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OT PEINIAKTOPA

Ceanmoi Boinvek cepun «CHHTE3B IeTepOLMKJIMYECKHX COoe-
\HHEeHHIT», TOMHMO paHee HCIIOJIb30BAHHBIX FETEPOUUKIHYECKUX
CHCTEM: THA30J1a, HHA0J1a, THPHIHHA, XMHOJHHA U APYTHX, COAEP-
JKUT METO/ibl CHHTE3a NPOU3BOJAHBIX THOGMEHa, MUPHMHUAHHA, OeH- -
30[MOKCcaHa, 6eH30THa30/a, 0OKCafiMa30da U APYTHX TeTePOIMKIH-
YeCKHX CHCTEM. DTH COeJ\HHEHHA CETOMHA MPEACTABJAIT HHTEpeC
S moJyuyeHns (pU3MOJOTHUeCKH aKTHBHBIX ITIpeliapatoB, KpacH-
TeJlell B TOJMMEPHBIX BEILECTB.

ITo npuMepy npeaplnylIuX BBHITYCKOB CelbMO¥ BbII]yCK c6op-
HMKa COMEpPKHT TPHAUATh METOJO0B, M3 KOTOPHIX UacTh Npeajo-
xeHa corpyaHukaMu MHCTHTYTa TOHKOH OpraHuyeckoil XMMUH H
JPYTHMM aBTOpaMmi, OcTajbHad dyacTb—o0ToOpaHa M3 JuTeparyp-
HBIX HCTOYHUKOB M BKJIOUeHa B cOOPHMK NOCJe TIPOBEPKH M BHECE-
HUA HYXHBIX KOPPEKTHBOB, 0GecIeuHBalOLIMX XOpOLIHe BHIXOIb:
11 BOCIIPOH3BOJIMMOCTb METOAA.

Ipu cocrasnennu pasgena «JIpyrue cnocoObl MOJTYYEHHT»
HCHOJAB30BaHa guTepaTypa Ao 1963 roja BRIIOUHTENBLHO.

A. JI. MHIDKOSH
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4-MeTHIXHHOMHA-2-MepKANTOYKCYCHAs  KHuc/aota
HukoTHHOBasl KHCJI0TA
2-OxcumMeTha-1,4-6en30JHoKCan
N-OKuchb-4-6eH3UIOKCHIPHH A
N-OxHcb-4-XJOpIHpUAHHA
MMnpunua-2-xkapbunon  (2- oxcuwemnnupﬂmu)
Mypan-2,5-1uKap6oHoBast  KHCJIOTA
Dypuia-2-ranoKcans
XHHaAbAMH . .
Xaopauruapui 1,4- 66H3011P[0KC3H -2- Kap60HOBoH KHCTOTH
XJIOpIHApAT 3THI0BOre 3hHpa 2-rHAPasHHO-4- MeTHJITHA30/1-5-Kap6oHo-

ROl KHCJOTH
2-Xnopmerua-1,4- GEH:)O,ZIHOK(dl{ . . .
Srusosbiil 2¢up 4-aMuHO-2- hap60KCl/lMETPUIMepKaHT()Hllle\lH,dl/llfl 5-kap6o-
HOBOH KHCJIOTH . .
2-DTOKCHXHHOJHH (3THIOBHI 301p Kapéocmpﬂna)
ITpeaMeTHEI yKasatesb
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2-AMHHO-1.34-THOAHA3OJ

H,NHNCNH, - HCOOH —— HCNHHNCNH, - H,0
I I I
5 0 S

cHcoct NN ,
HC NHHNCNH, — I + H:0
I I HC  C—NH,
(e} S Ns

Iposepumu: A. A. Aposn, B. B. Nap6unsu

Moayuenmne

Popmuaruocenurapbazud. B KpyraoJoHHYIO KOGy eMKO-
CTLI0 250 M4, CHAGKEHHYIO OBPaTHHIM  XOJOAHIBLHHKOM, MOMe-
2ot 60 s 90%-Holt  MypapbHHON KMCJOTHI I HarpeBaioT Ha
BO/ISIHOM GaHe oKosMo 15 MuHVT. 3aTeM B HATPeTYIO KHCJIOTY BHO-
cat 27,3 2 (0.3 moasi)  THoceMnkaphasuma (npuscuanue 1) u
[IEPCeMCLIHBAIOT 10 HOJHOTO pactBopeHiis. Harpesatine peaxkumoir-
HOH CMeCH MPO/10/1KAIoT elite B Teuctne 30 Mty T, npit 37ToM 06big-
HO  BBLIEJTIOTCS  KPHCTALIL  opMiLITHOCeMUKapOasiia.  [To
oxonvatiy peasuint jodapasor 100 st sl soin. Odpa-
30BABIHIACH MOJOUHbIT PAacTBOP QIKIBTPYIOT. WHALTPAT OCTaB-
SA0T HA 4ac, (OCAC Yero OXJAdmAaiT JbJAOM B TeueHHe ABYX
yacos. Boutemusiunecs  kpucraninl  popMHITHOCCMHKAPGA3UAA
OT(HALTPOBLIBZIOT U BLICYLIMBAIOT HA BO3AYXC.

Boixoa 25,0—27,0 ¢, uau 70,0—75,6% TeopeTiueckoro ko-
~nyectsa. T. na. 177—178° (¢ paszaoxenuem).



Luxausayus. B KpyriopoHHyI0 KOn6y eMKocTbio 250 a.1.
CHa0XeHHYl0 OOpaTHBLIM  XOJIOAMJIBHHKOM C XJOPKAadbIHEBO;
Tpy6Koit, nomemaior 23,8 2 (0,2 mons) dopmunTHOCEMHKap6asuaa
n 47,1 ¢ (0,6 Mmoas1) CcBexeneperHaHHOTO XJIOPUCTOTO ALETH.IA.

Ilpuy KomHarHo# Temneparype npuGaH3uTeNbHO uepes 10- -
15 MuHyT HauuHaeTcst GypHas PeakUusi ¢ BhiZeAEHHCM XJAOPHCT-
10 Bosopona. Ilorpyx)eHuem peakLHOHHOI KOAGK BpeMs OT Bpe-
MEHH B XOJIOAHYIO BOAY YMEHBUIAIOT CKOPOCTh PE&KLUHH, HO HC
ocranaBnuBaloT ee. Jlanee cMech OCTamJsllOT NP KOMHAT-
HOW Temnepatype 5—6 uacom, 3arem Npu OXJaXACHHM JelsHON
BOJIOH NPHJIAHBAIOT yepe3 Xon0AuNAbHUK 90-—100 ma seasinolt o
(npuMevanune 2), duabtpyor u Kk ¢uabrpary npuausator 20% -
Hbll pacTBop eAKOro HaTpa JO LUeNOYHOH peakUWH Ha KOHTO
(oxo10 4050 m.a1). BumaBurne KpHCTalap OTCACHIBAIOT H MPO-
MbIBAIOT Ha (QuabTpe 25—30 w1 xos0aHoH BOoAbl. Chipoil npo-

AyxT Beeur 14,7—16,2 ¢ v naasutest npu 187—188°. Iepekpuc-’

1anMu30BaHHLIT U3 60-—70 aa Boam 2-amuuo-1,3,4-THOAMA30.1
ndagutes npu 189— 190° (¢ pasaoxenuem).

Buxon 12, 2-13,0 &, uin 60,4—64,3% Teope1uyeckoro ko
JTHYCCTBA. .

2-Anmio-1,3.4-ruoanazon, CyHsNsS, woa. sec 101,10—6ec-
HBETHOE KPHCTA/LIHYECKOE BELEeCTBO, TPYIHO pPACTBOPHMOE B
O0L'MHLIX OPTaHH4YCCKHX PACTBOPHTEJAX H B XOJI0/HON BOAE.

NMpumeuaHnus

I. Has obecnedeHiisi BLICOKHX BLIXOI0B THOCeMHKapbasu,i
#04KeH OBl Th BLICOKOKAYECTBEHHLIM. DBl NpHMeHell THOCCMUKAD-
Da3uL MapKy xu.

2. Heapsn npuansath BCIO BO1Y CPazy. BBIY OYPHOrD paz-
JOZKCHHSL H3JAHWKA XJopHeToro anletnaa. Cnepsa 'puauBaioT )
KAanJisgM 8 10 Al 1 TOJABKO [10CJ€¢ 3TOTO BCC OCTAJbHOE KOJK-
4ECTRO.

Hpyrue cnocodsr nonyuexns

2-AmirHo-1,3,4-THO M A301 TIONYUARTCH THAPOJIHIOM 2-(Op i-
amuno-1,3,4-ToAna3ona consiHoit KUCAOTOH[ '], a TakKe Harp.-
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BaHHEM MVDABLHHOH ~ KHCJIOTbI M THOCEMHKap6a3uia B npHcyr-
cTBUl NOAHDOCPOPHOA  KHCAOTH H GHC- (3THATEKCHN) -CyNbdo-
cykuuHata Harpusf?].

ITpuBeneHHan BhiLIe NPONHCH OCHOBAHA Ha paGorax ®peyHja
u Maiinerxe[®] ¢ yuetom HeGOJIBUIMX HM3MCHEHHHl, BBeIEHHLIX
Foepaeaepom, Omom u Tertmeiiepom[ 4].

1. S. Ban, J. Pharm. Soc. Japan, 74, 858 (1954) [C. A. 48, 107417 (1951)].
2. ). Song, Aepuk. mat., 2,799 683 (1957) [C. A. 52, 446° (1958)].

3. Freund. Meineke, Ber., 29, 2514 (1896).

1. . Goerdeler, J. Ohm, O. Tegtmeyer, Ber., 89, 1534 (1956).



2-AMHHOMETHJAXHWHOJHUH
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Mpeanoxuan: O. JI. Maaxoan, b. U lteiivian
Mposepuan: M., A. Kaaapuksy, JI. M. Tockyunua

Moayvyenmue

B noay/nTpoByio TpexropJyio koady, cHAGKEHHYIO Meuia-
soff ¢ 3aTBOPOM, OOPATHLIM XOJOJMNBHHKOM C XJI0pKANbIHEBOH
TpyOKO#H H KaleabHONl BOPOHKOH, NOMEULaloT PacTBop 3,8 ¢ (0,1
mons) anomoruipiaa Juths B 100 s aGcoMOTHOTO sdupa. K
COEPXKUMOMY MPHIHBAIOT MO KanJasiM 15.4 2 (0,1 M0Ja51) HUTpH.IA
XHHAMbANHOBOH KHCHOTLE (oM. «CHHTE3bl TeTepOUHKJIMUYECKIN
coennHeHnii», 5, crp. 34), pacrsopennoro b 250 sz aGcoIOTHOIY
a¢Hpa TaK, uTOOL 3PHP PABHOMEPHO KHIIE. PeakuuoHHYy0 cMeCh
KHMATAT B TEYeHHe 3 4acoB, NOcJae 4ero AaloT OXAAJHTLCH 10
KOMHATHOHN TEMIepATYphbl H OCTOPOHKHO 1O KarisM npubasasior
95 s BOAB, a 3aTem 35—40 a1 40%-Horo pactBopa  CAKOID
natpa. DPUPHLIL CI0H AEKAHTHPYIOT, OCTATOK TPHAKALL MPOMBI-
raloT 2GupoM, nopiHsMu no 5075

75 ma. CoenuHeHHbie 3(HPULC
SKCTPAKTH CyliaT Ge3BOJHbIM CV./ib(aToM HaTpHA. Adup otro-
HAIOT, 4 OCTATOK HEPEroHsIOT B BAKyYMe B TOKe asoTa (mpie-
yanne). CobupaioT Pppakuuio ¢ T. kui. 140: ~-142°12 mm.

Boxon 108 11,2 2, nan 68,3—70,29 Teopertnyeckoro ko
JHYCCTRA.
o Anunomenitixnpodn, CioHoNa, Moa. sec 158,21 —cBenie-

JKEJITOe MaCA0. PACTBOPHMOE B MCTINIOBOM, ITiJIOBOM CHHPTAX.
Genzone, aupe, MJI0X0—B JHTPOHHC.

MpumMeyanmns

JLas npeoTspauleHis KapBOHM3ALMK NPOLYKT  peakil
‘C/lelyeT neperoHsiTh B TOKe a30Ta, NpeABapUTeqbHO MpOlyINeHHo-
IO yepes pacTBOp NEPMAHTAHATa KAJHA W KOJOHKY C e[IKHM RaTH.

12

Jdpyrue cnocoGbl noayueHns

9-AMMHOMCTHJIXHHOAMH OhlJl  TOJYueH  BOCCTaHOBJEHHEM
HUTPHJIA XHHANLJMHOBOH KHCJOTHI BONUPOAOM B crmpTOBdM
pacTBOpE XJOPHCTOTO BOAOPOJA B MPHCYTCTBHM KaTanH3aTopa
nnatHHOBO uepHu[!] u BoIHOl cycneH3Heil auerara XpoMa n
KOHLEHTPHPOBAHHOTO pacTBopa eixoro Kanuf?].

1. Zimmer, F'epmau. mar. 279.193 (1913) [Zbl. I, 1174 (1914)].
2. R. Graf, G. Perathoner, M. Tatzel, J. Prakt. Chem, 146, 101(1936).
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Mpenaoxnan: A. JI. Mupxkoaw, T JI. IManawm
Tposepuau: I'. A, Xopeuss, M. A. Baroan

Tonyuernmune

2-(n-Hurpobensuaokcu)bensaavdeeud. B xpyraonoHnywn
K016y eMKOCTbIO 250M.1, CHAGXKEHHYIO OOPAaTHBLIM  XOJOAHJIRHY-
koM, momematnT 122 2 (0,1 mMonsa) cpexkeneperHaHHOro CaJHLH-
Z0BOrO  adbjeruna, 21,6 ¢ (0,1 Mois; H-HUTPOBEH3NIGPOMH.ILA,
21,2 2 (0,2 moas) GezsosHoro yr.iexkucioro Harpusi v 120 i
Mmerano.a. CMech HarperaloT Ha poasHod Oane 5—6 uyacoB. [
TCUeHHe 3TOTO MepHojA COJep’kKHMOe k0J0bl 3aTBEpAeBaeT B Ka-
UIHIEO6PA3HYIO Maccy, KOTOPYIO 10 OXJaKIEHHH JA( KOMHATHOIl
seMnepatypnt  otduibrpoBeialor. Ocaiok Ha (HbTPC NPOMbI-
BalOT CHavaJsa Tpu pasa McTaHo.goMm no 15 w1, 3arem 1as yia-
genns kapboHata HaTpust 2—3 pasa Xo.101HOH Boloil no 20 anl
{(npumevanne 1) u Buicywmpator. [loayuawr sellectso Gedorn
w1 ceporaroro nsera. Beixox 22,8—22,9 e, nau 88,6 -89,3%
TeopeTHYecKoro xoJayuecrna; T. na. (17118

2-(11-Hurpoqbcuu/z)6e~3oqbypau. B xpyriononnyio  noady,
¢MKOCThIO 250 m.1, CHaGKEeHAYI0 06paTHBIM XONOAHJABLIKKOM, [0
memaor 25,7 2 (0,1 Monst) 2-(n-HUTPOBEH3NAOKCH) GCH3adbLCT -
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na, 16,6 2 (0,i2 Moas1) NpOKANEHHOFO YFAEKHCIOro KaJHst (npu-
meuaHue 2) H 100 ma meranona. CoacpKumoe KoAGH HarpepawoT
Ha BoAsiHO# Gane 5-—6 4acoB; K KOHIly peakuHu cMech npuotpe-
Taer HHTEHCHBHbIN XKeatbilt tser. [To oxJax1eHHH 10 KOMHATHON
TEMNEPaTyphl OCal0K OTQPUILTPOBHLIBAOT (NpUMeyaHue 3), mpo-
MBIBAIOT TPH pasa MeTaHOJOM, Nopuusamu no 20 M4, 3atem s
yAaleHun yrJaexucsaoro xajusi npoMbiBaT 3—4 paza xXodoaHod
£010# 110 30 M4 ¥ BhiCYWIHBAIOT Ha BO3AyXe. Boixoa 14,3155 o
nau 60—65% TeopeTHyeckoro xOJAHUECTBA, CYUTAA Ha HCXOIHBIN
anbgeru/i, T. nd. 182° (npumeuanue 4).
2-(n-Amunogenur)bensopypan. B Kavaolihiics aBTOKMH3

eMrocTbio 450 ma nmomewaior 23,9 ¢ (0,1 moasn) 2-(n-"utpod--

Hua) 6eHsodypana, 10 2 cBeKENPUTOTOBASHHOrO HUKEJEBOro Ka-
1a1usatopa Penen u 250 M4 aGcoMOTHOro cnupra. ABTOKJAR
3aNOJHAIT BOJAOPOIOM A0 AapJeHus 150 aTM., BKJIIOYAOT Kausx-
HHe H 00orpes u nopbiAlOT TeMnepaTypy 10 80°, npu ITOM 1aB-
Jdenne pocturaer 180 arm. Ilordoiuenne Boaopona HaunHaercs
yepesd 20—25 MuHYT M npoaosKaerts B Teuenue 18 yacos. as
noilepranus LaBJaeriMsg Ha ypoBHe 175-180 atM. B aBTOKJAaB Lo
Mepe HeOOXOAMMOCTH NOAAIOT BOAOPOL. 1o oKOHuauHH nordolue-
Hils Al0T aBTOK.1ABY OXMaiUTbCS 10 KOMHATHOH TeMmiepaTypid,
CMYCKAtOT JlaBJjieHHe W pasrpylkaioT. ABTok.1aB 1poMbIBaloT 2— 3
pasa aGCOMOTHLIM CIIHPTOM, nopuuamu no 30—40 ma. OT coemi-
HEHHOTO PAcTBOpPA OT(HJALTPOBBLIBAIOT KATAJIN3ATOP H OTCOHSAOT
cinpr. Ocratok  3akpucradausdosnsacres. Buixoi 18,6 2, wi
899 TeopeTHUCCKOTO KOJIH4eCTBa, T. ma1. 121-—122°

Jlas ouncTki npoaykrt pacteopsiior B 150 s aucroua, Ao
GaBusIoT & ¢ KUBOTHOrO Vs, KUmsTAT 10——20 MuHYT, GpUAbTPY-
01 # pazbasnaior 700 s Boaul. Buideausimiicst Geanill ocaauk
01DHIBTPOBMBAIOT M BLICYIUMBAIOT Ha BO3AVXC., BnIXoid 4Hctoro
npoaykra ¢ T. m.1. 123—124" cocrapaner 16,8~ 17,0 2, woau 80,0
&1,3% TeoperHuecKoro KoJHiuecTRa.

