2-AMHHO-6-(4-METOKCHBEH3HJI) AMHHO-1,3,5-TPHA3HH

NC—NHC(NH)NH;,
cH,0¢ N CH,NH, - HCl >

™\ HCOQH
— cnod CHZNHCNHC'\IHq —

|

\IH NH

"
- 7 Ncism b &
—> CH,0 _)(,H,,NH N {\IHZ

Mpeanoxua: A, A, Aposu, T. P. Oscensn
Mposepnan: T, P. Axkonsan, A. C. etpocan

Moayuenune

N'-(4-Metoxcubensun)bueyanud (monoeudpoxropud). B
KPYTJ010HHYI0 K00y eMKkocThio 100 M2 momeiiaor 17,4 2 (0,1
MoJs1) THIApOXJopHAa 4-MeTOKcHOeH3HAaMHHA (NpHMeYalie 1},
8,4 ¢ (0,1 moas) nuuuaniiamuaa i 20 ma H-OytaHosa. C™mecn KH-
NATSIT B TeueHHe 8 4acOB H OCTABISAIOT NPH KOMHATHON Temuepa-
Type 8—10 uacoB. Bermaginit ocanok OTQHILTPOBLIBAIOT, ABAXK-
Abl  MPOMbIBAOT 6e3BOAHBIM ALETOHOM TNOPUHUSIMI 1O 10 Ma m
cymat na Bo3avxe (npumeuanue 2). [oayuaior 10,0--11,0 & npo-
aykra ¢ T. ;1. 158-—160°. M3 ¢puabTpara nocje OTTONKH pacTBOpH-
Tes H oO6paGOTKH CVXHM  alleTOHOM BbHIAETANT  eHle 2--3 ¢
BelllecTBa ¢ TOH JKe TeMmepaTvpoil niaaBtents. OOwni BLHIXOA
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cocrasasier 12,0—13,0 ¢, nan 46,5—50,49%, TeopeTHUecKOro KOJHU-
yecTBa.

N1-(4-Merokcubenaun)bueyanud (ocrosarue). B mnaocko-
10HHY0 K0J6y eMKkocTblo 250 s nomewaior 12,92 (0,05 monsn)
Monoruapoxaopuaa N'- (4-Metokcuben3un) Guryanuna B 70ma
BOAbI U NpH OXJa:KAeHHH BoAO# ao6asasior 40%-Hblit pacTBOp
eKOro 1aTpa A0 MOJHOro ocaxiaeHus ocHoBanus (pH 9—11).
Tocae cTosinus B X01014.1bHHKe B TeyeHHe |—2 yacoB ocHOBanue
OTOUJIbTPOBBIBAIOT, 1BAXK bl IPOMbIBAIOT BOAOH NOPUHAMH 1O SMA
u cymar. Boixoa 9,5—10,0 ¢ (85,6—90,3%), T. ni. 142—143".

Hukausayus. B kpyraoponnyo xoa6y eMmkoctblo 250 ma,
cHab:KenHyo o6paTubiM X0a01uTbHHKOM, noMewaior 11,1 2 (0,05
Moast) ocuoBauusi N'-(4-Metokcubensua)6uryanuna, 3,42 (0,05
Moasn) popmuara natpusi, 100 ma 85%-Hoit MypaBbHHO! KHCJIOTbI
M CMeCh KMNATAT B Teuenue 6 uacoB. 3aTeM OOpaTHbIH XOJO0AHJb-
HHUK 3aMeHSIIOT HHCXOASLIUM ¥ OTTOHSIIOT H36bITOK MYpPaBbHHOM
kucaorhl. OcTapllylocst BA3KYI0 Maccy pacTBopsiior B 20 ma BOAbI
M TIpH OXJ2KIeHHH BOLOH MO KamisM A06aBasior 20% -Hbiil
pactBop enkoro uatpa go pH 9—11 (npumeuanue 3). O6pazosas-
HIMICS 0canoK OCTaBJAOT B XOJO0AMJIbHHKe B TedeHHe yaca, OT-
PHJIbTPOBLIBAIOT, ABAXKAbl IPOMbIBAIOT BOJOIH nopunsaMu no 20 ma
M cyllaT na BO31YXe.

Buixon 8,592 ¢, naun 73,3—79,3% TeopeTHUYECKOTO KOJHYe-
crea; 1. ma. 188—190°.

2-AMHHO-6- (4-MeTOKcHOeH3HT) aMuHO-1,3,5-TpHa3uH,
C11H3NsO, mMoa. Bec 231,27—06ecuBeTHoe KpHCTALIHYECKOE Belle-
CTBO, PacTBOPMMOE B AHOKCAHe, CIIHPTE, aleTOHe, MJOX0—B 3du-
pe, meTpoJeitioM 3dupe, Bole.

NMpumeuanus

1. 4-MeTokcu6en3uIaMuH noTydeH PTaJuMHIHbIM MeTonoM!.
2. Ecau nocse cTosHust O0CaJOK He Bblmajaer INOJHOCTbIO,
oTronsioT 1-6yTaHo, TycTOH OCTaTOK ABAa pasa pactupaior ¢ ab-
COMIOTHBIM 3hHpOM mopuusMu o 20 M4 U 3aTeM aneTOHOM (5—



10 a2). ToayueHnbie KpHCTAL1bl OTGHJIBTPOBBIBAIOT W jJaJjee

06pa6aTbiBalOT KaK OMHCAHO B TEKCTe.
3. Muoraa n.s NMOJHOrO OcaXKJleHHsi TpHa3uHa AobGaJenne

1leTouH TPOAOJKAIOT Jaxe MNociie LOCTHKEHHs YKa3aHuoro 3ia-
yenust pH (Bcero okoao 30—35 a.1).

Jdpyrue cnocobul noay4eHus

2-AMuHO-6- (4-MeTOKcHOeH3U.1) aMHHO-1,3,5-TpHasuH  HOJTyuen
TOJIBKO OMHCAHHBIM Bbillle cnocobom?.

1. A. A, Aposu, A. E. Ecasn, Apm. xum. %, 21, 407 (1968).
2. A. A. Aposn, T. P. Oscensn, U. H. Hukonaesa, Apwm. xuM. Xk, 25, 500

(1972).



N-BEH3WJ/I-2-METHJINMHUIA30J]

W W) T
-C,H,Li CH,),SO
I\'I/l LU LNJ b (2500 Bep,
‘ ‘
CH,C,4l, | cH,cH, CH,C,H,

HMpeasomum: 1. E, Hsepcen, T'. Jlvua
Mposepuan: C. O. Jloyecon, P. JI. Txeko6-
cex

Moanyuenne

B noaysurposyio TPEXTOP.1yI0 KO.16V, cHabKeHHVIO Tepmo-
MeTpOM, TPyOKOil 115 BBOAA a30Ta, MellaJ Kol U TpaiyHpoOBaHHOMU
KanenbHOH BOPOHKOH ¢ TPYGKOH, vpaBuuBaloOwei JaB1eHue, Ho-
mewaioT 158e (0,1 mons) N-Genzuaumnaazona (cM. «CuHTe3bl
TETEPOLUKIHUCCKUX cOoenuiennit», 8, ctp. 20) u 250 ma cyxoro
z¢pupa. Koanby npoaysaior azorom H B Kale.TbHYI0 BOPOHKY MOMe-
waior 0,105 mona sadupnoro pacrsopa H-6yTHAAMTHS (npHveua-
Hre 1). Ilyckaiot B x01 Mewatky u K010y oxJsaxnatot 10 —50° B
Gane C cyXuM abLI0M, IPH 310M 60ablIAast yacTb N-GeH3m1n M1 1a30-
Ja Bbiajaer B ocallok. B teuenne 15—20 munyT npu remneparype
—50-—(—45°) npuGaBIsIOT H-GYTHIINTHI ¥ DOTyUenHbil npo-
3paunbid, NpaKTHYeckHn GecuBeTHbIH PacTBOP (mpHMeuanue 2) me-
pemelumBalor npu —50° ewe 30—45 MunyT  (npuveyauue 3).
Hepes kanesbnylo  BOPOHKY B OIMH mpHeM npuGapisiorT 15 ma
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{0,165 Mons1) cBexeneperiaHHoro aumeruacyabdara B 20—25 ma
cyxoro 3¢Hpa H CMeChb MepeMelIuBaioT 6e3 nepepbiBa 18 —20 ua-
coB. TeMnepatypa oxJaxnawouieii 6aHH MCATEHHO HOLHEMACTCH
npuMmepHo Ao 15° n Bbhmanaer Genwit ocanok. K peakinonoil
cMecH MpH OXJaXIeHHH OCTOPOXKHO 106aBASIOT 75 Ma 4u coasi-
HOH KuCJAOTh H 25 Mma BoLbl. O6beniiHeHlibie Bodnbie pacTBOpbl
NOILeaauuBaloT H36LITKOM YIVIEKHCAOr0 Kajis I 3KCTparipyioT
Baauase 100 ma xaopodopMa, 3areM IBaXIAbl [MOPHHHMU 10
50 ma. XnopobopMHble 3KCTPAKThl BLICYIUIHBAIOT HPOKANCHILIM
VIJIEKHC/ABIM KajieM. PacTBopuTesb yaansiioT B BaKyyme BOLO-
CTpy#HOro Hacoca M OCTaBlleecss Macjao Neperohsitor, cobupas
npoaykt, kunsimuit npu 112—116°/0,4 um (100—103°/0,15 mm).

Boixog 11,7-—13,9 2, uau 69,0—81,0% teopeTHueckoro konu-
yecTBa.

N-Bensua-2-meruaumuaason, Cy HjoNo, Moa. Bec 172,22
6ecuBeTHOe, 6€3 3amaxa Mac.10, pacTBOPUMOe B O0BIUHDBIX Opramu-
YeCKHX pacTBOPHUTE]sIX, HepacTBOpUMOe B Bolel.

NMpumeuanus

. u-Bytuaautuin npurotosnen no Jlxkoucy u Iiibmany?
llenecoo6pa3nee aHCIepcHpPOBaHHe paciLiaBleHHOr0 MeTasldye-
CKOro JIUTHSL B NapaduHOBOM Macse H aTMocdepe a3ora ¢ nocJe-
RYIOIIMM APOMBIBAHHEM JIHTPOMHOM, UeM pe3ka MeTaja Ha Mej-
KHe KYCKH. :

2. HeuncThiit HCXOAHbBIE MPOAYKT J1aeT KpacHO-KOPUUHeBLIA
pacTBop.

3. OxaaxkaeHde Huxe—>55" BbI3biBAeT OcaKaeHNe JIHTHCBOTO
TIPOU3BOAHOTO, KOTHpOe He pacTsopsieTcs Apu --35" 0AHAKO BbI-
X0l He MeHSeTCst 3HauuTedbHO Npu pabore ¢ AByXdaznoil cncre-
MOH.

JApyrue cnocobbi nOAy4YEHHS

N-BeH3u.1-2-Me TH.IHMHIa30J [101yuel BOCCTAHOBJIEHHEM COOT-
BETCTBYIOUEro KapOuHOaa HOTHCTHIM BOAOPOAOM® H alKHIHpPOBA-
HHEM 2-MeTH.TUMHIa30.1a X.JTOPHCTHIM BeH3HI0M B KHIKOM aMMH-
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ake®, OnucaHubiil BBiUIE CrIOCOG NPHMEeHeH TakkKe LI NOJyYeHust
1,2-nuMetunuMunasona, 2,4-auMeTuaTnasona " 2-MeTHiITuasoaal,

1. P. E. Iversen, H. Lund, Acta Chem. Scand., 20, 2649 (1966).

2. R. G. Jones, H. Gtlman, »Organic Reactions*®, Vol. 6, N. Y. 1951,
p. 352.

3. R. G. Jones, I. Am. Chem. Soc., 71, 383 (1949).
4. P. Jakobsen, S. O. Lawesson, HeonyG6anxopansnbie peayabtarh.



4-BPOMBEH3-2,1,3-THAJ1IHA30J1

N NH, ONCANN :
[ 1.7 tsoc,—> [ | S+-2HCIHHO
X NH: XN
Br
N ANN N ANN

k/[ S+B,—> | | S+ HBr
X7 XN XN

Mposepuan: ®. C. Muxainusiy, A, C. Asapst

Moanyuenne

Bens-2,1,3 -Tuaduasoas. B 1uTpoByl0 Kpyr/1oioHiywo KoJGy,
cHaGXeHHYIO OOpPaTHBIM XOJONHJIBHHKOM ¢  XJI0pKajlblHEBOH
Tpy6koil, nomewator 21,6 2 (0,2 mons) o-dpennnesanamutia (npu-
veuanue 1) n 400 ma cyxoro Toayosna. 3aTeM ocTOPOXKHO puGaB-
asot 95,2 ¢ (0,8 moas, 60 mz) cBexeneperiaiHoro xJ0pHCTOro
THOHHJA H PEAKUHOHHYIO CMeCh KHIATAT B Teyenue 12—14 yacos
(npume¥anue 2). PacTBopuTeb U H3ObITOK XJIOPHCTOrO THOHHJA
otronsiioT npu 90—120°, a Macsa006pa3Hbiil OCTATOK NEPEroHsIOT,
cobupast dppakuuio, kunsimyio npu 208—210° (npumeuvanue 3).

Bbixon 21,8—22,6 2, uan 80,1--83,0% TeopeTnueckoro KOJH-
yecTBa.

4-Bpombens-2,1,3-ruaduasor. B noay.THTPOBYIO TPEXropayio,
KPYTJIONOHHYIO K0.10y,  CHaOKeHHylo MelllanKkoi, oO6paTHbiM
XOJIONHJIbHHKOM M KAaIeabhoil BOpOHKoM, novemaior 20,4 2 (0,15
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Modas) 6ens-2,1,3-tuagunasona, 150 ma 6poMHCTOBOLOPOAHOR KHC-
aotbl (d=1,387) u cmech HarpesawoT 10 kunoeHus. K xkunsigemy
pacTBOpY NpH 3HepruYyHOM nepeMelinBaHHu B TeyeHue 20 MUHYT
npubasasior no Kanaam 24,0 e (0,15 moas, 7,6 ma) Gpoma. 3ateMm
* peakuHoHHYyl0 Maccy KHOATAT ewe 30 Munyr (npuMeuatue 4) u ¢
BOAfHBIM MapoM OTroHsior 4-6pom6en3-2,1,3-Tuaaunasoa c npu-
MeCblO He BCTYMHBILETro B peakudio 6en3-2,1,3-THaiuasona (npu-
MedaHue 5).'M3 aucTHAISTa OTQHABTPOBBIBAIOT TBEPAbI NPOAYKT,
npoMbiBaioT 50% -HbIM CIIHPTOM, BBICYUIHBAIOT Ha BO3/yXe U mepe-
KpHcTaaau308biBatoT u3 20—30 ma sTanona (npuMevanue 6).

Bbixon 12,9—13.3 2, uau 40,0—41,3% TeopeTuueckoro Ko.H-
uecTBa; T. MJa. 84—85°.

4-Bpom6bens-2,1,3-tnannazon, CeHsBrNoS, moa. sec 215,09—
GeciBeTHOe KPHCTA/THYECKOe BelecTBO, XOPOIIO pacTBOPHMOE B
6OMbLIMICTBE OpPraHUYecKHX pacTBOpHTe/el, HepacTBOPHMOe B
BOJE.

NMpumevuanus

1. Boixon 6eH3-2,1,3-THagna3o/1a 3Ha4YHTEIbHO 3aBHCHT OT
KauyecTBa o-GeunseninaMuda. [Iposepsiouwnmu Obl pUMeHeH
o-pennnenanamMun Mapkn 4, npeacTapasOWHi cO60i CBeT10-Kpe-
MoOBble KpHcTaabl ¢ T. ma. 100—102°,

2. [pu npuGan/ieniu XJOPHCTOrO THOHU1A O6pa3yercs xea-
TOBATLIi OCAalOK, KOTOPbilf MocTe [BYX4acOBOTO HarpeBaHHs
nepexonuT B pacTsop. PeakuuonHas cMecb Npu 3TOM OKpalluBa-
eTcsl B TeMHO-KpacHbil HBeT.

3. Tocne neperoHkH BeuwecTBO ObICTPO KPHCTAAIH3YeETCH.
[epekpucraaiuzoBanublii u3 cMecu adup-aneron (1:1) 6ens-2,1,3-
THaAuasoa naasutess npu 42—43°. [lpu  aauTeslbHOM CTOAHHH
TeMHeeT.

4. Bonce JAJauTCAbHOE HAarpeBaHHe NPHBONHT K VMeHbIIEHHIO
Bbixoaa 4-6pombens-2,1,3-Tnaauasona, Tak Kak npH 3TOM YyBeJH-
yuBaercsl KOJauuecTBO noboutio odpasvioilerocst 4,7-1u6poMbens-
2,1,3-Tnaguasona.
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5. KosnuecTBO AUCTHIJAATA COCTABIsAET OKOJO JHTpa. Bosb-
1lee KOJIMYeCTBO JUCTH/IIISITA HeKelaTe 1bHO, TaK KaK B XOJO1H M b-
HHKe HAYMHAIOT OTJaratbesi Kpuctaiib 4,7-nubpombens-2,1,3-
THaAMa30.Ja, KOTOPbiil, XOTS N YaCTHUHO, 110 NeperoHsieTcs ¢ BOJIst-
HbIM TapOM.

6. Chipoit npoaykr mi1aButes npu 79- -81°. BeutecTno MOX1o
meperonsiTb B BaKyyme: T. Kum. 126—129°/7 wum.

JIpyrue cnoco6ul NoayueHHst

Bens-2,1.3-Tnanguason noavueH Harpenainiem o-thennsieHana-
MHHa ¢ MeTabHCy1bGUTOM HATPHUs B STHaAeHr.IHKone npu 140"
B3aHMO/ECTBHEM C KOHLEHTPHDOBAHHOH CepHHCTOH  KHCJOTOH
HIH GHCV.IbPUTOM HaTpusi?, MpoNyCKaHHeM CepHUCTOro rasa B
NPUCYTCTBUH KATAJIHTHYECKHX KOJIHUECTB TPUITHIAMHHA B XJIODH-
CTOM MeTHIeHed.

Onucauubiil Bbillle cnocod nmoavuenust Gen3-2,1,3-Tnajanasoqa
ochoBa Ha pabote Xareukoro H ITecuna*,

4-Bpom6en3-2,1,3-THa1na30.1 MOIyYeH C 1eBLICOKHM BBIXOZOM
6pomupoBanneM Gen3-2,1,3-THa1Ha30.1a B NPUCYTCTBHH  BOCCTA-
HOBJEHHOTO sKeJae3a’, u3 4-6pom-5-avunobens-2,1,3-tuanvasona
NpH  THMHHMPOBAHMH aMHUHOrpyNnb mo peakuun 3anameiiepa®,
AHa30THpOBaHHem 4-aMuH06en3-2,1.3-tanna3o’a B NPUCYTCTBHH
6pOMHCTOBOIOPOIHONH KHCIOThI H MOCJICAVIOUMM [IpeBpalllenteM
nua3oHHeBol coan no 3anameitepy®.

[puBelennas Bbillle NPOMHCh Nodyuenus 4-6pombeis-2,1,3-
THaIMa30a1a ocHoBaHa Ha pabote IMuarpama, ynana u Ckainsa’

1. L. Weinstock. Diss. Abstr., 19, 3136 (1959); |C. A., 53, 17111 (1959)].

2. O. Hinsberg, Ber., 22, 2895 (1889).

3. H. Beecken, Ber., 100, 2164 (1967).

1. A, M. Xaaeukuii, B. T. Tlecnn, XXOX. 20, 1914 (1950); . Practical Heteroc-
yclic Chemistrv=, London and New York, 1968, p. 65.

5. B. I'. TTecun, A. M. Xaxeuxnii, B. A. Ceprees, JKOX, 33, 230 (1963).

6. B. I' Mecnn, A. M, Xaneukuii, B. A. Ceprees, XXOX, 33, 1759 (1963).

7. K. Pilgram, M. Zupan, R. Skiles, J. Heterocvcl, Chem., 7, 629 (1970).
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4-BPOMBEH3-2,1,3,-THAILHA30J1-7-CYJIbdHHOBAS KHCJIOTA

Br Br
AN ANN AN ANN
[ S+2HOSO,C1 —> | | S 1-HCl - H,S0,
XX XN
SO,Cl
Br Br
AN ANN N ANN
S --Na,;80;+H,0 —> | J S--NaCl -- NaHSO,
S0O,CI SO,H

Mpemaokuan: &. C. Muxaimmusin, A, &, Bex-
JH
[posepuns: A. C. Asapau, M. A, Kaanpuksax
4

Nonyuenmnue

Xaopaneudpuo 4-6pombens-2,1,3-ruaduason-7-cyrbpokucao-
Tol. B Tpexropayio xpyr.1010HHYIO K010y eMKOCTbIO 250 #4, cHAG-
KeHHYIo Mellankod, OoOpaTHbLIM BO3AYWIHBIM XOJTOAHJBHUKOM H
KanejbHo# BopoHkoil, noMemator 21,5 e (0,1 monsn) 4-6pombens-
2,1,3-tuaauasona (cM. ctp. 13) u B Teuenne 10—15 Muuyr no
kanisMm npuauBalor 133,92 (74,3 ma, 1,15 Mmoas) xJaopcyabdo-
HOBO# kKHCAOTH (npuMedande 1). CoaepxuMoe KoJObi Harpesa-
0T NpH flepcMellBaHHN HAa Macasinoit 6aue npu 150° (Temmepa-
Typa 6anu) B TeuenHe 1,5 waca. [lo okonuanuu narpeBauus
PEaKUHOHHYIO CMeCb OXJIaXKAaloT, MepeHOCAT B KaleJbHYIO BO-
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POHKY H OCTOPOXHO HPHJIHBAIOT K 300 ¢ mepemMcUIMBAaeMOro 13-
MeJbYEHHOIO JbAa (nphuMeuatue 2). BbigeauBiiics TBepAbIi
XJOPaHTHAPHA OTPHIbTPOBBIBAIOT, TPOMbIBAIOT BOAOH 11 BBICY-
WHBaOT: T. 1. chiporo npoaykra 138—139°. Tlocac mepekpi-
ctaaausawin  u3z  100—120 ».1 aueToHa BBIXOA 26,6—28,0 ¢
(84,7—89,2%): 1. na. 141—142° (npumeyanie 3).

4-Bpombens-2,1,3-Tuaduasoa-7-cyaopunogas rucaora. B no-
AYJHTPOBYIO YETHIPEXIOP.IVIO KPYTIIOI0HHYIO KO0y, CcHabKEeHHYIO
Mew anKol, 06paTHBIM XOJIOAUJIbHHKOM, Kane.bHOH BOPOHKOH H
TepMoMerpoMm, noMmewaiot 15,7 ¢ (0,05 Mo:st)  MeaKopacTepToro
xJopaHriapuaa 4-6pomobens-2,1,3-14a11a30.1-7-C\ IbQOKUCTOTH H
16,3 2 (0,13 m0.151) 6€3BOTHCTO CCPHHCTOKHC.IOTO HATPHY B 150 ma
Bo/bl. PeaklMOHHYIO cMeCh HarpeBaloT, nmepeMelllnBas, 1ipH 65" u
npubasasior 10 s 40%-HOro BOIHOrO pacTBOpa CIKOro Harpa.
[Moc.te MOJHOTO pacTBopeHHs ocalka (TMpHMedalide 4) no.yuel-
Hbill KpacHblfl pacTBOp GHILTPYIOT, OXTaXKIalOT Nl HOAKHCSHOT
5—-8 ma 20%-HOM cCepHOH KHCJIOTHL. Boige tHBIIIHACH  OCAd0K
OTCAChIBAIOT, NPOMBIBAIOT BOJ1OH M BBICYUINBAIOT ild BO3AYXE.

