLUAHe 3a ammaHa kapboHunHa rpyna npu 1720
cm-. Hanuue e mBuuya Ha normblyaHe 3a C=S npu 1100 -
1200 cm, kakTo 1 Tasn 3a BTopuyHa NH npu 3300 cm, a
n34yesBa MBMLATa Ha normbljaHe 3a Apyrata sropudHa NH
rpyna npu 3420 cm. [anHute oT abcopbumoHHUTE W
(priyopecLeHTHUTE CNEKTPU 3a CbeanHeHus 6a - 6r, cHeTu B
€TaHof, ca NocoYeHM B Tabnuua 2. ®nyopecLeHTHUS KBaHTOB
pobve Qf e uamepeH no craHgapTHa metoauka no Mapkep
(1972). Ot onpeneneHuTe KBaHTOBM [OOMBM Haii-BUCOK
kBaHTOB f00MB ce Habntopasa npu 6B 1 6a B CpaBHeHWe C
KBaHTOBMTE J0OMBM Ha 60 1 6r. ToBa, Ye cheauHeHsTa 6a u
6B MmaT Hal-BMCOK KBaHTOB [0OMB nokasea, Ye Te Morat
YCNELHO Aa Cce W3Mon3BaT kato CTaHaapTu Npu onpegensHe
Ha N-KpaliHW aMWHOKWUCEenWHU B NenTuaHa Bepura No MeToga
Ha Edman.

MaTepManM n metoamn

Temnepatypute Ha TONeHe ca ONpedensHu B OTKpUTa
kanunsipa 6e3 kopekuns. MHdpavepBeHuTe CNekTpn ca CHeTU
B Hynon Ha cnektpocotometsp IR 10, Carl Zeiss.
A6copbunoHUTE 1 (hIyOPECLIEHTHUTE CMEKTPU Ca CHETU Ha
Specord 40, Carl Zeiss. OpraHuyHuTe pasrBoputeny ca
“3napsiBaHn Npy 0CTaTbyHO HansdraHe 14 mm xuBavyeH cTbno.
HoBoCuHTE3MpaHUTE CbeduHeHWs OxapakTepusnpaxme upes
€NeMeHTEH aHanu3, a u4ucToTata Ha HOBOMOMyYeHuTe
CbeanHeHns KOHTpOnMpaxme ypes TBHKOCIONHA
xpomatorpacust Ha DC-Alufolien plates Kieselgel 60 Foss, 0,2
mm. V3non3eaHn ca cnegxute xpomarorpadicku cuctemu; A,
eTunauerar — netpones etep (1:2); b, xnopocopm — meTaHon
(98:2); B, xnopodopMm-mMeTaHon — . OUeTHa KucenuHa
(80:20:2).

M3xogHnTe CbeaMHEHNS CUHTE3MPaXMe Mo METOAM OnMCaHH
B nwurepatypata.  6-Hutpo-1(3H)-n306eH3odypaHoH (1)
nonyunxme no Borsche et al (1934), 6-HuTpo-3-apunmeTunex-
1(3H)-n306eH30¢ypaHoHuTE (2a) 1 (26) no Barry and Zimmer
(1962), (2B) no HrnCiar et al (1968), (2r - 2e) no Minchev et al

(1986), 6-amuHo-3-apunmetunen-1(3H)-1306eH30dypaHoHNTE
(3a) n (3B) mo HrnCiar et al 1968), (36) no Awad et al (1968),
(3r-3e) no Minchev et al (1986).

Pesyntatu

1. TMony4yaBaHe Ha  6-HuTpo-3-apunmeTuneH-1(3H)-
1306eH30¢hypaHoHM (2a - 2e)

0,02 mon (3,58 r) 6-HuTpo-1(3H)-n306eH30dhypaHoH (1) n Tpu
kanku nupuouH ce 3arpsisat npu 190-200°C ¢ 0,02 mon ot
CbOTBETHWS p-3amecTeH OeHsangexua. MonyyeHata cTonunka
Ce 3arpsBa C €TaHoN [0 KuneHe 3a OTCTpaHsBaHe Ha
Hepearvpanusi  6-HuTpo-1(3H)-n3obeH3odypaHoH.  Crieq
cunTpyBaHe, TBbPAMAT OCTaTbK Ce MpeKkpucTanuaupa u3 m.
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oueTHa kucenuHa. [lonyyaBaT Ce  XbMTOOLBETEHUTE
KpUCTanHW Bellectea 2a - 2e, KOMTO N0 CBOWUTE
XapaKTepUCTUKM OTrOBapAT Ha OMUCaHWTE B nuTepatypara
cbeauHeHns (Barry and Zimmer,1962; Hrniar et al, 1968;
Minchev et al, 1986).