2-(n-Amunodennn) Genzopypan CHy  NO, vo.1. see 209,25
OCCIBETHOE BELIECTBO. DACTBOPHMOE B OOLIMHBIX  OPTaHHYECKHX

DACTBOPHUTEISIX I HEPACTBOPHMOE B BOJE.
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HMpumeuanusn

1. T1pu HEOBXOAUMOCTH 0Ca10K TepeHOCAT B CTYNMKY, XOPOLIO
pacTipaloT 06pa3oBaBLIMECH KOMKH, NOCTe MEro NMEOMLIBAIOT BO-
LOH.

2. INo ureparypHbiM [ ] AaHHBIM, 2-(N-HHTPOgEHHS) CeH3o-
dypaH noJyuaercst OJHOCTAAMHHO HENOCPEICTREHHOH KOKJeHCa-
nuel cCalHUHIOBONO AJabJeTHAA C N-HUTPOGEH3UAGPOMUIOM B TIPII-
CYTCTBHH (e3BOAHOro xapOoHara Kaausa. OnHaxo BmXoA 2(n-Hu-
TpocheHun) GeHsodypaHa B 3TOM Cayuae 3HAUHTEIbHO HHXKE W
kosebaerca B npefeaax 35—50%. ITonbiTka 3aMeHHTh YIVICKHC-
Nbll KAaMHH H HATPHH APYTHMH ULEJIOUHBIMH areHTaMH, KaK, Hanpli-
MCp, AJIKOTOJATOM HATPHA H YKCYCHOKHCJBIM aMMOHHEM, He /124
TIOJIOXKHUTRIbHBIX Pe3Y/1bTaToB

3. Ms duabrpara nocse ero ynapupaHus noiyuaior eue 1,2 ¢
BELLECTBA TPA3HO-’KEJTOro IBETa ¢ T. nJa. 171—172°,

4. ITpoaykT nosyuaercsi UnCTHM C 5IPKO-XKeJTOH OKpackoft
MOXET OHITb HMCIIOJb30BaH B CJAEAYIOUeH CTaauH 6es panHeli-
el mepekpuCTaLIu3 alki. »

Hpyrue cnoco0bl noayuenus

2- (n-Amunodenun) GeH30dypaH MoJyueH TO.1b<0 OHCAHHbI
Bbill€ Cnoco6oM.

1. K. B. Mathur, H. S. Alehra, J. Chem. Soc. 1934 (1960).

4-ALETUNNUPUAMH

COOC,H, LiIOC = CHCOOG, H;
R './\
I ~+ CH,COO0C Hy--LIH—> ] | +C,HsOH -t H
N\NA NNFT
O=C*CH3
LIOC — CHCOOC,H, |
AN K,CO3; X\
| ~HCH-H,0 —> || | + CH;0H+LICIH-CO,
NN N

Npexaomuan: O. JI. Muaxosid, B. B. Koruua
Ipogepuau: O. E. Tacnapan, C. A, Kasapan

Monyuenmne

B aHTpOBY:0 KPYIIIOAOHHYIO Tpexropayilo koiify, cHabxeu-
Hylo Metia) xoil 'epmodepra (npuMeuanue 1), ofparHbiM X0Jo-
JAMJIBHHKOM C XJOpKa’ibuHEeBOH Tpy6KOI H KamcJbHOH BOPOHKON.
nometaior 2,4 2 (0,22 MoJ/ist) H3MEIbYCHHOTO B MOPOLIOK THAPHIA
JHTHSE (IpHMeuaHue 2) ¥ H3 KaneJbHOH BODOHKH TNPH nepeme-
wuBauun Np16as1mor cmecs 30 2 (0,19 Mons) 3THaAOBOrO 3PHPa
1I30HHKOTHHOBOH KHC.10TH (npumevanue 3) H 33,2 ¢ (0,37 moast)
ITHAOBOro 3upa vkeycHoM kuciotnt (npumeuvanue 4). Copep-
AHMOE KOJA6LI MPH nepeMelluBanun KimsitaT B Teqenue 10 vacon
1a BojsiHoii GaHe (npuUMeudHue O).

Cmech OCTaBAAIOT HA HOUB NI KOMHATHO Temneparype it
3dTeM, 3HEPrUuHO nmepeMelnBas, nob6apasior 150 ma Boabl. OT-
(pHIBTPOBHBAIOT W Ha (DHALTPE UPONDBIBAKT JABYMA MOPHHAMH
spupa (npusmeuvanne 6), 3aTeM HepeHOCHT B 1<oHquéKy!0 KOJIdy,
AoGasasior 150 ae Boan 11 60 st KOHUCHTPHPOBAKHON CUAIHO
Kucaorel  (npumeuanie 7). ColepKiuMoe  KOJABB  KHISTHT Ho
Macasinolt Gane B Teuetnue 1,5 -2 wacon. [Tpu 3ToM npomnexoau?
SHEPTHYHOE BhijedenHe yraekucioro raza. OxJascleHHHR pacy
BOp HACHIAIOT NOTAILOM. BbiIeNHBIIHIICS bePXHUA CI0H 3KCTPa-
FHPYIOT ueThipe paza apupom, nopuusmi no 50 st ddupuvil
DaACTBOD BLICYWIHBAIOT 0E3BOLHLIM YIJIEKHCALIM HATPHEM, OTFOH A-
10T 3(DUp, OCTATOK NMEPErOHSIOT B BAKYyMe.
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Buixon npoaykra ¢ 1. xun. 9375 ma, 19.0--20,0 2, nan 82,6 —
86,9% TeopeTHUECKOTO KOJHYecTRa.

4-Anevuanupuann, C;H;NO, moa. Bec 121,14—6n1ea00-3e.1-
TOTO LBETA XKMIAKOCTH, XOPOWIO PACTROPHMAs B OGLIYHBIX Opra-

UHYECKHX paCTBOPHIe/siX 1 110X0—B poae. Ero nuxpat npes- .

cTaBJseT cofoi KeITOBAThIC NAACTHHKYE C T. nJa. 129-—130°.

Mpumevaumus

. Mewasnxa TepwGepra onucana B c6opuuke «CiHTesn
OpraHnyeckux npenaparos» 2, crp. 298 (1949).

2. BMeCTO ruapuia JHMTHA MOMKHO HCHOJB30BATh TAKKE cy-
¥oit 3tuaat Hatpua. OJAHAKO B 3TOM C/lyyac BLiXOA 4-alleTH.Iu-
PHIHHA CHUKACTCH,

3. DTHNOBHI 3pUDP H3OHUKOTHHORBOH KHCJOThI NOJy4aioT u3
H3OHMKOTHHOBOH KHCaoTht (cM. «CHHTE3Bl TeTepOLHKIHIECKHK
coepunenuit», 4, c1p. 68) u 3THI0BOrO CNUpPTA B NPHCYTCTBHII
CepHO#l KUCIOTH NO crocoby, cnucanHomy B autepatypel ! ]. Boi-
xon 69,4%; r. kun. 105—106°/15 .

4. DTUNOBbIE 3(UPH  H3OHMKOTHHOBOI H YKCYCHOH KHCJOT
RHICYLIHBAIOT TIepe/l NPUMeHCHHeM Haj NATHOKHCKhIO (hocdopa.

5. Hacro k KOHLY peakuuH 00pa3oBaBLIasCs KallHlla 3a-
TpyAHsIET NepeMelldBaHKe, B TAKHX ciydasX MOKHO X00aBuTL
HECKOJIbKO MHJLIHAUTPOR 3ITH.JaileTara.

6. Jlutuesas co.1n TPOMEXYTOUHOTO DedaKUHOHHOTD HPOAVE
B XOJO/HOH BOAe NPAKTHUECKH He pacrnopsercsi, 103TOMY ee
MOXKHO OTJI€THTh OT [IOCTOPOHHHNX ﬂpHMCCGﬂ HPOMbBIBAHHEM BOAOM
Hosgupom. Ecmr nporomte  aagsneiiivio  peaxiino 6e3 (uan-
TPpanmii H NPOMBIBKH, TO BhIX0O,1 KOHEHIIOTO HPOAYKTA CHHIKJCTCH.
B anmos caydae noavuaeres ynerui HPO/IYVKT.

7. 1ocae go0asienndg KIUCJIOTH 0ct 10K PACTBO[ieTCN 11 CBOT-
J0-ROPIMHEBLHT PACTBOP TCVHEET.

Hdpyrue cnocodul nosaydenus

-‘-I\ILQTH-'II’IHPH,’"LHH Ouia MOJIYYEH B IPHCYTCTBHI CYyXOro >Ti-
JaTa RATPHT PasTOKCHHCM NDOJIVKTA KOHJICHCAUHH YTHJOBOLTO
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»(hHpa H3OHHKOTHHOBOH H ykcycHOll wucaoT |'*], a Taixke Baa-
1IMONEHCTBHEM METHIMATHHIIOAHIA C HHTPHIOM  H30OHHKOTHHO-
BON KHCNOTHI[ 4],

1. Pinner, Ber.. 34, 4241 (1901).

2. H. Kollofi, I. Hunter, J. Am. Chem. Soc., 63. 490 (1941).

3. Chin-Chium Chu, P, C. Teaque, J. Org. Chem., 23, 1578 (1958).

4. L. Fabbrini, 1. Farmaco (Pavia), Ed. sci., 9. 603 (1934) [C. AL 49,
[1763¢ (1955)). '



3-BPOMTHO®DEH

Zn Br
Son I
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B KS ]Br CH,COOH k\s)

Opeanoxumi: T. U. SIko6een, C-O. JlapeccoH
Tposepuan: 3. A. Mapxkapsn, B. T. Adpukis

Monyuenmue

B AuTPORYIO TPeXrop/yl0 KpyTJio OHHYH Koaby, cHabxkeu-
HYIO Melankoft 1 OGPATHBIM XOJIOJHJABHHKOM, nomemawT 160 o
(0,5 moas) 2,3,5-tpubpomriodena (npumeuanne i), 93 mz y«-
cycHofi kucaoTet U 300 sz Boant. TlpHOaBAgI0T K cMecH B OQuH
npvem 189 2 IUHHKOBOl MNHJIM H NepeMelIdBAOT CaMOpas3orpe-
Baiollyiocsi cMmech B TeueHne 20 muHyt. 3ateM kumsrar 15—16
yacop (npumewyaHde 2). 3aMeHAIOT O0OPaTHHIM XOJOJH/IBHHK
HHCXOASAIINM H MCPCTOHSAIOT HEMOCDPe/ACTBEHHO H3 PeaxllHOHHOI!
cMmecH Boxy H 3-6poMTHodeH no Tex nop, noxa ofneM Oprati-
4ECKOTOo ¢1051 B AMCTH//MaTe Gy/JeT NOCTOAHHBIM (MpuMeuanue 3).
HuxHuil c10/1 OTAEASOT, 2 BOAHbIH 3KCTPArHPYIOT ABAXKABL 311~
pom (10 70—80 m.a). DQHpPHBIT 3IKCTPAKT TNPHCOEAHHSIOT K OC-
HOBHOMY NPOIYKTY, NpombigaoT 109% -HbiM pacTBOpoM KapOoHaza
HaTpus 10 HefitpadbHoit peaxund  (oxono 60—70 an), 30 mr
BOZBI H CyinaT (Ge3BonHbIM cyabdaToM Harpus. ITocae yianenui
3(b1pa NPOIyKT Deperonsor, cobupasi GpakiHio, KHOAUYIO NPH
154—156°/680 st nin 158—161°/760 mm,

Buixo1 62,0—68,0 2, uau 76,0—83,4% TeOpeTHUECKOr0 KOJh-
yecTBa.

3-Bpostnoden, C;H;BrS, voa. sec 163,04; ¢ L0191, m,™
1,5920--npo3pauHas >KHAKOCTh, DAacTBOPHMAA B GPraHBUCCKI' s
pacTBOpHTE X H HEPACTBOPHMAst B BOJC.

Mpumeuwuaunmunas
1. 23,5-TpubpoMtiodher Obil MOJAy4en HOCAC10BATebHbIM
GpomupoBaHHem THodeHa Jo aubpomTHodeHa['], a zatem 10
Tpu6pOMNpon3BoaHoTol 2 ].
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CMmech, COCTOALIYIO H3 PaBHEIX 00beMoB 0eH304a H THO(eH4,
OpOMHpYIOT ABYMs1 3KBHBaneHTamn Opoma. [Tocae Harpesamus
peaknHoHHOH cMecH ¢ 30%-Hoil CIHPTOBOH IIEN0YbI0 CMeCh 6pn-
MHJIOB NepPeroHsoT, coOHpast (paxuuio, KHnauylo npu 210--
211°/760 mm, uwag 205—208°/680 mm.

INoayuenHnii 2,5-AnGpoMTHOPEeH 00pabaThiBalOT 3KBHBA-
JCHTHbIM ~ KoJiHuecTBoM OpoMa U nocnte 06paBOTKH  CIHPTOBOIl
11€J0YbI0 CIUPT OTTOHAIOT, @ OCTATOK 3KCTPAFHPYIOT 3(PHPOM.
DdUpHB 3KCTPAKT NPOMBIBAIOT BOJOI, CYUIAT 6e3BOANBIM CYlib-
(paTOM HATpPHS H NoCe yaaleHus pacTBOPHTess TpHOpoMTHobeH
neperositor. T. kun. 259—260°/760 mm, unu 254 —256°/680 smv.
Bemecerro npu Crosuuu KpHctaaiauayercs; T. mi. 28—29°

2. He cneayer yaJHHAITL BpeMsi HAarpeBaHH#A, TaK Kak Ipii
Hosee JJMTENbHOM BOCCTAHOBJIEHHH 3HAYHTENbHOE KOJHYECTBO
HPOAYKTa Tpespailaerca B THodeH.

3. Buiy o6pa3oBaiiis -a3eoTPOIHOH CMeCH TNPOjIyKTa C BO-
_i0ff MEeperoHka [POHCXOMHT B MH:repBaﬂe temneparyp 90—1107
B cuaGxenny mpudopa TepMOMETPOM HeT HeOBXOAHMOCTH.

Jlpyrue cnocoGsl noJy4exus

3-BpoMmTHO(en Obijt MOJYYCH yaajdeHHeM 2 -GpOMOB pedk-
nneft Tpunbsapal3] v B3aumopgeilcTBHeM ¢ H-OyTaiuTem[ ‘]
OnHcbiBaeMbiii MeTOL OCHOBaH Ha cnocoGe I'panoBHua[®], nocro-
JIIHCTBOM KOTOPOTG sIBJASIETCS  YyA00CTBO TOJAYYeHuS M Xopoulkc
BHIXOADE. :

1 R. Mozingo, S. .\, Harris, E. Wolf et al, . Am. Chem. Soc., 67, 2092
(1945).

2. W. Steinkopt, H. Jacob, H. Penz, Ann., 512, 136 (1934); Rescenberg,
Ber., 18, 1773 (188D).

3. S. Granowitz, Arkiv kcmi, 7, 267 (1954).

4. S.-0. Lawesson, Arkiv kemi, 11, 373 (1957).

5. S. Granowiiz. Acta chem. Scand, 13, 1045 (1979).



N-(2-THPOKCH3THI)-2-0KCA30J MIHHOH

CH, -NH—CH,CH,OH CH. — NCH,CH,OH

| 1 ! '

¢ C1,CCOOC,H, —> CH, G 0--CHCl, 4-C,H,OH
OH oo

/T

'

IMposepuan: B. T. Adpuxsun, C. X. Tesopks:s

NMoaywyenmne

B kpyrsogonnyio ko6y emkoctbio 150 Mu, cHaGXeHHYIO
MEIIAJAKOA, OOpaTHBIM  XOI0MILILHUKOM H KalelbHOIl BOPOHKOM.
nomewmant 26,3 2 (0,25 Moas1) CcpeeneperHaHHoOro IH3ITAHO.1-
aMHHa C T. kum. 154—155°/10 am W IpH NepeMelWlBaHuy HarpeBa-
10T Ha BOAsiHOfN Gaue. Korxa GaHs 3akunaer, ee BHIKJAIOUAIOT H,
1POAOJAYKas MepeMellMBaHiie, NPIIABAIOT B reyelne 25 —30 Mi-
1yt 57,4 @ (0,3 mossi) CBeMKENCPCTHAHHOTO 3ITHJAOBOro 3dupa
TPHXJOPYKCYCHOH KHCJI0TH ¢ T. Kun. 102—103°/30 mam. Tlo okou-
YAHHI OPHJAMBAHIIS CMCCh HArpeBalOT Ha BOAfHOII Gawne 2 uyaca
It, 3aMeHHB OOPaTHBLIT XOJ0AKIBHIK HUCXOAAULIM, NPH nepeme-
HIMBAHHH OTroHsioT ofipasosaswuiicst xtopodopm u cmipr. Oc-
raTok nepenocst B xoa0y KoaiizeHa ¢ BBICOKIIM OTBO/IOM, BO H3-
dexanue niepe6Gpoca, 1 1eperoHsoT B BakyyMe npu 162—167°/1mm.
[Toc.te BTOpPHYHON MeperoHKH CoBlipaloT GpakuUiio, KITISULYIO P
162—165°/1 mar. - ‘

Brixon 29,5--29,8 ¢, nan 90,0--91,0% Tteoperuueckoro Ko
JHYCCTBA.