Buixon 11,6—12,4 e, uiu 83,0-—88,8% TeOpeTHUCCKOIO KOJIH-
yecTBa; T. m1. 162—164° (npumeuante 5).

4-Bpou6ens-2,1,3-THa11a30.1-7-cybPHIOBAS KICIOTA,
CgH3BrN,O,Sy,  MoO.1. Bec 279,15--cBeT.10-XKe 1Thle  KPHCTaJIbl,
HepacTBOpUMbie B OOIbIIHHCTBE OPraHIMeckHx pacTBopHTeei,
orpaHHYeHHO pacTBOpHMbie B kunsueft BOAC.

NMpuMeuaHnus

1. Tpumenaiach neperHaHHas xJ1opeyabdonosas KlcaoTa ¢
T. kum. 158

2. Tlpi 3TOM NPOHCXOAHT OGHIbHOE BbIAEJICHHC XJOPHCTOTO
BOOPOAA.

3. Xnopauruapia 4-6pombens-2,1,3-Tuaanason-7-cyapdokiic-
JNOTbi—6JeIHO-)XKEJ/Thie KPHCTaJJ/bl, XOPOUIO pacTBOpPHMbIC B Teii-
J0M alleToHe, 6eH3041e, NI0X0—B 3dHpe H liepacTBOpHMble B BOIE.

4. VcXOAHBbIH XJOPaAHTHAPHA TOJHOCTbIO  PacTBOPHCTCH H
peakius 3aBepuiaeTcs nNpiMepHo 3a 30—40 mMunyT.
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5. Tlonydennasi KHc/10Ta ROCTATOMHO YHCTA A5 NpHMEeHeHHUst
B OPraHMYeCKHX CHHTe3aX. AHAJTHTHYECKH YHCTHI 06pasel ¢ TeM-
nepatrypoi naasgaenus 176—177° moxHo NOJYYHTh, IEpeKpHCTalI-
JIU30BAB KHCJOTY H3 60JbLIOr0 KOJHUECTBA BOJbI.

D pyrue cnoco6b noayyeHus

Xaopauruapup 4-6p0M6€H3-2,l,3-1‘}1311"33OJI-7-C_\’JIb(bOKHCJIO-
THl noayyen ¢ 90 % -HbiM BbIXOZOM HarpepaHueM npu 140° 4-6poM-
6en3-2,1,3-THanna301-7-Cy IbOKHCTOTH ¢ X10peV.ibOOHOBOH KH-
coToiil,

4-Bpom6eus-2,1,3-tnannasoa-7-cy.ibunoBas KkucJora no.Jy-
YeHa TOJbKO OTHCAHHBIM Bbie clnocoboM!.

. ®. C. Muxaimusin, XI'C, 319 (1973).



THAPOAONHUT 2-THAPAZHHOUMUIAZOJIHHA-2

_HaNNH,

N
L “SCH HJ L)
N~ SCH; - CH,SH NHNH, - HI

H

IMposepun: M. A. Hpansu, P. A. Aposin

Moanyuyenne

Cunre3 caedyer nposodurs 8 xopouio OeticTeyrouiem BolTANK -
Hom wkagy!

B kpyr.101044Y10 KOGy eMKocTbio 250 ma, cHaGxeHHYIO 06-
pPATHBIM XOJIOAH.IbHHKOM, noMewmaoT 24,4 ¢ (0,1 monsa) ruapofio-

auTa 2-MeTuJMepKanTouMiaasonnsa-2 (cm. «Cuitess rerepoun-
KJIHYECKHX  coeluuenuii», 8, crp. 66), 50 ma  abGcoaloTiOro

metadona n 4,82 (0,15 mons) rugpasnda (cm. cTp. 23). Cwmech
KHNATAT Ha BoasiHoON 6aHe B Teyeune 3 yacoB. 3aTeM K OXJaXK€H-

HOMY pacTBopy aofasiswoT 70 ma abcoqiotHoro 3dupa H ocras-
JSI0T Ha HOYb, BuinaBuiuf ocaaok oTPH/ABTPOBLIBAIOT, NPOMbIBA-
0T Ha ¢uibTpe 20 ma abcodioTHOro 3tanona (npumeuanne 1) n
cyliar Ha Bo3dyxe.

O6wnii Boixon 17,0—18,0 e, uau 74,5—78,89% teopernyeckoro
KoauuecTsa; T. m. 139—140° (npumeuanne 2).

Tuapoitoant 2-ruapasudonmnaasonnna-2, CsHeJNy, mMoa. Bec
228,10—6eable KpHCTAAJbl, pacTBOpHMble B BOJe, MeTaHoJe,

aleToHe.
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NMpumeuaHus

1. U3 dnabTpara npu go6as.1euny 50 m.a a6eoaiotHoro adu-
pa MOXKHO BbtieHTb ewte 1,5—2 e cotporo ruapofionuta 2-ruapa-
3UHOUMHA30/HHA-2, KOTOPBIH Moc/e MepeKpUCTAIIH3aAlHH  1L1a-
BHTCA npu 139—140°.

2. Ilpoavkr mMoxHO mepekpucTtasTnzoBath M3 300 aa cMecH
abcomoTHoro 3Taxoja H abcosotHoro adupa (2:1). Oanaxko
TeMMcpaTypa MJaBJeHHs MPU 3TOM He MeHsieTCH.

Hpyrue cnocoGn noayyeHHs

FuapoitoanTt 2-rnapa3HHOMMHIAA30.1HHA-2 1OJyUYeH TOJbKO
OHMUCANHBIM BbilIe CIOCOGOM!,

1. M. Brugger, F. Korte, Lieb. Ann., 764, 112 (1972).



5,6- 1 HMETHJ1-3-(4-METOKCH-3-XJIOPBEH3HJI)-1,2,4-TP HA3HH

|

— NH H,NNH
(:H;,o</ >CH2C” -HCI it

___ OC,H,

7\ NH, CH,CGCOCH;,, N(CaHy);
— (2H30< CH,C:_ .HCI >
— SN

—NH;

CH,

/\.CHJ

Mpeasoxum: T. P. Oscensin, A. A. Apoan
Mposepuan: 11, P. Axonsin, A, C. Iletpocan

NoayueHue

Tudpoxaopud 4-metokcu-3-x10ppenurayeranudpazona. B mno-
JY.IMTPOBYIO TPEXITOP.1YI0 KPYTJIONOHHYIO  KOaOY, ciaGxenyo
Melwa Ko, o6paTHBIM  XOJOIHJAbHHKOM It TepPMOMETPOM, TIOME-
wator 1,6 ¢ GesasoaHoro ruapasuHa (npuveuaine 1), 250 ma ab-
COJIOTHOTO 3TAHOJ4 H TIPH TiepeMellHBaHHH pacTBOp OXJAXKAAIOT
CMeChIO CyXoro Jbaa u 3taxota 1o —20% 3aTteM MaJseHbKHMH
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MOpUHSMH B TeueilHe 4aca, NOLAepXKHBAs TeMNepaTypy B mpege-
1ax—20—(10%), npubapasor 13,22 (0,05 mous) FHIPOXJIOPH-
Aa  3THJIOBOTO  HMHHOSPHPA 4-METOKCH-3-X.10DPdeHHTyKCVCHOH
KHCIOTHE (MpuMedadns 2,3) u nepemMellnBaHne NMPOIOIKAIOT ellle
_B Teyelue yaca NMpH KOMHATHOH TeMneparype. BbinaBuwne caerka
po30BaThte KPHCTAJNJb OTCACHIBAIOT, ABaXK bl MPOMBIBAIOT G€3B0.1-
HLIM 3QipoM nopuusiMu o 20 Ma u cyllaT Ha Bo3AyXe (npHMeua-
nue 4).

Brxox 10,8—11,5 ¢, nau 86,4—92,0% TeOpeTHUECKOTO KO.TH-
deerna; T. ma. 190—192° (npumeuanus 5,6).

Lukausayus. B ABYXJHTPOBYIO  TPEXTOP.1yI0 KOJGy, cHAG-
7KeITHYI0 MelaJaKoH, 06paTHLIM XO.I0IHIbHAKOM H TEPMOMETPOM,
nomMeuatoTt 12,5 2(0,05 moast) ruapoxaopuaa 4-M€eTOKCH-3-X.10p-
tennaneramugpasona, 600 M2 Ge3BOAHOrO meTauota npH ne-
peMCIINBAIIHA PACTBOP OX.TaXKAAIOT 10 —50° CMechlo CyXOro .1bia
M aueroHa. 3aTeM NPHJAHBAIOT OXJaMAEHHbIH 10 —75° pact-
Bop 43¢ (0,05 moas) cBexenepersansHoro auaietuga B 1.2
MeTanoJa, 5,1 ¢ (0,05 Mo.1s) TPHITHIAMHHA H cMech OCTABIAIOT
npH KoMuaTioh temuepatype 15—16 uacos. 3amenss o6paTHblii
XOJIOMH/ABLINK HUCXOASUINM, [MOJHOCTbIO OTFOHSIOT MeTaHoJd B
BaKyyMe BOJOCTPyHAHOro Hacoca npu 20—30°. K MacJITHHCTOM Y
KEJTOBATO-KpacloMy octaTky pao6asiasior 600-—700 ua Gespoi-
HOro 3dupa H OTYUJIBTPOBBHIBAIOT 06Pa30BaBLIHECT KpPHCTAJIbE
FHApOX/opuAa TpustuaaMuHa. OcaloKk ABaMAbl MPOMBIBAIOT
3¢upom nopunsimu no 2030 x4 n coeantsor ¢ puabrpatom. Ot
dnabTpaTa oTroNsAI0T 3OHP 1 BbINABUIKE KPHCTA LT flepeKpucTa.I-
ausoBbisaoT #3 150—200 u.1 v-rentana,

Buixon 8,1 —8,7 ¢, non 61,4—65,9% TteopeTHuecKoro Ko.Iide-
CTBAa; T, MJ1. 84—85°,

5,6-HHM9THJI-3-(4-METOKCH-3-XJIOP6€H3HJI)-1,2,4-Tpna3HH,
Ci3H4CIN;O, Mo.1. Bec 263,74—KkpuceTa i IHuecKOe BELLecTBO kKed-
TOTO 1BeTd, pacTBOPHMOE B remrase, s¢upe, ameroHe, cnupre,
X10podopMe, HepacTBOPHMOe B BOJe, NMeTpoIedHCM 3dupe.
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Npumeuavus

1. dIna moayvenna O6e3BOIHOTO rHipasuina CMecCh pPaBHbix
KOJIMYECTB FMApaTa rHapa3HHa i rpaHy.THpoBaHIlOro e/IKOro HaTpa
HarpeBaloT B TeueHle 1BYX YaCOB HA MAC.IAHCH Oane HpH TeMmiie-
patype 113—120° (TemnepaTypa 6Gaiiit), a 3aTCM HOBLIHIIAIOT ¢C H
OTFOHSAIOT THApAa3HH, KOTOPbIH JOTKeH KHneTh B Hpelenaax
113,5—114,5°"

2. I noayueHusi THIPOX.JI0OPHAA 3THIAOBOTO  HMHHOYDIPA
4-MeTOKCH-3-X.10pQeHMIYKCYCHOH  KHCIOThE K pacTBopy 18,2 ¢
(0,1 Mo.15) 4-MeToKcH-3-x10pOeH3uIIHANALA B 30 M. aBCoaI0TIO-
ro a¢upa npubasisior 4.6 ¢ (0,1 mors) abcoToTHOrO TAHOAA A
MpH OX.1aKIeHHH Yepe3 cMech NMPONYCKaloT TOK CYyXOTo XJIOpICTo-
ro BOJOPOIA 10 Hachiieus, 3areM B Bakyyme BOLOCTPYHIOTO
Hacoca yAaifI0T PacTBOPHTCIb, BHINABUWIHA 0CAL0K OTHHILTPO-
BbIBAIOT, JBaK.1b!l MPOMbIBAIOT 3GUPOVM H CVIIAT B BAKyyM-IKCH-
katope. Buixo119.4 1 (73,5%); 1. 1. 117—119°2

3. OGuuHO K KOHLY NpHGaBIeHHsa rHapox.iopHia UMu10Ipu-
pa NOSBJISAIOTCH CBETI0-PO30Bbie KPHCTALTbE 06 pa3oRABHIEruCs
avuipasoHa.

4. Ec.ti IpH 3TOM aMH1pasoH He BbitafaeT, TO ero 0Camaaior
106aB.1eHneM 06e3B0OIHOrO 3¢upa.

5. [Toc.1e nepekpHuCTALIH3aUMH H3  3TAHO.1a TeMlleparypa
M.1aB.1€HHS He MeHSeTCs.

6. OnucaddblM cnocof0M MOXKIIO CHITC3HPOBATL W APYrue
4-a.1KOKCH-3-X.10pdeHn1aueTarMipasotbt.

Jpyrue cnoco0b noay4yeHHs

5,6-/InMeTia-3- (4-weTokcn-3-x.10p6eusint) -1,2,4-tpuasuu io-
JIVYEeH TOJIbKO ONHCAHHbIM Bbille cnoco60M3, KoTOphit ABAHCTCSH
voxndukaimeir veroia Heyuroddepa n Xeuinra, Henosib3oRan-
Horo MMu aas mnoayuenus 1,2,4-Tpuasuna‘.

|. «[lpenapaTHBHas OpraHHuecKas XHMIR», TFoc. uaa. xoum. ant., M, 1959,
crp. 855.

2. A. A. Aposn, P. T. Meauxk-Orantxaus, Apm. xum. k., 22, 498 (1969).

3 1. P. Akonsin, T. P. Oscensin, A. A. AposiH, ApM. XuUM. X. (8 neuati).

4. H. Neunhoefier, H. Hennig, Chem. Ber., 101, 3952 (196%).
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3,6-LHMETHJI-TH-THA30J10 (3,2-8)(1,2,4)TPHA3HH-7-OH

0 0
| |
CH . CH i
T Na,CO, Y
N N 4+ CICH,COCH, ———» |
NN g —Hcl \T/xs
H
CH, — [
OH
0 0
CH CH ‘
T\, HCLNaOH “\X{}/\N
N ]
—H,0 .

lpenaowuan: T. Hoaewans, . XopHsk,
K. Jlamnepr
Iposepuan: 3. A. Mapxapsn, XK. C. Apycra-

MAH

NoayyeHwue

2,3-,ZZuaudpo-.‘fﬁ-du.weru,z-.‘i-etldpoxcu-7H-Tua30,zo(3,?.-8)
(1.2,4) Tpuasun-7-on. B ABYTOP.TYI0 KPYTJIOAOHHYIO KOJI6Y eMKO-
ctbi0 100 ma, cHaGKCeHHYIO MeIIA KO | BO31VIHBIM XO.TOAH.TbHH-
KoM, nomewawt 14,3 e (0,1 mo.as) 3-tHo-6-vetn1-1,2,4-Tpuasus-
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3,5-(2H,4H) anona (npumeuasue 1), pacTBop 10,6 & (0,1 moas)
kapGorara HaTpna B 200 y.1 BObl H NpH nepeMeliHBatii npubas-
asuot 9,3 2 (0,1 Moa15) XaopaneToHa (npuvedatne 2). Peakuuon-
HVIO CMeCh TMPO10.TKaKT nepeMellypaTh 10 TeX nop, {iioka ptl
cpelabl JMOCTHIHET 7 (okoao 1,5 yaca) u OCTaB.JIHIOT B XOJ0O/IHIb-
HHKe Ha HOUb, BbinaBlliHe KPHCTALIbl OTQHIBTPOBLIBAIOT, MPOMBbI-
BaIOT Ha GHIbTpe 25 A1 TeASHOH BO/bI (llpuMcHaliie 3) u cvmar
Ha Bo3avXe. Bhbixogx npolykra ¢ T. ILT. 181182 cocrannusier
14,5—15,0 2, uan 72,5—75,0% TeopeTiyeckoro Ko.1muecTsa (npu-
MedaHHe 4).

3.6-Humerua-7H-ruazo0 (3.2-6)(1,2,4) Tpuasun=-7-o1. B
KPYI.1010HHYI0 K016y  eMKocTbio 100 .2 noveulaior 9.8 2 (0,05
MO.14) 2,3-aurnapo-3,6-nnvetn1-3-ri1pokeH-7H-tazono- (3,2-1)
(1,2,4)-Tpnasnuu-7-oua, 50 M1 KOLIIeHTPHPOBAHHON COMHHON KIIC-
J0Thl # 50 3.2 Boabl. Cyvech KHNATAT ¢ 00PaTHBIM X010 IHABUHKOM
B TedeHHe 5—10 MHHVT H OCTaBIAIOT B XO01MIbHIKE Ha 1--2 va-
ca. BoinaBmne KpHCTALTbl OTQH.ILTPOBHIBAIOT, MPOMLIBAIOT 25 -
30 .1 €140 BOAB, moavias 6,0 ¢ ruapoxaopuia ¢ T. . 125—
127°. TlpoayKT pacTBOpPSIOT TnpH Harpesauuu & 150 ma sonnt u
109% -HbiM pacTBOPOM €AKOTO HaTpa JA0BOIAT pl cpenwt no 8—10.
M3 renoro pactBopa BbinalaloT GeCUBeTHble HLIBL,  KOTOPbIC
OTdHUALTPOBBIBAIOT, npoMbiBaloT 10—15 M4 BoABL 1T CyWiaT na
BO3JVXE.

Bbixo1 5.5—6,0 ¢, u.1u 61,1—66.6% TeopeTuyeckoro KoJuue-
crtBa, T. M1, 228—229°,

3,6-Aumerua-7H-tuazono (3,2-8) (1,2,4) puasui-7-o1,
C;H;N;S0O, voa. sec 181,22 —-Gecuperubie Hro.IbuaThle KPUCTAM L,
pacTBOpHMble B GOIbIINHCTBE OPraHHYecKHX pacTBOPHTECH it
HepacTBOpHMble B BOE.

NMpumeuaHus

1. 3-Tuo-6-mertna-1,2,4-tpuasun-3,5(2H,4t) anon noayuen c¢
829, -HbIM BbBIX0JOM KHTsiueHHeM THOCeMHKapGa3oHa IHIpOBIiIO-
rpaaHoi KHCJIOTH € |H pacTBOPOM €1KOro Hatpa,; T. L. 218—219°
(u3 BoOabI)'.
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2. HUcnoabzosan xaopaueton mapkn Y.

3. [1ponyKT HEOGXOMHMO MPOMBIBATH JeASHON BOOM, TAK KaK
OH YAaCTHYHO pacTBOpsieTCs B Tel.JI0H Bofe.

4. 2,3-Jlnrnnpo-3,6-nnmemn-3—rn11poxcn-7H-ma3ono-(3,2-B)
(1,2,4) Tpuasuu-7-on xopowo pacTBopseTcs B BOje, caupTax, He
pacrsopsieTcss B adupe u nerpoefinom adupe.

HApyrue cnocoGbl noay4yeHus

3,6-Humetia-7H-tuasono (3,2-8) (1,2,4) Tpnasun-7-ou noJy-
yeH TOJ/IbKO OItHCAHHBIM Bbllle crnoco6om?.

1. L Gut, Chem. Listy, 51, 1947 (1957); |C. A., 52, 4662 (1958)].
2. G. Doleshall, Gy. Hornyak, Acta Chem. Acad. Sci. Hung., 53, 385 (1967);
[C. A, 68, 29682 (1968)).