2. MonyyaBaHe Ha  6-ammHo-3-apunmetuneH-1(3H)-
u3o06eH30¢ypaHoHHM (3a - 3e)

B 250 mn pByrbpneHa obnogbHHa konba, cHabgeHa ¢
MarHutHa Obpkanka, obpaTeH xnagHuk W Tpbba 3a
npodyxsaHe Ha Cyx xroposogopog, ce nocrtasar 15 r
SnCl2.2H20 v 120 mn n. oueTHa kucenuHa. MonydeHata cmec
ce Harpsiea Ha BogHa baHs npu 60°C npu pas3dbpkeaHe fo
pastBapsiHeTo Ha SnCl2.2H20. Cnen ToBa ce npubasst 0,02
MOM  OT  CbOTBETHWA  B-HuTpo-3-apunmetunen-1(3H)-
1306€eH30(hypaHoH (2a - 2e) 1 B NpogbikeHne Ha 3,5 yaca B
peakLMoHHaTa CMeC Ce Npoayxsa CyX XMOpPOBOAOPOL, Mpu
pasbbpkBaHe npu 60°C Ha BogHa OaHs. Crieq oxnaxaaHe Ha
peakLMoHHaTa cMec Cce 0Opa3yBa yTailka, kosTo ce unTpysa
n npomuBa ¢ Boja. CBOOOOHMAT amuH ce nomyyasa oOT
amMOHMeBaTa Con Ype3 TPETUpaHe C BOAEH Pa3TBOP HA aMOHSIK
W nocregpallo npomusaHe ¢ Boga. MomnyyeHute 6-amuHo-3-
apunmetunen-1(3H)-n3obeHsodypaHoHn (3a - 3e) ce
npekpucTanuanpat 13 guMeTundopmammua, kato 3a - 38 n 3g
ca XbMTOOLBETEHU, 3F — CBeTnokadssn 1 3e - OpaHxesu
WrMecTM KpWUCTanu, KOMTO MO CBOMTE  XapaKTEPUCTUKM
OTrOBapsAT Ha OMUCaHWTE B IMTepaTypata CbeauHeHus
(HrnGiar et al, 1968 ; Awad et al, 1968; Minchev et al, 1986).

3. MonyyaBaHe Ha 6-uzoTUOLMAHO-3-apUNMETUNEH-
1(3H)-u306eH30dypaHoHu (4a - 4e)

B obnogbHHa konba ce nocraesat 30 mn Boga, 2 r (1,32 mn)
TmocpocreH M 20 mn xnopocdopm. [lonyyeHata cmec ce
pa3bbpkBa ¢ MarHUTHa Gbpkanka npu 0°C. Kbm cmecTTa ce
npubaBsst Ha nopuun cycneHaus npuroteeHa ot 0,01 mon ot
CbOTBETHUS 6-amuHo-3-apunmeTtunen-1(3H)-n3obeH30dy-
paHoH (3a - 3e) u 70 mn xnopodopM B NpogbIIKEHME Ha 1 yac
Nnpu HenpekbcHaTo pasbbpkeaHe. Pasbbpkea ce ouwe 15 MuH
npu 0°C v cnep ToBa owwe 2 yaca npn 20°C. MonyyeHute gga
cnosl ce pasgensT ¢ genutenHa QyHus. BogHuat cromn ce
eKkcTpaxupa AaBa —Tpu MbTU ¢ xnopodopmM. XnopodopmeHnute
n3eneum ce obeamHsBat u ce cywar Hag 6e3sogeH CaCly,
cuntpysa ce CaClz v nonyyeHnsT cunTtpat ce u3napsea Ao
Cyxo noa BakyyM. KbnTust  TBbpL OCTaTbK  Ce
npekpucTanuaupa U3 eTtunauetat, Kkato ce nomyvasat
KbTOOLBETEHUTE KPUCTANHU CbeanHeHUs 4a - 4e. [laHHuTe
32 HOBOMOIYYEHNTE CbEAMHEHWS Ca MOCOYEHM B Tabnmua 1.

4. TlonyyaBaHe Ha TMOXWAAHTOMHOBM NPOM3BOAHU Ha L-
ammHokucenvnuTe (6a - 6r)

0,001 mon (0,089 r) L-ananud unm 0,001 mon (0,165 r) L-
theHunananuH ce npubasaT kbm 6 mn nupuguH-Boga (1:1).
MonyyeHata cycneHans ce obpabotea ¢ 50 mn 1N NaOH go
pH 9, Npn KOETO CbOTBETHATA aMUHOKWUCENUHA Ce pasTBaps.
PastBopbT ce HarpsiBa Ha BogHa Oans nmpu 40°C npm
pa3bbpkBaHe ¢ MarHUTHa 6bpkanka. MpnubaesT ce 6aBHO U Ha
kanku 8 mn nupuanHos paateop Ha 0,0011 mon (0,307 r) 6-
nsoTuounaHo-3-chennnmeTuneH-1(3H)-n306eH3odypaHoH (4a)
nnm 0,0011 mon (0,314 r) 6-u3oTroLMaHo-3-(4-meTokcdeHMN)
meTuneH-1(3H)-n3obensodypaHoH (46). Ypes npubassaHe Ha
1N NaOH ce nogbpxa pH 9 Ha peakuMoHHaTa CMEC Npu
HenpekbcHaToO pa3bbpkBaHe. Cnen 1 yac pasTBOpLT ce
paspexga ¢ 8 mn Boga. HekonkokpaTHO ce ekcTpaxupa C



OeH30n 3a OTCTpaHsiBaHE Ha MWUpUOMHA W HA Hepearupanute
u3xogHu cbeamHerus. Mpu nogkucnsisade ¢ 1N HCl ce otgens
yTalika, KOSTO Ce eKCTpaxupa C eTUnaleTaT v Cnes u3MuBaHe
C BOfA eTunaueTaTHUAT cnom ce cywn ¢ 6e3soaeH NazxSO4
HaKpas pasTBOPUTENSAT Ce M3napsiBa Nnog BakyyMm OO CyXo.
OcTaBa XbAT TBbPA OCTaTbK OT MEXAMHHUTE CbeAMHEHUS
5a - 5r, koo ce cywm B ekcukatop. OcTatbkbT 5a - 5r ce
pasTBaps B 5 M1 . OLETHA KuUCenuHa, crneg KoeTo ce npnbass
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