N-(2-1'ngpercnstua) -2-oxcazotn o, C;HgNOs, aoa. sec
131,13 -cpetao-/KeaTOBATOrO UBeta Macao0dpaskuiil HPOAYKY,
XOPOUIO PACTBOPUMDIT B OPTAUIIICCKIIX PACTBOPHTLIAN 1 B BOJ.
[Tpn crosvmn renmeer: 2012871 np [ 4850,

Jpyrue cnocoGsl MOAy4HeHHS

N-(2-Tuapoxcuatna)-2-oKkCa30NUAHHOH  Obid  {10JYYeH B3:i-
MO/ leficTBIeM AHITaHOTAMHHA C AMITH.IKAapSOHATOM B HPHCYT-
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CTBHM HE3HAUMTEJbHBIX KOJNMYECTB MeTajnuueckoro Hatpua['l,
HarpeBaHHEM 3THX DeareHToB B cpeac 84%-HOTO  3THAOBOTrO
cnupra[2], a Takxe HarpeBanuem ux npH 110—-12C° ¢ orromkoii
3TIVIOBOTO COHPTA B TeuyeHne 2 uacop[3],
BeueCTBO ObINO NOJYYEHO TAKXKe B3aWMOIEHCTBHeM Au3Ta-
HoAaMHHA ¢ (DOCTEHOM B BOJHO-ILeouHol cpede[*].
[MpuBejenHas Bbilue nponuch paspadorana A. Karuepom[ 1.

1. . K. Caldwell, Amepux. mar. 2,656, 328 (1953) [C. . 48, 24151 (1954)].

. K. Drechsel, J. Org. Chem., 22, 849 (1957).

3. E. K. Drechsel, Asepux. nar. 2,8]8.362, 2,818,399. (1957) [C. A.
52, 58824 (1958)].

4. H. G. Trieschmann, L. Reuter, lepman. nai. 883,902(1953) [C. A 52,
119501 (1958)].

5. A.Kutner, J. Org. Chem. 26, 3495 (1961).

<)



2.4-IRBPOMTUOGEH
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MMpennoxuau: T. U, HAko6een, I'. Wponns, C-O. JlaBeccon
Iposepuan: 2. A. Mapkapas, B. I'. Adpuxan

Moayueune

B ABYX/AHTDOBYIO KPYIJIOAOHHYIO KOA0Y, CHabMKEeHHYIO Me-
HiaJIkofl, rasonoABoAsAILell TPYOKOH, 00paTHbIM XO0J10AHILHHKOM
¢ XJOpPKaJAbUUCBON TPYOKOH, TCPMOMCTPOM H TPalyHpPOBAHHOI
KamesabHOH BOpOHKOl, nomeiaior 160 ¢ (0,5 mons) 2,3,5-tpuGpom-
Taodena (cMm. ctp. 20) B 400 m.1 aGcoaotHoro 3dupa. Bosmys
13 annapaTypbl BEITECHSIIOT CYXUM a30ToM (mpuMmeuatue 1), u, He
Npekpailass TNpoNycKaHHe TOKa Aa3o0Ta, COAEPXKHMOE KOJAOh OX-
JAKAAIOT DU ifepeMelnliBaHHU B 6aHe H3 CyXOoro Jbjla i CULHpTa.
Korna remueparypa camecit jocraraer 40° (upumeuanne 2), u3
KaneqbHolt BOPOHKH MpHGaBAsIOT B TeueHue 5—8 MuHyT 335 a1
1.5 N pacteopa H-OyTuaautas  (npuMedaHne 3}, Tpi 3TOM TeM-
nepartypa He do/xkHa npedpimatb 307, [locie npudapienius sceco
KOJMHYECTBa OVTHAINTHS CMECh [1epeMelinBaloT ewe 9 MIHYT 1
00pabaTuiBAIOT OAHMM JHTPOM JelsHOH BOILL. Humnnﬁ a0
CTARJSHIOT, @ BOHBI JABAKIIL 3KCTPATHPYIOT 3(HpOoNM 110 150 A
IDhupibtil IKCTPaKT MPHCOETINIHOT K OCIOBHOMY TIPOIVKTY, ITPO-
MbtBator 200 M1 BOALE (10 HCATPaAALHOIE pCakuliin). <yvilaT Hes-
ROMUDLIA CCPHOKICIBING HATPHEM 11, VA&l PacTBOPHTCAL, OCT.-
TOK NCPCTOHAIOT B BAKYVMC,

Buixoa 90:0 96,0 ¢, wonit 74,4--79,4% TeopeTHacekoro Koau-
ueersa. T, k. 83—85°9 ma, uau 205--208°/680 mm.

2,4-Tu6pomtnogen, C4HoBr,S, Mon. Bec 241,94—-Gecupernas
H/IKOCTh, XOPOLIO PACTBOPHMAS B OPTaHHYCCKHX PACTBOPHTE X
W Hepacreopumas B pode;, d,°" 2.1488: np* 1,6310.
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"MpumeuaHus

1. HeoOxoausa coBeplIeHHO cyXas aunnapatypa, He Coaed-
JKaumas paard atmocdepel H KHCA0POL. A30T IPONYCKAOT NOC.Te-
J10BaTeNbHO YEPE3 CMHPTOBOH PacTBOD MIPOraninaa if KOJOHKY
C THAPOOKHCBIO KaJHsi. A

2. ITpu oxsax1eHun tpubpomruoden xpucrtadnhayerca. [Iph
BbiJeJeHHH NIepBbiX KPHCTAJAJ0B Cpa3y Ke HAauYnHAWT npubasic-
Hite H-OYTHJITHS.

3. PexomeriverCss NpHMeHsTb CBEXENPHLOTOBICHHLIH H-Ov-
rgtATHEA[ 1], KOTOpBIT NMoJy4aloT HeMocpescTBeHHO Nepej ynor-
peOIEHHEM H Tepe/laBAUBalOT A30TOM B KaNe/dbHYIO BOPOHKY.

Jpyrue cnocoGnl nogyvueHus

2,4-In6poMtioded NoayueH TOMIbKO ONHCAHHBLIM BhIlIe CHO-
cobom[ 2 1.

1. R. G. Jones, {1 Gilman. Org. Reactions, 6, 352 (1951).
2. 8-0. Lawesson, Arkiv Kemi , $1,317 (1957).



3,5-IUMETUIT-4-AMHHONUPA3OJI .

CH,C——CN -0 CH, C —CNH,
Il Il
N CCHy, :H.N-NH,-HO — 5 N  CCHg
NN NN
H H
—~ 9H,0 4~ N,

[Mposepuau: B. T'. Adpukau, T. A, Xopewiw

Monyuermne

B rtpexrop.avio JHTPOBVIO KPYLAGAOHHYIO KOAOY, chabxkew
HY10 MellaqkoH, oO0paTHLIN  XOJOAHJILHHKOM H TEPMOMETDPOM,
HOUPY/KEHHDLIM B siAhoCtne, nomewawT 62,5 ¢ (0.5 moas) 3,5-
auMerna-4-Hurposomipasoaa ¢ 1. ma. 128—129°  (cm. «Cunresn
FeTepOIIKANYeCKIX COCTIHeHH#» 6, ctp. 44), 650 M1 3THIOBOrO
CIHpTa 1 apuausaior 93 wa riiipara ruapasnia (npumedatne 1).
TevnepaTypa cmect upu stoM nosuiniaercs ;o 60-—65°. Tlycrus
R X071 Menlaaky, CMeCh KHMATIT Ha BOASHON GaHe I TeyeHHe 3- -
4 uacon. 3a 970 Bpemst 3e/1eHas 0KpacKa PacTBOPA 1EPEXOAHT i
AEITO-GYpLiit 1Ber. 3aveHnn ofpaTusiii X010/iM1BHUK HHCXO-
AAULHAL, He fcpecTaBas nepeMewiBath, OTFOHSIOT 1OJHOCTbIO
CHHPT, 34TCM 3107 OXJA@AUThCs 10 KOMHATHOI 1emicparyphi.
PBELETHBILHCCS KPHCTALTH OTCACHIBAKOT W NPOMLIBAIOT Ha QUL
Tpe 200 25 a1 xo.10AHOr0 a6CoMIoTHOro cnupra. Bu.eyueHnoe Ha
FO3.1VNC BeitleeTo sectit 21.6--51,8 ¢, uto coorsercTByer 92,8
93,2% TCOPCTHUECKOTO KOMuecTBa: T. M. 203---204° (npumeva-
Hie 2).

3o Tuseriod-asmnounpasor, C-HNs, w01, pec 1115
OCCIBCTHOE KPHCTATHUCCKNOL  BCHLCCTRO, ])aCTB()Pl],\l()L‘ B MCTH -
SJOBON T 9TIVTOBON COHPTAN, B BOJC, NJTOXO- B alleTOHe,  HOYTIH
HEPECTBOPIMOC B GEH301C 11 Iplpe. '

Mpume vanmus

. Do uenoassosan 90%-ublit tuapar Tuapasiiua.
2. IMepekpuctanansanis 43 a46COMOTHOrO 3TaHOAA C OTpa-
HACTCS Ha TeMiepaType laBieHHs BellecTsa,
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Jpyrue cnoco6el noayuenus

3,5-duveTn-4-aMuHONHp 2304 Gbii mosiyueH[ ! | HATpeBaHien
}-HUTPO3NMIPOU3BOAHOIO B COJSTHON KHCIOTe ¢ UMHKOM npu 100 .
a Takme BoCCTanoBaenneM B 3TiIoBoM cnupTe 80% -HbiM riipa-
TOM THpa3iiHa, B3ATOrO ¢ U3OBITKOM. ¢ Bbixo1oM 8B0% oT Teo-
punf? 1

Hacrosiwas nponuce paspadorana C. @, Topd, 11 [l Kyi-
pstntosod o apyrumu 3]

oGO T, Morgan, §. Reilly, 1. Chom. Sov. 1050 437 (1914).

2. 1. Knorr, Ber., 28, 717 (1893).

3.0, &, Topd, H. FL.Kyapawoea, H. B. Npoyos  Bopreos o 10 AL Miesan-
g, KON, 32, 1740 (1962).
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Npesaomnan: A, JI Maaxoss, T J1 Hanas
[Tposepumr: JI. C. I'aacran, M. A. Barosin

MoayweHnwue

B 10ayaHTPOBYIO KPYTAOGAOHHYIO KOJOY, cHadmelnyio ae-
N snoil, 06pATHBLIM XOJ0AHIBHHKOM, TEPMOMETPONM H KaneJbhoi
BOPOHKUH, noMetalor pacteop 14,9 ¢ (0,1 moas) n-auMeruiam-
nobCH3a b 1crHAd B 75 Ma 969 -noro cnupra. Tlpn nepemewmnsa-
HHH IPHINBAIOT U3 KRUTICIBHON BODOHKH 30 .1 29%.-HOTO BOIHO -
ro pacteopa ammuaxa. [lepemewnsanie npoioanaior cue [0
15 MUHYT H 34aTeM MelJeHHO NpukanuBaior 14,0 ¢ (0,15 moasy
CBEXKEITePerHAHHOTO 3MUXJAOPFUAPHHA TnlepuHa  (npuMedatis
); npy 3TOM NPONCXOMT HCKOTOPOE HOBLILICHIE TCMIEPATYPH
B upetetax 4—5 rpaaycos. Uepea 2—3 uaca mpu KOMHATHON
TCMBOPATYPC HAUMHACT BLIMaaarth  Odectylliil ocaiork Geaoro
npeTa CmeCb OCTABJISAIOT HA HOYb, 3aTeM  OTPUILTPOBLIBAIOT,
ditTeTp HpombiBaior 3—4 paza XOJOIHOH BOIOH, HOPIIAME N
A0S 1 BLICYWHBAIT Ha BO3VNC,

Boixox npoiavera, iaapsiwierocs upn L
18,1 ¢, nan 72,00 75.1% teopeTuuce

IS (npaateua-
e 2), coctapawer 17.3-
KOO KOJBYeCTBa.

2-(n-HuMeTnaarMthoGeHa ) -3-XA0pMETILIORC A30.1H, TH,
C1:Hi7CINLO, moa. Bec 240,74—GaecTsiuiee OCCUBCTHOC KPHCTE -
JIUECKOE  BEUeCTBO, PACTBOPHMOE B OOLIMHbIA OPTaHNUECKIIN
PAaCTROPHTEASIX H HEPACTBOPHMOE B BOJC.
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MpumewuaHnHHus

I. TIpumeHeHHe MOJSPHOFO KOJHUCCTBA 3MHXJIOPTHADHHA
I TMIEpHHZ NPUBOAHT K 3HAYHTCABHOMY CHHKCHHIO BMXO1a f1po-

/LVKTa, KOTOPbIAl cocTapaseT seero 25—30%.
2. [lepexpucTanann3alus W3 CMECH MeTaHOJA-BOlLA 1l OTPa-

AKAeTCs HA TeMmllepatype NJAaBICHAA BelleCTR.
Jpyrue cnocoGnl noayueHus

2- (-l uMeTHA AMHHO(EHILT) -5-XJA0PMeTHAOKCA30 LKL (bl
BOJdyUeH TONBKO [0 TPHUBCICHHOH Dbl NMPoTiG!



4,6-LHOKCH-5-(n-METOKCHBEH3UDTIUPUMHU I U H
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Mpeascwna: A, A, Aposn, M. A. Kaaapuxak
Hposepuan: A, C. Asapan, P. T. Meang-Oraniman

Noaxywvwenmne

Auuiud 1-MeTORCUOCH3UAMAI0HO60L KucAoTol. B 1noaynut-
POBYI0 KO8y IDpaenmeiicpa noMeiator 70 a1 a§CCIOTHOrO M-
ranoda w 0,2 ¢ merasauuecskoro  Hatpust  (npumeuanne tr. N
HOJYYeHHOMY alkorodsaty upndapaglor 28 ¢ (0,1 moas) ansru-
JOBOTrO 3(PHPA N-METOKCHBEH3HAMAJIOHOBON  KHCJAOTL (1Ip1Aeya-
wire 2) 1 150 4 HaCHHCHHOIO aMMIIAYHOTO PACTBOPA VETAHOMI.
CAMCCh OCTABISIOT [PH KOMEFATHON  Tempepatype . Teuenne 100
gacon. TTpu 9Tonm BRIta 01 0eIbIC KPHCTA LB, KOTOPHIC OThIIL -
TPOBBIBAWT (pHAtCYanie 3) 1 cyviuaT da Boz xe. Brixo.r 15,0 -
15,9 ¢ nan 67.5- 71,6% 1eopeTiaeckoro Koawyeetna: 1.oa.1. 212
213 fnpusicyaiine 4).

4.0-Huorcu-b-(n-meroncubensun) nupunudun. B noanant-
POBYIO TPEXTOPIYIO KPY. TO0OHHYIO KO0y, CHAOMKEHHYT MOl -
KGI 1 00pPaTHBIM X040 U ILHIKOM € XJ0PKaABHHEBOIT  TPYOKOIL,
noveniaor [50 g adcefnTHOTS 3TWTIOBOTO Ciiptd  (1piiea-
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$1HC D) 11 HeGOIbWHME KyCcouKavu 40Gan1suoT 4.6 ¢ (0,2 . oar.)
METaJIJIHYeCKOTO HATpHs, 3aTeN K HOJAVUeHHOMY aJKorosIty npu
nepeMewnBanuy npudaprasior 222 2 (0,1 MoJas) AuamHia n-Me-
TOKCHOEHIHIMAIOHOBOI  KueaoThl 1 10 a1 cBekeneperaaHHoOro
(popMaMiia. PeakuHomIyIo ¢MeCh RHOSITST Ha BOAAHOH Oane 1
TeyeHde 8—10 vacos, oTcacubiBaloT U 0CAL0K XOPOWO OT/KUMAIOT
Ha Guabrpe. [loyuenHole Kpueraaan pacteopsior n 50 sl ro-
psyeil BOAB 11 OTQHILTPOBLBAIOT HEMPOPEATHPOBABLIIIL JITAMIL
{npumevanse 6). PuIbTpat APN HEnPePHIBHOM HEPCMeiLTIBaHI!I
ronkucantor 25--30 4.1 pasfasacHHo# (1 : 1) cOTHON KHCAOTH 1D
pH 2--3. Koy ¢ ocalkoMm OCTABASIOT B peipeKepatope B Te-
qenue 1 —2 yacos, QHUIBTPYIOT, ABA pa3a IIPOMBIBAICT hPHCTA AL
HeGOABILIM KOIUCCTBOM JeIsTHOIT Boant (10 - 15 wt) i Buicyviny-
BANOT.
Buixol npo.ayKra, ¢ Tenteparypoil niasdacHun 278 17,7
20,2 2, uau 75,0—87,0% TeopeTnuCcKOro KOJHHeCTEA.
4,6-Mnokcn-5- (n-merokentersia) nupumiini,  CraHaNyOs,

MOJL Bec 232,24-—MeJKOKpHCTa L IHYeCKHi  Oedislil  MOpoweK,
pacTBOpsOILKiics B OOBIYHBIX OPTAHNYECKUX PACTBODHTEISX K i
BOJIC.