2,5-AHMETHJ-4-¢EHHJINHPHIAHH

NMoayuenne

- C4HsLi —> |

*'CHlv _HZ

HO CqHs

CH,~”

s
CH,

Mpeaaoxua: H. C. [pocrakos, JI. A. Taii-

BOPOHCKas

Mposepi: A. O, Tocynsn, B. H. Manaksan

1,2,5-Tpuserua-4-penuanunepudo.n-4. B utposyio  Kpyrjo-
ZIOHHYIO TPEXTOPIYIO KOOy, CHAaGXennyio vella ko#, Kaneabho#
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BOPOHKOH 1 00paTHbIM XOJ0AHILHHKOM C XJAOPKAa.IblUHEBOH TPy6-
Ko#, omeuaiot 400 ma abcomornoro sbupa u 10,1 2 (1,45 r-at)
Megkonapesanioro utHa.  Ilpu  nepeMellnsaHuu NpuaHBAIOT
111,52 (0,71 mons) 6pombGeH3oMa ¢ Takoi CKOPOCTbIO, 4TOOLL
3(bHp KUIed, 10c.Te 4ero peakKUHOHHY 10 MacCy TiepeveliHBaioT O AHH
yac. Konby ox.1axaaioT .1e15HOH BOAOH M TIpH TepeMelliHBaHHH B
Teuellde ABYX 4acoB 1o  KanasM npubasasior 98,8 ¢ (0,7 Mo.1s)
1,2,5-tpumeTuanunepuaona-4 (cM. crp. 68). [Mocae npubasnenns
BCEro KoJIH4ecTBa IHIIepHI0HA CMEChb KHISITAT B TeUeHHe uaca.
Kou6y oxaaxaaior JeAaHON BO10OH M K3 KallesIbHOW BOPOHKH TPH-
ausator 200 ma soabi, a 3atem 150 w2 paz6asaennoin (1:1) wu
50 M4 KOHUEHTPHPOBAHHOH COITHON KHC.TOThE 10 KHC.I0# peakuuH
na Kouro. SpupHLIA c100 OTAeNSI0T, BOAHBIH MEPEHOCAT B KOHH-
HECKYI0 KOIOY H TIpH OX.1aXA€HHH OCTOPOKHO NMPHOABISIOT €1KHi
HATP A0 CHJLNOUIENIOYHON PeakilHH, a 3aTeM HaCbillaloT YI.JIeKHC-
JabiM KasineM. OTcIoMBleecss Maca0 3KCTPATHPYIOT 3PHPOM YeThi-
pe pasa nopiusamu 1o 200 xa. IbupHbI 3KCTpaAKT cyluar cyiabda-
TOM MAartds, OTrOHSIOT 3(Hp, a OCTATOK NEepPeroHsiioT B BaKyyMe.
Cnauasia OTTOHSIIOT ppakuuio, kunauyio npu 55—119°/2 um (oKo-
Jo0 26,0 ¢), 3arem—1,2,5-tpumeTn.t-4-deuninunepunoi-4  npu
132—148°/2 mu. Boixon 88,8—90,5 ¢, nau 58,1---59,29% rteopertuue-
CKOro KoJuuectsa (mpuveuauue 1).
1.2.5-Tpunerua-4-penusnunepudeun. B noavanrposyio Kpyv-
raonoinyio Konby nomewaior 87,7 & (0,4 moas) 1,2,5-tpume-
TH.1-4-penanunepu10.1a-4. Koaby oxaaxaaior JTeasHoil soloil u
OCTOPOAKHO IPH NepeMelluBanuu npu.Insaiot 120,0 r 809% -uoit cep-
HoH KueaoTbl, Kooy coeAnnsioT ¢ 06paTHbIM X010 IHIbHHKOM H HA-
rpeBAloT B TeucHne 5 4acoB Ha KUNAUleH BolsHol OaHe. 3aTteMm
PCAKLHONNYIO  Maccy TepenocaT B ABVXJIUTPOBYIO  KOHHUECKYIO
KOJA0Y, 0X.1aXK1a10T J1€I9HOH BOAOH, pa3baBafioT TSTHKPATHBIM
00OBEMOM BOIbI, OCTOPOAKHO Npubasasior 150 e yraekueaoro uar-
pHst M HarpeBaioT Ha BOAAHOH OaHe B TeueHue asyx uacos. [Tocre
OXJlaxKaeHHs OTAETIHBIUHHCA MACISHHCTHIH CJI0H OBaKIbl 3KCTpa-
rupyior sbupom nopuramu no 150 ma. dpupuslit akcTpakT cymar
cyabdaToM Marsus, OTTOHAIOT 3HDP, a OCTATOK NEPErOHSIOT B Ba-
KyyMe, cofupasi npoaykr ¢ T. Kum. 1067/2 um. Boixon 67,0 —68,1 ¢,
nau 83,2 --84,6% Teopernueckoro Koanuectsa (npHMeuanue 2).
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2.5-lumeru.1-4-penuanupudun. B TpyGHaATVIO 31CKTPONCHD,
060pPYA0BAHHYI0 aBTOMATHYECKIM TEPMOPErYIATCPOM, HOMEULAIOT
KBapUeBYIO TPYOKY, CHAGKEH!YIO HeXI0M 115 TePMONAphl, /iy Ml
BXOHBIMH H OJHHM BbIXOHbIM oOTpocTKayu. B cpeanel  4acTd
TpyOkH pacrnoaaraiot 150 e kataainzaTopa  Mapkil K-16 (unpume-
yanue 3). [IpocTpaHcTBO TPVOKH € 06€enX CTOPOHN OT KaTa H3aropd
34TOJHAIOT KBAPLUEBOH Hacanakoi. BulxoaHoH OTPOCTOK CORHHSLIOT
C 06PATHBIM XOJTOAWILHHKOM H TIPHEMIHKOM HHIAKIX HPOAYKTOB
peakuHH. [a3000pasHble NPOLYKTH COONPAIOT B [A3OMETP, KOTO-
phlil COEHHSIOT C PACUIHPEHHOR HACTHIO (poplITocca XOJA0AHIbHH-
ka. [Tpu OTKpPBLITOM BTOPOM BXOAHOM OTPOCTRE TpyOKH Yepe3 KaTa-
JM3aTOp C TOMOILbIO BOOCTPYHHOTO HACOCA MPOIYCKAIOT caabniit
TOK BO3yXa H HarpeBaioT KaTaau3aTop a0 5007 Ipu 3TOH TemIle-
paType AKTHBAUHIO KATAIH3ATOpa TNPOBOIAT B TEUCHHE 'IBYX Ha-
coB. 3aTeM TIPEKpalllaioT TPOCACHIBANIME BO3AVXA, 3aKpLIBAIOT
BXO/IHOH OTPOCTOK, & TeMIIepaTypy B 30He KATAIH34TOpA ClHAKa-
10T 10 390 —400°. M3 kaneanHoil LOPOHKH B Teueine 15 MuHyT
nponyckaioT 30 a1 6eH30.1a, 3aTeM C nocTos o CKOPOCTLIO (1IPH-
mepHo 60 Kaflesb B MHHYTY) TIPOTIYCKAIOT B TCUEHie 4 yacon pacrt-
sop 50,3 ¢ (0,25 mo.1) 1.2,5-tpnvern.i-4-beunimniepnienna 8
150 ma Genzoaa. B kaneabiyio BopoHKy naansaiot 30 sz Genso-
1, KOTOpbIA TIPH TOH JKe TeMmiiepaType MponyCcKaioT 34 15 MUHYT
yepe3 KaTaau3aTop. JKHIKIe TPOLYKTDL PEAKIIT CVUIIAT THEPAM
e1KHM K4.1H, OTFOHRIOT 6€H30.1, & OCTATOK HePeroisiioT B BAKyyMe,
cobupasi Gpakuiio, KHIsLLYIO MTpH 118—119°/3 mm. Buixoa 36,6—
37.8 ¢, wau 80,1—82,7% TeopeTHUECKOro KO.TIHECTHA (npuMcua-
Hite 4).

2.5-Invetna-4-pennamupuany, CisH N, mot1. sec 183,25—
HNOABHKHAS CBET.10-AKEITash KHAKOCTh C PE3KIM  IHPHAHIOBLIM
sanaxou, d2 1,0421, n{y 1,5857. Ilpu BHecenuu 3aTpaBKH U OX-
JaKAeHHH TIPOAYKT KpucTamiusyeres, T. mi. 29--30° (n3 nerpo-
Jeiinoro adupa).

NpuMeuanns

1. ITpu 3TOM 10Ay4Y4€TCs CMeCh AHACTEPEOH30OMEPOB 1,2,5-tpn-
MeTHJ-4-bennanunepunona-4. B ciayuae 1eoGxoauMocTn  cMech
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MOHO BbILEJIHTH B KPHCTAIHYECKOM  BHle, KPICTAMLTH3YS ee B
Gensure. C noMOLIbIO XpOMATOrpadHUPOBAHHA HA KOJOHKE ¢
OKHCbIO aJIOMHHHSA MOAKHO BbIACTHTH HHAHBHIYAJbHBE H30MEpHI:
@ —ic T. W.107—108°, 8 — ¢ 1. na. 102—103°; v —c¢ T i 106—
1072,

2. Tosyuennsiii l,2,5-Tpurvlernn-4-¢)eﬂnnmmepunemx SIBJISIeT-
€l CMeCbIO U30MePOB, OT-THUAIOLIUXCA 11010KeHHeM ABOHHOMN CRA3H
B NHOEPHIHIIOBOM LHK.IE,

3. Katanusatop Mapku K-16 npumensiercs B NpoMblIIJIeH-
HOCTH TIpH JeTHAPHPOBAHHH 3THAGEH30a N0 CTHPO.IA.

4. B razoo6pasubix Npo1yKtax peakiuu COJIEPKHTCH MeTail
(56%) u Bomopoa (43%)3.

I pyrne cnoco6ul noayyeHns

2,5-/Iumeti1-4-heHUINUPUAKH TIOTyYeH TOIbKO ONHCAHHBIM
BHilie cliocobom3.

[. M. H. Hasapos. B. A. Pyienko, H3s. AH CCCP, OXH, 1948, 610.
2. M. H. Hasapos, H. C. INpocrakos, H. U, IBenos, »KOX, 26, 2798

(1956).
3. H. C. Ipocraxos, JI. A, TaiiBopouckas, YKOX, 32, 76 (1962),



JUHOPOE30KCH-9-METHJI33EPOJIHH

CH T
l 3 //\\___‘—
] + CHCHcHal — | | | |
NHNH, '
7 COCH, \\/\E/t\g/
CH,

Mpeaaoxuan: H. U. [pauatepr, T. A. Hsauosa
Mposepunt: C. H. Jlawxesnu, M. T. Tpuropsy

MoayueHne

B Kpyra1010HHYI0 K016y eMKocTbio 250 MA, cHabxeHiyo 06-
paTHbIM XOJ0MILTbHHKOM, TloMenaioT 5,4 ¢ (0,05 mMons) cnexerne-
pernannoro deirnapasuua, 6,7 e (0,05 monst) 5-xJa0p-3-MeTnJI-
menraHoHa-2 (mpumevanue 1) u 100 ma merano.a. Conepxunmoe
KOJ6bl KHIISTAT B TeueHne 8 uacoB. 3aTeM 13 PeakUHOHHON Macchl
OTTOHSIOT MEeTaHO.1 B BAKYYMe BOIOCTPYHHOrO ilacocd, OCTaTOK
pacrtsopsior B 100 ma ropsuero 0,In pacTBOpa COMIHOR KHCIOTHI
W TIOC]e OXJaXKIeHHs ABAXIbl IKCTPArHPyl0oT OT HeHTpabubiX
npuMeceit 3pHUpoOM MOPUHSIMH 1o 50 ua. Boaubiit  ¢JA0H  KHIIATAT
5 MuHyT ¢ 0,5 2 aKTHBHPOBAHHOTO YI15l u buapTpyior. Puanrpart
HACHIAIOT TBEPIAbIM €IKHM HATPOM H BbiAEHBLIECCS OCHOBAHHE
MATb pa3 3KCTPATHPYOT GEH30JOM MNOPUHAMH TIO 50 ma. Beuson
OTFOHSIIOT B BAKYYyMe€ BOJOCTPYHAHOrO HAacoOCa, & OCTATOK NEPErotis-
0T B BaKyyMe, cobupas Gpakuuio, Kulsayio fpH H15—117°/1 mm.

31



Buixon 7,4--8,0 ¢, nau 78,6—85,0% TeopeTHueCcKOro Ko.1uue-
crBa. [lonyuennoe CBETVIO-ZKeITO@ Mac.’10 Cpa3y 3aKpHCTATTIH3C-
pbiBaeTcs: T. 1. 71 —72° (npuMeuaHue 2).

JHHOP1E30KCH-9- METH.193€POTHH, Ci2HgNo, MO.T. Bec
188,27 —6e0e KPUCTALTHUECKOe REIeCTBO, XOPOILO pPaCTBOPHMOE
B OOBLIYILIX OPralHYeCKHX PAaCTBOPHTEISX M J1€TKO Mor.Ioumaioulee
yrJIeKuC/btil ra3 Bo3lyxa ¢ 00pasoBaHueM Kapbouara.

NMpumeuanuns

1. 5-X7n0p-3-MCTHAUCHTAHOH-2 TMOJyUYeH dBTOpaMH CJeldylo-
AM 06pa3oM: K 150 a1 Knnsillel KOHUEHTPUPOBAHHON COIAHOM
KHCAOTHE Me/lTeiiio  NpHKanuisaloT 38,0 ¢ Z-MeTH.I- 2-aueTH.10Y-
THPOMAKTONA' M KHIATAT B TeuenHe 5 MuuyT. 3aTeM CMech OX-
A4X/1410T, aChillaloT  VIJIeKHCIBIM  KadueM M 3KCTPArupyior
3pUpoM. DPUpPubIl IKCTPAKT CyWIAT Cy1bGATOM MAruHs, OTroHs-
10T 3bHpP H OCTATOK MEPEroHsioT B BaKyyme, cOOHpas BEILECTBO C
T. Kuil. 78--80°/37 mm. Buixoa 31,0 ¢ (86,0%), n} 1,4390.

B autepatype nHveercs cnocod NOJIyUeHHN 5-x.10p-3-MeTH.T-
IerTanoHa-2 FHAPOJIH30M  Z-METILT- Z-aleTH.I6Y THPO1aKTOHA
pa36aBaeiHoll coIan0M KHCIOTOM?.

2. Ecain TeMnepatypa 1.1aBIEHHS HHXKe YKA3aHHOM, BEUIEeCTBO
MO0 O4HCTHTL BO3TOHKOI B BaKyyMe.

Jpyrue cnoco6bl MOAy4yeHHs

JIHiopae30Kci-9- MeTiLI93€ePOTHH TI0TVUeH TaKzKe B3aHnMo1eH-
CTBHEM MarilHeBOr0 MMPOU3BOIHONO 2-MeTHITPHNTAMHIIA ¢ HOIH-
CTLIM METHJAOMS,

[Mpuse/letuas Bbillle MPONHCh ocHoBaHA wa pabote 'pana-
Gepra u Msaunosoi*.

1. ®. H. Crenanos, O. K. Cmupaos, )KOX, 27, 1042 (1957).

2. ®pannysckui nat., 1.239.959(1959): [C. A, 56, 353 (1962)].

3. T. Hoshino, Proc. lmp. Acad. (Tokyo), 8, 171 (1932); [C. A., 26,
4814 (1932)).

4. U. U. Tpannbepr, T. A. Usanosa, Ast. ceni1. CCCP, Ne201.411(1967),
(Boaa. uso6p., Ne 18 (1967)).
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LHOKCEH

<O cl. snCl, O
hNe’d ~No07
ZON \g Mgl, 2O
Il — |
~O~ V%

Tposepua: A, O, Tocynsi, B 1L Majaksan

MoayueHne

2.3-Tux.a0pouorcan. B KpyTI00HHYIO HCTLIPEXTOP.IYIO KOJI-
6v eMKOoCTbIo 250 a1, CHADAENHY10 Mella 1Ko, 00paTILIM X040~
AHABHHKOM, TEPMOMETPOM H TpyOKoil /115l nofaun Xiopd, JIOX0-
Asiuieil 10 JdHa KOOk, noMeuiaior 83,1 ¢ (1 MOJL)  CBOARCHEper-
HAHHOPO Ha1 HaTpHeM 1HOKcaua (npumeyaie 1)) 1 1,0 e csexe-
[I;1ABJEHHOrO BV X.TOPHCTOTO 0.0Ba. Jlnoxcai narpesator Jio 90"
M TIPH HHTEHCHBHOM ITlepeMellHBalti yepes IPOMBIBINIO CK. TAHKY
¢ KOHLEHTPHPOBAHHOH CepPHOH KHCI0TOI TPOIYCKAIOT yMepeHIbii
TOK CYXOT0 XJ0pa B TeuehHe 4—>5 uacos ¢ TAaKOH CKOPOCTDHIO, ITO-
Gbl TeMMlepaTypa PeakLHOUHO cyecH HOLACPKIBANACH B Hpeae-
nax 85—90° (npumeuvanue 2). [o oxi1axaenus peakithonuyio
cMech POMBIBAIOT BOIO#, BHICYIIIBAIOT XIOPHCTHIM KalbUHEM H
neperousiior, cobupas TPOIVKT, gunsiuiuil npu 97 98°/20 mm.
Boixog 138,2—146,0 2 (88,0—93,0%) (mpumcuaitie 3).

33
3—745



[uokcen. B autposvio Tpexrop.avio KPVTIJI0I0HHYIO KOI6V,
cHaGXKennylo Meua1kol, 0OpPaTHbIM XOJI0INIbHHKOM C XJT0PKATh-
iHesoit TpYyOKOM M KaneabHoi Bopoxko#, novewaior 16,5 2 (0,68
MOJSL) MarmieBod cTpyxkn u 250 w1 abeomotnoro apupa. Ilpu
HHTEHCHBIIOM NepeMelHBaHuH 1e6o.IEWHMH NOPUHAMH NpHOaB-
gsior 20,3 ¢ (0,08 moasn) ioaa (npumeuanue 4). K noavuenuoit
GecuseTiiolt cMecn B Teueiie 4—>5 4acoB  NpHKanbBaioT 62,8 o
(0,4 moas)  2.3-auxTopamokcainia B 50 se1 abeomiotHoro  3dupa
(npumeunanne 5). Tlocae npudaeaenns Bcero Ko.auuectBa 2,3-1u-
XJOPAHOKCAHA CMeCh IePeveuldBaoT B Teuelne 0JIHOro yaca o
COICPKIIMOC KOOI BBLTHBAIOT B J1ed9HVI0 BOAY (0K0.Io 200 A1),
Apupuntit  ¢10# OTACIAOT. 2004BIAIOT 1EHO.IbWOE KO.THUECTBO
HHPOraA10 T4 1 cyllaT Hal CePHOKHCIbIM MaruueyM. dpHup oTrous-
10T H NPOAVKT Heperousior npn 93—95°.

Buixoa 16,8-—17,5 ¢, nan 48,8—5089, TCOPETHUECKOTO KO.TH-
UeCTRA,

nokeen, C4llgOq, mo.1. Bec 86,09— GecuBeTHas  KHIKOCTD.
pacTeOpHMAast B OGLIYHBIX OPTaHHUECKHX PACTBOPHTETAX.

Npumeuanns

I. Jlnokcan o6pasyver nepekici, nosToMy ero XpaHsT nal
€JIKHM KaJlll B TEMIDBIX CKIAHKAX.

2. HeoOxoanumo ciaequTns 3a TeM, YToObI B peakLUHOHHOR Ko.16e
HE MAKOILISICS XJ0p. ITO MOXKeT cTaTh NPHUHHON GVPHOR peak-
HHH, CONPOBOKAAMUICHCH BBIOPOCOM PEakIHOHHON cyecH,

3. 2,3-/Inx10p.1HOKCAH NPeACTAB.IAT cODOH GCIBOTH VIO XK1 1-
KOCTh €O CBOCOGPA3HLIM 3aMaX0M, XOPOWOo PACTBOPIUMYIO B 0Obly-
HBIX OpratlHueckux pactsBoputedsx. IIpolvkr siBasieTes cMechbio
HUC- i TPAHC-W3OMEPOB; TIPH CTOAHHH NPHHEMACT CBET.10-KeITVIO
oKkpacky!.

4. OOpasoBatime HOINCTOro Maring NPOUCXOIHT CO  3HAYH-
TEJLHLIM BBLIEJICHHEM TeITa W NPH HeoOX0IHMOCTH KO0V cleny-
eT ox/a)gaTh BoaoH.

5. IlpubGaBaenne AUXJIOPAHOKCAHA PErV.IMPYETCH TAKHM 00-
pas’oM, uToObLl OKpacka cMccH 6blia CBETI0-KOPHYHEBOM.
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JIlpyrue cnoco6bl noayuyeHus

THoKceH MO.1y4YeH TOIbKO OMHCAIBIM BbIIC cnoco6oM?,

1. J. I. Kucera, D. C. Carpenter, J. Am. Chem. Soc.. 57, 2346 (1935).
9. R. K. Summerbell, R. R. Umhoefer, J. Am. Chem. Soc., 61, 3016

(1939).



2-KAPB3TOKCH-4,6,7-TPUHMETUJI-1-OKCA-6-A3ACN UPO(2,5)0OKTAH

CHy o, CH;
i Na. CICH,COOC,H; " N\—— COO0C;H;
ci, N : c, & N7
Cll, CH,

IMpeaoauan: C. A, Bapransu, P. A, Kyposu,
C. A, Musacan
Ipcsepuan: @, B. aaran, H. C. Apytionsu

NonyueHnne

B oy utponyio  4etnipexropayio  Kpyriaodouuyio Kooy,
CHabAeINYIo Mela 1Ko, 0GPaTHLIM XO.TOAHTBHAKOM € X, T0pKa.1h-
HHEBOH TPYDKOI, TCPMOMETPOM H Kalle.1bHOH BOPOHKOMH, NoMeuia-
tor 12,9 ¢ (0.56 r-at) natpust u 200 a1 cyxoro toivota. Cozepxi-
MOC KOJIOLI HATPEBAIOT 10 TCMICPATVPD KHIEHHS TOIVO.1d, PeK-
PAMAIOT HATPEeBaANHC I HYCKAIOT B X0 Mella 1Ky, lepeMemisas 10
TEX 1O, NOkA HATPHH e NepeHdleT B ouellb MEJAKVIO CVCIeH3HIo,
Cmecn  oxaamiaot 1o 25" u npudansasior 1/4 yactb pactBopa,
HpUroToBaentoro u3 68,5 ¢ (0,56 Mo.18) 3THIOBOroO 3dHpa X.10p-
yreycnoit kuetotn u 705 ¢ (0,5 Moas) 12,5-1puMernaninepuio-
i1a-4 (cm. ctp. 68). Hauano peakuin coupoBoxkiaeTes ne1oo6paso-
BAHHCM, HOBLIIIEIIHeM TeMIepPaTVphl U OKpalllBaHHEM PearlUHOH-
Hoi cmecH B opatkesnd useT. onusun temneparypy 10 15—20°
Mo KalmasaM npuianIsioT OCTAThLHVIO 4acTh PacTBOpAa, COXpauss
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TEMIEPATYPY PEaKUHOHUON CMeCH B YKa3aloM HiTephance (rpu-
veyalue 1). 3aTeM MpekpalllaioT OXJIaAIAEHIC W HePeMeliniaoT
codeprKiIMOe KOIObl 10 NOTHOr0 PacThopeHs Hatpist (0K010 3
qacon). K peakuHonuon vacce ocTOpOAKHO npiGanasior 100 aa
2OIbI, OTIEIAIOT BEPXHIH CTOM, 2 BOJUIBHT IBAACID IKCTPATIPYIOT
supoy nopisiMi mo 70 a4, IGUPbIC IKCTPAKTE HPHCOCUIHSHOT
K OCHOBHOMY NPOIYKTY, TPOMBIBAIOT D0 1.1 BOILE 1 BRCYHIBAIOT
cvapgatom varnus. Ioctae yiaaenss sdipa H 101V01 OCTATOK
HePeronstioT B Bakyyie, codupas Pparino,  KIsHyo  ipH
125—1267/4 s,

Buixo1 73.8—75,0 ¢, w1 63.0- 66,0% TeoperHueckoro Ko
yectTRa (mpHyedanve 2).

2-Kap63mxcn-4,6,7-rpuneﬂm—1-OKca—(i—;13;1011&11)()(2,5)oman,
CoHoyNO3, vo1 Bec 227, 31—cnet10-3¢1e1ds KILTKOCTD, PACTBO-
prMast B GOJIbIINHCTBE OPraHHYCCKHX pactBopHTeICH, HepACTRO-
piyMas B BOIe.

NMprMeuaHns

1. O0biunto  mpHOaBieHHe YKa3aHHOFO  KOJUMECTBA  CMCCH
Tpebver 2—2,5 uaca.

2. AHaJorHuyHbiM 06pa30M 13 2,2-THMeTiiTeTpariapotiipat-
f-ona 1 2,2-amMeTwITeTparilpoTHoHpan-4-ona HoAyUCHb COOT-
percraviouiHe 6-okca- 6-TiacmUPOOKTAlD L.

Jlpyrue cnoco0bl NoJay4eHHs

2-Kap6910ch1-4,(3,7—rpnneTu.T-1-<)Kca-6-a3a<‘1mpo(2,5)()Kran
HOJVUEeH TOTBKO OMHCAHHBIM Bhille cnocofou'.

1. C. A. Baptansu, P. A, Kyposu, C. A Muacau, Apnm. xnm, K., 25,
173(1972).
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I-3 -KAPBOKCM&TMJ'IMHlIOﬂ-3-AJ1blIEFM,[l

oW D
N~ - CH: CHCN —— \/\I\[/]

! CH.CH,CN
l//\” [ HCON(CH,), - PC, !//\” ‘(:HO
AN > A

Cit,CILCN (EHQCHQCI\'
l//\” I CHo NaOH, HCI ,/\” ,ECHO
e NSNS

CHLCILCN CH.CH.Coon

IMperiomnan: T, JI. [Manasu, JI. C. Taicran
Hposepina: C. M. [astan, H. B, I'vpreusu

Moayuenne

I- 3 -Huanstuaundoar. B KPVI.TIOI0HIIVIO  KOAGY  €MKOCTbIO
250 aMa, cabmennyio  oGpatibiv XOTOIN.TbHHKOM, Mella. kol u
TepMOMETpoM, floMewatoT pacreop 32,8 ¢ (0,28 MO.11) HHI0.1a
(npumeuauune 1), 31.8 ¢ (0,6 MO.T51) CBC/KENepPerHanHoro akpu.io-
iiTpHsia B 50 a1 abcomoTHOrO GeH30.1a H OPH nepeMellHBaHUH
noGapasior 1,8 ¢ TOHKOU3MeEIbYeHHOro eakoro kKa.iu. Uepesz 2—3
MHHYTLL peakuiolinas cMech caMmopasorpesaercs a0 60°, Conep-
KHMOC KoJI6Lt Harpesalot npu 70-—75° B teyenue 12 yacos y pacr-
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BOp OTGOHUIbTPOBBIBAIOT OT HEGO.TLIIONO KOMHYECTBA OCallKA. Oro-
rHaB GeH30J M U36LITOK aKPHIOHHTPH.IA B BAKYYME BOAOCTPYHNOrO
Hacoca, OCTATOK MEPEroHAt0T B BaKyyMe, cobupas (HppAKLLHIO, K-
nswyio npu 190—195°/2 mxu. Boixoa 46,0 e, uau 96,8% TteoperHnue-
CKOro Koauuectna'?.

1- 3 -luansTu.aundo.1-3-a.100ecud. B No 1y MTPOBYIO HETLIPEX-
ropaylo Kpyr1010HHVIO KOOV, CHAOKeyvio Meliaakoi, obpar-
HBIM XOJO0AHIbHIKOM € XJJOPKAJdbUHCBOH TPYOKOH, TCPMOMETPOM
u KaneabHolt Bopoukoit, noMemator 13,7 2 (0,1 M0.151) TPEXXA0PH-
ctoro ochopa u NPH OX.TAXKITEHUH JTbI0OM H ePriudion Hepeme-
WHBAHNH  MeL1eHIHO TNPHKaNbiBAOT 23 M1 AnMeTinipopmamuiia.
Temneparypa peakUHOHHOW CDe1bi MOBLILIAETCS 10 30--32" (upu-
veyanue 2). O6pa3yiomuics KOMILTEKC YACTHYIIO 3aTBePACHALT B
6.10110-po3sosble KpicTa b TMocae 15--20 MuuyT HepeMeiinba-
HHS K coepAiMOoMY Ko10bl B Teuente 5—I10 MuuyT npHoOassHoT
pactpop 17,0 ¢ (0.1 MO.18) WiHAN3THIMHL0IA B 20 M/t IUMETHI-
dopMamiiia; TeMnepaTypa mpH ITOM NOBLtHACTC 10 40" Cmech
HATPeBaloT a BOAAHOH OaHe NpH 55—65" 1 Teuetine 30 MityT,
saTes Ox1ak1aloT 10 157 n mocTenmeHuo BHOCST B KoAOY 90 ¢
H3MEdbYCHHOTO (1b1a 1 90 A2 X01011H0H BOALE TeMuepaTypa pedk-
LWIOHHOH Macchl cHizkaercs 1o 0°. 3ateM mnpH fiepeMelinbBaliini
npuGaB.IaOT PACcTBOP 17.6 ¢ (0,44 Moas) e1Koro iarpa i 90 ma
POIbl M CMech OCTABIAIOT na 1oyb, Boimapuiit  ocanox oThiLsib-
TpoBbiBatOT, 2—3 pa3a NpoMbIBAIOT popoit (110 20 M) M BLICYIIH-
patoT Ha Bo3avxe. IIpoayKT pacTBOPsOT B 30---35 ma aierona H
ocaxi1atoT 400—500 a1 Boan. [loayuator 19,1 19,3 ¢ (96,5
97,5%) -3 -UHAH3TUINH10I-3-aableruaa ¢ T. il 131 132

OmotaeHue. B IBYXropIyvio KPyTJIOROHIYIO K010y €MKOCThIO
950 a1, cHAOKEHHVIO 00paTHbiM  XOJOAMILHHKOM H veliiaakoH,
novewmatot 9,9 ¢ (0.05 voast) 1-3 -uHaHITIAHIAOM-3-21b/IeTH/1A
i 100 ma 10%-Horo pacTsopa eikoro Harpa. Cmech HpH Hepeme-
IHBAHMH HATPEBAIOT Ha BOIAHOM Gaile B TeyeHne 7 uacos, [To ox-
Jaz e peakuioiivio vaccy MoaKHCTAIOT coasiiofl KHCA0TO#
10 KHC.I0H peakuiy {ta  KOHIO, OTOILTILTPOBHIBAIOT pLitaBiMi
0CaJ0K, HeCKO.IbKO pa3 NMpoMbiBaloT popoifl mopuusimu 1o 20 -
30 .1 v BHICYLIHBAKOT Ha BO3AYXE.
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Buxon 98- 99 ¢, wn 90,7—91.79% TEOPETHUYECKOro KO.Tiue-
creay T.ona 175 1767 (npuseuanne 3).

I- % -KapookcHsTi nin1o.1-3-a1b 1€, Ciot[\NOs, Mo, pec
217,18 cpPeTiio-po3oBble KPICTALTb, PACTBOPHMbIE B COHpTe, atle-
TGHE, 110X0 B ydiipe, 6en3ote 0 HepacTROpUMble b BOIC.

MNpumMeuvanns

L. Bua npusMenen wi1o1 vaprin XY,

2. B cayuae nopbiienns remnepatypu sbitie 407 npekpainaoT
Hpuo#peHue anvetiihbopyazuia,  oxdamiawot 10 307 1 3aTteM
HPOJOIAKAIOT HpHKatiLiBame,

3. TTpOAYKT MOKIIO HepeKpHeTaTTn30RaTh 13 30 4.1 a5c0.T10T-
HOPO CIPTA, 0/THAKO TOYKA ILTABICHISE He MenseTcs.

Hpyrue crnoco6ul nogayuenns

1 1-3-KapOokensTuamin10.1-3-a 16 1e 111 MOTVUYEH  TOILKO
OIHCAHIDIN BLITEe CHOCOHOM.

I Fepyanexni nar. 641, 597 (1935); [C. A, 31, 3813 (1937) ] Aurim
exuii mar, 457, 621 (1936);  [C. AL, 31, 3068 (1937)]; Dpanuyvacrii
mar. 47563 (1937); [C. AL 32, 4608 (1038)]: @paniyvickiil nar, 48570
(1737, [C. AL 33, 176 (1939) I Tepuawckuii nat. 698. 273 (19409
[C. AL 35, 6807 (1941)]

2. A 1L Tepeuries, Al HL Koer, B, A, Cunr, /KOX, 25, 1939(1955).

40



3-METUJINUPA30JIUH-2

b

CH, CHC  CH--H.N\NNH, - 11L,O — N

S~
i

Hpeatoana: 3. T LapGmisi, M. AL Dumna.
s, C. T Manosis
Hposepnar: @, P HHnpos, A. O, Tocyusm

NonyyeHue

B TOJICTGCTEHHVIO  CTOKASHIIVIO  aMHYAY eMKoCeThIo 300
350 314, OXJAKIAEMVIO CMECHIO CVXOT0 Jbla 1 dileTolid, Kotet-
cupyilotr 208 ¢ (0,4 Moast) TEXHIMCCKONO BiiHLIALCTIICIEA (HPIMe-
yaime 1) 1 npudasasior 40,0 ¢ (0.8 MOS)  ClIpata Fiipasuila
(npuMeuanite 2). 3anasHiiyio aMiy.1y HarpeBaior a  Kistedi
BOJAsIHON Gane B Teuenne 20—25 yacon 10 HOTHOH FOMOTCHIIBAIHH
peakuHoliioi cyect (nplveyanie 3). TMocae oXJAaKAeIHHsE aMily-
7y BCKDBIBAIOT, COMEPIKIMOE MepetocsT i KOTHUeCKY 10 Koa0y
eMKOCTbIo 100 M H cMeCh HACHILIAIT THEP. LM C1KITM kaau (20 —
25 2). O6pasopaBlIiics €108 OT1IAIOT 3 geperoHstior, cobupasn
NPOAYKT C T «um. 151—152°/680 sty (62--647/20 aar).

Buixog 24,0—26,2 2, HH 71.7--78,0% TcopeTHUECKOTO KOJIH-
4yecTBa.

3-MeTHINHPa30.THH-2, C4HsNy, mo.1. Bec 84,12;
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n?) 1,4810— GecuneTHas »HIKOCT, pacTBopuyMasn B B0l1e, cnHpTe

H GensoJe.

Npumevwanus

L JLst cuitesa upuyeneH NpOMbILLTeNHbIT TPOIVKT.

2. Boi nenoab3onait ruapar ruapasuna vapku YA nan XY,

3. JL1st 1peslocTOPOKIOCTH aMIYIY  PEKOMElIveTcs  nose-
HaThL B Keae31yio oMoy,

Hpyrue cnocoGbl noJyueHus

3-MeTicmipasoaiH-2, KpoMe ONMHCAHHOTO Bbillle crnocodal.
HOAVHCH KOHAelCalHed rHAPAa3HHA ¢ MeTILIBHHHIKeTOHOM? LT
foaMeTHaaTom 4-1nMeTHIaMHIOGY Tatona-28,

L€ T Manosin, 3. T, Tap6unsn, A. A, Caaksin, Ast. csn1 CCCP (1967)
Ne 199894, Bioaaa. wso6p. Ne 16(1967); 3. T. dap6iusin, M. A Sana-
am, G To Manosin, XKIIX, 1407(1972).

2. 1. Elguero, R. Jacquier, Bull. Soc. chim. France, 769 (1965).
3. A. H. Kocr, B. B. Epmos, KOX, 97, 1722 (1957).



l-(4-METOKCMBEH3HJI)-5,6-11MFH11P0)’PA[1HJI

CH o< >LH2NH Gl CHEQOCH -y o< >(‘H«‘\HCH ClL,COOCH,

0

. COOCH

NH, 3 H+ ‘//\

0-=2C -~ CH, —_ HN [ NH, 1 CH,0H
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(,,Hg\H(,H2< OCH,
<n</ \>0(H

N

Mpeatosum: A Al Aposu, M. A, Kanapuwsa
Mposepuan: J1. A, Tpuropsas, M, .. Kpamep

NoayueHHne

Metu.108b1 3gpup 3-(4nu€TOKCu60H31LuLHuHU)HpUHuOHOHoﬁ
Kuc.aoTol. B KpyT101011VI0 KOOV eMKoCTbIo 250 a1 noMeinaior
17,2 2 (0,2 Mo1s1) crexeneperianHor.” MeTiIoBoro bupa axkpn-
T0BOH KHC0ThI, 60 4.1 aBCOTOTHOrO MeTano1a 11 IIpH OXJTAALe:
HuM BOAOM mocTenenio npudasasiior 27,4 ¢ (0,2 MOIs) 4-METOKCH-
Gensn1aMuna (upivevanie 1) B 40 aa abcoI0TIONO MeTaHo1a.
Ko.16y 3akpbiBatloT NPOOKOH H OCTARIAOT Ha HOYDL DU KOMHAT-
Hoit TeMmepaType. 3aTes OTTOHSIOT ~MeTauol1 B Bakyyme BOJLO-
CTPYHHOrO Hacoca, a 0CTAaTOK Meperonsior, cobupas ppakuHio,
kunsiugyio npu 174—176°/3 aa.
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Bhixox 30,6 31,3 ¢ wiu 68,6—70,1% TeopeTuueckoro koi-
qecTna.,

1-(4-Metorcubensit)-5,6-0ucudpoypayur. B KPYT.I0I0HUVIO
KO0y eMKoeThio 200 3.0 ¢ 1adiibiv ¢ HIIPOKUM  TOP.TOM, clial-
RCHIYIO 0GPATILIM X010/ BThITRKONM, ToMemator 17,8 2 (0,08 o-
Aast) Merniiosoro sgupa 3 -(4-MeTOKCHBEN3HTaMIIO) HPOIHOHO-
Bofi  Kiedorhl, 24,0 ¢ (0.4 Moas)  MoueBuEbt § 30 L1 TeIsHON
VECVCHOIE KHCA0THE. Peakiinolnyvio cMech kHIATAT 1a vera1miye-
¢Kofi Gane  npn Temepatype 145—150° B Teucue 3 yacos (npu-
vedaiiie 2). 3ates V1a 0T 6aHio, 1410T OXJTATHTbOs 10 KOMHAT-
HOfl TeMEepaTyphi, HocTenelito npuéasTsioT 20 1.1 KOHLEeHTPUPO-
BAHHOI COMSTHOI KHCIOTHE 1 KHIATHT efne 2 yaca (mpiveuainie 3).
PeakitHoniylo Macey ox.1aK1a10T  BOI0I, pazdasiasior 200 .t
BOABL 1L OCTABASIOT HA HOUYDL B XOJA0TiLTbiuKe., Bhinaswuii oca 1ok
OTHHALTPOBLIBAIOT, NPOMBLIBAIOT 3 pa3a X0.10110H BOIOM, nopui-
SMI 10 D0 A4, BLICYIINBAIOT H HepeKpPHCTATTH308bIBAIOT 13 100
120 ma sranona.

Boxoa 117122 ¢, nan 62,565,209, TEOPETHHECKOID KO.TH-
yecTna, T. 1. 139--140°,

l-(4—1\\0T<)Kc116(‘}1311:1)—5,6—,1uru,1poypa1m.1, C12H | 4N2O3, mo.1.
pee 234,26- Oed0e KPHCTALTIYCCKOe BelecTRo, XOpOuo pacrio-
PAMOC B alierolle,  II0XO--B CHHPTe, 11€pacTBOpHMOe B 3dupe,
Oensose 1t BoIC.

Npumeuanus

Lo 4-Mertokcndensuaavmit nodvuen ¢ 75%-ublM BbIX010M
Papasino3on 4-metoxcubensuadraaivuial

2. ITpn 9ToM HPOWCXDINT YACTHYUNAS CYETHMALHS MOYEBHHBI,
KoTopast KolL1eHcHpyercst na cTenkax ko.16bl. OI1HAKO 3TO 3aMeT-
HBIM 0OPA30M e BIHSET A BHIXO1 NPOIYKTA peakLiH.

3. Hepes 510 Mintyt naunHaior BbiMagath KPUCTALIbl 1H-
FHAPOYPALMIA, 11O PeAKLNA 3aBCPIIACTCA NIPU KUNIAYEHU ! peakli-
OO cMecH B Teuende 2 4acos.
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Jpyrue criocobul nosy4yeHns

1- (4-MeTokCHBEH3ILT) -5,6- THTHIPOYPAILILT HOAVYCH  TOALKO
ONMCaHHbIM Bbillle criocoGoM?.

1. A. A, Aposu. A, E. Ecasn. Apy. x4, 21, 409 (1168),
2. M. A Kaxipuksu, A, X Aposor, Apy, xua. a. 27, 1031 (1971).



HUTPUJ 2-0KCU-2-( 1,4-BEH30ANOKCAH-2)MPONUOHOBOH

KUCJOTHI
/\()H BrCHCOCLL, K.CO, /\/O\( OCH,
fou ~ —[ |
J OH BrCH,
X . \/\O/
OH
|
/O\I(”‘ H, L NaHSO; AN 0N ey
l H | + NaeN ———> [T ] !
X N0~ N0~ CH,

Hpexaoxuan: 3. A, Mapkapsu, C. O. Bapra-
HSIH
Ilposepuan: A, C. Apaksu, I'. K. Aiipanersn

HNoayuenne

1 4-Bensoouokcan-2-wetuakeron. B JTHTPOBVIO KPYT.TOLOH-
Yl KO0y, CHAGKCHIYIO MelaIKoH, 00paTHbIM X010 1HIBHHKOM
H Kaledabllol BOPoko#, noMewaor 55,0 ¢ (0,5 M0.151) nupoxaTexu-
1a, 500 M2 aGCcoMOTHOrO aLeTOHA H npw fllepeMelulNBAHHYU BHOCST
1382 ¢ (1 Mosb) pacTepTOro B MOPOWIOK GE3BOIHOrO Kapbouara
Kanaus (upnMevanue 1). PeakuHoHHyI0 cMech HATpeBaloT Ha BO-
Jsniol 6atie 10 Kuenis, y1aTs10T 6aHIO 13 KaneTbHON BOPOHKH
npubapasiior 1149 ¢ (0,5 moas) 3.4-1u6pomGytanona-2 (npume-
yamue 2) © Takoil CKOpOCThIO, UTOOL! CMech PABHOMEPHO KHIe.la
(okoJsio yaca). Ilo oxonuanuu npudasaeuus codepAKUMOe KO16bf
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KHIIATST 24 uaca, 0X.1a1al0T, 0ca 10K OTCaCblBAIOT H IIPOMbIBAIOT
Ha ¢uibrpe 250—300 w4 abCcOTIOTHOTO alETOHA. i3 ¢puabTpara
J0CVXa OTTOHSIIOT PacTBOPUTEIb, K OCTATKY npubasasior 50 ma
XOJIOIHOH BOIbl H Mac.1060pa3ubld NPOIYKT TPHAKAbL YRCTPATHPY-
tor 3upoy nopunsimu no 100 1. Duphntil KCTPAKT HPOMbLIBA-
ot 80 .1 59%-Horo pacTBopa KapOoHaTa HATPHs 1 CYHIAT CCPHO-
KuciblM  HaTpHem. [locle  OTFOHKH  pacTBOPHTEdsl  OCTATOK
neperonaior B Bakyyve. OTie1ds Gpakiino ie BCTYIHBIIETO B
peakiudio 1iOpovuia (npHMeuaHic 3), neperoisnot 1,4-6enzonuo-
kcan-2-yMernakeron nph 140—1417/3 s, KOTOPLHT KpHCTANIN3Y-
oTCH B CBETI0-KeITbie KpHCTALIn ¢ T. 1. 34- 35" Boixoa 60,2
61,7 ¢ (67.0—68,8%).

Hutpua 2-orcu-2-(1,4-6eH300UOKCAR-2 ) NPORIOHOBOL KUCA0O"
Tbi. B ueTbIpeXFOP.1VIO KPYTIOIOHHYIO  KOIOY  ©MKOCTDLIO 250 ma,
cHaGKeHHVIO Mewa koH, o0paTHLIM XOJI01H.ILIHKOM, TepMOMET-
pOM H KaneIbHOH BOPOHKOH, mnOMewaioT 31 a2 nachienioro
pacTBopa GHcyIbhHTa HAaTPHA W HArpeBAIOT 1ia BoAsiHolt Oane Jlo
50°. 3aTeM mpekpallaloT HarpeBaHie u MCICHIO HPHOARISIOT
19,6 ¢ (0,11 mo.a51) 1,4-6eH30.110Kcal-2-MeTHIKETOHA, TCMIIepATY-
pa pecaklHOHHOA CcMeCH TNpH 3TOM  JocTirder 60 657 Tlocae
oKoluaHisi NpHOaBIens ColepAKHMOe KOIObE OXJIAKIAIT 10 07,
Mo KanasM TmpnéasiIsioT pactsop 7.4 ¢ (0.15 moast) HHAIHCTOrO
HaTpust B 15 .1 BOIbI H CMCCH TIPOI0T/KAIOT NepeMeniunarh - ipil
KOMHATHOI TeMnepaType B Tedenie 3-—4 uacon. 3atev jo0ais-
o1 50 1.1 ydpupa, 3PUPHBIH CTOH OTICTHIOT It ABAALDI HPOMDBIBAIOT
30 a2 pacTBOpoB OHCV.IbGHTA HATPHS, TPHHKADI— XJAOPHCTOTO
HATPHS M BOIbL [l BLICYLIHBAIOT CEPHOKHCIBIM [ATPHEM. TMocae
OTFOHKM PacTBOPHUTETsl OCTATOK KPHCTALTHIVIOT PACTHPALHCM €
60—70 a4 netpo.cinoro sdupa npu —5--0" 4 BBICVHIHBAIOT Ha
pozivxe. Tewmneparypa MIasienns Chiporo 1po.yKrd 79--80"
[MepekpicTa1TH30BaNHbH] 113 CMECH Genzo1-neTpostelupii ypup
(1:2), uuTpuI NIARHTCH NpH 85—-86".

Boixo1 17.3—18,2 2, wan 76,1—80,19%, TeopeTndecKoro KoJn-
yecTRa.

Hutpia 2-0Kcn-2-(1.4-691130,1110Kcau-2)up01umnmmii KHCI0-
o1, CiH1NO;s, voa. Bec 205,20—@e.10¢ KpHCTATLTHUECKOE BeliecT-
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BO, XOPOLIO pacTBOpHMOe B 3DHPe, MeTaHode, 3TaHode, I.10X0
pacTsopiMoe B OeH30.1e, neTpoleiitom sdupe.

INNpumeuanus

[. Kapbonar kaaus noaken Obitb  TaTedbHO Bhicviuen. B
IPOTHRHOM CJIVHae BLIXO1 KeTOHA CHHIKAeTCH.

2. 3.4-/InGpoMOyTanon-2 noivyen asTopaMit GpoOMIUpoOBalieM
MeTivisHaRKeTona, K 7,0 ¢ (0,11 moa19)  MeTWIBHHWIKeTOHA B
50 ma xaopodopma npu 0- -5 B Teuenne 40—50 MHHVT npuKanbi-
sator 16,0 ¢ (0,1 mo.151) Gpoma. 3atewm cyech nepeseuidBaiotT 2—3
Haca, HOCTCHCIHO JT0BOIS TeMIlepaTyvpy 10 KOMHATHOMH, OTTOHSIOT
PACTBOPHTEIb M OCTATOK NEPETOHSIOT B BaKVVMe, cobupas dpak-
HHI0,  Kinsgmyio  upu 88—927/12 wm. Beixoa 18,7 e, w1 82,09
TCOPCTIHUCCKOTO KOIIHeCTRA.

3,4-Jl16poMGYTAOI-2 MOKIO NOIVUHTD Takke MeTOI0M,
omttcantpiv Terponbiv!,

3. JIn6povi1 (0K0.10 4—35 ¢) MOKHO 11CTI0Ib30BATH B TOH XKe
PCAKILTH.

HOpyrue cnoco6bi noayuenus

Iarpna 2-oxeit-2- (1,4-6e1130.1m0Kca1-2) NPOMIOIOBOI Kiic.10-
THL HOJTVUCHE TOTLRO OINICAHPDLIN Boiie ¢nocetov?,

1. A A Tlerpos, AKOX, 11, 713(1041).
2. 9. A Maprapan, C. O, Bapranau, A, C. ABaxan, Apy. XINL K. (B 1e-

uari).

48



3-OKCHU-2,3-AUTUAPOTHOSPEHAHOKCH-1,1

C 9 1
‘\S/‘ HOCI lr—!OH BaCO, r‘—‘OH
AN

Ns —-HC1 ~Ns”
4 7 XN . X,
O e O O 0] O
IMpeadoxucin: H. H. Hosnukasn, 1. A Toa-
CTHKOB
IMposepitan: JI. E. Xypasaesa, A. €. lletpo-
CHH

NMoayuenmnue

3-Okcu-4-xaoprerpaeudpotuopenduorcud-1,1. B noayiantpo-
BYIO KOHHUECKVIO KO0y, CHaGkKeHHYI0 ra3onoABoasIleH TpyOKoil.
nomewaloT pacteop 23,6 ¢ (0,2 Moaa) 2,5-AUrHAPOTHODEINIHOKCH-
aa-1,1 (cm. ctp. 53) B 200 a1 AHCTHIIHPOBAHHOM BOAbL (HIpHMeYa-
Hue 1) M NpONVCKalOT TOK X.10pa 10 noraouenus 24,8 ¢ (0,35 mo-
as) xJaopa (npumedanie 2). 3aTeM COAepKUMOe KOJIOHI OXJax-
NAI0T JeAsiHOi BOAOi. BbinaBIliHe KpHCTA LIl OTPHALTPOBLIBAIOT,
npombiBarotr 75—100 1.2 xaopodopma, 100150 ma spupa u
BHICYIIMBAIOT B BakyyM-sxchkatope. [loayuator 28,6 327 ¢
(83,9—95,9%) npoiykra c T. 1. 160—162° (npumeuanne 3).