Mpumevanwus

1. VBeJnucHHe KOJMYECTB \CTALTHYCCKOTO HATPHY HE OT-
DAJKAETCSI HA  BLIXOAE AHAMIAY  11-MCTOKCHOCHR AN ATOHOBO!
KHCTAO0THE.

2. duarnacnulil Pup nN-MeToRCHOCHIIIMAIOHEBON MICAOTH
nodyued paanaoleiersiueM 0,64 Mods GrsTiI0BOrO adHpa Made-
HOBOM KHCT0TH ¢ 0,32 MO CBUACIEPerHAHIOr0 - \MeTORKCHOCH -
GAXJAOPHIE B TIPHCVTCTBING 3TILTATA HATPHs, HPHTOTORJCHIONO
13 0,32 e-ar aretasaineckoro patpi it 300 A abeo oTHONO 9T
nodal '],

Buixol 73,45, 7. winn 173--1807/3 aw;  dF" 1OUR4 o'y
[,4867.

3. Hz ¢uabtpara npu ctosuny 8 TeueHnn 10-—12 vacon Boi-
najtaer emme 0,8—1,0 ¢ Inaniia  N-MeTOKCHOEH3NIMATOHOBCH
RIICJIOT L.
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4. TIDOZYKT NOCTATOYHO 4HCT M B TAKOM BHIE MOMKET ObITb
MCMOJB30BAH B CJaedylowieli cTaluu. [TpuBe1CHHbIA METOX NONY-
yeHHs AMAMHIA N-MeTOKCHOCH3M/IMAI0HOBOH KHCJOTHl OCHOBAH
Ha pabore Pyccensi[?] n moxer HaiiTu NpuMcHeHHC B CHHTE3aX
aHAJOTHUHBIX AHAMHAOB. ’

5. Tak Kax cenbt BJaru NPensiTCTBYIOT yCHEIHOMY NpoBedc-
HHIO CHHTe3a, CIHUpPT NOJKeH ObiTh He Hume 99,7% . [pyrue uc
XO/HbIe NPOAYKTB TaKXKe NOJKHb GbiTb CyXHMI,

6. [Tpn 3ToM o00paTHO poineasiercs  1,0-—1,4 & auamnna
N-MeTOKCHGCH3ILIMA,TOHOBOM KUC10THE ¢ T. N1, 205--206°.

JApyrue cnoco6bl nosyuenus

4,6-IMOKCH-5- (-METOKCHOEH3UA) THPHUMHAHH  OblJl  OJy4eH
TONBKO OMHCAHHHIM BblIe cMocoB6OM.

1. A.Jl. Munxosn, B.B. Josaatsu, Mss. AH ApMCCP, PMET, 8,37(1955).

2. P.B. Russel, . Am. Chem. Soc., 72,1853(1920).

HHAOJKI-3-ALLETOHHTP HJI

/\”—f—FCHzN (CH,), C,H;l r//\lf—ﬂ CHgi‘G (CHy), 1

| — 51 —_—
X \‘ﬁ/ “\/\ﬁ/ C,H;
(CN CH,CN
s f Y - N CHLGH, + K
V\N/
H

Mpeasoxuan: 3. A. Mapkapsu, A. E. Kanalassn
[Tpopepuan: I'. A, Xopeusn. A. A, Canacapan

MMoayuyweunue

B KpyrJaodoHHYIO TpexXrop.yio Koily eMKOCTbiO 750 ma,
CHAOKCHHYIO MELIANKoi, X010/ IHABHHKOM H TePMOMETPOM, HOME-
waior pactsop 34,8 2 {0,2 moss) TpamuHa {cm. «CuHTe3B TC-
TCPONHKJIHUECKHX CoefluHeHHiT», 4, cTp. 46) B 300 4.2 METHJIOBOTO
CTHPTA H IPH MepeMelIMEaHHH IPHIHBAIOT 78 2 (0,5 Mos1st) FOMHMC-
roro aTuJia, aarem pactsop 32,7 & (0,5 Mosw) LUHAHHCTOrO Kanan’i
B 50 41 Bopbl. Tlpojloskan nepeMeliMBanue, peakUHOHHYIO cMeCh
arpesaoT ao 50- 55 M NoAlep:KUBAIOT 3Ty TeMieparypy B TC-
aenin aByx usacos. CndpT OTTOHAIOT B BaKyyMe BOAOCTPYHHOTO
nacoca, ocratox pasbabasior 150 M. BOAB M SKCTparupyior
tpemst nopunsiMmn 3gupa, no 80—100 mr xamaas. IDPupHLIT
IKCTPAKT Cywiat (e3BOTHBIM CePHOKHCIbIM HAaTpied, pacTBOpit-
Tedb  OTPOHSIIOT, @ OCTATOK TIEPEroHaioT B BakyvMe, coOupax
Jpaxumio, gunstiyio npi 136—158°/0,2 ama, man 192—194°/1 au

Biixoga 24,8—25,7 2, win 79,4-—82,3% TeopeTuueckoro not-
HOCTRA,

Fligoaua-3-aneronntpirt, CioHgNe, mon. Bec 156,19—rycray
Macao0fpastast AKHIAKOCTb, PACTBODIMAs B OPLaHHYECKHN paci

BOpMTCJIAX M HepacTsoplinas B Bole;  d,°1,1812; np™ 11,6100
(npuMeuanne).
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MpuMeuaHHsa

TTukpat uMExOANA-3-aleTOHNTPHJa TOC/e MepeKpHUCTalIH3a-

UMM u3 cnupta nuaButcs npu 128—129°. B nurtepatype nme-
1I0TCS1 yKasaHWsl, YTO WHIOJMUJ-3-aleTOHUTPUI KpHCTaJJIu3yeTcs

< TpyaoM u naapurcs mpu 34—36° [*F], 36—36,5T ']

HApyrue cnoco6bsl noJyieuus

WiHxoans-3-aneToRUTpHI Obld MoJAyYeH M3 MHAOJHJIMArHui
voauaa M Xnopaueroxmrpﬂna[ ] HMeloTcs Takke mnaTeHTHbIe
MeToABl NOJyYeHHS MHIOMAA- -3-aneToHUTpUAA U3 MHIOMA, (OD-
MaJlbleria ¥ LHAHUCTOTO KaJlusi B aBToKJaBe[ 45 7.

OnucavHblii MeTo, ABAAIHUIACST BHION3MeHeHHeM croco0a
‘Tecunra u Lyabne[®], orindaercs NpocTOTOH NMpoBeNeHHs peak-
LIHMM ¥ YCTOHYMBOCTBIO BHIXOIA. :

1. E. R. H. lones, H. B. Heubest, 1. F. Smith, I. A. Bentley, J. Na-
ture, 169, 485 (1952).

2. 1. N. Coker, N. L, Kohehase, M. Fields, A, O. Rogers, M. A.. Ste-
wens, J. Org. Chem., 27, 850 (1962).

3. R. Mijima, T. Hochino, Ber., 58, 2042 (1952).

4. O. B. Mathre, Awmepnk. nar., 2,927,117(1960) [C. A. 54,110508
(1960)].

5. K. Bauer, H. Andersag, Amepuk. nar., 2 222,344 (1941) [C. A 85,

18074 (1941)].
6. 1. Thesung, F. Schulde, Ber., 85, 324 (1952).

2-[5-(n-METUJIBEH3HJ )9 YPHJI-2]10KCAJZLHA30J1
CH3<\ _>CH2t—_/ﬂ\JOOLH + H,NNH, « H;,0 —>
Ny o ’

- i1
CH Q. //—CHz\O/CONHNHz

/= o
CHyy CHzll\ il CONHNH, -+ CH (OC,H5); —>
N/, O

= N
CH 'f— CH ” I+ 3C2H50H
S\ / z\o \ /C
O

Mpemnoxmn: A, JI. Muaxosn, B. T. Adpukss
Tposepuin: A. H. Orarecan, JI. 3. Kazap»an

MoanyueHwune

Tudpasud 5(n-metunrbensur)pypan-2-KapboHOBol KUCAOTOL.
B kpyranoaoHHYIO KOGy eMKOCTbiO 250 M4, cHaGxeHHYIO o0par-
HBIM XOJ0jHAbHHKOM, ToMematoor 46 ¢ (0,2 Moas) cBexelepe-
THaHHOF'O MeTHJIOBOTO scbupa 5(n-roaunmerni) Gyp an-2-kap6oHo-
BOll KHcAoTbl (cM. «CHHTe3bl FeTePOUMKIHUeCKHX COeIHHeHHI»,
3, cTp. 67), 16 2 (0,32 Mons) 90%-Horo rugpaTa TCUApa3HHA U
90 ma sTHaoBoro cnupra. CMech HarpeBaloT Ha kojasiHol GaHe
5 Teuene 10 uvacos. ITo oKoHUaHMM OTrOHSIIOT B BakKyyMe BOJO-
CTPYHHOTO Hacoca CIUPT, U3GLITOK THApaTa FHAPa3HHA M K Mac-
JooGpasHoMy ocratky npuiupailot 260—300 ma aGcodioTHOrO
w¢upa. Ilpy pacTHpaHMH CTeK/siHHOH MaJouKoi BellleCTBO KpU-
¢TanNU3yeTCsi, er0 OTCACHIBAIOT U NMPOMBIBAIOT Ha ¢uibtpe 100
Mma a6conoTHOro 3dupa. BuicyuieHHBIH Ha BO3J4yXe CHIpOil mpo-
aykt ¢ 1. na. 82—83° Becur 41,5—42,0 2, uro cocraiser 90,2—
91,3% TeopeTHYECKOro KoJuHYecTBa (mpuHMevaHHe 1).

Huxkausayus. B KpyriogOHHYIO KoaGy eMKoctbio 200 ma,
CHaGXeHHVIO 0OpaTHHIM XOJIOAHJIbHHKOM, mnomeulaloT 23 2 (0,1
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MOJIst) THApa3uaa 5{m-merTua6ensnn) bypan-2-kap5OHOBOR KHCAO-
THl U 44,4 2 (0,3 MoJ151) cBeKeneperHaHHOro 3THJAOBOLO 3pHDa
opTOMYpaBbHHO KHeAOTH € T. kum. 140°/680 mm. Cmech Harpe-
BalOT Ha Kunsuied BoAsiHoi OaHe B Teuende 14—15 vacos, paioT
OXJAMMThCA /0 KOMHATHOH TeMIeparypbl H OTCACbiBAlOT Bbile-
JIHBIIEHCA KPHCTANTHYECKHI NPOJVKT, NPOMbIB €r0 Ha (PHIbTpE
50—60 ma 3dupa. Boixog BLICYLIEHHOro HA BO3[yXe BEILECTBi
19,1—20,2 e, a1u 79,5—84,1 % TeopeTHyeckoro KoJu4ecTsa; T. M.l
142—143° (npumeuanue 2).

2 5-(n-MetniGensua) Gypnn-2] oxcamuason, CisHoNoOo,
MoJ1, nec 240,26—GecuBerHoe KPHCTANHYECKOE BEILECTBO, PACT-
BOPUMoOE B 4LCTOHE, B FOPAYEM METHJIOBOM, 2THJIOBOM CHHpTaX,
O6eH30/1e U HEePACTBOPUMOE B BoZe.

DpumMeuauus

1. ITepexpucralH3alHa THAPA3HHA M3 HEGOABLINX KOJI-
yecTB OeH30J1a NOBbIIIART TeMrepaTypy rilasjiedusa 10 83—84°

2. Toayyennoe Koanuectso  2-[ 5- (n-Metuadensua) gpypu.a-2
OKCa1a30J1a MOKHO Tepexpucraniuzosark U3 30 a2 abcoor-
HOPO  CHMPTA; tIEPEKPHCTALNH3AUNA MOBbILIAET TeMOepaTrypy
1171aBJeHHs 10 143, 0(HAKO CONMPOBOKAALTCH HEKOTOPLIMH JIOTE-
pamu B npeietax 10—15%.

Hpyruae cnocoOul noayyeius

2-[ 5- (n-Mern16eH31.1) hypuai-2 ] 0KCaIMa30.1 NOJAYUeH TOAbKG
1o npuBeleHHOMY Bbille Cloco(y.

METHJ-2-BEH30THA3O0JIHJI-KETOH

{AS“ - HOOC — CH—CHy—> \/\W — (S: ey, O
\/NHZ A K/\N/ —! 3

OH
QU - QW
NN \/\N/ —C—CH,

; I
OH (0]

Mpeanoxna: B. M. 3y6aposckuit
Hpoeepumm: O. E. Tacnapsu, C. A. Kaszap:s

MNloayuyuenmne

Merui-2-6er3zotuazoanar-kapbunoa. B Tpexrop.ayio Kpyrio-
A\OHHVIO K010y *emkocThio 100 a2, CHAGKEHHYIO TeXHHUECKHM
TCPMOMETPOM, CTekJsHOH TpyOGKkofi jnist BBOJa KO AHY KoJObl
\TJIeRHCI00 Ta3a (mpumeuaHude 1) M cTekIsHHOH TpYOKOH BbICO-
10it 27 ¢M M BHYTPeHHHUM JddaMeTpom |1 Ma ¢ H30THYTLIM BEpX-
HIIM  KOHIIOM, Cay:kaliefl n0si ynaideHus o6pasywouledics npH
peakliill BOAL M 3a1epAHBAHHA HAPOB o-aMuHoTHO(eHOda (npil-
Mewarie 2), 11pHCOCIHHEHHOIl, B CBOIO oyepeib, K NOJOAUJIbHUKY,
nomeutator 13,5 ¢ (0,19 Mo0J51) MOJOUYHOR KHCJIOTLL (lipivedaHnie
3) u 194 2 (0,155 moas)  o-amuHotnodenona (cn. «CHHTE3NI
reTepoLKIHYECKIN cocunicnuits 6, crp. 31). Hepes camech npo-
HYCKAoT CTPYIO YIVCKICIOro Tasa N Harpesalor Kotdy rasosoi
FOPERKO TaK, 4TOOb OBICTPO BOBLICUTL TCMACPATVPY CMeCH 10
143 155, noaxepmunas ce B Teucte 1D uacos. 31 370 BpeMs
OGBIMHO OTroHseTen 4 —4,0 Al BOAbL H HCCKOJIDKO hallCIb O-dMH-
norioderona. Ilo oxoHuamun, ropsuyio CMECh MCPENOCAT B CTa-
KaH, NpranBaiGT 50 M4 BOAB, PA3MEIIMBAIOT H JEKAHTHPYIOT BO-
AV 3TY ollepallfio HOBTOPsOT elle npaxan. [latee npuiusaicr
7 st 409 -Horo pactrsopa eAxOro KaJj, TIHATeJNbHO NepeMellii-
sator 3—5 munyTt, npubasasior 30 ma BOjbLL, CHORA IiepeMellyi-
1,AI0T, BHOCAT B O0PAa3GBABLIHICS BA3KHE MaC1000pasHbill [po-
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JAYKT peakuuu HeOGoJbIIOoe KO/IMYECTBO 34TPABKM (IpUMEYAHIC
4) M OXJaXKAAlOT CTAKAH CMECHIO JbAA WU COJIH. 3aTsepaesluyio
maccy THIATeNbHO PACTHPAIOT CTEXASHOH MaJoYyKoil, OT(PUIBTPO-
BLIBAIOT W MPOMbIBAIOT Ha (uabTpe 3—4 pasa XOJ0/HON BOJAOH,
nopuusivu 110 30—40 x.2.  BpicylieHnoe Ha BO3AYXe BEULECTBO
pecut 19,5—20,0 ¢. Cuolpod NPOAYKT TIPH HArpenaHuu pacTBopsiT
B NPUCYTCTBHHM | ¢ aKTUBUPOBAHHOTO YLJA B 50 ma cMecu TO-
ayon-aurpont (111}, OTGHABTPOBBIBAIOT, NPHIHBAIOT 5 Mi
merpoiefiioro sdupa i, NoMelunBas pacTBOp, OXJaxAaloT erv
xoJaonnoit Bogoil. Kaxk ToJbKO NMOSIBUTCH MYThb, BHOCAT 3dTPaBKy
(npumeuatue 5) u yepes 5—I10 MuHYT NPUIHBAIOT eule 5 M
nerposefinoro spupa. I1pu OXaaxjaexunr pacTBopa JIpAOM OC4kK-
J.aeTcst TIPOAYKT, KOTOPBLI OTCACHIBAIOT H NPOMDIBAIOT 30—40 M
11eTPOJIeHHOTO 3pupa.