3-Okcu-2,3-0ueud potuopenduoncud-1,1. B noayauTpoyio
KPVIJIOLOHHYIO KOJIOY, CHaOXeHHVI0 MeLIa Kol 1 0OpaTHLIM XO-
JIOAHJbHHKOM, noMematoT 34,1 ¢ (0.2 mons) 3-okcu-4-xjaoprerpa-
ruaporHodennnokenaa-1,1, 237 ¢ (0,12 moana) kapGonata Gapus
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1 350 ma Boabl. CMech narpeBaloT Ha KiunsueHd BOISIHOH Oate B
Teyelde b yacon. 3aTeM OTCACbIBAKOT 0CA10K H MPOMBIBAIOT  alle-
toiom 2~ 3 pasa (o 100 a1). Aneton u poanbii GuIbTpat oObe-
JMISIOT H BLITaPHBAIOT JOCYXa B BaKVVMe BOIOCTPVHHOrO Hacoca.
K ocrarky ao6anasior 350 .1 ropsivero anerona, 6apHeByio co.1b
OTGUALTPORLIBAIOT H (PHILTPAT BhinapHBalorT 10cyXa. [lpoaykr
peakiui pactopsitor B 350 a1 cyxoro Genso.aa, BCTPAXHBAIOT H
oTroisiior Oensoa aocvxa. Ocratok pacrsopsitot B 150 .1 6e3B01-
HOFO aneTola H cyiar cephokiceImm marnnem. [Mocae yiadenns
PACTBOPHTE S [OTYUEHIYI0 KEJITOBATYI0 MACTANHCTVIO KHIAKOCTD
pRICYITHRAIOT 1P 5 s 0 50-—60° B Teuenne 3—4 4acoB H nepero-
HSHOT B BakyyMe (npuvedatne 4).

Buxoa 20,1- 228 ¢, nan 75,0---85,19% TeopeTiiueckoro Ko.Tit-
yeerna, 1. Kui 193 195°/3 ara.

3-Oken-2,3-uruaporuodenanokena-1,1 C4HgSOs, Mo, Bec
134,16, n}) 1,5242—:xcaToBaTas Mac.IauHCcTas KHIKOCTh, XOpo-
HIO pacTBOpHMAs B 1o/1e, CIIUPTaX, aleTotie, N.10X0—B OeH3o.1e it
HepacTeopuvas B 3¢upe, 1nerpo.teiion sdupe, Xxaopodopye.

NMMpumeuanus

1. 2,5-duruapornodennorcia-1.1 pacTBopsaT B IHCTHILTH-
poBaHON RoO/AC NPH c1a00M HATPeR AN,

2. TIpit 3ToM cMeCh HEMHOTO pa3orpesaercsi, 0.1HaKo Bliell-
Hero oXAdzKIels e Tpedyercs.

3. 3-Okci-4-xaoprerpariapordodenaoken1-1,1,  noayueH-
HbIH TaKHM 06pa30M, 10CTAaTOYHO YHCT H MOZKET GbITh HPHMEHeH B
caepytomedt ctaaun.  TIpn  00OBTOpPIHOA NepekpHCTATIW3AUNK U3
STUAANCTATA NN AUXJOPITANA BPOIVKT Haasmics npu 165—168.
3-Okcu-4-xnopretparuapotinoden1HokeH1-1,1 MOKHO  OUHCTHTH
TaKMXe MyTeM PacTBOPEiiHs ero B TUMeTHIHOPMAaMHIC H OCaAK1C-
iHst 3PUPOM.

4. Heo6Xx0auM0 THIATEIbHO BHICVITL H OT1€TIHTH  NPOJNVKT
OT COJIH; B IIPOTHBIOM CJIyHaC BelleCTBo PA3.1araeTls [IpH nepe-
IOIKE.
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Jpyrue cnoco6bi noJyueHus

3-Okcu-2,3-1uruapotodenanokcua-1,1 nodavuen n3oMepH3a-
uuei 3,4-anokcuterparuaporiodenauorcuia-1,1 B upHcyTCTBHH
KaTaJu3aToOpOB—Tral0leHH10B MCTALI0B MepBoH WiIH  BTOpoit
TpyInbt'; H3oMepu3alied 3,4-3NMOKCHTeTPAr 1poTHO(PC I IHOKCHAA-
1,1 B mpHcyTCcTBUM KapGoHaTa GapHusi?, B3aHMOIeHCTBHEM 3-0KCH-4-
XJ10opTetparnaporHodenanorcnia-1,l ¢ KAIKIM aMMHAKOM HJH
aleraToM HaTrpHA? U 3-0KCH-4-OpoMTeTparuapoTiopeiiHOKCHaA-
1,1 ¢ nupugunom®,

IIpuBerennas Bobiue nponkch ocuoBana na paGote Mpoxaska
u TI'opaka?

1. Mar. @PT 1.251.332(1965): [PXKX, 5HI55IT(1969) 7.

2. M. Prochazka, V. Horak, Coll . 24, 1509 (1959).

3. O. E. van Lohuizen, H. 1. Backer, Rec. trav. chim., 68, 1137 (1949);
[C. A, 44, 5346 (1950)].



3-OKCUTETPATUAPOTHOPEHOHUOKCHI-1,1

=]  H.O(OH-) OH

NS - NS

7N 7N
O O

Mposepuan: H. H. Hosuukan, I'. A. Toacta-
kos, C. U. Jlomakuua, 0. A
FeBOpPKAH

NMoanyueHue

B autposyio kKpyraoaoHHyio ko.16y novewatot 23,6 ¢ (0,2 Mo-
as) 2,5-auruapordodenanokcunia-1,1 (npuvevanue 1), pacrso-
pentoro 8 500 4.1 0,5 1 BOAHOTO paCTBOpa eAKOrc KaJjiH, U Bbllep-
xueaor 60 uyacos npu 30°, 3arem 15 CyTOK mNpH KOMHATHOMH
TeMuepatype. PacTsop HeHTpa.Tu3yIOT KCHUEHTPHPOBAHHOMN COMS-
IHOH KHCJOTOR 0 OTFOHAIOT B BaKyyMe BOJOCTPYHHOro Hacoca
400 410 ma sosabl. OcTaBIIUHCA PACTBOP MHOTOKPATHO 3KCTpari-
pyIOT XJ0poopMOM I ylaJdeHHs 2,5- H 4,5-1UruApoTHODeH-
adokenna-1,1 (npamedanue 2). Ocrarok, copepxaumiii Hapaly ¢
NPOAYKTOM XJAOPHCTBIA Kaaui, 7—8 pa3 9KCTParupyloT aleToHOM
nopuusmMi no  15--20 a1, colb  OTGUIBTPOBLIBAIOT H QuAbTPAT
penapsitoT jgocyxa. OcraBliascs MaciIsiHHCTas XKHAKOCTb  TIpel-
CTaBsIeT cO0O0H BIaXKHbIH 3-0OKCHTETpardapoTHodeHaHoKcH-1,]
C MPUMEChIO XJI0PHCTOTO Kaans. [Last yladeHns B1ard K npoldyKTy
npuansator 150 a1 cyxoro G(en3o’a, BCTPAXHBAIOT W OTIOHAIOT
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G6ensoan pocyxa. Octartok pacteopsiior B 70--80 ma GeszsogHoro
aneToHa W cylwart Han cviabdartom mMardus. XKeartosatyio wmacis-
HHCTYIO KHAKOCTb, MOJIYUYEHHVIO NOcTe OTICHKH pacCTBOPHTe,
BoicylwBawoT npi 3 mm ¥ 40—50° B Teuenne 3--4 4yacos U 1epero-
HSIIOT B BaKyyMe, co6upasi mpoay KT, Kunsiugdit npu 180 -182°/2 mm.

Buixog 17,7—20,1 e, uaun 65,1 —739% TteopeTHUECKOI'0 KOJMH-
YyecTBa; MPH CTOSIHAH BeecTBo obpa3yeT RechMa FHIPOCKonHYILIe
KPHCTaIbL.

3-Okcuterparuiapordodeninokena-1,1, CsHgSOs,  moa.  Bec
136,17, n% 1,5015—:Kearast KHAKOCTb, pacTBOpHMast B BOJle, alle-
TOHe W CTIHpTax.

NMMpumeuanus

1. Bol1 npuvetien npoMblliaenHblit  npoavkr. Ero  moxio
MPUIrOTOBHTbL TaK:Ke M0 MeTo1nKe'. :

2. Koutpoab npoBoasT TOHKOCIOHHOW xpomatorpadueit ia
OKHCH amoMHHHuS 1] cTenmeHH akTHBHOCTH ¢ HOABHXKIONH (a3ol - -
sup, nposiBUTEIL—HOI.

Jpyrue cnocoGul noay4eHus

3-Oxcurerparuapotiodenanokeua-1,1 noayuen ruaparaudest
4,5-quruapornodennnokcuia-1,1 1eicTBHem u1eJ04H MIPH yabLTPA-
(pHOIeTOBOM OG.IyueHIH! win 1efCTBHEM TOMLKO imetoun %

lMpuseaentast Bbllle MPONUCL OCHOBaHa ila paboTax 14 He-
CKOJAbKO H3MEHEHHbIX B 1eTa.six.

1. E. de Roy van Zuydewijn, Rec. trav. chim, 56, 1047 (1937); [C. A., 32,
3384 (1938)].

2. H. E. Faith, M. P. Kautsky, B. E. Abreu, }. Org. Chem,, 27, 2889
(1962).

3. H. J. Backer, Jl. Strating, Rec. trav. chim., 62, 815 (1943); [C. A, 38
6283 (1944)].
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2-O0KCO-3-®EHWJI-4-UMHHO-5,5- AUMETUJIIOK CA3OJIMAUH

CH, CH,
i
CollsN €0 -- 1H0- C—CHy; —> C,H;NHC—0—C-—CH,
| f
C N 0 CN
Cli, CeHs-- N—=C NH
C,H,N ! \

! :
CHNHC~O -C—CHy —=—> 0 C(CHy),
‘ No -

o) G,

Mpeaaoxna: B, B. Josaarsn, 3. H. Au6ap-
Ly M
Iiposepuan: T'. A. Tesoprau, T. A. Xauarypax

NMonyuennue

2-Huanuszonponuaosoul spup enuikapbamuno8ol Kuc10Tbot.
B kpyraoaounywo ko.16y evkoctbio 50 4.1 novemanTt cMech
11,9 ¢ (0,1 moast) dennansounanara, 9,4 ¢ (0,11 moast) auneron-
uxauruapuua (npumevande 1) 1 0,1 ¢ (3—4 xaniu) nupuauHa.
Koa6y cna6xaloT xJ0pKadblieBoil TpyOKOH H OCTaBIAIT IMpH
KOMHaTHOH TeMmilepaType 3—4 1Hsa (npumeuande 2). O6pasoBas-
WHicA TNPOAYKT nNepeKpHCTaLTH30BbBatlor M3 40 m.a Toayoua.
Bbixoa 2-unanusonponuiaosoro spupa dennIkapb6aMHHOBOH KHC-
JoTbt ¢ T. ua. 136—137° cocraBasier 17.7—18,5 o, wian 86,8—
90,7% TeopeTHUECKOro KOJHYeCTBa
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Hurxauzayus. B KpyrIOIOHHYI0 KOOy  eMKOCTLIO 50 ata,
CHa6kKeHHYI0 O006paTHbIM  XOJI0I1HIbHHKOM € XJA0PKaJbIiNeBoH
Tpy6Koi, novewator 10,2 2 (0,05 Mo.s1) 2-UHANH30NPONILIOBOTO
3dupa peHHIKapHaMHHOBOH KHCIOTHE I 0,3 ¢ uupnanHa. Cmech
HArpesaT Ha Mac.a1anoi Gaue npH 130-—135" 13 TeucHHe 2 Hacon.
Mo ox.1aX 1eHiH NoIVIeHHbI Mac1000pas3ibii HPOAYKT KpHeTa.1-
Jusyercsa. Ero nepexpHceTali3oBbiBaloT 3 80 a1 oxkTaua (1pi-
MeyaHus 3,4).

Buixox 8,4—9,2 ¢, nan 83,1—90,2% TeopeTHILCKOFO KOTHUC-
¢Tpa, T. 1. 9193 (nmpurteuaHue J).

2-OKco-3-q)eHm-4—m111H0-5,5—.1nMeTunoma3().'lujum.
C1H2N20,, voa. sec 204,23—cBCT.10-XKC1Thie KpHETALIbl, X0PO-
o pacTBopuMbie B 3dHpe, aleToue, Geusoe, CIHPTE, HepacTso:
piiMbie B BO1e, NneTpo.eiitov spupe.

NMpumeuanus

1. KayecTBO NpHMCHSEMDBIX HCXOIHBIX BCINCCTE  BANSCT 11
EBIXOA il Temiepatypy TuIaBlennst  HOJVHAeMOro  HPOAVKTE.
JKe1aTe bHO HCNOIb30BaThL CBEXKeneperinaHinie geiusonnanar
i anetouudanrnipuit. IMocaeanuit ciresnponait ¢ 60 % -npiv Bbi-
X0J0M M3 SKBHMOJIAPHBIX KOTIUECTS anerona it iiaineToro Hat-
pHusi B cpeje VKCYCHOM KHCIOTbI: T. KIiL. 81°/15 maml.

9. CunxTtes 2-1lHaHM30NpONNI0BOrG 3¢Hpa dheHnAKapHamMuio-
BOI KICJOTDE JyUle OCYLECTRAATH NpH 25 307

3. TIPOIVKT MOAKIUO Takke NepekpicTaTTH30BbIBATL H3 HHK
JloreKkcana.

4. HeGoabluiasi 4acTbh KPHCTATLTHYECKOTO HPOJYKTd OCTAeTCA
nepacteopuvoil. Ona npeacrasl1ser coOoli  AHPEUHTIMOUCRBHILY.

5. AHaJorHuHbIM 06pa3oM H3 apH.IM30LHAHNATOR I I IHKOHHT-
piL1a WK aleralblerdilndairiipiia ¢ TaKHMH AC  BBIXOJLAMH
MOZKHO CHHTE3HPOBaTb ILiaHaTKHIoBbIe QUL apuiKapbaMuio-
BBIX KHCIOT, NocdelviouleH HHKIM3alldell KOTOphIX HOJAYUAOTeH
2-0KCO-3-apu.1-4-HMHHOOKCA30IHAHbL - HIH - HX 5-agKIL 1 pOn3-
pollible.
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Hpyrue cnocoGul noayuenus

2-Okco-3-penn1-4-HMn110-5,5- T METHIOKCA30.T1 THH MO.TVYeH
TOALKO OIIHCAUIILIM Bbillle CocoGoy 29,

b «O6umii npakTnkyM 10 Oprasiueckoil xinis, M., Mup. 1963. crp. 433
2. B. B. losaarsin, 3. H. AnGapuysmsia, Apy. xuM. ., 23, 49(1970).
3. B, B. losaaran, 3. H. AMGapuyMsau, Apa. xuM. ., 23, 173(1970).



NEPXJIOPAT 2,6-0U®EHHWJI-4-(N-BEH3WJIHH0J1 UJI-3) NUP HJTHS

]

z
2C(H,COCH, -~ HC(OC,H5); -~ HCIO, —> HJ/W CuH,
“0

clo;”
l/\ N
\/”\N/“ - QCGHSI_(') /'IcﬁH,,
CHaCoHs clo7
| /ceHﬁ
E ' __ociom - Y
Ii l \_ ‘ CGHSH\O Jea,
CeHs
CHCoHs

Mpeanoxnan: T H. XKynrnery, ®@. H. Hyxpuit
Mposepuan: . J1. Manasu, JI C. FancTan

MoayueHue

Mepx.aopar 2,6-0upenurnupurus. B KpyriaoioHuyo KONOY
eMKOCTBIO 250 M.1, CHAGKEHHVIO Mella Ko, O6PATILIM XOJ0AHAb-
HHUKOM, TEPMOMETPOM H KaMnelbHOi sopoHKoi, nomeuawpt 18,0 2
(0,15 mons) auerodenona u 120 ma cBekeneperHalHoro OpToMy-
pasbutoro aupa. IlycTus B X01 Melltalnky, H3 KaneabHOH BOpoOU-
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ku npubasadoT 30 wma 70%-110i X.JTOPHOH KHCIOTH (NpiMeyayue
1) ¢ Takoil ckopocThio, YTOOLI TeMIepaTypa peakUHOHHOH cMecH
noajep:kHBatach B npele’ax 350—40° (npuveuande 2). ¥Yxe noc-
Jde upuiausanus 20--22 w1 KHCTOTH Hauunaercs 00WIbias KpH-
CTaMH3alus, 11 3aBeplleliitss KOTOPoil peakUMHOHHVIO cMech
octas/sioT 1ta 2--3 yaca npu 20°. Buinasluii e 1Tulil kpucra.-
NHYECKHIT 0caloK NHPH.IHEBOK CO.TH OTPHU.ILTPOBBIBAIOT, NPOMbBIBA-
0T 1ta uiaLTpe 2 -3 pasza spupom nopuHaMHU no 50 4.1 H Bbicy-
HIHBAIOT 1132 BO3AVXe. Buixoa npoavkra, miassulerocs npu 222—
223", cocrap/stet 24,6 o, uan 98,8% teopertnueckoro Koauuecrtsal.

ITepxaopar 2.6-0dupernur-4-(N -bensuiundo.aun-3)nupu.aug. B
TPEXTOPAYIO KPVEIOIOHINIO K010y eMKocThio 250 a1, ciradiken-
VIO Melaakod U o0paTibiM X004 IbHHKOM, noMeinatwot 33.3 ¢
(0,1 mosst) nepxaopata 2,6-andenwaunnpiansg i 50 s BwicylieH-
IHOFO W OUHINENIIOrO OT 1PHMecH THMeTH.IaMuHa 1uMeTtnIdopMa-
muaa (npuvevane 3). Cuech narpeparoTt 10 pacTBOpeHls nep-
xaopara 2,6-npeminiupuaus u npuoasasmior 104 e (0,05 yoan)
N-Geusnnaona. Peakiuioniyio Maccy ¢.1abo KHIATAT B TeueliHe
30 MHHYT, J14I0T OXJAAHTLCA 10 KOMHATHOH TeMnepatypet, npn
lepeMeHiHBaME MeLlenno  pasdasisior 100—150 s sdpupa u
OCTABJAAIOT Ha Houb, BuimaBlmiuil ocaiok  OTHHIBTPOBLIBAIOT,
THLATC/LIIO POMBIRAIOT Ha (HILTPE 3DHPOM H neperpicraLli-
gorniBaior 13 250— 300 4.1 yKCVCHOH KHCTIOTHL.

Boixon 19,2 -20,5 o, noru 71,6—76,29%, TeopeTHUeCKOro Ko.1i-
yectna; T. IL1. 244 246,

[Mepxiopar  2.6-andennt-4-(N-6eu3uTun1oau1-3) nupuis.
Caol24CINO;, Mon. Bec 537,99-—TeMito-kpacuble KPHCTALIbl, XO-
polio pacTBopHMble B JAHMeTiLIdOpMAMHIAe U ropsiuem auertoie,
c/1a60 pacTBOPHMbIC B TEMT0H VKCYCHOH KHC.T0Te, ropsiues MeTaHo-
Je, HepacTtsopiiMbie B 3upe, 6ed3ode, Bole.

NMpumevanns

1. TlponaxHyio XJI0pHY10 KHC.IOTY KOHUEHTPHPYIOT C.Ielvio-
wumM o6pasom: 100—150 4.1 xucaotel noMewaot B haphoposyio
YallKy U Me/lIeHHO 1arpepaloT 10 TeX Nop, oKa ViKe KOHUEHTPHU-
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POBaHHasi KHCI0TA HAUMET pasiararnes, UTO  CONPOBOM 1AETCH
BbiA€JeHHEeM TyCToro Geqoro abiva. Kie1ote 1aloT oxraaurhbes 1
u3MepsiioT maotnocTh. [pn d=1,6736 kic1oTa as1seTos 709% -no#.
Eciu B pe3yabTare KOHUEHTPHPOBaHISL KHCI0TA  HC  JIOCTINVEL
TpeSyeMoll MJIOTHOCTH, TO ce CIe1YeT arpesarh JOHOJHITCABIO.

2. Tlosbliene TeMIepaTyPbl Bhillie \ KA3aHHOH  HPHBOJIUT K
3HAUNTEBIOMY CHHAKEIO BBHINOIA U HOJAVUCIHO 3aTPI3HCHION0
npoayKTa.

3. JluMeTnahopMaMug OuMLIAIOT a3COTPOIiofi ePCrOHKOR ©
Gensonom. Ha 250 ¢ texupueckoro anMernidopmamiiia  OcepyT
30 2 6en3oaa, 12 a1 BOABE M MOTVHEHHYVIO CMeCh  HOABEpraloT
GpaKUHOHHON INeperoHke B BaKyYMC BOJOCTpYHIIOrO  nacoca.
Buauaje B NpHEMIINK €PeXOIAT G301, BOLd, aMMITAK 1 aMillibl,
a 3aTeM MeperouseTcs OvHlLelbii auMeTHIgopMaMi’,

Jpyrue cnocobbl nonayuyeHHs

[lepxaopar 2.6-andenint-4- (N-Get3 10 1-3) HPiLiHs
NOJIVUeH TOILKO M0 OMICAHHOMY Bbillle CHOCODY, paspadoTanoMy
7O aHaJCTHH ¢ MOIVUCHUeM nepx.aopara 2.6-1udenni-4- (N-verii-
HHAOIHI-3) HUpuans’,

1. . K. Kynruery, T. B. Jlasypsenexnit, HBXO um. L. H. Menteacena,
13, 597(1968).

2. «O6UtT NPAKTHKYM [0 OPTanIHecKoil Nutiibr, AL, Mup, 1965, ctp. 613

3. C. B. Kpusyu. JJAH CCCP, 180, 615(1968).
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I-NTUNEPHANHO-1-ULHAHOULUKJIOTEKCAH

KCN. Hcl W7 ¢
—

|-
\/

[Tposepian: M. A, Upaasn, P. A. Aposnu

Nonyuenne

B noayamtposyio kpyraonouyio Tpexrop.nyio xo.16y, cHab-
AEIUUYI0  Mella.1Kol, O06PATHBIM XO.I0IUJIbHHKOM U Kanesdbloi
BOPOHKOM, novewator 21,3 2 (0,25 mouns) MUNepHAHHA U NO Kaf-
JA9M  NIDHAHBAIOT  pacTBOp 21 M.1 KOHUEHTPUPOBAHHON COMSHOM
krcaotol B 200 a2 densHoit Boabl (npHMeuaHue l). K nonyyen-
HOH CMeCH IPH UEPTHYHOM nepeMellHBaHHHU NpUIHBAIOT 24,5 &
(0,25 MoJIs1) HHK.IOTeKcalloHa, a 3aTeM pacrsop 17,0 2 (0,26 mo-
Ast) imanieroro xamis B 40 s BOAb (NpHMedaHie 2). PeakunoH-
Yylo  Maccy iepeveulHBaloT NPH KOMHAaTHOH TeMmepaType B
Teuelnre 2 4aCOB M OCTABJIAIOT Ha Houb. KpHueraLinueckuii ocanok
HATpH.1a OTQU/ILTPOBLIBAIOT, NPOMBIBAIOT XOJO0AHOH BOJOH H
BHICYIHBAIOT na Bo3ayxe. Buixon 35,0—37,0 ¢, uau 72,9—77,1%,
TCOPETHUECKOrO KOIHYeCTBA; T. n.1. 67—68° (mpumeuanue 3).

I-TTnnepuauHo- [ -unaHOUHK.IOTeKC aH, Ci2HyoN,, Moa. Bec
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192,31 —6esble KPHCTA.LIbI, XOPOLIO PACTBOPHMbIC B OObIYHBEX
OpraHH4YecKHX PacTBOPUTEISAX.

Mpumeyauus

1. Tpu stoM pH peakunoHHOH CMeCH 10CTHIACT 3—4.

2 Peakuuio ¢.ieaver nNpoBoanTh B XOpOWO NeACTBYIOEM Bbhi-
TAXKHOM WIKady.

3. TIpOAYKT MOXKHO MEPEeKPHCTANIH3OBAT 113 STaHO4, oana-
KO TeMIleparypa IM.1aBIeHHs lie MeHseTcs.

Jpyrue cnocolbl mojyuenus

1-TTunepuauHO- | -UMAHOUHKIOr@KCAH  TOTVHEH B3almMoacH-
cTBHeM |l-mumepHIuHO-1-UMKIOrEKCEHA ¢ HMTPHAOM - X-OKCHIIZ0"
MacJsTHOI KHCJI0TbE B TPHCY TCTBHH TnUITHIaMinal. [IpuBeaciinbii
Bbille crnoco6 ocHoBaH Ha paborax A. Kérua, P. Mepkeas?, A. Ka-
aupa U ap.i.

1. J. Nomura. T. Shimura, J. Takeuchi, Bull. Chem. Soc. Japan, 37, 892
(1964); [C. A., 61, 5641 (1964)].

9. A. Kétz, P. Merkel, J. praki. Chem.. 113, 49 (1926); [C. A, 20, 2831
(1926)].

3. A. Kalir, H. Edery, Z. Pelah, D. Balderman, G. Poratly, 1. Med. Chem.,
12, 473 (1€69).



2,3,3a,8a-TETPAF U1 PO-3a,8a- 1 UM ETHI$YPO(2,3-8) HHOON

CH, CH,
/\\ g~ /\ !
l R . -- CHCH,CH,0H ——> , I I
o NHNH, -1 coc, \/'\N/I\o/
H
CH,

Hpeaaoxuan: 1, U. Ipani6epr, C. H. daw-
KeBHY
ITposepuan: 3. A, Mapxkapsn, B, M. Hazapan

Moanyuyenwue

B kpyriaonoinoit koi6e esmkoctbio 100 M1, CllaGKeHHOR 06-
PATHLIM XOJTONHJLIHKOM, ‘B Teuenue 30 MHIVT Harpesaiot g0 50°
cmech 7,23 ¢ (0,05 moas) THAPOX.TOPHI1A deHHArHIpasuua (npu-
Meuanne 1) u 5,8 ¢ (0,05 MO.I51) 3-MeTH.IneHTaHoH-4-0.1a-1 (npu-
Meuaune 2) B 50 a1 anumetHadopvavuna. 3atew NpOJ0.IKAIT
narpesarh 30 MHHYT Ha KHUNSAULEH BOASIHON GaHe H ele KHNATAT B
TeueHue 15 munyt. H3 peakuuounoft Macen OTTOHSIOT AHMETH.I-
popMaMia B Bakyvie BOTOCTPYHHOrO Hacoca, K OCTaTKy npudas-
A10T 50 M2 Boabl u 5 pas IKCTPATHPYIOT GEH30.10M MOPUHUSAMH 110
50 ma. Beusoa otronsiior B BakyyMe BOAOCTPYHHOTrO Hacoca, a
OCTATOK 1ICPCTOISHIOT B BakyyMe, cobupas dpakuiio, KHITSILLLY O
npu 108 —110°/0,5 mu.

Boixoa 6,5--7,2 e, uau 69,2—76,6% TEOPETHUECKOr0 KO.TH-
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yectsa. [losvuelrHoe caerka »Kei1ToBaTtoe Macao JipH  CTOSHHH
sakplcTaLTH30BbiBaeTest; T. 1 43—44° (npumevauuc 3).

2.3.3a,8a-Terparnipc-3a,8a-1nMetn1dypo (2,3-s) o,
C1oHsNO, moa. Bec 189,26-—Ge.10e KpHCTALIHYCCKOE BCILECTRO,
XOpPGIIO PacTBOPHMGE B OOLIUIILIX OPTAIIHeCKHN pACTBOPHTRIAX 1
JTCCKO MOrJomiaiomniee VI IeKneIblil ra3 Bo31yxa ¢ oGpasosanyem
kapobouara.

MpumMmeyaHud

I. Mcnoap30BaH npoiazKibiii THIAPOXJIOPH.L (elHITIIPA3INHA
6e3 ACMO.THUTEIbHOH OUHCTKH.

9 3-Mernanenranon-4-01-1 ¢ 1. kun. 88 -90°/9 ma, nf)"'
1,4405 no.yvden THAPO.JIH30M 2 -METHI-2 “aneTnadyTHpoAAKTONE
npu KunsueHun ¢ 5% -uci coIsoM KHC.T0TOM!.

3. EcIu BewecTRo He KPHCTATUI3YCTCs, Cro  pacTupalor ¢
HeBOTbIIHM KOTHUECTBOM JI-TeKcaia (Koo 1 2 ar) npioxiax-
TeHHH CMechbio cyXOro Ibla it ametona. Iloce nepekpueTaiiisa-
umH n3 10—15 a1 rekcasa noay4ator 6,0 ¢ (64,0%) Benlecta ¢
T. 1. 46,5—47,5".

Jlpyrue cnoco6bt nojaydyeHus

2.3.3a,8a-Terparuapo-3a,8a-1uMeTi1hypo (2.3-8) 0,101 101y~
yen TakKe peakuwdell MarHiilopraHuyecKoro pon3Booro Tpiit-
tooaa ¢ HOIHCTBIM MeTH.10M2.

1. . H. Crenanos, O. K. Cyupnos, YKOX, 27, LH2(1957),

9. M. Nakazaki, Bull. Chem. Soc. Japan, 32, 588 (1959); [C. A 54,
7686 (1960)].
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5H-acun #-TPUA3UHO(5,6-8) UHIOJI0-3(2H) THOH

AN O, KCO, l/\”*l “NNHCSNH, )
1T o~ HaNNHCSNH, — NG -
X \N p
N //N\,H
RN
NS
H

MMposepii:  T. P. Oscensn, H. C. Hpansu

NMoanyuenwue

B stutposyro tpexrop.ivio KPYT.1010HHY 10 KO0y, CHHAGKEHHVI0
MCHTAJTKOH, 0OOPATHBIM X010, THIBHHKOM H TEPMOMETPOM, MOVeLLaloT
14,7 ¢ (0,1 moas) nsaruua, 9,0 ¢ (0,11 MO.TI) THOCeMHKaphasuia,
20,7 ¢ (0,15 moas)y kapGonata kaaus u 500 ua Boabl. [Tpu-sHepruu-
HOM TICPEMEITHBAIIHIL COTePAKUMOE KOT6b KHIISITSIT B Teyettiie |0 ya-
caB, mo/utepxuBast remnepatypy 96° (npuveuanue 1). Mo oxaamk-
ACHHH PACTBOP (DILILTPYIOT H OCTOPOMHO MOLKHCISIOT 109% -Hoi
COMBHION KueoTol (0ko.10 500 m.1). BoinaBuise xe.1Tbie KpHCTAT-
JILE OTHHALTPOBLIBAIOT, 1BAK Bl NPOMBIBAIOT BOAON NOPUHSIMHU 10
50 ma, cymlar wa Bo31VXC H NEPeKPHCTATTHIOBBBAIOT M3 1.6 2
auMetHiapopmamuia. Buixox 18,0—18,5 2, wau 89,1--91,59
TeopeTHdecKoro Koanuectsa. Bewectso npu narpesanun no 300°
TeMHeer, a Boiile 350° o6yr.uBaeTcs (npuMeyaine 2).
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SH-acumm-Tpuaszuno (5,6-8) nuno.10-3 (2H) rvon, CoHgN,4S,
Mo, Bec 202.25—kKpuCTa/LTbl KeJaITOrO LBera, [epacTBOpHUMbIC B
BOMe, cnupTe, 3upe, auerote, GeH30/1e, METHIITHIKETOHE.

MpumeuaHnusd

1. Tlocsie ceMuyacoBOro HarpeBaHHA MPOUCXOIHT [OUTH MOJ-
HOe pacTBOpeHHe H3aTHHA.

2. [lpuMensisi N-3aMellieHHbie H3aTHHbt, [0 3TOMy MeTOAY
MOXHO CHHTE3HPOBATh COOTBETCTBYIOLIHE TPHA3HHOHEAOJIOTHO-
Hbl!.

Jpyrue cnocoGbl noJayYeHHs

5H-acumm-Tpuasuno(5,6-8) Huno10-3 (2H) rvou foJyueH
TOJIbKO OMHUCAHHBIM Bbiille cnoco6oM, pazpaboranHuim [annyem
u cotpl.

1. J. M. Z. Gladych, R. Hornby, J. H. Hunt, D. Jack, J. Med. Chem., 15,
277 (197D).



1,2,5-TPUMETHII-4-AMHHO-4-UMAHAUNEPUOUH

© H,No L CN
(:HJ‘/\‘ NH,CI, KCN CHy
. —_— -
(o CHa o CHs
1 l
CH, CH,

Hpextomum: C. A Baprausn, A. O. Tocy-
HAH

[Mposepnu: B. H. Maaaksu, M. P. Baraaca-
psiH

Moayvyenue

B Tpexropay  Kpyraoaonuyio Koafy eMkocTbio 250 .1,
ctiab/Ketiilylo MCIIA.TKOH, OOPATHbIV YO0 IBHUHKOM H TepMOMeT-
pou, nmoveraior 198 ¢ (0,14 moas) 1,2,5-tpuMeruanunepHioHa-4
(eM.cTp. 68), 9,6 2 (0,18 M0.151) X.TopHCTOrO aMMoHHs H 50 M1 Me-
Tanoga. Ilpy HUTelHCHBHOM mepeMelIMBAHHH K cMecH MO KamIsu
nputasisnor 11,7 ¢ (0,18 Mo14) UHAHHCTOrO KA. TS B 25 M.1 BOABI.
[Mocste 1pubapaenns Bcero Ko.IHUCCTBA LHAHHCTOrO KaIHsi mepe-
MCHHIBAIIHC 11POAOTK AT B TeuexdHe 15—16 vacos. 3atem coxep-
AKHMOC KOJ6bI TePetiocaT B NeperoHHyio ko16y eMKocTbio 250 it
H y/1a.5H0T METaHO.1 B BAKYY Me BoAoCTpYyHHoro Hacoca. H3s ocrar-
Kd MPOAYKT Peaxkiuil TPHAKIbl IKCTPArupyIOT 3DHPOM NOpuHSIMU
1o 50 M2, 3QHPHBIR  IKCTPAKT CYUIAT CEPHOKHCIBIM MArHHeMm H
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OTroHAT pacTBopuTeab. OCTAaTOK MEPCTOHAIOT B BAKYyMe, COOU-
pas npoaykT, kunsiiuil npu 116—1177/8 ya.

Boixox 12,1—14,4 ¢, nau 50.6—60,2% TeopeTHueckoro Koau-
yecTBa (IpUMeuaHHue).

1,2,5-Tpumetn.1-4-amiino-4-unaununepuann, Coll1zNs,  mou.
Bec 167,26—0ecuBeTHas AKHAKOCTL ¢ XapakTepubiM  3aHAX0M,
XOpOLUIG PacTBOPHMAsi B OObLIUMbIX OPTraliHUCCKHX PACTBOPHTENX,
d® 09918, njy 14848,

MpumevyaHnun

[MoayuenHbii MPOI1YKT ABIAETCHA CMECbIO {UC- H TPAHC-H30-
vepos. Tlpumensisi yuc- HIH Tpauc-1,2,5-TpuMeTHINHIEPHILON-4,
MOZKHO CHHTE3MPOBATb COOTBETCTBeHHO y4uc-1,2,5-TpuMerni-4-
AMUHO-4-UHAHOHNEePHAHH ¢ T. Kun. 116—1177/8 wma u tpanc-1,2,5-
TpHMeTH-4-aMHHO-4-IHAHNHNePHIHE ¢ T. Kum 124--125°/9 mm.

O pyrve cnoco6ni noay4yeHus

1,.2,5-TpiiMeTH.1-4-aMIIHO-4-LHAHNHICPILAHI  IOJAYUCH  TOJABLKO
110 CNHCAHHOMY Bbillle Crocofy .

1. A. O. Tocynsu, B. H. Mazaxau, P. T. Mupsosu, C. A, Baprausn, Apm.
xuM, K. (B nedartu).



1,2,5-TPHMETHJINMUNEPHIOH-4

CH, CH, A
i H,;50, |

CH,CC CCH CH, ——> CH,;-=CC=CCH-CH,
OH —Ha0

—— CH,—CH+CH—C—CH—CH,
CH, 0 ICHZOCHJ
~——> CH;—CH—CH,—C—C=CH,

OCH, o c!HJ

— CH,—CH—CH,—C—CH—CH,

H,0,CH;0OH
CH, -CC CCH —Clizﬂm

| |
OCH, O CH,0CH,
O
i

CHJ/\l
e

|
CH,

ITposepuan: A. O. Tocyusn, B. H. Majaksu

Monyuenue

Buruauzonponenuarayerusen. B uTpoByld  TpexropJyio
KPYTIVIOAOHHYIO KOIOY, cHaOXKeHHyl0 MellaJkoH, o6paTubiM Xo.10-

AMJBHHKOM M TepMoMerpoM, nomeuwaior 300,0 2 (2,72 moasn) cae-
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)KeleperHaHHOMO AHMETHJIBHHHIITHIIMIKAPOHioda (npuMedaHne
1) 1 300,0 2 50%-Hoil cepHO#t Kuc10Tbl. CMech nepeMellnBalOT
npu 50° B Teuenue yaca, 3aTeM 3 uyaca npu 60°. ITo oxmaxpedHH
OTHEISAIOT BePXHHIl CJI0H, HIKHHA TPHUAK bl IKCTPATHPYIOT 3dH-
pom nopuusavu no 100 ma, 3QHUpHBIA YKCTPAKT HPHCOCZHISIOT K
OCHOBHOMY MPOAYKTY, MPOMBIBAIOT PACTBOPOM YIVIEKHCJIO0TO  Ka-
JIMA, 3aTeM BOJIOH H cylIaT XJOPHCTHIM KaabuieM. [locae oTroikil
pacTBOpHTEs OCTATOK NEPEroHA0T B BaKyyMe, coGupast ppak-
uHo, Kunsuyio npu 46°/85 mu'. Boixon 155,0 165,0e, uau 61,8-
65,8% TeopeTHuecKoro Ko.1MuecTBa (mpHumeuaiiic 2).
Tudparayuq. B IUTpoBYIO KPVIVIOAOHHVIO  UCTLIPEXTOPJYIO
K016y, cHaGXKeHHY0 MellaakoHl, o6paTibiM  XOJOAHILIMKOM H
KaneabHo# BOpOHKOI, noMeuwtaior 150,2 2 (1,63 mouas) cexene-
perHaHHOro BHHH.JIM30MpONeHHAaneTHIena, 150 wa meranoda,
4.5 ma cepHOit KMCIOTH H 4,5 2 cepHOKHCI0H pTyTit. Peakunou vio
cMeCb HarpepalT A0 TeMmepaTvpbl KHIeHHs MeTailona H B Tede-
Hie 8 yacoB O1HOBPeMeHHO NPHKanblBaloT 75 MA BOAbE i 1:€60JIb-
WHMH NOPUHSMH npu6aBisaioT 12,0 ¢ ccpHOKHCION PTYTH. 3aTeM
npubapasioT ette 75 a1 Boabl. [IpoAyKT peakuMi TPIOKALE 3K-
cTparupvioT 3GUpoM nopuHaMH 1Mo 75 ma, SQUpHBIE  IKCTPAKT
NPOMBIBAIOT PACTBOPOM YIVIEKHC/IOTO KaJjusd, BOAOH H cywlaTt Han
cepHoKHcIbiM MariueM. Ilocie oTroHku 3dupa 0CTaTOK Iepero-
HAIOT B BaKyyMe, co6upas ¢pakuuio, KHOsuwyio npn 64—
97°/12 mm?3. Boixox 126,0—133,0 ¢ (npumeuanue 3).
1,2,5-Tpumeruanunepudon-4. B ctaapHoll  6a1101 ¢MKOCTHIO
0.5 .1 noMewwatoT 125,0 ¢ cMecH KeTOHOB, MOJIVUEIIHbIX # IPCAbIRY-
uteit ctaauu, u 140 m.1 30%-Horo Boatioro pacTsopa MeTH/JIaMHIA
(1pH 5TOM NPOHCXOAMT pasorpeBaiide cMecH). 3aKpbiBalOT 6aJ-
101 M HArpeBaiOT ero Ha BoAAON Gatie npit 70° B TeveHue 3 4acoB.
Mo oxaaxaeHuu cogepkiMoe 6a110ia NepeiocsT B NOAYANUTPO-
BylO MeperoHHy0 K06y H y1a.510T H30bLITOK MCTHIaMIINA B BAKY-
yMe BOJZOCTPYHHOFO Hacoca NpH 30—40°. OcraToK HpH oxJaxjae-
HHH MOAKHCJASIOT KOHLeHTPUPOBaHHOMH cOIsII0N KHMCJAOTOH A0 KHC-
0l peakuMH H TUIATEIbHO 3KCTParupyior spHpom. Boniblii
pacTBOp X.JIOpruapara 1,2,5-TpMeTHINHNIEPHAOIIA-4  NepeltoCcsT
B MeperoHHYI0 KoJOy H BbiIapiBaloT B BakyyMe BO10CTPYHUOTO
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nacoca o 1/3 vactu ero o6bema. OctaToOK HachiLAOT TBEpAblM
€AKHM 1aTPOM, BBLICJIHBIIKEACS MUNEPHI0H MHOTOKPATHO 3KCTpa-
FHPYIOT SGUPOM 1t HDUPHBIH IKCTPAKT CYIUAT CEPHOKHCIbIM Mar-
nuem. OTroistot 3 up, NPOIVKT NeperoHsIoT B BakKyvMe, cobupas
¢pakuuio, Kunsiuyio npu 88—89713 mx (npuveuaiie 4)3. Bbixoa
100,0 -105,0 ¢.

1,2,5-Tpumerniminepuon-4, CgH;sNO, mo1. sec 141,22, ns)
1,4590  GecusertHasi AKHMIKOCTb €O CBOEOGPA3HBIM aMHIIHbIM 3al1a-
XOM, pacTBOpHMAasl B OObIMIILIX OPraHHYECKHX PACTBOPHTE.IAX.

Npumeuauunsn

I. Buin upuvenen npogaXublil 1 MCTHABIHHAITHHAIKA PO -
HOJ ¢ T. KHIL D3 --54°/10 ma.

2. Bnunu3onponeHuIaucThIen—0eCcBeTHAR  KUAKOCTL ¢
HeHPHSITHLIM pe3kinM 3anaxoM. Ilpu  crosinuu nooauMepusyvercs,
NoyTOMY HeoOX01MMO 100aBisiTh MOHPOra.lI10.1.

3. [Tponyxt peakunit npeicras.isieT cOG0H cMech Tpex KeTo-
HOB.

4. TToayveibiit IPOIYKT SABJSETCA CMECbIO 4uc- H TPAHC-U30-
mepos 1,2,5-tpuMeriinunepugona-4. Jlas My pasje.eHus 0po-
JIYKT 3aMOpPaKHBAIOT CMECbIO CVYXOrO .1bJ1a H ajeroHa, MeLTeHIo
AOBOASIT TeMIlepaTypy 40 —17° u OTAEIAIOT JeKaHTauHeH KILTK Ui
HUuc-u30Mep OT TBEPAOTO Tpanc-H30Mepat.

Hpyrue cnocoGel noayyenus

1,2,5-TpusMeTILInunepuIon-4  NOJvYeH TO.IBKO OMHCAH b
BbLiEe ciiocoboM?,

I. H.IL Haasapos, 1. AH CCCP, OXH, 1938, 651.

2. M. H. Hasapos, C. A Bapransu, C. [, Mauoss, AOX, 28, 2757 (1938).

3. H. H. Hasapos, B. A, Pyienko, Hss. AH CCCP, OXNH. 1548, 610; 1. H.
Hazsapos, B. §l. Paiiropoickas, B. A. Pyaenko, Mas. AH CCCP, OXH.

1949, 504.
4. M. H. Hazapos, H. H. HUlsenos, Mis. AH CCCP, OXH, 1959, 2161.
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1.2,5-TPHMETHJ1-4~CHHPOFHIIA HTOUWHO-5-NTHNEPHIHH

0 HO CN
CH, KCN. HCI  CH,
k CH, > I I(:H3
N~ NN
i |
CH, CH,
o C——NH
N | !
HO N HN CO
CHsI//\\\I (NH).CO;y i
—  Cil,
b, —NH, — 2H,0
NP 3 2 [\N/|(1H3
. |
CH, CH,

Npeaaownan: C. A, Bapransu, A.O. Tocynsit
Mposepnau: B. L Magaxan, M. P. Barna-
capsan

MonyyeHHe

1,2,5-Tpumetua-4-yuannunepudo.a-4. B 1oy HTpoBylo TpeXx-
FOpPIVI0O KPYIJ010HHYIO KO6y, clabmentyio mMeltaakoi, obpart-
HbIM XOJOHHJIBHHKOM H KanelbHOH BOPOUKOIH, HTOMEWLAIT 56,5 ¢
(0.4 moas) 1,2,5-rpumernanunepiiona-4 (cu. cTp. 68) u 150 ma
159 -Hoit coasHoil kuc1oThi. Ko10y oxaaxnaalor JleISTHOH  BOJOH
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(0—5°) ¥ npH HUTCIICHBIIOM NepevellliBaHHH MO KalJsiM B Teye-
HHe yaca npubasasnior 39,0 2 (0,6 Mo1) uMaHMCTOrO Kajdug B
60 ma Bonbi. [lepemelunpaiiie NPOKOIKAIOT B TeUeHHe ABYX 4acOB
NpH KoMHATHOR TeMnepaType. Beinaswuit 6eabiit oca10k 0T Ib-
TPOBBIBAIOT, /{BAXKAbl MPOMDBIBAIOT 1€15H0A BOIOH NOPUHAMH 00
30 ma u BBICYUIBAIOT B BaKyyM-9KcHKaTOpe, DUIbTPAT Hachilla-
10T YIVIEKHCALIM KaJHeM, sbifieTHBIIEeCcss Mac.10 3KCTPArupylor
3pupoM, spupubiit YKCTPAKT cyvIUAT cePHOKHC.IbM MardueM. [loc-
Je YAaJClHS PacTBOPHTC.IA  1OMNO.JHHTETbHO MOoJdy4awT 2—3 2
upoaykra. O6wuit suixon 58,0-60,0 ¢, wan 86,3--89,3% teopern-
ueckoro kostuectsal; 1. m1. 125-—129° (npuMevanus 1,2).