Buixon 16,0—17,0 2 (59,5—63,2% TteopeTuyecKoro Ko/anyect-
a). BecuBeTHpIl WIN C/IerKa KeJTORAThI MEJKOKPHCTALNHIC:-
KiI IPOAYKT C T. m1. 77-—78°, pacTsopum B G6ONBLLUHCTBE OPTE-
HHYCCKHMX pacTBOpHTEICH K HEpacTBOPHM B BOAHBIX PacTBOpAt
uteoue. '

Metu.1-2-6eH30Tuq30.1U 1-KeTOR. B yeTuipexropayro Kpyriao-
JOHHYIO0 KOGy emKoCThIO 150 M., CHAGMKEHHYIO MewalaKoi, 05-
PATHBIM XOJOANTHHIIKOM, KaleJsHoH BOPOHKOH 1 TePMOMCTPON.
noMeuaior pacrsop 10 ¢ (0,056 mMoast) MeTua-2-GeH30THA30.TH. i -
xap6unoia B 50 i JCASHON VKCYCHOM KHCJIOTBI, HArperTol /1o
95°, M HPUIMBAIOT TOHKOH CTPyel NP HHTEHCHBHOM TepPeMenti-
panuy ropaunit (90--95%) pacreop 4,9 2 (0,049 moisi) XpoMOBOro
anriipuaa B 30 a1 80%0-HOil YKCYCHOM KHCAOTH ¢ TaKoOfl CKG-
POCTHIO, UTOGLL CMCCh B KOa0C YMEPCHHO Kineda. Ternieparypa
CMeCH 3@ CueT IK30TepPMHUECKoil peakiunl nosuimactes 1o 110
115°, TTo okonuannu npuGapieHuss KnusitsT 30 MIIIVT W K TOf4-
yefl CMeCH MPH HelpepbBHOM MepeMelIHBaHINH NPHOABARIOT 149
ma Boabl. [Tocie oxaaxaeHns 0TOHALTPOBLIBAIOT MEJKO KPHCTA-
JHUECKHH 0CAj 0K H 3—4 pa3a NpPOMLIBAIOT 11a PUIbTPEe BOLOI.
nopumamu 40—30 ma. Xopowo orTaaThit 0carox 10 MUHYT Kii:
nATAT ¢ | 2 aKTUBHPOBAHHOTO YIVIA B CMECH, cocTostiieH u3 50 vt
aueToHa u 30 M4 BOABI, OTHABTPOBLIBAIOT M MATOUHbIA PACTBOY
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OCTaBJSIOT B OTKPHITOM CTaxkaHe Ha 15 yacos. Briieausmuiics
0Ca70K OTCACHBAIOT H MPOMbIBAIOT CHAYATd 3—5 Ma OXJIaX[eH-
1or6 60% -HOro BOMHOTO aleToHa, 3aTeM 2—3 pasa BoAO# (npu-
meyaHue 6). :

Beixoa 6,0—6,3 2, ua 60,6-—63,6% TeopeTUSeCKOro KoJi:-
yectpa; T. ma. 110—111° (npumeuaHue 7).

MeTtua-2-6eH30THa30H/I-KETOH, CoH;NOS, moa. Bec 177,23
cJlerkd KeJToBATOE BELIECTBO C NMPUSATHBIM 3al4XOM. Ono pacr-
ROPUMO B GOJIBIIMHCTBE OPTaHHUIECKHX pacTBOpHTe/Icd 1 HepacT-
BOPUMO B DPa3BaBieHHbiX MHHEPATbHBIX KUCNOTAX (npumeyaHue

8).
MpumMeuaHnus

|. BMecTo yrieKHCI0ro raza MO/KHO NPHMEHSTh a3OT.

2. B cayuae yBeJuueHus KO/AM4eCTB HCXOJHBIX  BEULECTE
COOTBETCTBEHHO MEHSIOT eMKOCTh PeaKlHOHHOI K0J6bl U pasmepsl
01BOAHOM TPyOKI, Hrpalolleil pob aedpaermartopa. Ecau 3arpys-
K4 3HAYUTENLIIO VBEAHUNBAETCH, ee 34MEHAIOT nedaermatopom

3. Mo HO npiMeHsATh GE3BO/HYI0 MOJOYHYI0 KHC/IOTY H 4H-
cryw 80%-uyto, B cayuae nocaeauneil Gepyr 17 ¢, uan 18 M4,
npuueM BhIXOL KapSHHOTA NpH 3TOM cuumaercs na 2—3%.

4. JLis npurotosJdedust 3aTpaBKH 23 Kanu cbiPOro Mac/o-
¢:6pa3Horo KapOiHona pacTBOPsIOT B CMECH TO1yOJla € JIHTPOH-
koM (1 : 1), oGecuseynsalot pacTsop yriem H HCRAPAIOT, OXJax-
nas ocratox. Bea 3aTpaski KapGHIION 3aTBEP/EBACT TONBKO up.f
HPOIOVIKITETBHON OXTAKICHHI H mepeMetBaHHH.

5. BueceHne 3aTpapkit WPH IHEPTHYHOM 1TOMELIHBATIHH HeoO-
COIIMO, TAK KAK 0€3 Hee 3HaujyTeabHas uacTh Kapouno1a Moxer
BLLLEAHTRCY 13 ])HCTBOP& S0 Hauara ]\'DHCTEL"L'IHI}HLUH[ B OBHWO
Mac.ia.

6. BoicyuleHHLIH  CLIPOR  KeTOH  BECHT 77,5 e. Beuwectso
MOAKCT GuiTh MEPCKPHCTALIHIOBAHO TaKAKe H3 AHOKCAHA.

7. MoBTopHAs HepPEeKPUCTAIIN3 a1 NOBbIIAET TeMNepaTypy
nnasienns 1o 113°, 01HAKO BELLECTBO 1OCTATOYHO YHCTO ATl HC-
NOJAB30BAHUA B CHHTE3AX.
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8. GeHUIrHAPA3OH NMOJYUEHHOTO KeTOHA noc/Ie NepekpHeran-
JH3aIMM M3 CIHHPTA maasutcs npu 146°

Jpyrue cnocoGbl NoJydennus

MeTu-2-6e830THA30ARI-KeTOH OBl T0J1ydeH aBTOPOM HpH-
BeleHHOrO BHLE METONA HAarpeBaHueM O-aMHHOTHO(EHONA X
MOJIOUHOI KHCJA0TEL B 3anasHsHofi TpyGke npu 140° B Tedenue 15

naco [ ']

1. B. M. 3y6aposckuii, JKOX 21, 2199 (1951).

2-MEPKANTOJENHUIAHH

CH, CHz
PAVEN AN NH
| Ic L H,N—C—NH,—> l\\ | SC/
< 1 l v \NF
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CH, CH,
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( \l/ﬁ-sc/ -LINaOH—> | ! |SN - H,NCNH, -
Y AN4 N R N e 6
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NaC! + H,0
CH, CH,
NN ANV
[ ! bona CH,COOH —> Q !SH .. CH,COONa
A PANZa RN

fiposephum: T. P. Opcens, M. A. Kanipuks

Moanyuenne

Xopucrosndapodnas S-(4-MeTUAXUNOANLI-2) TUOMOUCBUH Q.
B 1oy MTpPoBYI0 KPYI10A0HHYIO K040y, cnabxeliHylo 00paTHEIM
XO0AHABHHKOM ¢ X.70phalbliesolt TpyOKO#H, nOMCIAIOT 35,5 ¢
(0,2 Moast) 2-xJ0pJaeiMHd ¢ T. 0L 58—59° (cM. «CuuTesnl ro-
1ePOLUMKAHYECKHY  COeHHeHHITY, 6, crp. 75), 15,2¢ (0,2 moas)
THOMOUEBHHL H 50 a1 aGcoatoTHoro sieranodaa. Ciech KUAATET
Ha BOAstHON Gare B teuenne 2,5— 3 wacon. TIpn y10M peareHThH
cHava1a tOJgHOCTLIO ])HCTBOp?”OTCSI BOAMOTAHOTe, d vyepes HEKOTO-
poe Bpeast (40 MUENYT) HPOJVET peaniti HAuTACT Bbinalalb
LoBide KeaThiX xpuceTadtos, [To oXaTasleHIiH OTCa nBaloT, HPo-
sipiaioT 50 A1 adcomorHoro adgiupa y Cywar Ha BO3 Ly Ne {(mp-
meuanme 1); 1. ma. 185187 (c pazaoxennem). Brixo( 45,0~
482 2, nan 88,6-—94,9% TEOPCTHYCCKOTO KOJTHUCCTR.

2-Mepxantoaenudun. B3 Tpexropaylo Kpyrao10HHYO KO0V
CMKOCTBIO 250 .1, CHAGKEHH VIO MELIAKOIl, KanesnHol BOPOHKOI
it O5PATHLIM XOJIOAUABHIKOM, TOMEILEI0T 25,4 2 (0,1 moaa) xJo-
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PUCTOROJODOAHONH  S-(4-METHAXUHOMUI-2) THOMOUEBHHBL H 50 .2
BOAbL. K conepmumomy koaGbl NPH NepeMeINBAHUY NPUJIHBAIOT
B teuenue 10 munyr pacteop 8 2 (0,2 Mosra) eaxkoro Hatpa B
50 ma BoAB! W HarpenawwT Ha BoanHOH Gave 1-—1,5 vaca. 3atew
YAAJAT BOAAHYIO 0aHlo M K ellle TOpPAYeH peaxkuUOHHOH cMeci
npuanBaloT 15 ma JenqgHoH YKCycHOH KUCa0TH (npuMeyanue 2).
Mo oxaakaerun nofyyeHHble KPUCTaMJbt € T. M. 265—266° ot-
CacbIBAlOT W NPOMBIBAKOT 50 M4 BOIHL

Buixon 16,56—-17,1 e, niau 94,3-—97,7% TeopeTHYeCKoTO KO-
JuyecTBa {npuMevanue 3),

2-Mepxanrosenuaun, CoHgNS, moa. Bec 175,25-—cservo-
JKellTble KpUCTaJ/Jin, HepacTBOpHMbie B Boje, 3dupe, GeH3ode,
VKCyCHOt KHCI0TE, DACTBOPHMbIE B COJNSHON KACMOTE H €AKMX
11e7044ax.

MpuMeuaHns

I. M3 ¢uabrpata OTFOHKOH TOJOBHHBI  PACTBOPHTENS I
npubanaernem 50 a1 abcomoTHoro sdupa noayvawor eie 1,5 —
2,5 ¢ coaunc T o 170—172°

2. Ocaxuenne 2-MepKanTOALIHARHA MOKHO lIPDOGBOAHTb CO-
JSIHOH KHCJOTOH, O7HAKO NPH 3TOM TPYAHO H30exaTb NOTEPh,
T. K. 2-MeDKanToJenlIiH ¢ CoAsHON KHCA0Toill ofpasyeT BO.1O
pPacTBOPHMYIO COlb.

3. 2-MepKanTonenuiun 603 3aMETHLIX [OTEPb MOKHO Tepe-
KPUCTATH3OBLIBATE H3 00JBLIONQ KoanuecTsa 3tanosa (100 s
wa le pewectsa). [TepeKkpHCTALAN3OBAHHGLI 1IPIYKT (1aBATCS
npu 267 -268°

dpyrue crnocobul noayuenus

2-Meprantosienuiun Gpl1 [OJYUeH HarpeBaHueM 2-0KCilie-
NHAKHA C nsTHCCPHHCTHIM (pocopom[ '] npu 140 —150°. Tlpusc
JIl€HHAs BbiUle MPOMICL paspadoTana Ha ocHose pa6or Posenav-
epa, Tobmana u Teyszepa[?]

1. Roos, Ber., 21, 625 (1888).
2. E. Rosenhauer, W. Hoflmana, W. Heuser, Ber., 62,8, 2730 (1929).
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3-(n-METOKCHBEH3UJIMEPKANTO)-1,2,4-TPHA3 0N
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ITpeanoxsann: A. A, Aposn, A. C. Azapsan
ITposepran: M. A. Kanxpukan, M. A, Upaasi

NHNoanyuenmne

d-Mepranro-1,2,4-tpuaso.r. B xpyraoionnyio xonby em-
KocTblo 250 ma, cHabXehnyilo OGpPAaTHBIM  XOJOJANJAbHHKOM MOMe-
maior 45,5 2 (0,5 mons) TrHOcemuxapbazuia ¥ 45 e (1 Mouab)
cBexenepersannoro ¢gopmavuza. Cmecs Harpenatoor npu 110--
120° (temneparypa Gauyu) s teuenne 20 munyTt (npumevanne ).
3ateM cojepriMoe K0AOH BANBAIOT B (PApPOPOBYID walUKY I
GCTABAGIOT HA HOMb AJy KpheTaaindauuu. Kpucranins oTcaci-
HAIOT 1 HePCEPUCTATIN30RLIBaloT 13 DO a2 sojanl. Buixon 3-wmep-

ranto-1,2.4-tpuasoaa ¢ T.ona. 215 216° cocrasmier 43,4- 45,9 »,
i 85,9 -90,9% TeopeTnuecKoro KOJHUeCTBa,
J-(n-Merokcubensuanepranton)-1,2,4-rpuaszor. B kpvrao-

JAOHHYIO KOAGY eMKOCTBIO 250 M.1, CHalKeHHYI0 00paTHBIM X0J0-
AnabaukoM, noMewatmT 10,1 ¢ (0,1 Moas) 3-mepkanto-1,2,4-tpna-
3oaa B 120 ma 6% -HOTO METAHOJOBOTO pacTBOpa €AKOro Kalu ¥
17,2 2 (0,11 mons) n-merokcuGensnaxiopuna. Cmech HarpesaT
Ha BojasiHo# OaHe B Teyenne 10 MUHYT, 3aTeM OXJ1aXKAAIOT H IPH-
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simBaT 200 ma BoAbl. Beimapwnil ocanox (npuMmedadue 2) orca-
CLIBAIOT ¥ TEepeKpHCTalan3oBuipaior 3 80 m.4 MeraHoua.

Boixox 3-(n-MerokcuGensunnaMepkanro)-1,2,4-rpuasona ¢ T
1. 83—85° cocrapaser 15,1-—15,7 e, uaun 68,3—71,0% teoper-
YECKOTO KOJIHYECTBA.

3- (n-Merokenbensuamepranto) -1,2,4-rpuasod, C;oH; N3OS,
Mos. pec 221,29 OecuperHule KpHCTaMlbi, HEpacTBOPHUMbLIE B
pOje, TPYAHO PACTBOPHUMLIC B XOJ0HOM MeTaHoae, 3TaHONE H

aupe.

IMMpumMmeuadusn

1. Peakuns COMPOBOZK/IAETCSI BbLACJCHAeM aMMuaka. Ec
MOYHO CUHTATh 3aKOHYeHHOW 1ocje MOJAHGTO PacTBOPeHHs THo-
ceMuKapGasznaa M TOSiBJEHUS 3€JeHOr0 OKpallHBaKus.

2. O0biUHO HPOAYKT PEaKUHH OIV4aeTCs B BHAE Mac.a, J.1s
KPHCTALIN3ALHY KOTOPOrO Tpedyercs TulaTelbHOe pacTipaHiie
CTEKJISIHHOW NaJouKoil,

Ipyrue cnocofbl noaydenns

Q - - '

3-(n-MerokcnGensuaMepranro) - 1,2,4-rpnason Gblor nodyuek
TObKO OTMUCAHHBIM Bbili¢ CNocoConM. CITHTC3 HCXOIHOTO 3-MepKa-
1to-1,2,4-tpnasc.1a ocnoban Ha padore Baiflepa n Kporepa[ !].

t. H. Beyer, C.F. Kroger, \nn., 637, 135 (1900,

4-(5-METOKCUHUHA0JIUJI-3) BYTAHOH-2

Opennoxunan: A, JI. Mupxosn, . JI. Nanas:
Hposepuau: JI. C. Tancrsw, M. A. Baroan

[loanyuyenwue

B noayauTpoBylo KpYIVIOAOHHYIO KOJAGy, cHalkeHHyio oC-
[aTHLIM XOJOAHJBHHKOM, TOMEIlaloT pacTBop 14,7 ¢ (0,1 Mons)
5-vieTokcHHHA0Ma (mpuMedanne 1) B 60 M2 Jdcasuoil  YKCYyCHOH
RHCI0TH, Ao0asastor 20 ma ykcycHoro adruiapuaa n 7 2 (0,1 Mo-
Js1)  MCTHABAHHAKeTOHa (mpumeuanue 2). Cwmech nocie 5—10-
MUHYTHOTO CTOSIHASI HATPEBAOT HAa BOASHOH GaHe B TeueHHe 35—
40 munyT. K KOHILY 2TOTO BpeMelH oHa IPHHUM aeT TeMHO-KpacHYIC
oxpacky.: TTo oxnax/iennn B K010y moctenesHo paocsit 100 ¢ u3-
MCIBYEHHOTO AbJa; TIPH 9TOM COJepikHMOe KOJGbI NPeRpallaeTCs
B KAWHICOGPAsHYI MacCy, KOTOPYIO pacTBOPSIOT 100aBjeHHEM
400 4.1 x0n0aHO0R BOALI. Bu e HBIIHACS 0CA10K OCTABJARIOT CTO-
1k 2—-3 yaca, oTPUIbTPOBLIBAIOT, IPOMBIBAIOT 2~-3 Pa3a X007+
HOIT BO1OH, MOpUMAME 10 45—50 M 1 BLicyHBaKOT. ChIpOR 1MPO-
AYKT, ¢ T. nat. 99—103°, secut 19,5 . [Hast ouncrrn ykasaHnoce
KOAHYCCTBO KeTOHa pactBopsitot B 200 ma meranoaa, KHNATAT
5---10 MUHYT € 3 ¢ KUBOTHOTO Vyrad, (GuAbTPYICT (I 0CAXKAAIOT
700 w2 X0s10,1H0H BO/LDL

Buixo1 BBICVUIEHHOrO Ha Bo3JdyNe xeToHa ¢ T. 1. 109—110)’
cocTasasier 15,3--15,6 ¢, 1w 70,0--71,8% Teopetitueckoro ko
JIMeCTBA.

4- (3-Meroxcniioma-3) oy ravon-2,  Ci3HisNO,, wmoa. nee
217,27 KpHCTANTHUCCKOE BEIIeCTBO CBETJO-KPeMOBOro LBCTA,
pacTBOpuMOe B OOLIGILIX OpPraHHYeCKHX paCTBOPHTEASX U He-
pacTsopuMoOe B BOJE.



NpunMevyanuasa

1. 5-MeToKCHHHAON OB NOJy4YeH OMBLJIEHHEM 3THJIOBOTC
s¢upa 5-metokcHnHAON-2-Kap6ononoH KHeJoTH[!, 2] ¢ nocae-
LyloWKM  AekapbokcuaupoBaHieM Kucaors[ 3, 4] Boixop 65-—
75%; 1. na. 55° (auT. paunsie 55 °[*];57—587,5" [%]).