1,2,5-Tpumetua-4-cnupoeudanrouno-5-nunepudun. B  noay-
JUTPOBYIO TPEXTOPJAYK KPVIIOAOHHYIO KOJIOY, CHAGKEHHVIO Me-
IAAKOH, 0OPATHLIM XOJI0HJIbHHKOM H TEPMOMETPOM, NOMEULaloT
50,4 ¢ (0,3 moast) 1,2,5-Tpumverua-4-unannunepuiona-4, 57,6 e
(0,6 moast) kapGoitata awmounsg 1 250 s.1 sonbt. [1pu uHTencHB-
HOM NepeMellliBaliii cMech iarpesator o 80-—90° B Teyenne 5
yacons. Ilo oxaaxmenvu orcacbiBaloT Bbilasluui 6elbll OCAanOK,
THLATEAbIIO NPOMBIBAIOT BOL0MH, BHICYIIHBAIOT B BAKYYM-3KCHKATO-
pe u nepekpucrasaiau3osbiBalor u3 80—90 ma 50% -Horo staHo.Ia.

Boixon 59,1—61,0 2, uau 93,4—96,5% TeopeTHUecKOro Ko.TH-
yectsd; T. mi. 249—250° (npuvevanue 3).

1,2,5-TpuveTn1-4-cIHPOru 1aHTOMHO-5-NHNEP HAHH,
Ciol117N30,, Mon. Bec 211,27—6e.1ble KPUCTALLIbI, HEPACTBOPHMEIE
B OObIYIBIX OPraitHyecKHX PacTBOPHTEISIX H BOJe.

Mpumeuanus

1. TIpogyKT 10CTATOYHO YHCT U MOZKeT GbiTb MPHMEHEH B Ce-
mytouledd craguu. [Ipu 11eo6xoxnvMocTH ero MoxHO nepekpucra.-
JH30BaTHL H3 yTHJIALETATA.

2. Monyuenuniit 1,2,5-TpuMeTHI-4-1HaHOMOEPHAOA-4 ABIsARTCH
CMEeChIO YUC- U TPAHC-U30MePOB U npeicrtassasier coboi 6Gebie
KPHCTa/JIbi, NIOXO PAcCTBOPHMbie B OOLIYHLIX OpraHHYeCKHX pacT-
Boputenasx. Mexoaa U3 yuc- wan rpatc-1,2,5-TpuMeTHINHIEPHIO-
Ja-4 MOXKHO CliHTe3HPOBATb COOTBETCTBeHHO yuc-1,2.5-1puvern.t-
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4-unannunepnao.1-4 ¢ suixogom 86,5%, T. m1. 125126 (43 yTHI-
auerata) H rpanc-1,2,5-TpHMeTH.I-4-UHAHAHOEPURON-4 € BBIXO-
aoMm 70,3%, . m1. 130° (u3 arntauerata)?.

3. [To sToit ke nponucH, NpUMEHAA yuc- HIH Tpadnc-1,2,5-tpu-
MeTHJI-4-uHaHIHNepUAcT-4, MOXKHO NOOJTYYHTb COOTBETCTBEHHO
yuc-1,2,5-TpuMeTH.1-4-CIHPOrH.1aH TOM 1HO-D-THITePH AN (98,7%,
T. 1. 234—235° 3 50%-noro cmupra) u Tpanc-1,2,5-tpume-
TH.1-4-cnuporuantonto-5-nunepuans (89,4%, 1. ua. 263 -264" n3.
509%-Horo cuupra)3.

Hdpyrue cnocoGnl noJiyYyeHHs

1,2,5-TpuMeTH/I-4-CIHPOTHAAHTOUHO-5-THIEPHAHH HOJTYUeH
TOJIBLKO OMMCAHHBIM BbILIE €r1OcO60M?.

1. U. H. Hazapos, B. B. Yukosckuil, KOX, 26, 3181(1956).

2. A. O. Tocyusn, B. H. Maaaxsan, P. T. Mup3osu, C. A. Bapransu, Apm.
XHM. XK. (B neuartH).

3. C. A. Bapranan, A. O. Tocyusn, B. H. Maaaksau, Apm, xum, x,, 25, 163
(1972).



1,2,5-TPHMETHI-4-OPMHJNMHNEPUAHH

0 CH—OC,H,
i
ar TN N
('”:L | (G CH-0CH— MY = (CeH5),PO
N/(,H.} AN CH,
)
Iy : CH,
CHOC,H,
CHO
(‘,113‘/\' M- H,O0  CH,
. - >
N CH, NS CH,
|
CH, CH,

IMpexnoaiau: C. A, Bapranaun, P. A, KyposH,
H. A, Kypcss
[Tposepian: @, B. Jdauran, A, T. Ilanocsan

Monyvyenue

1,2,5-Tpunerun-4-6yrokcumeru.audennunepudun. B kpyr.10-
JOHHYIO YeTLIPeXrop.1yl KoI6y eMkocTblo 300 M., cHabKEeHHYIO
06paTHLIM XOJI0IH.IbHHKOM C XJIOPKa.IblHeBOH TPyOKOH, Melran-
KOil, TEPMOMETPOM, KareIbHOH BOPOHKOH H TPYGKOH A18  BBOIA
rasza, nomeutator 38,5 ¢ (0,1 Moad) TwlaTeTpHO BBICYUICHHOLO H
HAMeabUeHHOPO 6y TOKCIMETIATPHPeHHAGochOHHANTOPHEA (TID1I-
meuanne 1) u 200 ma aGcomorHoro s¢pupa. Koaby oxiaxpawor
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CMEChIO CYXOTO JIbJa H alleToHa, NPOMNycKAalT TOK CyXoro 430Ta 1
yepe3 5 MHHYT, IPH NepeMellHBaHHH, N0 Kanasy upubasisior 0,1
MOJRl pacTBOPa GEHHIIHTHSA, NoIvyerHoro n3 1.4 ¢ tutus i 158 ¢
6povbensona B 100 m2 cyxoro sdupa, noiiepKusas TeMieparTy-
Py peakuHoHHO# cMecH B npeseax —30— (—257) (npumedaiie 2).
Uepes 10—15 MHHYT NpH TOH e TeMepaType K T@MHO-KpacuoMy
pacTBOpy Hauaa npubasasior no kamiam 14,1 2 (0,1 moas) cue-
Kemepernauuoro 1,2,5-Tpuserniminepiiona-4  (cM. crp. 68) b
30 w1 abcomoTHoro 3dupa. [Tpu 3ToM BblntalacT Geblil ocalok He-
TauHa M pacTBop obecuBeudBaeTcs. Y AATHIOT OXJIAXKAAKOULVIO
cMech H nepeMelllHBaHue MPOI0TAKAIOT HPIL KOMUATHOH TeMiepaTy-
pe ewte 18 yacos B Toke aszota. Ocasok OTHHILTPOBLIBAIOT, ABAK-
Abl NpoMbiBaloT 3¢upov nopunsvu no 60—80 x.1. PuALTPAT 1PO-
vibiBaloT Bogoit (1Ba pasa nopuisaMu 00 30 .4.1) H BLICVIIABAIOT
cyabdatoM MarHus. Pactsopureb OTronsioT, a OCTaTOK Mepero-
HSICT B BaKyyMe, cobupasi IPoIyKT, Kinaiui npu 92 -1007/4 mm.
KOTOPbIil OABEPTalOT NOBTOPHOH Neperclike, coGupasi ppakuHIO ¢
T. KiM. 95-—98°/4 sm. Boixox 9,36—105 ¢ (443—49,7%): 1. n.
nukpara 175—177° (u3 cnupra).

Tudpo.ius. B Tpexropavio KPVLIOAOHHYIO K00y CMKOCTBIO
150 M., cHaGKeHHYIO MellaJ KOH H o0paTuLiM  XOJOMHILIIKOM,
novdewaoT 6,3 ¢ (0,03 moaa) 1,2 5-rpuMeTHI-4-OyTOKCHMETHII-
Aennunepuinta 1 40—>50 m.1 0.3—0,51 pacTsopa cepioif KHCJI0Th
ConepxuMoe Koa10bl  Harpesator B Teucune 10 12 vacos npu
Temnepatype 35—40° npH 3TOM cMech CTAalOBUTCS 1IPO3payHoi.
PacTBop 0X.1aK1aI0T CMECbIO .1b/a H CO.TH, HCATPATH3YIOT Kap6o-
1HaTom Ka.ua (0ko.10 30 ¢), TpHXKIbl yKCTPArHpyioT 3pupom nop-
musaMi mo 50 .1, 3QUPHBIA 3KCTPAKT NPOMBIBAIGT BOAOH H BbICY-
wuBaoT cyab(GaroM Marius. Pactsoputean OTTOHSIOT, 4 OCTATOK
MeperousiioT B BakyyMe, co0upasi GpakilHio, KIHAHLYIO N1DH 70—
72°/6 mam. Bmxoa 3,6—3,7 ¢, uan  77,3- 79.5% TeopeTHueckoro
Ko.lHyecTsa (mpuMeuanHe 3).

1,2,5-Tpumerni-4-popynanuncpuanu, CollzNO,  wmon. Bec
155,24—GecuBeTHast KILIKOCTE, XOPOLWO PACTBOPIMAs B 0ObIYIIDLIX
OpraHHyecKHX pacTBOPHTEIAX, MIOXO—B BOIC. 2 4-Jlunurpotde-
HILTTHAPA30H naasuTes npu 212—213° (u3 cuupra).

75



Npumeuanus

I. Bytokcuvetu1rpudennadochoniiix.1opua  noayuen ¢
75%-upiM  BBIXOI0M  B3aHMOI€HCTBHEM Gy THIX.IOPMETHIOBOrO
spupa «© Tpupenntpocdurom no aponucu Burtural.

2. O¢pupHLE pacTBOP PEHHLIUTHA NOJydeH N0 MeTOIHKe?.

3. Auajornunpiy 06pazoM 0o.1yualoTcs 4-adbgeruabl TeTpa-
FHAPOHIPAHOBOTO H TeTParHaPOTHONHPAHOBOTO PAROBS.

Hpyrue cnoco6sl nosay4enus

1,2,5-TpuMeTrn1-4-PopMHINHOEPHAHH MO.TYYEH TAKKE KOH-
JCHCAUHeR a -X20PMeTH.I0BbIX 3¢HpoB ¢ 1,2,5-TpuMertHianunepu-
A0HOM-4 B MPHCYTCTBHH MAarHHA € NOCIeAVIOUEH geruapartanues
H THAPOJIH3OM®,

I G, Witug, W. Boll, K. H. Kriick. Chem. Ber., 95, 2514 (1€62).

2. Befirana-Xuabrerar, MeTolbl 3KCNEpHMEHTa B OPraHHueckol XHMHH, M.,
«Xumus», 1968, cTp. 638,

3. P. A, Kyposi, A, T. Manocan, H. A. Kyposs, C. A. Baprausan, Apm.
XHM. X, 27, 945 (1974),

4. C. A. Baprausan, A. C. Hopasau, JI. O. Asersn, B. H. Xawmaropusu,
Apm. xuwm. k., 24, 425 (1971).



1-EHHJI-3-METHJI-5-AMHHONHPA30J1
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|
; CeHs
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|
CeHs

TMposepuan: U. U. Fpaundepr, M. A, Hpaasau

Moanyuenne

Cuntes caedyer nposoduTs 8 XOpOULO JEUCTBYHOULCM BbITIANHC-
HoMm wragy!

Huayeronutpus. B AuTpoBO# Tpexropao# koabe, cuabxel-
Ho#l Memagkoil [epmGepra, MOLIHBIM O6GpATHBIM XOJIOAHILHHKOM
¢ XJ0pKaJ/iblHeBOH TPYOKOIl H Kame.lbHOH BOPOHKOH, PACHBLIIAIOT
40,2 2 (1,75 r-aTt) meakopasapobiaexHoro HaTpHs B 80 ma  abco-
JIIOTHOTO KckJaoaa (npumeudanne 1). Tlocoe oxaaxaenus jobasas-
10T 300 .1 abcoaioTHOro acdHpa M 3ateM {ipH liepeMeurHnaliiu
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MelJIEHHO lIpUKanbiBatloT pacteop 164,0 ¢ (4 Moas) cBexeneper-
nannoro ateronurpuaa B 100 ma aGeosioTHoro 3cdupa ¢ Takol
CKOPOCThBIO, 4TOOb 3(hUp Kuned, HO He CJAULIKOM HepIrHuyHOo (npHu-
meuyatine 2). Ilo okonyanuu npuGaBIeHUs C€MeCh KHMSTAT MpPH
mepemetinBaiuin B Teyenre 8 sacoB. Ilocie oxaaxkiaeHust peak-
HUOHHOH Macchl ;10 KOMHATHOHI TeMnepaTypbl HATPHEBYIO CO.1b
NHMALeTOUHTPHIA OT(HUILTPOBLIBAIOT, HPOMBIBAIOT HAa  (HILTpe
50 ma a6Geomotioro sgupa. Ocalok nepeHocHT B Koa6y IpaeH-
Meliepa u o6pabarbiBaor 150 a1 Boasl. Boeiieausmniicss macao-
o6pasibiil HALETOHITPHT IKCTPArHpyIOT 3QHPOM, 3PUPHBIH K-
CTPAKT BLICVIIHBAIOT CEPHOKHCIBIM HAaTpHEM H MOCTe OTTOHKH
pacTBOpHTe. 15t OCTATOK NMEpPeroHsIOT B Bakyyve, cobupas ¢pak-
uuio, Kunsturyto  npu 98—100°/1 mwm. Boixon 85.5—86,5 e, nau
52,1 --52,7Y%, TeopeTHueckoro Ko.Juuyecrtsa; T. mI1. 52—53°!.

I-@enua-3-vmerua-5-anunonupaszos. B noay.iHTposyvio Tpex-
ropayio KpyraooinHyio Ko.10y, cHa0AeHHyo vella kol u ob6par-
HbIM XOJOAHIbIIKOM, noveiaior 100 4 soan u 28,92 (0,2 mo-
As1) coasiokueaoro gennaruipasuda. Cvecs Harpepator a0 60° 1
110 YACTSIM {IpH 31IePrHYIOM NepevelllnBaHHu npuchinalor 16,4 ¢
(0,2 moast) anauetonutpuaa (npumeuyanue 3). ITociae okoHyaHus
npubansienust npuauBaloT 60 M2 KOHUEHTPHPOBAHHON  COJSIHOM
KUC/JOTbE M PeakUHOHIIVIO Maccy KHOATAT B Tevente 30 muuyt. Ilo
OXJMa#/ICHHH cMech 1clTpaIn3yioT BOAHBIM dMMHAKOM, BbiNaB-
HIMH aMHIGIHPA30T OTGILIBTPOBLIBAIOT H NEPeKPHCTAIIH30BbIBA-
0T 13 1 4 Kunsieid soan. Beixon 25,5—26,0 ¢, wau 73,7—75.1%
TeOpETHYECKOF0 KO.IudecTBa; T. m1. 113—114%

1-®enua-3-Metna-s-avnnonupasoa,  CioHpNg,  moa. sec
173,22— e Thle UTbi, ¢1€rKa TeMHeollHe MpH JTHTEe 1bHOM CTOd-
HHM 112 BO3AYXe, XOpPOLIO PacTBOpHMbie B X.J10podopMe, aueTone,
MeTanose, i10X0—-8 yhupe, Oenso.e.

NMpumMeuanuns

l. Meskopasapo06aaetibli HATPUH IPUTOTOBISIIOT CJIe1YIOUIUM
06pa3oM: cMeCh CVXOTo KCH10.1d U HATPHA HAarpesaloT 10 pacn.ias-
Jlenus noceanero (npH 3ToM B X0.10AH.JIbHHKE He 10.TKHO ObiTh
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BOZbl), 3aTeM VIAJTAIOT OOOTPEB d IPH 3HEPTHULIOM NMepeMeltina-
HHUH J10BOISAT TeMOePaTypy KOI6bl 10 KOMHATIIOHN.

2. IToc.1ie npubabaenus nepsbix 30 M2 pacTBOpA HEOGXOAHMO
JOKIAThcA HAYaIa pPeakUHIl H TOJIbKO NOTOM HPHKANLIBATDL
OCTAJbHYIO YaCTh HUTPHIA.

3. Peaxkuusi ciJIbHO 3K30TepMiluiia.

IO pyrue cnoco6sl noayueHus

|-denna-3-veTH.1-5-aMuIONUPA30.T NO.IVYEll TOILKO OlUcal-
HblM Bbillle cnoco6oM, paspadoTaniibiM bepitcom?,

1. G. A. Reynolds, W. J. Humphlett, F. W. Swamer, C. R. Hauser, I. Org.

Chem., 16, 165 (1951).
2. P. Burns, J. prakt. Chem., 2, 55, 143 (1897).



5 -(XHHOJHJ-2)AKPHJIOBASI KHCJIOTA
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ITposepiam: O. JI. Muaxosn, H. A. BaGuse

Nonyuenne

2-(+, 7 1-Tpuxaop-3 -okcunponua) xunoaun. B Kpyr1o10H-
HYIO KOJXOY eMKOCTRIO 250 .4, cllaGXKeHHVIO Mella1KOH, 0GpaTibiM
XOJOAMALIHKOM ¢ X.I0PKAIbiHeBOH TPyOKO#H H Kane.lbHOH BOPOH-
koll, omewator 23,0 ¢ (0,16 mo.as) cBexeneperitanHoro XHHaIb-
nuiui(CM.«(:unTeab{rerepouuKnuquKux,coegnnennﬁ»,7,crp.68)
u 24 ma cyxoro nupuaniia. [Tpu nepemMellinBanuu B Tedenue 30 mMH-
uyT nputGasisiior 24,0 ¢ (0,16 Mo.15) cBexeneperianHoro XIopass
(npumeuatiye 1). Peakuuolnyio cMech HarpeBaroT 2 4aca Ha BO-
AsHo# Galle, MOAJep/KUBAs TeMIepaTypy Oanu B npepetax 40—
50°. 3arteMm iarpeBaiiue NpoJOTKaIOT elle 2 yaca Ha Kinstuiei
BostHo Bt 6ane. Fopsyui paCTBOprCTHBaDTKBCTaKaH,COﬂep)Kauﬂiﬁ
100 ma Jgeasizolt Bogbl. BullesHsiieecst Maca0 f1pit nepeMelHpanin

80



cTeKJsiHHOG naToukoii 3aTBepaeBaer. OGpasopaBiiniics Kpucran-
JUUYECKHH TIPOIVKT OTH.ILTPOBLIBAIOT, THIATEAbHO [pOMbBIBAIOT HA
¢HuAbTPe BOZOH M BHICYLIHBAIOT 1A BO3AVXE. [MToayuaiot 43,0 -
44,0 2 cbiporo NpoAyKTa ¢ T. ILT. 141—142°. Tlocoe nepekpucrad-
aazaunu u3 450—500 w2 75%-1oro sTanoa  [OAyHAI0T CBCT/I0-
KpeMOBble KpHCTALIbl C T. ILT. 146—147°. Buixog 33,6 -35,2 ¢
(72,1—75,5%).

Tudpo.aus. B Tpexropayio KpyriIofoiiyo Koiaby eMKeCTbIo
250 ma, cHaGXKeHHVIO Mella.1KOoM, o6paTibiM  XOJ0HILHHKOM ¢
XJ0pKaJibiiieBoit TPYGKOH H BOPOHKOW IS HOPOHIKA, 1HOMCHIAIOT
20,2 2 (0,36 mo.ast) eakoro Kaau v 100 1 abcosiOTHOrO YTAlIOIA.
CoaepxuMoe Ko.10bl HarpeBalT Ha poasnoil Oaue npu 60°, n0
MOJIHOTO pacTBOpeHus ilesoun. ITpu ieripepbiBHOM liepeMelliiBa-
HUH HeGoabmMMHM nopuMavu 1o0asasior 20,3 ¢ (0,07 MOJESE)
2-(%. %, Y-TPUXJIOP- 3 -OKCHTIPOMHT) XHHOTHIIA, O UACPAKNBAA TCM-
nepatypy 6anu  npeeiax 75—80°. 3areM NpOL0IKAIOT iHarpesa-
Hue eute 4 uaca npu 90° (npuyeuanne 2). OOpaTublit  XOITOHIDL-
HHK 3aMesoT HHCXOIAIMM H  TpH DepeMellnBanHh  OTFOHSIOT
stano1. K ocratky npuiausaot 50 .1 BOALL H OCTOPOKHO HOLKIL-
casior 18%-uoit coanoit kucaorot o pll 4 (upuweuaiie 3).
PeakunoHHVio Maccy NepeMelllHBaioT 2 yaca, 11poBepstioT pll cpe-
Ibl, BbIABLIMA 0OCAT0K OTOUIBTPOBLIBAIOT, 1POMDIBAIOT 40 -
50 M4 BOABL M BbICYIIMBAIOT ia Bo31yxe. [Toc.1e iepekpHeTa Lnsa-
uuu u3 150—200 sa 50%-110ro 9T1aHOTA BEUICCTBO ILTABHTCST HPA
197—198°.

Brixon 8.4—806 ¢, win 60,4---61,8% TeopeTHuecKoro Kosiue-
CTBa.

3 - (Xuioana-2) akpuiosas kuciora, CitlgNOz,  Moa. sec
199,21 —KpeMOBOro UBeTa KPHCTAL1bi, XOPOUIO PACTBOPHMBIC I
aueTole, THIOBOM H MCTHIOBOM CHHPTAX, NI0X0—B Oensodne  H
HepacTBOpHMbie B BOE.

NMMpumeuanus

1. J1as noavuenusi xa0pais K 50 ¢ npolaxkioro Xiopadbrij-
pata po6apasor 54 .l KOHUEIITPHUPOBAHHION CePHOM  KHCJIOTHE H
neperousiioT. [lonyuaior 45,0—46,0 2 x10pasis ¢ T. KHIL 97---98°.

81



2. Jlsis yaaynoro npoBeeHHs THAPO.IH3a HeOOXOIHMO CTPOre

co6/1101aTh TeEMIEPATYPHbIH PEXKHUM.
3. Cseayetr TOYHO npHjepxHBaTbesl ykaszaHHoro pH cpeasl,
TaK Kak MpH NOBLIILIEHHH KHCTOTHOCTH  BbiXOJ NMPOAYKTA CHHXKA-

eTcd.

I pyrae cnocobbl noayveHus

B-(Xnuo./u.a-2) aKpuJoBasi K1cJ1oTa nojayyeHa H3 2-XHHOJH.I-
asbJleTHAa H MaJOHOBO#Ml KHCJIOTH B MPHCYTCTBHH NHPHAHHA'.
ITpuBeneHiias Bbillle NPOMUCh MNpeatoxeHa AabGepTcoM H

Baxmanom?.