2. B peakuuu ucnonbzoBaH 97%-Hbiii cpekeneperdaHHbill
METHJIBHHHJ/IKETOH.

Jpyrue cnocoGut noNy4YesHs

4- (5-MeToKCHHHACAN-3) 6yTaHOH-2 Gbl noayyYeHd TOMbKO Nn
NpHBEAeHHON BbILIE NPONHCH.

1. G. K. Hughes, F. Lions. T. G. Mc. Kean, A. T. Murray. J. Proc
Roy Soc, N. S. Wales, 71, 475 (1933) [C. A. 33, 5873 (1939)].

. M. Amoros1, Gazz. Chim. 1tal., 8, 1445 (1955).

. R. H. Marchant, D. G. Harvey, J. Chem. Soc., 1808 (1951).

. W. R. Boehme, J. Am. Chem. Soc., 75, 2502 (1953).

. F. Benington, R. D. Morin, L. C.Clark, J. Org. Chem., 23,1977 (1938)

U W N

4-METHAXHHOJHJ-2-MEPKATNITOYKCYCHASL KHCJIOTA

CHJ
AN NH
) / + CICH,COOH+3NaOH —»
o N/sc\ _
NH, - HC!
CH,
AN
) o - NHz— C—NH; - 2NaCl -+ 2H,0
\/\N//SCHECO a i})
CH, s
-./\*/\ +CH,COOH (/\\'/\|
I Ay SCHCOONa bz SCHCOOH

- CH,COONa

Mpeamoxuma: A. JI. Mamxosn, A, A. Apoan
Mposepnan; M. A. Kaaapuxsn, T. P. Oscen1n

[MoanyuenmHne

B Tpexropaylo KpyraoloHHyio KoAGy eMKocTbio 250 M,
CHaGKEHHYIO MeWaTKoH, KarnelbHOH BOPOHKOH H a6parHbiM XO-
JIOAMTbHHKOM, noMewaior 25,4 2 (0,1 Mous1) XJIOpHCTOBOAOPOAHOH
S-(4-METHAXHHOMH-2) THOMOUEBHHDI (cm. cTp. 41), 14,2 2 (0,15
MOJIA) XJOPYKCYCHOH KHCIOTH! H 50 M1 BOABI. ConepXHuMOe KOIObE
Npu nepeMelUHBaHHH HarpesaloT Ha Kunsilmeil BoAsHON Game 10
pactropenns (5—10 MHHYT) 1 H3 KaneapHOH BOPOHKH B TEUCHHE
13 MHHYT NpH/AHBAIOT PacTBOP 16 2 (0,4 Mous) eikoro HaTpa B
50 sa vonw. Harpesamde Ha BOJsHOH Oane i nepeMcLIHBaHiic
npofoakaior 2,56—3 vaca. 3atem cule ropsiunit pactTeOp NCPEHO-
CIT B crakaf (npuvedadne 1) H npuanBaoT 25 A JeHOI yii-
CycHOH KHCAOTH (npuMedanne 2, 3). [Ipu 310M 4-MeTHJIXHHOIH -
2-MepKAaNTOyKCyCHAs KHCIOTa BbIACIAETCSA B BUAL MACad, KOTOpOE
0CTABJISIOT HA HOUD A5 KpHCTALIH3alHH. [Toayyensble KpHCTal-
Jibl OTCACHLIBAIOT H MEPEKPHCTATIHSOBBIBAIOT H3 40 M4 MCTaHOAA

{npumeu agre 4).
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Boixon 4-METHJAXMHOJAWI-2-MEDKANTOYKCYCHOA  KHCAQTHI C
r. . 115—I116° cocrapager 18,8-—19,5 2, uau 80,5—83,5% teo-
pPEeTHYECKOTO KOJMHUeCTBA.

4-MeTHAXHHOINI-2-MepKANTOYKCYyCHast kKucaoTa, CoH(NO,S,
MoJ. BeC 233,29—Gebic KPHCTAMIBI, XOPOLIO PACTBOPHMBIC B To)-
pAYei YKCYCHOH KHCAQTC, MCTHJOBOM H 3TIIGBOM CIHUPTaX, ILIi0-
X0—B BOIE.

IIpumMmeuanuas

1. Tlpy oxJaxaeHuy KoAGH 40 KOMHATHOH TeMIepaTypsl
BbLIENAETCA HAaTpHeBas CoJb 4-MeTHAXHHOMHI-2-MCPKANTOYKCYC-
HOH KHCJOTBl B BHA€ CBeT/NO-XKeThIX KPHCTAJN0B, UTO 3aTPYAHS-
er AajbHedlyio 00paboTKyY pPeakUHOHHONR CMeCH.

2. Takoe XO/MMYECTBO VKCYCHOH KHCJAOTLI  JOCTATOMHG LIt
MOJHOTO OCaXKAEHHUA 4-MCTHAXHHOAHUI-2-MCPKANTOYKCYCHOM KUC-
JIOTHI, OAHAKO 1esecoodpa3Ho NPOBEPUTh HOJIHOTY OCaXAeHus
npulan/ieHnem B (pnnmpar HECKOJbKUX MWIJIHANTPOB y}\CyCHOH
KHCAQTDI.

3. Ocamerye 4-MeTUAXHHOIMI-2-MePKANITOYKCYCHOIT KHCIO-
TDl MOMHO MPOBOAUTbL TaKKe COJNFHOU KHUCIOTOH, OAHAKO Npu
3TOM Hen(IXGAMMO TOYHO PACCUMTATb KO.IMuecTBO noctenreii. [Mpu
H30BITKE KUCTOTH HOYTY KOJMUECTBEHHO OCAMIAETCH XJIOPUCTO-
BOAGPOAHAA CONb 4-MeTWIXHUHOMNI-2-MEePKANTOYKCYCHOI KHCIO-
ol (1. 1. 214—215"). M3 nocnenseii CBOGOAHYIO KICTOTY MOAKHO
MO.TyuTh B BOAYHON Cpele JedCTBUeM alleraTa HaTpUA.

4. ITpoiyKT MOXKHO MEpeKPHCTALIN3Z0BATh TaKKe U3 150 vt
409 -Hoft YKCYCHON KHUCAQTHL.

Apyrae crnocobel noayueHus

4-MeTnaxunonia-2-sMepkantoyvkeychas — KHea01a  Gplaa no-
AyueHa n3 2-MCDKanToJeniIHHA H XJI0PYKCYCHOH KHCAOTH 1CTi-
ctBHeM elkoro Harpal '] Onucam Tarxke CHHTE3 3TOH KHCJAOTHI
HarpeBayeM XJOPYKCYCHON KHCJAOTB! € 2-MepKanTCAenuiAnHOM B
Cpejge yKCcycHoH KucaoThl]?].

1. G. F. Duffin, I. D. Kendal, J. Chem. Soc., 734 (1951).

18 2. L. Monti, G. Franchi, C. Pellerano, Gazz. chim, ital 89, 1102 (1959).

AMKOTHHOBAS = KHCJOTA

ol

Mposepam: O. JI. Mugxosn, 0. E. Tacnapas,
C. A. Kasap.u

MonyueHHeE

B noayauTponyio Kpyr/J0ACHHYIO ABYXTODIYO k0a0y, cHab-
JKeHHYIO KameabHo# BOPOHKOH, KOHEW KOTOPOH AOXOAWT J0 JHA
Kk0.16bI, OTBOAHON TPyOKOi, MMewolledl GopMy TyCHHOH ImedKkd u
COCAHHCIHOM € HUCYOISIIUM XOMOAM/IbHHKOM (MpHMEHaHHe D,
nomentatror 45 2 (0,34 Mons) cBexeneperdaHHOro XUHOJIHH A (cm.
«CHHTe3bi TCTePOUHKIHYECKHX —coelduHenuil», 4, CTp. 92). Ilpit
OXJAAKACHUH KOJAOLI JeAsHON BO10M ‘U3 KaNeJbHOX BOPOHKH IpH-
GapasioT 140 M2 KOHUCHTPHPOBAHHOA CepHOM KMCAOTH yA. Beca
1.84 tak, 4ToOLl TeMmCpaTypa CMecH He NMOAHHMAIACh BbIlE 10"
3arem koa0y norpyxator B cnaas Byna (npumedsnue 2), Teu-
nepatypy KoToporo 6LicTpo (10—15 MuHyT) UOAHHMAKT 10 215—
925° (npuMeuarie 3) I U3 KaneibHOH BOPOHKI NPHKANBIBAKT
150,41 a30THOI KucaoTH VL. Beca 1,36 (mpumeuaue 4) ¢ raxof
CKOPOCTBIO, UTOOGBI CMCCh DABHOMEDHO KHIIE/a. ITpu sTOoM HAUI-
HamnT BLILeSIThCS OKHMCTIR a30Ta H OTTOHACTCS BO14 (80—85 m.a}.
Peakuusa 3aKaHdusacTes B TeueHHe 5—6 uacoB (npnMeyaHue DY
K sToMy BpeMeHH CMeCh CTAHOBHTCS 1PO3pavHOIl H TNpHHAMAeT
conoMeHno-Keatyio okpacky. [To oxaaxienun, ce piausawoT s 1
JHITP JICHASIHOM BOLL 11 00padarhiBaloT 35 % -y pacTBOpOil
CAAKOTO HaTpa 1o uiesoutoil peawwunt (pH 10). loGapasior 15 ¢
ARHBOTHOTO  YIs, KUttt B TemeHie 10 MBHYT 11 QUABTPYIOT.
Oxvam ICHHLIA GUALTPAT NOIKHCISIOT KOHLERTPHPOBAHHOIT CO-
JstHoR kueaoTol 1o pH 5—6 v criopa  KHIATST < 5 2 XKUBOTHOTO
yrasa. Tlocae GuibTpaunit npu6asasior 35% -Hblil PaCTEOD €K O
Harpa 00 pH 7 u ocaXaai0T HUKOTHHOBYK KICIOTY B BHile
¢e MeAHOH coaW JedcTBHeM pacTsopa cepHokncaoli mead (50 ¢
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cyJbdaTta Mean pacTBopsioT b 150 M4 BoABl H TOPAYHH pacTBOY
aoGasasior K HarperoMy A0 80—90° soanomy pacrsopy HHKOTH-
OBOJ KHCJAOTHI) .

[Tocsie kunsiwensss cMecH B TedeHHe 15—20 MuHYT ocaxpaa-
€TCs cpeTdo-roaybast MceaHas CoJb, €8 OT(HHJLTPOBBIBAIOT HA
ropsiiero pacTBopa, NpOMbIBAIOT Ha (uabTpe ropsued BOAOH M
poicywnsaor npu 100° B Teuenne 6—8 uacon. IMoaywaior 58,0--
64,0 2 BewecTBa, K KOTOpoMy n08aBasior pactsop 16 2 eakoro
natpa B 150 x. noanl B kunatat B tevenue 10 muuyt. Ipu aTov
HaGAI0AeTCs BbiiecHIle YepHOTO 0CAAKa OKHCH MELH, KOTOpbil
OT(HILTPOBLIBAIOT B TOpsiueM BHje, GUIBTPAT oCeClBeyHBaloT
VIJeM H KOHIEHTPHPYIOT YNapHBaHHeM 10 TOJOBHHB 0ODbeMA.
IMociae oxJaKaeHus 0CaxK/AAT HHKOTUHOBYIO KHZJOTY KOHIEH-
TpHpoBalHoil coantoil kucaoroit a0 pH 3. PuabTpyloT, NPOMbI-
BaloT 20 M4 XOM0AHOH BOJB M cywaTr na Bosayxe. [lodydaior
32.5--35,5 2, uau 75,7—82,7% TeOpETHYECKOrD KOIHUeCTBa BE-
mecTna, naapsuleroca npu 225—227°. Tlocae nepeKpHCTanIu3a-
1M U3 80%-Horo 3THJAOBOTO CHHPTA BHIXOJ MPOAYKTa C T. ILL
999_.930° cocrasader 30,5—31,5 e, wan 71,2—73,4% Teopert-
HECKOrQ KOJIIYECTB A,

HuxortunoBass xucaora, CgHsNGs,, moa. sec 123,11—6emao0e
RPICTAJJpUYeCKOe BOLLECTBO, XOpOWIO PAacTBOpHMOE B rapsiueM
ChupTe, OTPaHHYEHHO--B BO1e, JMIOXo—B 3(Hpe, JeH30le, X4
podopme.

MpumMeuyaHHird

1. Onpit HEOBOISIT B XOPOHIC  ALICTBYIOULCM  BBITHANON
urkady.

2. BmecTo ciitasa By 1a MOMKHO HCHOB30BATE CMECH, COCTO-
Sy H3 50%¢ a30THOKHCIOTO Kadtst, 20% a30THOKHCIOTO Ha-
Tpus u 30% G30THOKHCIOTO KATLIS,

3. B ciayuae MCIIEHHOrO HATPCBAHHA BLIXOL NPOAYKTA peas-
NHH 3HAYUTETHHO CHHKAETCH.

4. T1pu npiuMeHeHHH NPONAKHOH A30THOH KHCJIOTHL yA. Beca
1,34 BBIXOJ1 HHKOTHHOBOH KHCJOTHI COCTABJsACT ToEKO 30 %.
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5. Ecan coxkpaTHTh BpeMa NpHOGABJEHHSA a30THOH  KHCAOTLI
peakuus nporekaer GypHO M BO3MOXeEH nepebpoc PeAKUHOHHGI
CMECH 4epe3 XOJ0AHJbHHE.

JHpyrue cnoco0bl ftoJy4eH s

HHKOTHHOBYIO KHCIOTY NOJY4alOT OKHCJAEHHCM  HHKOTHHA
A30THOH KHCAQTOH[ '], MapraHueBOKHCIbBIM kaanem] 2], xpomoBoii
kucaoTof[ 3], ABYOKHCbIO MapraHua B cepHO#l kucaore[ 1], anex-
TposHTHUEeCKHM OkucaeHneM] ®]. HUKOTHHOBAas KWCIOTa noJyya-
eTCs TakKe OKHCJACHHeM § -NMKOJHHA MapraHUeBOKHC/LIM Ka-
vem[ 3], Guxpomatom kanna[ 7], a3oTHOH kueaotod] 8] 1 okucae-
HHEM XHHOJAHHA PasIH4HbiMH  CNocolaMH C HCMOJb30BaHHEM
AByokdcu mapranual °], asorHOH kHcaoTh[ 10], ceneHOKCHXIOpU-
na[ '] M mopouika Metalaudeckoro cedenal '?] B KOHUEHTPHpO-
BaHHOU CepHOH KkucsOTE.

BenlectBo rnoayyaioT elle OMblTeHHeM HuTpuaa [ '3, 51w
aMi12 HUKOTHHOBOH KHCIOTL, KapOOKCHIHDOBAHUEM JUTHEBOTO
NPOH3BOAHOrO, NoaAyyeHHoro u3 3-Gpommnupuutal '®] u HekoTo-
pLIMH ADYTHMH CHOCOOaMH.

Tpeanoxenubii Meto;] ocHobal Ha padore Caxa[ 0] n usme-
HeH B AeTalfx.

1. S. Mc Elvain, ,Cuntest opraguteckix nipenapator®, Ma. M1, 288 1949);
Wiedel, Ann., 163, 330 (1873) Pictet, Rotschy, Ber.234, 702 (1901);
Pictet, Sussdorfl. Arel. scl. phys. nat.. \4), 5, 113 (1898) [7Zbl,, 1,
677 ¢1898); R. Dean, V. King. Awmepik. mnar. 2,409,345 (1946) [C.
A 4L 18158 (1947)) A, Ulmyg, JKIIX, 20, 245 (1948). 1. Uymakon,
A. Menxon, P Bupnek, XKIEX, 353, 602 (1962:.

2. Laiblin, Ann, 195 13413 9. Ber., 10, 2136-1877); B, Spath, H.
Spitzer, Ber., a9, 482 (126), M. A, [Ipcadpa weteruil, WIIN, 16,206
(1913).

3. Hoogvwerff, van Daorp. Rec. Trav. Chim, 1121 (1882); Camps, Arch.
Pharm.. 240, 353 (1¢02).

4. C. UopGauen, AN, 7, 388 (1934); B. Buavsuc, KX, 17,228 (194D
A. Caamxos, dKOYX, 15, 255 { 945); 17, 1212 (1947).
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Ipemaoxumi: A, JI. Muaxosn, B. I, Adpuxmi
[Mposepumi: JI. 3. Kasapsan, C. X. Tesopxsii

MMoaxnydyeunmune

B nuTpoByIO TPEXropaylo KpPyrJaoAoHHYK KoaA0y, CHaGXel-
Hyl0 MEIaJIKOH ¢ 3aTBOPOM, OOpaTHbLIM XOJIOIMALHHKOM M Ka-
11eJbHOI BOPOHKOH, NoMewtator 7,6 e (0,2 Moas) anoMOrHApHAA
<ntist B 400 ma aGcomoTHoro aupa u npH nepeMeiliBaHAN Mel-
<ICHHO TI0 KanasM B TedcHHe 35—45 MUHYT MPHJIHBAIOT PacTBop
19,4 ¢ (0,1 moud) metHaosoro 3¢upa 1,4-Gensonnokcan-2-kap6o-
HOBOH KHCAOTL! (CM. «CHHTE3LI FeTePOIHKAHYECKIX COeTHHEHHI»,
6, ctp. 31) B 100—120 M1 aGcomorHoro 3dupa. o oxoHuaHup,
He fepecraBas nepeMeliHBATb, HArPeBAIOT Ha BOJstHON Oane »
teucHue 3-—4 dacon rtax, utobul adup pabHoMepro xuuncia. Tlo
CXJAXKAEHUH 10 KOMHATHON TeMmepaTtypbl K010y norpyzkalor s
0aHI0 €O JIbIOM 1f OCTOPGIKHO B NepeMelIHBaeMylo CMech Npli-
cminalor 40 s poqwt. OTcacLBalOT W 0CAA0K Hd BOPOHKC THla-
Teablo npoMeBaT 200—250 st adupa. PHALTPAT BHCYWHBAIOT
GC3BOJIHLIM  CYIB( ATOM HATPUS, OTTGHSIOT PacTBOPHTCIL II QC-
TATOK CAUBAIQT B CTakaH. Ilocae ncnaperist HOCACHIN Kanelh
S(pipa OPGIAVRET NOTHOCTHLIO KpueTadauayeTest. Bueyiemor e
BO3IVNC BeH(ecTBO iL1annThess upn §9--90° (npmacuamic).