1. A. Furst, H. A. Harpes, R. I. Seiwald, M. D. Morris, R. A. Heve,
Arch. Blochem. Blophys., 31, 190 (1951); [C. A., 45, 7572 (1951)}.
2. A. A. Alberts, GG. B. Bachman, J. Am. Chem. Soc., 57, 1284 (1935).



XPOMAHOH-4

Y L Gi—cHOY  — s ) HCl
l\/I'OH - CH=CHES I\/”OCHZCHZCN -
o
]
. '/\” PCL,, AICI, |/\” L\I
—
'S/ OCH:CHCOOH Ao

IMposepuan: M.A. Kaagpuxan, JILA. I'puro-
pan

Noanyuenune

8-®enokcunponuonurpusr. B aByropsyio KpyT/oN0HHYIO
KOGy eMKOCThIo 250 M, cHaOxeHHYI0 0OpaTHBIM XOJIOAHMBITHKOM
H KaneapHoil BopoHkoil, noMewaoT 94,0 ¢ (1 MoJb) pacruiansen-
HOTO (peHo/1a M HeGOMbIIHMH KycOodKaMH BHOCAT 1,15 ¢ (0,05 r-aT)
HaTpuf. 3aTeM N[O KanjisfM npuGasssitor 69,0 2 (1,3 Mous) ceexe-
neperHaHHOTO aKPH.IOHUTPH.IA. Pe2KUHOHHYIO CMeCh KHAATAT B
teyenne 14— 15 uacos. [To oxaaxaenun 106aBasioT 20 ma ykeyc-
HOM KHCJOTh, 06paTHbIH XOJOAHIbHIIK 3AMeHAIOT HHCXOASAIWHM H
OTTOHSIIOT H36LITOK akpu:iIoHuTpHIa. K ocratky npuausaior 80—
100 M4 BOAB M cMeCh TPHXKIbi 3KCTPATHPYIOT G€130J0M MOPLHA-
MU 110 60 4. Ben3oabHbill IKCTPAKT MPOMbBIBAIOT BOAOH M cyllar
cepHOKHCIBIM MarHueM. [loc.Te OTTOHKH pACTBOPHTEIS B BAKYYME
BOJOCTPYHHOTO HAacoca OCTATOK neperoHsor, cobupasi BellecTso,
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Kunsuee npu 135—137°/3 mm. Beixog 88,2—935 2 (60,0—
63,6%). ITponykT KpucTa L IM3yeTcst mpH CTOSHUM, MEPEKPUCTAI-
JAM30Bannbiil U3 ypupa, mI1aBuTcs npu 58—59° (npumeyaHue 1).
g-denorcunponuonosas Kucaora. B noay MTpoByio Kpyr.io-

ROHIYK Koady, cHaOKeHHYo Oo0paTiibiM XOJOAU.JIbHHUKOM, MOMe-
matr 73,52 (0,5 wmoas) B-denoxkcunponuoHntpuaa, 200 i
25%-110#1 CO/ISIHOM KHCTOTHL U PEAKIIHOHHYIO CMeCh KHUMATHT B Te-
vyenue 15 yacoB. 3aTeM colepKuMoe KO.I0bl OX.1aXAAI0T, OTCACH-
BAIOT BLINABUIYIO KHCJAOTY, HECKOJIbKO pa3 MpoMbIBAIOT BOIOI
nopuusiMu 1o 100 ma u cymar va Bodayvxe. Boixon 70,5--74,7 e,
uau 85,0-—-90,0% TeopeTHuecKoro KoauuecTBa; T. ma. 93—94°
(npumcuaiie 2).

Xpomanot-4. B Tpexropayio Kpyr.io10HHYIO KOIGY e MKOCTbIO
750 ma, cHAGKEHHYIO MeIIAIKOH H 06paTHBIM XOJ0THJIBHHKOM C
XA0OpKa/ILUMeBOH TPyOKOH, noveuiaroT 41.5 ¢ (0,25 woast)  3-(pe-
HOKCHHPOITHONOBOH  KHCT10Th ¥ 350 A1 abGCcoM0THOrO  GeH30.1a.
3areMm 1pH nepeMelIUBAHHH MOPHHAMH N0 4—5 2 npHOABISIOT
833 ¢ (0,4 moas) nstux.aopuctoro dochopa. Ilocte npekpaye-
IHS BBELeeN XJ10pHCTOTo Bodopoaa (10—15 MuHYT) comepi-
Moe KOv1Obl c/ierka Harpesaror 40 Mo.Tys4eHusi Npo3payHoro ke Iro-
BATOIO PacTBOpa. PeakuuoHuyio cMeCh OX14KAAI0T JAbI0M H NPH
nepeMelinBatiid nHocreneido npubasasior 93,3 ¢ (0,7 woas) Ges-
BOAHOIO TPEXX.IOPHCTOrO aTioMHHUSL  (npuMeuatide 3). [Tepeme-
IMMBALIC [MPO10IAKAIOT NMPH KOMHATHON TeMmepaType B TeueHHe
3- -4 yacon, cMech BJIMBAIOT B CTAaKaH, colepzkawdi 1 .2 j1exsiHol
BOADLL, U TPHK,Ibl 9KCTPATUPVIOT 3upoM nopuusiMi no 100 1.
Ixcrpakt mpomwuiBalor 200 a2 15%-Horo BOAHOTO pacTBOpa
€KOr0 HATPa M BbICVIUUBAIOT Ge3BOTHbIM X.JIOPHCTBIM KAbLHEeM.
[focae OTroltKH PACTBOPHTC.IH OCTATOK MeperoHsIOT B BaKyyvMe,
cobGupast  ¢pakiuuio, Kunsuyio npd 115—117°/15 um (npuse-
yaiue 4).

Boixon 28,3-—29.6 ¢, w1 76,5—80,0% TeopeTHueckoro Ko.1u-
YecTna.

Xpomatnon-4, CoHgOs, Mo1. Bec 148 16—6GecuBeTHas Kul-
KOCTb, PACTBOPHMas B OOLIYHBIX OPraHHYeCKHX PACTBOPHTE.IAX,
HepacTBOpUMAs B Boje,
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NMpumMeuvaHns

1. OnucauHbiil cniocob noayyenus 3-PeHOKCHIPOHHOHHTPHAA
ocHoBaH Ha paborax Kousonxka u ['vilo' ¢ HeGOIbIIHMI  H3MeHe-
HHsiyMu B fetadsnx?. B8-MeHOKCHIIPOMHOHHTPUI NOJTYUYAeTCH TAKXKE
92-yacoBHM HarpeBaHHeM (eHo1a ¢ aKpPHJIOHITPHIOM B Cpele
TpuroHa-b3.

2. INpoayKT Brnoie Npurofel A5 LHKJIH3ALIKH B XpoMa-
HOH-4. [lepekpucTalIM30BaHHasE H3  JIUTPOHiLA, 8 -penokcunpo-
[MOHOBAs KHCJIOTA MJaBUTCH TpH 96—97°.

3. Ipu no6aBieHHH TPEXXJOPHCTOro aJIOMHIHS Biadane
peakUHOHHAs cMeCh OKpaluiuBaercs B Kpacunifl IBeT, nepexons-
wMH K KOHUY peakUHH B TeMHO-KOpHuHeBbil.

4. XpomaHoH-4 TpH CTOSHUM B XOJOAMJIbHHKE KPICTAMIH3Y-
eTcsi. KpHcTaaasl npH KOMHATHOH TeMnepaTrype BiOBL nepeXolasT
B JKHJKOe cocTOsiHHe. XpoMaHOH-4 MOKHO MepeKpHCTa/JIn30BaTh
13 HeBOJBLIOro KOJHYEeCTBa MeTanojga TMpH  OXJaK/AeHHH [0
— 10— (—8°) M GUILTPOBAHMM NpH Temmepatype ie Buile 0—1%
TeMnepaTypa mjaBienusi 36—37°.

O pyrue cnocobbl nojy4eHus

XpovaHoH-4 nogyuen M3 B-QeHOKCHNPONHOHOBOH KHC/IOTH
B3auMogelcTBHeM ¢ dochopubiMm  anruipuiom*’, noaudochop-
HOMS, cepHOI’ U DTOPHCTOBOLGPOIHON® KHCJIOTAMH.

[Mpusenennas Bbillle NPOMHCh OCHOBaHA Ha paboTe Keanepa
u Lluvaakosckoro®.

. 1. Colonge, A. Guyot, Bull. soc. chim. France, 1228 (1957).

. A. A. Aposi, B. B. Jlap6uusn, Mas. AH Apm. CCP, XH, 16, 59 (1963).
. H. H. Kelter, F. Zymalkowski, Arch. Pharm., 304, 543 (1971).

.'S. G. Powell, J. Am. Chem. Soc., 45, 2708 (1923).

. ]. Colonge, A. Guyot. Bull. soc. chim. France, 325 (1958).

. 1. D. Loudon, R. K. Razdan, J. Chem. Soc., 4299 (1954).

_F. Arndt, G. Killner, Ber., 57, 202 (1924).

. H. A. Offe, W. Barkow, Chem. Ber., 80, 458 (1947).
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2-UHAHMETHJIOKCH-4,6-BUC-IUMETHJIAMUHO-cumsn-T P HA3HH

/(:\1 I_\"(CHg)s(i
7N (CHy);N Z

N ; N N
(CHy),N \N/" N(CH;), (CHy),N '\N/" N(CHy),

N(CH,),CI OCH,CN
N CH,0, NaCN &N
(CHa)zN'\N/"' N(CH;). (CHy).N '\N/" N(CHy),

Hpeanoxuan: B, B. Tosiatan, K. A. 3au-
a3y
Nposepuau: T. A, Tesoprsn, T. A, Xavarypsin

Monyuenmne

Xaopucroul Tpu/ueru/t-(4,6-6uc-duMeru/za,uuHo-cuMM-Tpuasu-
HUA-2) AaMMOHUIL B NIOCKOLOHH VIO K010y eMKocThio 250 ma nome-
maior 20,2 ¢ (0,1 mouast)  2-x.10p-4,6-61C- MM eTHIaMHHO-CUMM-
TpHa3uHa (uipuMcyanue 1) u 100 ma adcotioTHoro 3¢pupa. Ilpu
HUTEICHBIIOM OXJaKACHHH .TbJOM H BCTPAXMBAHWMM NPUJIHBAIOT
pactsop 5,9 ¢ (0,1 moaa) TpumeTnaavuna B 30 M4 a6COTIOTHORO
3pupa. Peakunonuyio cyMech ocTaBIfiOT HA HOUb, 3aTeM OTCACHI-
BaIOT 06Pa30BABILYIOCH YETBEPTHUHYIO COJTb, TPHKbI NpOMbiBa-
10T a6Co/MOTHBIM 3PUpoM nopuramMu o 30 a1 Kaxkaas u BhICYILIH-
BalOT B BaKyyM-skcukatope. [loavuaror 19,7—213: (755—
81,7%) npoaykra ¢ 1. na. 167--169°.

86



2-l[uaHMeru.r1o;<cu-4.6-6uc-6umeru.wMuuo-cuMMvrpuaauH. B
TPeXropay Kpyr.1010HHYIO K016y emkocTbio 100 a1, cuabxen-
HYI0 OOPATHbIM XOJOAMJILHAKOM H KarneJbHOVM BOPOHKOH, nomeila-
ot 2,9 ¢ (0,06 Moas) UMAHUCTOTO HATpHH B 5 ma Boabl. I1pn ox-
12K IEHUH JbIOM M COJIbIO W NepeMelllupaiii B TCUEHHE 3 MUHYT
TPUKanbiBaloT 45 2 (0.06 moas) 409 -noro ¢opmasunna, a ucpes
20 munyt—13,0 2 (0,05 MO.151) XTOPHCTOTO TpuveTua- (4,6-6uc-nn-
\MeTHIAMHHO-CUMM-TPUAZHHH.T-2) AMMOHHH, pacTBopeHloro B
15 ma Boabi, B TedeHue 10 MuHYT. PeaKUHOHIYI0 cMECh nepemen-
BAIOT ellle 2 4aca NpH KOMHATHOH TeMnepartype, 3aTeM (pHJUBAE-
oT 20 ma Boabl. Ocalok OTCAchiBAIOT, NPOMbIBAIOT 20 M. BOADLE
(npumeuaHne 2), BLICYUINBAIOT Ha BO3JyXe H MepekpHCTalIn3o-
puiBator U3 30 ma roayoaa; T. ML 113—114° (upnmeuaiine 3).

Bbixon 9,0—9.4 ¢, uau 81,3—84,7% TeOpeTHUECKOrO KOJau4e-
cTBa (mpHMevaHue 4).

2-U.PlaHMeTPl.'IOK‘CH-4,6-6”6'11'/[!\4eTPlJIaMPlllO-CuMM-TpVIaSH‘H,
CoHsNgO, mo1. Bec 992,26 —6e 1bie KpHCTALIb, pacTBOpUMbie B
GensoJe, 3dupe, cnupre, alleTOHE, HepacTBOPUMbIE B BOJE, HETPO-
JefinoM adupe.

NMpuMeuaHHus

1. 2-X.1op-4,6»6uc-;11mer11.1aMm(o-cu,t.u-Tp-uaaun noJyuen
B3aUMOJeHCTBHEM IKBHMOIAPHBIX KO.IUYECTD LHauypxJjopuaga H
kap6oHaTa HaTpus ¢ H3GLITKOM COTSHOKHMC/IOTO AHMeTHIaMUNE B
BoaHOM aletoHe. Bbixon 80—85%, 1. nJ. 66—68°".

2. M3 duabTpaTa Bhinanaer He6oabllloe KOJNUeCTBO KpUCTa-
J0B, UMeIOIUX Ty XKe Temneparypy [aBieliusi, YTO ' OCHOBHOH
npoO1YyKT.

3. ITpyn nepekpHCTaLIH3AUHMH U3 TOTyO01d na QuabTpe oCTaeT-
cst okoao 109% BewecTBa, MpeICTaBJARIOUIETO coboit 2-0kco-4,6-
6uc-1MMETHAAMUHO-CUMM TPHAZUH C. T. ILT. 260 263"

4. AHaJOTHUHBIM O0Pa30M MOKHO CHUTE3NPOBATE apyrue
X.TOPUCTbe TPUMETH.T- [4,6-6uc-aaxua (AHaIKUIT) AMUHO-CUMM-TPH-
a3HHUA-2]aMMOHHUL H 2-uuaHmeTnnoxcn-4,6-6uc-anmm(nua.m\'um
AMHMHO-CUMM-TPUAZHHDI-
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Jpyrue cnoco6sl noayuenus

2-llnanvetn10ken-4,6-61c- THMETHIAMHHO-CUMM-TPUA3HH TO-
Jyuell TOJHKO OIMCAHIBIM Bbillle crnocodoM?,

1. W. M. Pearlman, C. K. Banks, J. Am. Chem. Soc., 70, 3726 (1948).
2. B. B. Josaarau, K. A. Janazan, Apy. xnw. XK., 24, 354 (1971).



MNPEAMETHDBIF YKA3ATEJIDL

Asor 10, 75

Axkpnaonntpna 38, 39, 83, 85

AmoMnunii TpexxJopucToiit 84, 85.

4-AMmuHo6en3-2,1.3-tvaanason 15
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2.3-Inrnapo-3,6-anMeTna-3-ruapo-
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aa) -1,2,4-tpuasun 21, 22, 23
dumetniacyaspar 11
2.4-JumeTtnarnasoa 12
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3,6-IlnmeTua-7H-Tnaszono- (3,2-8) (1.2,4)
Tpuasuu-7-on 24, 25, 26

2,5- [T umeTtin-4-periinnupiann 27, 29, 30

Ilumernadopmamun 39, 40, 58, 59, 62, 64
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Hnnoa 38

Hon 34, 53
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na-2 42
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38, 40
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36, 37
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Kaauit  yraekuncawmii 11, 28, 32, 46, 48
64, 72, 75

Kaanii unannctoiil 60, 66, 72

Jlutui 28, 75

Marnuin 34, 76

Marmnin fojucetoifi 34

MaJgoHoBas Kiicaotra 82

Meran 30

Metanon 43

MeTtiaamnn 69

a -MeTua- ¢ -ateTuAGVTHPONIKTOH 32,
63

Metuasunnaketon 42, 48

MeTnsed xJaopucTolii 15

2 MeTtnanmigazon |1

90

MeTia ioxucToii 32, 63
MeTun0Bblit  3¢Up aKpHJIOBOH KHCJO-
T 43
MerunoBbiit 3¢up 3 - (4-MeTOKCHGEHINA-
aMilHO) MpOMHOHOBOI KicaoTel 43, 44
3-Meruanentanon-4-os1-1 62, 63
3-MeTtnanupaszonuH-2 41, 42
2-MetuatHaauason 12
Z-Mernarpuntamuu 32
4.MeTokcu6en3nsaamni 7, 8, 43, 44
N-(4-MeTokcubensia) 6uryaana 7, 8.
1- (4-MeTOKCH6eH3u) -5,6- 1T apoyvpa-
it 43, 44, 45
4-Metokcubensiadraanni 44
4-Metokcu-3-xaop6ensiaunanny 23
Mouesnna 44
MypaBbiiHas KicaoTa 8

Hatp eaknii 8, 17, 23, 23, 28, 31, 39, 84

Hartpuit 36, 37, 77, 78, 83

Hartpuit cepniictokucawii 17

Hartpuii yraekucabtii 25, 28, 87

Hatpuit  vKCycHOKucabil 51

Hatpuf wnanucruii 47, 55, 87

Hartpus 6ucvastdnr 15, 47

Harpus wmertabucyasdir 15

Harpus ¢opmiuar 8

Hurtpua 2-okcit-2- (1,4-6eH30,1110KCan-2)
npomioHoBo# KicAoThl 46, 47, 48

HuTpuia 2 -OKCHII30MACASHON  KIICJA0-
TH 61

Okiicb  agioMitHns 53

3-Okcii-4-6pomrerparitiporioden -
okcia-1,1 51

3-Oken-2,3-uirnaporuodeninokena-1,!
49, 50, 51

3-Okcuterparu apotnoderanokeni-1,1
52, 53

3-Okcn-4-xJ10pTeTpariapoTHodeH -
okcnia-1,1 49, 50, 51

2-0OKco-4,6-6uc-auMeTHIaMHEO-CUMM-
Tphiazhy 87



9-OKco-3-(peHna-4-HMHHO-5,5- THMeTH.1-
okcazomianH 54, 55, 56

OaoBo aByxJjophctoe 33

OproMypaBbinbiil 3pup 57

Mepxaopat 2,6-1ndedna-4-(N-Gensn.1-
nHAoAHA-3) nupuans 57, 58
Mepxaopat 2,6-anpesnanuphis 57, 58
Tunepuaun 60
1-Munepu anHo-1 -UHAHOUHKIOTeKCaH
60, 61
1-Iunepuauto-1 -unkaorekcen 61
Mupuaun 51, 54, 55, 80, 82
[Muporananon 34, 70
Tlupokarexun 46
Moaugocdopuas Kncaora 85

PryTb ceprokuc.1as 69

Cepuas kucaota 17, 28, 69, 75, 81, 85

Cepnucras kucaora 15

CepuHeTbif Taz 15

CoanHas Kncnora 11, 25, 28, 31, 32, 39.
14, 52, 60, 63, 64, 69, 71, 78, 81, 84

2,3.3a,8a-TeTparnipo-3a,8a-inMeriil-
¢ypo(2,3-B)unioa 62, 63

3-Tuo-6-metna-1,2,4-tpuasin-3,5- (2H,
4H) anon 24, 25

Tuouna xJopucteiii 13, 14

ThoceMukap6azoH NUPOBIHOr paIHOI
KHCAOTH 25

1,.2.4-TpHasun 23

S5H-acumm-Tpuazuto-(5,6-8) uinao-
n0-3(2H) Thon 64, 65

Tpumeruaamun 86

1,2,5-TpumeTna-4-ampHo-4-1uiaunnnepu-
nuu 66, 67

1.2,5-TpumeTn/-4-6y TOKCITMETH. TH.1eH-
nunepuaun 74, 75

1.2.5-Tpumeruanunepnioa-4 28

1.2.5-Tpumeruanunepnion-4 66, 68, 69,
70, 71, 75, 76

1.2,5-TpumeTua-4-cliiporilaHTon-
no-5-nunepnany 7k, 72, 73

1,2,5-TpuMeTia-4-pednnunepijenn 28,
29. 30

1.2.5- TpiseTi.i-4-penusmmne piaon-4 27,
28, 29

1,2.5-TpuseTita-4-popmuinnnepising 74,
75, 76

1.2.5-Tpusetna-4-uannnnepuion-4 71,
72, 73

Tpuntogoa 63

Tputou-B 85

Tpudennadocdun 76

2-( -{.*;,T-Tpnx.'mp-[s-oK(‘lmpomm) XIl-
nosmin 80, 81

Tpustuaamun 15, 22, 61

Vkeyenas Kueota 44, 58, 83

Qennarnapasnu 31, 78

o-®ennaenanamud 13, 1415

dennansoniadar o4

Genpaantin 75, 76

l-CDeHn.w-IZ-.\ieTn:l-S-ziMnnonup(:uon 77,
78, 79

3-@enokennpomioHnTpita 83, 84, 85

s-Penokcnnponinononas  Kicjora 84,
85

Denoa 83, 85

dopuaann 87

Docpopubiii anrnpul 85

dochop matinsaopicTni 84

docdop TpexxaopHCTHIL 39

dropicToBo10poHas KitcaoTa 85

Nnmaanani 80

5. (XnHoaa-2) akpiioBan Knejota 80,
81. 82

NuHoanaaabierny 82

Xaop 33, 34, 39

X.aopann 80, 81

X.Jaopaapruapat 8l
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4-6pombens-2/1.3-tna-
17, 18

Xaopanruapnz
Jd304-7-cyanGokieaoTe 186,

Xaopaneron 25, 26

2-Xn0p-4,6-00c-1IMe THIAAMTITIO-CUMM-
Tpuazim 86, 87

XaopneTiit Genina, e, GeHing xJaopii-
CThIl

Xaopuctotit Bolopoa 23

Xaopuctodt  Tpumetii- (4,6-6uc-1me-
TIMIAMINIO-CHMM-TPPAZHINI-2) aMMO-
it 86, 87

5-Xuop-3-Metianentanon-2 31, 32

XJopHast knelota H8

XaopeyiandonoBas Kncaota 16, 17, 18

Xpomanon-4 83, 84, &5

2-Unannsonpomuaosoii  3pup derna-

Kap6aMIHOBOil KncaoThl 54, 55
2-luanmetiiioken-4,6-6uc-anMe -

amMno-cumm-Tprasnu 86, 87, 88
Lnanyp xJopuctsii 87
1-3-Lnanstuanuios 38, 39
1-3-Lnanstnanuioc.a-3-aab1ernt 39
Lnkaorekcanon 60

3.4-Anokcnterpariipotiioden 1u-
vienx-1,1 51

3ranoa 23

ITIVIEHTTIKOb 15

ITiA0BbIT 3UP XJTOPYKCVCHON KHC10-
o 36