Boixox 14,0—14,4 ¢, nau 84,3--86,7% TCOPCTHUECCKOTO KO-
neeTBa.

2-Oxcumerna-1,4-Geuzoauokcan, CoH oOs, vod. Bec 166,18-—
CIETKE JKeJATOBATOe KPHCTAIAMUeCKOe BCUIECTBO, XOPOLIO pacTBO-
PHMOE B OpTaHu4eCKHX PACTBOPHTENAX H B ropsidel BOAe, C Tpy-
JIOM—B XOJIOTHOH BOIE.
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NpumeuyaHnuas

[MeperpucTamin3auust W3 pas3GaBJeHHOro 3TaHoJa He NoBL-
uraetT TeMmepaTtypy nJaB/eHHs BellecTna.

LApyrne cnocoObt Noay4erHs

9-Okcumeta-1,4-6eH301H0KCaH bl OJdYveH B3anMojedcT-
BHEM MHPOKATEXHHA C 3MUXJIOPTHADHIOM B MPHCYTCTBHH 12%-
HOTO pacTBopa eixkoro kadu['], kapGoHara Kalus H HE3HAUH-
~ellbHOTO KoovuecTsa nupuauxa[?]. Bemectso GbI10 NOJYHYEHO
TaKkKe BOCCTAHOBJIeHueM KMcaoTh[3] wau shupa aqoMOTHAPI-
aom autus[ ]

1. E. Fourneau, P. Maderni, Mme. 1. de Lestrange, J. Pharm. Chim.
18, 185 (1933); A. Griin, Avepnk. 1arT. 2,366,102 (1944) [C. A.40.
22721 (19406)".

. 0. Stephenson, I. Chem. Soc., 1371 (1954).

A. W. Johnson, A. Langemann, Murray, Chem. Soc., 2136 (1953).

3. Koo, S. Avakian, G. Martin, Am. Chem. Sec., 77, 5373 (1955).
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N-OKHCb-4-BEH3HJIOKCUNUPUIIUHA
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[posepun: 0. JI. Muaxkoan, A. T. Mkpruan

Moanyuenmune

B JHTpoBYIO KpYTIOIOHHYIO 4eThIpexropayio koaly, cHal-
XEHHYI0 MellaNKoH, o6paTHLIM XOJOANIbHHKOM C XJI0pKablle-
Bofi TpyO6KoH, KarnelbHOR BOPOHKOH H TepMOMETDPOM, rnoMemar
24 2 (0,17 mons) pacreproro B nopoUIOK N-OKucH-4-HHTPONHDH-
auHa (cM. «CHiTe3bl reTepOUHKIUIeCKHX COELHHeHHE», 6, cTh.
1) u 230 ma cpeKeneperiantioro Gedsusdoporo cnupra. Ilycrus
L X0 MEWaJ/IKy, ICPEMELINBAIOT CMECh [0 NMOJHOTO0 DPAaCTBOpPeHHs!
N-okucu-4-HyTponupuania (npumevanue ). 3areM, npu oxaax-
JLCHUH KOJGbl JIbJAOM W NepeMelldBaHiH, NPHJAHBAIOT B TeueHue
20—25 MUHYT CBEXKeDplrOTOBJEHHbLIA pacTBop OeH3ujaara Hat-
pHst, coctosiinuii 113 4¢ Hatpust B 200 x4 OeH3uJ0BOTO CnHpTa
(npﬁMelraHne 2) Tak, uToObl TEMIepaTypa DeaKkIlMoHHOH CMecll
e nosbiwanachk seime 8—10° (npumevanse 3). Hepes 30 mudyt
nocJte nprbasaeHst HAYMHAETCS OCaXKAeHUE KPHCTAMI0B a3c-
THCTOKHCJIOTG HATPHSl Il peakIlHOHHAs CMeCh NPUHHUMAET OPAHKe-
BLIE UpeT. E¢ oc1aBasioT cTosiTh NPH KOMHATHOH TeMnepaType H
1104b, OTQHILTPOBRIBAIOT BLITABIIHE KPHCTAILI A3CTHCTOKHCI0IO
HATPUA 1 TPOMBBAIOT Ha BiibTpe 20 a2 OCH3WAOBOTO CIHPTA.

OuIbTpaT KOHUEHTPUPYIOT B Bakyyme 1o odwvema 100 st
{(npumeyanue 4), pazdasasioT | aurpom abcogotHoro scdupa u
0cTaB/ag0T cTosiTh npu 0° B TedeHue Houu. Bhirasne Kpuctadiin
N-oxucH-4-GeH3HMOKCUNHPUAHHA OTCACHLIBAIOT W NPOMBIBAIOT Ha
ouabTpe 100 ma abcomornoro 3dupa. Cbipodl NPoAyKT C T. i
171° Becur 24,0 . Ilpu BropuunoM pasdasiendu QuIbTpaTa

e
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250-—300 .t abcoaioTHOro 3dupa sbigeasor eune 4,5 ¢ BellecTsa
¢ 1. L. 170—171°. Bce KOJHYECTBO CHIPOTO IPOJYKTa NepeKpr-
cTajdax3oBuiBaior w3 cmecd 30 a1 aBCOJIOTHOTO  METHJI0BOTO
cnupra u 120 xa cyxoro aueroHa.

Buixoa 27,0—27,5 e semecrna, uan 78,7—80,0 % TeopeTHyec-
KOro koJuuectsa; T. nd. 174- 175

N-Okucb-4-6eH3HJgAOKCHIHPUANHA, CsH; NO,, Moa.  smec
201,23—cBeT10-KpEMOBBIE€ KPHCTA/Mbl, XOPOWIO pACTBOPHMbIE B
BOJle, METU/IOBOM, ITUJAOBOM CIUPTAX H NPAKTHUCCKH HepacTBo-
pHMDle B adHpe, aleroHe.

NMprumMmeyaHnunits

1. Tlpu HEOBXOAUMOCTH A/ NOJIHOTO PacTBOPCHHSA NPONYKTA
coepKuMoe KoaGH Harpesaior jlo 30—40°

2. Ben3unar HaTpHs TOTOBSIT B TPEXTOPJIOH KPYTJI0A0HHOIT
KonGe eMKoeTbio 250 M., cHabXKeHHON Memalkoi ¥ OoOpaTHLIM
xononunbiukom. Harpuid npubasisiorT HeBOIbIHUMH KYCOUKaMII
pH  HENpPepHBHOM TNepeMelnyuBaiiy.

3. I1pu noBbimeHiH TeMnepaTypsl Builue 10° pacTsop TeMHe:
CT J0 TEMHO-KODHUHEBOTO LBETA If OCAXICHHE KPHCTALIOR d30-
THCTOKHCAOTO HATPUA 3aMeIeTCs it 3aTpy AHAETCA.

4. BeH3HJ0BLII CoUPT OTTOHSIOT B Bakyyme npi 90°/10 sy,
(06110148 BCC NPEAOCTOPOIKHOCTH, HeoGXOIAUMbIE B 3KCICPHMEI -
TEe C OKHCHMU aMHHOB, B BLITAXKHOM un{a(by CO LHTOM. Ortronsior
npiniepiio 235 --240 . GeHzn10BOro ClHUpTa.

Hdpyrue crnocobbl nogyuenns

N-Oritch-4-0eH3HTORCHRIPH/IIHA - OBLTA  NOIYUCHA OKHCTC-
HieM 4-6eH3HJcKCHRUpIHA nepekucsio Gensounal ! ]

Onucannbiii  cnocod paspaloTad Ha ocHose padoT E. Oxit-
an[?].

1. E. Show, J. Am. Chem. Soc.; 71, 67 (1949); Avepukau. nar. 2,540,
218(1951) [C. A. 45, 6224% (1951)).
2. E. Ochiai, I. Org. Chem., 15, 531 (1953).
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Hposepuan: O. JI. Muaxosn, A, T. Mkprusn

MoayueHnmue

B riofy1uTpOBYIO 4ETHIPEXTOPJYIO  KPYrJIOLOKHYIO KoJIbY,
<HAGXKeHHY10 0GP ATHBIM XOJOMHILHUKOM C XJ0pKadbLHeBoi TpyO-
KOi, MeLl aIKOil, TEPMOMETPOM H KaNe/bHOI BOPOHKOI, TOMCLLAINT
°3 2 {0,19 Moan) N-oxuch-4-HUTPONHPHAHKA (CM. «CuHresbr re-
TePOLAKIMYECKHX COCAernii», 6, cTp. 12) nupu nepeMeinBanisi
NpUGABIAIOT 13 KanelbHOHI BOPOHKI 125 a1 CperKeneperiaHHoro
CIOPHCTOTO aUeTINIa, NOJICPXHBAs TCNTICPATYpY CMECI B pede:
qax 35-—-40°. Yepes 5—6 MHHYT HaunHaetcs OypHas peaxiyel,
CONPOBOKAAIONLISICA BLLITCHICM OKHCH a30Ta (IIpHMCHaHIC by
floc.te HpndaB. 1eninst BCCro Ko HiecTBa X\IOPHCTOro aitemida caech
LArPeBAIOT HaA BO,UTHOMN DAHE 1D 50° ¢ rewenne | ouaca, K woHiy
9TOFO BpeMeHH COACPKHMOC KOJIOLI 3aTBCPICBACT. [ToayvueHHeC
Gedible KPUCTAJInE PACTBOPAIOT B 125 .1 JeIsHoi BOIBI M 110.111e-
daunpsaior 130 ¢ yrackucaoro Hatpust 1o pil 8. IKeTparupyion
xaopodapmom (npuMeuatye 2), CyWar Ge3BOHLIM  YIICKICAbIM
[HATpPHEM H NMOCJC OTFOHKH X10DOGOPMA NOIyHaIoT 225 ¢ BeluecT-
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Ba C TeMNepaTypol naasiaedus 152—153°, HMepexpuerannuzonar-

bl 13 150 a2 aitetona npoaykT naasures npu 169—170°.
Buxon 20,7—21,2 2, unu 89,6—91,7% ot TEOPHH.

N-OKHCb-4-xnopnnpn,zmﬂa, CsH(CINO, wmoa. sec 129,55 —
KpHCTaJlﬂHHECKOE BEWECTBO KPEMOBOTO UBETA, TPYIHO pactBopu-
MOe B OEH30Je, ALETOHE, XOPOWIO—B METHJAOBOM, STHJIOBON
CIHPTax W B X/10podopMe, NpaKTHUECKH HEP aCTBOPHMOE B 3¢up..

Npumeuanns

1. Peakmitio c1cayer npoBoauts B BEITSKHOM wKagy.

2. Tak kaK mpoAyKT peaxiud XOpouIo pacTsopsieTcs B Boie,
A/Sl ONHOCO ero h3BaeucHust TpeSyercs  okodao 700 ma XJ10p0-

pbopma. -

Apyrue cnocoGu noayyenus

N-Oxren 4-x10pnupuauna  Ouia noayuexa i3 N-okHCH--
HUTPOULPHANHA 1eHCTBHOM XA0pOKUCH docdopa[']. Mpuperen-
HblL MCTOA OCHOBAH HA pabore E, Oxnauf 2.

1. | ltai, J. Pharm. Soc. Japan, 63, 70 (1945) [C. A. 45, 85257 (1951)'.
2. F. Qchiai. 1, Org. Chem., 549 (1953).
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Mposepuau: B.-A. Muauakansn, H. M. Mopososa,
JI. C. Apyviioni

Noanyuenmune

N-Okuco-2-smeturnupuduna. B IOAyJHTPOBYIO KPYT/I0A0H-
HYIO K00y, CHAGXKeHHYI0 06paTHbIM XOJ0AN/IBHHKOM, OMCILAIOT
46,6 2 (0,5 mony) 2-merwmnupuisnta  {npumedanne 1), 300 2
JeAsHOf yKeyceHOf kdenothi 1 50 ma 30%-Horo BoAHOTG  paci-
Lopa nepekucls Bojopola. CMechb HarpeBaioT Hpu TeMuepatype
fann 70—80° B Teuedpe TpPeX 4YacoB, K HeH 106aBaAoT  eule
35 M. wmepekncy BOAOPO.Ld i HArpeBaHHC NPOAOIRAINT Hpl TOf
we teMmnepartype cite 9 vacos. M3 poaywenHoro  npospautolo
DacTBOpA OTTOHAIOT B BaKyyMe BOJOCTPYIHOTO HAcoCa  OKOJIO
3004.1, ocratok cMmewupaior co 100 sa BOAL, KOHUEHTPHPYIOT
no oObema 100 ma u skcrparupytor 250 sa xaopodopma. XJo-
podopMHbIl IKCTDAKT B3OAITLIBAIOT € BOHOH nactoi kapbonata
HATpUA (NpUMedarde 2) 10 LWen0YHoil peakuuyu u obpabaruiBaier
feaBoAHbM CydbdaroM HaTpusa. Xaopodopm OTTOHAT, OCTAB:
leecsT CBeTVIO-KeJATOe MACA0 NepercHAT B Bakyyme, cofHpas
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ppakuH, KAnAuyio npu 124—126°15 M/_Vt. Borxoa 45,0—47,8'6,
uan 82,4—87,5% TeopeTHUecKoro KolHYecTBA.

Ayerar nupuduir-2-kapbunosra. B ABYXTOPJAYO KpYrJaoAoH-
HYI0 KOJGY eMKOCTbIO 250 M., CHAGKEeHHVIO KanedbHO BOPOH-
KOW 1 OOpaTHLIM  XOMOAMILHUKOM, noMeluaor 102 2 (1 moar)
VKCycHoTo aHruapuaa. Konby HarpenaloT Ha MacasHoii GaHe u
K cl1abo KHOAUIEMY YKCYCHOMY AHTHAPHAY 0 KanJsM npu6as-
astor 43,6 2 (0,4 mona) N-oxkucn-2-merunnupuanna, Toce npu-
GaBJIeHHS BCCTO KOJHYECTBA BEWECTBA CMECh KUNATAT B TeyeHHo
30 MHIYT, OTTOHSIOT YKCYCHBI AHTHADHA NIDH NMOHHXKEHHOM AaR-
JICHHH, @ OCTATOK—TEMHO-KODHYHEBOE MaCJ0—MeperoHsiorT B
BakyyMme, cobupas (Gpaxkumio, kunsuyio npu 97— 100°/6 sm. Bu-
AOA 49,8f51,0 2, Wy 82,484 49 TEOPETHUYCCKOTO KOJHYECTBA.

Mupudua-2-xapbunoa. B KDYTVIOJOHHYIO  KOABY eMKOCTbIO
250 ma nomewaror 45,4 2 (0,3 moaa) anerara nupuanI-2-kapou-
nona, 12 ¢ (0,3 monn) eaxoro uatpa u 50 s (0,54 mound) Oes-
BOAHOTO ranuepuHa (mpumeuanue 3). Cwmech Harperawt B
TedeHne 2 yacos npu 140° macasanoi GaHi u NeperoHsiioT B BAKY-
yMe, cobupas dpakuuio, KUNALyo npi 95—99°/4 mm. Buixo:
22,0230 2, wau 67,2—70,3% TEOPETHYEeCKOrO Ko.IudecTsa (npu-
Meuanude 4).

‘ H11pu:um-Q-Kap()uHon, CeH;NO, 0.1, Bee 109,14, d,2v 1.1279
np*0 1,5433, decupernoe MACT0, ObICTPO TeMHELICe Ha C'BQT\"'
PacTBOpUMOe B BOEC M OpraHHYecKuy PACTBOPHTEsIX. Hm\'pé,r
(/—113 9TaHO1a) ——30M0TUCTO-KEATEIe KPHCTaaol ¢ 1. m. 159 -160"
Xaopruapar (us aueTOHa)_ —IAaBuTCT npn 107-—1087, Gesvie rir-
FPOCROMITNEChHC KPUCTA 110, JICTRO PACTROPHMbC B LOJe f COUPTC.

Hpumeuagnwua

1o I Bopeakunn Obi.1 npHneyeH 2-METHANHPUAHH, KIS HiT upn
90— 1267/700 sm. dxcnepument C1€yeT IPOBOANTDL B BLITHKHOM
HIKAQy ¢ HCNOJb30BAHHEM 3AINTHOTO HTA,
2. Bonunas nacra RApOOHATA HATPUS TOTOBHTCH CMellhpa-
Huem 50 ¢ kapGonara natpus ¢ 20 a2 ool
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3. Beaeacteue Xopowei pactBOPUMOCTH  MHpHAKJ-2-kap6i-
HOJA B BOJAE BBIXOJ ero NpH THAPOIH3e BOJHBIMY pacrsopami
iesloyeif He npesbiwaer 60% TeopeTHYeCKOro KONHYECTBA.

4. Tuaponus amerara NUPUAHI-2-KapOGHHOIA MOXKHO NPOH3-
BeCTH AelcTBHeM COJNSHOH KUCJIOTH; A4 3Toro 45,4 2 (0,3 mous)
anerarta NUPHAMI-2-KapGHHOJIA CMELIHBAOT B JAHTPOBOH Kpyran-
JouHo# kKoaGe ¢ 500 M1 KOHUEHTPHPOBAHHOH COAHOA KHCJIOTLL
CMmcceh kUNATAT ¢ 06paTHLIM X0J10 JHILHHKOM B TeuenHe 15 gacos,
3aTeM J0CyXa YNapHBalOT NpH MNOHHXKeHHOM JAaBaeHnd. Octi-
TOK-—CBETJ/I0-CePYI0 KPHCTANIHUYECKYID MacCy-—IepeKpHeT alli-
30BbLIBAIOT W3 CMecu aueToH-cnupt (4: 1). Boixox xpHcraianuec-
KOro XJopruppara nupuaui-2-kapbunoda ¢ 1. na. 107 -10%
cocrapaser 284—30,6 ¢, naun 65,0—70,0% Tteopiu.

Jdpytue cnocoGbl noaydyenHs

Mupnaua-2-kapdunox Ool1 nogyden  Jeitctsuem 50 -Horo
pacTBopa eakoro Kaau[!'] Ha mUpHANI-2-aibleTHA. IDTOT A
AMHHOCIIHPT MOXHO MOJYy4YHTb ¢ 65% BLIX0I0M NpH B3auMoaeil-
CTBHH 2-aMHHOMETW.INHPHAHHAE C 330THCTOKHCILIM  cepedpoM 1
coasinoit -xucaoroi] 2.

C nauboaswiuM BoixogoM (70,29 )  mipudina-2-kap0unoa
00pasyercs NPy BOCCTAHOBJICHHH 3THIOBOrO 2(HPa THKO.IHHOBON
KHCJA0ThE adtoMoruipuaoM JutHa[?]. [lpueiennas Boiule npo-
1ICh OcHoBaHa na padote Dokedaiiac u Jluunal *]

. V. Bocketherde, W. Y. Linn, .l Am. Chem. Soc., 76, 1286 (1954).

1. C. Harris, Lennart, Ann., 410, 107 (1913).

2. R. Crat, . Perethauer, M, Tatzel, 1. Prakt, Chem, 143, 88 (19306).
3. N. M. Micovie, M. Lj. Mihailovic, Rec. Trav. Chim., 71, 972 (1952).
1



¢®YPAH-2,5-NHKAPBOHOBASl KHCJIOTA
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[Tpeanoxunau: A JI. Manxost, P. C. Oradecsu
lposepuan:  B. I'. Adpuxsan, JI. 3. Kasapan,
A, O, Waxmypaasaza

NNonyueHnne

Pypan-2,5-durapbonosas kuciora. B yeThipexropayio Kpyr-
J040HHYI0 K010y eMKocTbio 500 a1, chafmeHHYIO Mewanxoil,
00paTHbBIM  XOJOANJILHHKOM, KaleJbHOH BOPOHKOH H TepMoMeT-
pOM, TOTPYKeHHbIM B PeaKiMOHHYI cMech (IpHMeuaHue 1), no-
mentatotr 29,7 ¢ (0,15 moas) MeTHA0OBOTO 3(hupa d-aleToOKCHMEeTH.I-
¢vpan-2-kapGoHopoil kHCAOTH  (npuMeyanve 2) H 30 M2 BOTb.
Cumech HarpesaloT Ha BodsiHol GaHe jpo 30°, vyaansuor Ganw i,
NyCTHB B X041 MCWAJAKy, TpPHJIHBaAlOT B Teuenue 15—20 muuvT
130 s.1 70% -noit (d=1,413) azoTnoit kucaoTl (nphmeuanue 3).
[Tepememnpannce npojoaxkaror eite 3—4 vaca, 3a 3T0 BpeMs 1i3
pacTsopa, OKPAlICHROTO B 3e/eHOBATbIM 1(BeT, HAYHHAIOT Bbima-
1ate OGecuserHue kpHucTaddaph. [lanee copep:kuMoe KoaBGbi np.
YMEDCHHOM JI€PCMCUHIHBAHMH HATPCBAIOT TIpH TeMnepaTtype peak-
I'HOHHON cMech 95-—98° B Teuenue 48 uacon. 1o oxkoHuanuu, Kor-
Ja TemuepaTypa CHIDKAETCs 10 KOMHAaTHOH, KoaBy morpymKaior
wa 25--30 MuE\T B JIeASiHYIO GAHIO H OTCACHLIBAIOT CCAI0K, KOT-
pbiit 2 =3 paza npoMLIBAIOT HA BOPOHKC DioxHepa JeasiHoil Bo-
Aofi, nopuusiMi 1o 13-- 20 aca. ToayucenHoe GeciBeTHOE BOLICTRO
HOCde BLICYUIBAHI Ha Bozavxe Becnt 21,0--21,1 .

Merwrocoi spup gypan-2,5-durupdonoson rucaoror. B no-
JVIHTPOBYIO  KPYMIOLOHHVIO KO0y, cHaGKEeHNYIo  06parthosil
XOJIOAHALRHKOM, nometaoT 23,4 ¢ (0,15 noaa)  ypan-2.5-1i-
KapOOHOBOH KHC10Th, 250 .1 abCOTIOTHOrO MeTdnoda U G i
KORUCHTPHPOBAHHOM! CCpHOM KHC/ioTh. CMech HArpeBaloT Ha Bo-
JSIHOU OaHe B TeueHHe 4—O 44acoB, 3aMeHSTIOT o0paTHbI  X0.10-
AUJIbHHK HHCXO (AWM §[ OTTOHSIIOT NPHOIH3NTe IbHO 40— 150 41

62

MeTaHosa. 1o oxJaxleHud 10 KOMHATHOH TeMNepaTyphl 0Ca-
1aiorest OecuperHbie O.1eCTAIUHE KPHCTAMILL, K KOTOPbIM [PHJIH-
rar 60—65 xa 20%-noro pactBopa kapOOHATa HATpHs, HOrpy-
waT KoaA6y Ha 15—20 MHHYT B Je/isinylo GaHio, 0TCacLIBAIOT
KpHCTa/Jbi M NPOMLIBAIOT ABa pas3a Ha BopoHke BioXHepa sesi-
Hoii BoAo#, nopuusimu no 15 ma. Tlocae phicyluinpanus Ha Bo3ay-
X€ AHMETHJAOBLI 3Qup Pypan-2,50-1nKapbOoHOBON KHCIOTH ¢ T. N,
112° Becut 24,0—24,7 ¢, uau 86,9--89,4% TcOpeTHUECKOTO KOJIH-
ueCTBA.

Ombraenue. B nByxropaylo KpyriIoAOHHYIO KOJA0Y €AKOCTbIO
950 M4, CHAGKCHHYIO OGpdTHBIM  XOJJONW/IBHHKOM H MeWalKoi,
noMelaioT 27,6 ¢ (0,15 Moas) Aumerniaosoro sdupa dypan-2,§-
Ankap6oHosoit kucaotsl n 130 ma 10%-Horo pacTsopa e/lKoro
waTpa. CMech Mpi nepemMeluBaHuy HarpesaloT Ha BO/UHON Gaiie
5 Teuelue 3--4 yacon. [To oxaaxKaeHHH OTOHILTPOBLIBAIOT H MO~
KHCIAIOT CONAHOR  KHCIOTOH 10 KHCJIOH PCAaKUHK HA KOHTO. Broi-
1eJHBIIMHCS TIPOAYKT OTCACLIBAIOT,; ABa pa3a NPOMbLIBAIOT HA BO-
pouxe Bioxuepa JeastHoil Bo10i 1o 20-—25 .2 M BBICYUIHBAIOT HA
BRO3AyXe.

Boixon 20,8 - 21,2 ¢, wan 88,8—90,6% Teopeinueckoro Ko-
JIHYECTBA.

Dypan-2,5- tukapdononay  kucaota,  CgHyO5, Mo Bec
156,09—03eciBeTroe KPHCTALIMYECKOC BEILCCTBO, NPH HarpeBa-
HHM C TPYJIOM PACTBOPHIONLLCCS B METILIOBOM, 3TILIOBOM CIPTaN
n B BoAC. Beuectno puuie 3207, He paciiiaBasscn, ¢y Oaus1IpY-

eTCHl.
MMpuMmMeuaununa

L. Ipudop codupaot 11a uriax b Xopoiio JeieTBVIONe s

BLITSRUOM  Dikady. Boilesionnecs ORicaTn azoTs norionidor

JLEA0YBIO OPH AOMGILI  OTBOJIHOH  TPYOKH,  UPLHCOCHTICHBON K
BOPYHCMY KOHLY X0/0/HJbHIKA.

2. MetnaoBhfl adnp  5-aueTOKCHMETHA(YpaH-2-KapOOHOBOM
KUCJOTh TT0J1YUAI0T 0 OHHCAHUIO, JaHHOMY AJst COOTBETCTBYOLIC-
ro 3THI0BOro 3(Qupa (C\. «CHHTE3LI TETePOUUKTHEECKUX COeAWHE-
Huir» 3, crp. 61). Buixox 84% rteopuu, . wun. 125—127°/3 mm.

OTroH KpuCTALIN3VETCs W riasates npi 41 - 427,
83



3. Ha6mogaeTcs: OypHOe BbllieJeHHe OKHC/IOB, U TeMnepary-
pa peaxunonnoﬁ cMecH nompimaercsi o 55—956°. Ha takoM ypoB-
He TeMmIlepaTypa JAEpHKHTC [PHMEPHO 25—30 MuHYT H 3arem
HOCTellICHHO CHUIXKAeTCst, OAHAKO pPCaKuusa XOTsd H 3ameanaercsa,
HO NpPOAOMNKALT NPOTEKATD.

Jdpyrue cnocofbl noy4eHHs

dypan-2,5-1nKapGoHoBast KucjioTa Oblla MOJylUeHa Harpe-
saHHEM -COOTBETCTBYIOUICrO AHanAblernia ¢ OKuCblo cepebpa i
ROHON cpele['] OKMC/IEHHeM aTKHI0BBIX d(PHPOB 3-X.IOPMETH.-
(pypaH-2-KapB6OHOBOM KHCAOTBl  a30THON KHCJOTOM C BBIXOAMIL
He sbime 62%[%°%]

Belectro 610 noayueno[*] eue u3 3TMAOBOrC 3¢Hpa dy-
paH-2-kapGoHOBOH KHCAOTHI, mapagopmanbierkia v x/aopa B
NPHCYTCTEUH XJA0PICTOrO IHHKA mpu 35-—37°, Harpepanuem My-
KOHOBOH KHCJ0TH ¢ 36% -Hoil cepHoit KucaoTol[ ], MeldeHHOI
neperoHKoH KaaHeBOH CoJi CaXapHOH KHCIOThE € 48 % -HpIM pacT-
BOPOM GPOMHCTOr0 3010poja B Teuerne 8—24 wacos[ ®], a Takue
HarpeBaHHeM KaJuenod coau Qypan-2-xapOOHOBOM  KHCIOTBI B
ABTOKJI@Be B NPUCYTCTBMU (DTOPHCTOrO KaiMusi NOA AaBJeHHeM
yriekucioro rasaf[’]. Kucaota Gbira nosydeHa Takxe OKHC.Ie-
nuem GopManst H-oKCHMeTHI(DVpaH-2-kapOoHOBOH KHCJAOThl 430T-
Holl rkucaorol| 8]

Hacrosimast nponnch pazpadoTada Ha ocHose padors [oHi-
ca 1 AMmcTviia ¢ wameuncHusimu B detatax] .

1. W. F.Cooper, W. Nuttall, Chem. Soc., 161, 1080 (1912).

2. R. Andrisano, Boll. sci. facolta Chim. ind. Bologna, 7, 53 (Iw19). [C.
AL 44, 0101 (1950); Ann. Chem. (Rome), 40, 30 (1950) [C. A. 45,
7H63¢ (1951D)].

3. 1. Hachihawa, T. Shono. Acta Chem. Scand., 12, 797 (1938).

1. T. Shono, 1. Hachihama. . Chem. Soc., Japan, Ind. Chem. Sect., 5%,
836 (1954) [C. A. 30, 295% (1956)].

5. R G. Acman, Wm. H. Brown, G.F. Wright, {. Org. Chem,, 20, 1147
(1933).

6. A. C. Cope, R. F. Keller, J. Org. Chem., 21, 141 (1956).
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7. B. Baecke, B. Blaser, W. Stein, H. Schirp, H.Schueu,

1,095, 281 (1955) [C. A. 56, 2425¢ (1962)}.

8.0. Moldenhauer, G. Frantmann, R. Piluger, H. Duser,

9.

G

176 (19€3).
. Gonis, E. D. Amstutz, J. Org. Chem. 27, 2946 (1962).

[lepm. nar.

Ann.,

580,
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MNpepaoxnan: O. JI. Mupxosn, H. A. Ba6urn
Iposepuan: 3. P. Barnpacapsu, A. A, Taufypiu

Mony4vyeHHne

B no/VaUTPOBYIO KPYTJIOLOHHVIO TPEXTopiyio Koaoy, enab-
ZKCHHYIO MellanKo#, oOpaTHBIM XOJIOANIbHHKOM H TEPMOMETPOM,
AOXOLALMM 0 AHA KoJObl, noMewaor 200 ma cBexeneperHan-
HOro AMoKcaHa n 32,2 2 (0,25 mons) ceqenncroit kucaiotet. Koanby
HarpeBalOT Ha BOAstHON Gane npu 50—53 10 pacTBOpeHHs cene-
HHCTON KHCaoThl (mpumeyanne 1), K tenaomy pactsopy nobarp-
aqot cpasy 27,5 e (0,25 moast)  cBexeneperHaHHOro 2-aueTua-
{pypana c T. k. 64—66°/13mm (cMm. «CHHTE3bl TeTepOUHKIHYEC-
KUX coequHenui», 2, crp. 14). Cmech KHOATAT B TeueHHe 4--5
yacos (mpumedanue 2), NpeKpailialOT HarpeBaHue 0 130T OXJ1&-
CHTBCsSE 10 KOMHATHOH TemnepaTypol. OOpasoBaBuidiicst 0CalOK
OTGUIBTPOBBIBAIOT H Ha (u/JbTpe NPOMDIBAIOT  ABAKADLI 30 s
1larpeToro 1o xiunexHst Auoxcana. QPuabTpar CJAHBAIOT B KOJ10V
DaBopeKOro ¢ eJI0UHLIM  Ae(IerMaTopoM suicotoit 30 ¢u, OTro-
HSHIOT AHOKCaH 11 BOAY (npumcuanne 3). OCTaToK ACKAHTHPYIOT
[, K016y Kasitsena emkoctblo 100 a2 ¢ e10UHbIM Aed1erMaToponl
EhICOTOM 25—-30 CA 1 NEPCTOLSIIOT B BAKYVMe, COOHPasI (hpaxiHIo,
winstugyo npr 85—887/13 s (mpumeuanue 4).

Boixon 16.0--16,0 ¢, wan 51.6—53,2% TeopeTinieckoro Ko.-
ueeTBa (mpHMeUaHUE 3).

dypua-2-ranokcans, CellyOs moa. sec 124,09, npeicrapasiet
CoBOH TycToe /KeaToe Mac/o, XOPowo PAacTBOpHMOe B ALLETOHC,
CTIHpTe, OTpaHiueHHO—B 3(UPE, NIOX0-—B XOJI0LHOI BOJE. IIpu
CTOSTHHY, B pe3y ibTaTe NOJHMepH3aluli, 3aTBepjeBaeT, a Ha BO3-
JyXe morJouiaer Boay, o6pasys ¢ NOBEpXHOCTH Oeayio KpHCTad-
Anyeckyio ruapatHyio $opmy—CsHiOs. H0.
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MMpanmevannsa

1. /Lyt iepexo/ia CeNeHHCTOR KMCIOThE B PACTBOP Tpebyercs
0kea0 20—30 MuHYT. BMecTo ceseHMCTOH KMCIOTH MOXHO MC-
NoJb30BaTh CEJNEHHCTbE aHTHAPHA W Boay (Ha 1 Moab cestenucro-
ro aurujpuna 20 ma BoIH).

2. Uepe3 HEKOTOpOe BPeMsi MOC.1e HAuala KHIeHHs PacTsBup
CTAHOBHTCA NPO3PAUHLIM, KPACHECT, A 3aTEM HAYHHAET BHNAagarh
TEMHO-CepPbIH OCaOoK CceleHa.

3. Ilo Mepe OTroHKH AMOKCAHA M BOAbl BLINALAET AONOJNHHU-
TeqbHO HeboJibllOe KOJMHYECTBO CeJseHa.

4. B Haua/Jle neperoHkH BMecTe ¢ OCHOBHBLIM I1POIYKTOM Or-
TOHsieTCsi HeDOMbLIOe KONHYECTBO KPHCTAJLIHYECKOTO MOHOTHApA-
ta. IlpH OKHeCJEHUH CeJeHMCTBIM AHTHAPHAOM O0pa3oBaHMe THR-
paTHO# (GopMH OKasbiBaeTcsi 3HauntebHbiM. Tak, 13 27,5 e (0,25
Mosst)  2-aueTHa(ypaHa noJyuaercs 8,7 ¢ BelleCTBA ¢ T. KHM.
87°/13 mm u 9,0 e KPHCTA/LIHYECKOTO NPOAYKTA C Temmeparypoil
naaBieHust 69—70°.

5. lns moayuenus ruiparHon opmst 16,0 e dypua-2-ranox-
cans xungrar ¢ 45—>350 ar Boaw. [loesae oxnaxiaenus Bomagaer
KPYCTA/IMUECKOE BOLLECTBO, KOTOPOe focde (HIBTHALHH H BbICY-
IIMBAHHS HA BO3AyXe IL1aBUTCsl NpH 72-—75° w coctaBasier 14,5-—
15,0 2. CpapnuTeIbHO HEGO.TbIIOR BLIXO4 MOHOTHAPATA OGBSICHSI-
CTCsl  OUeHb XOpollelt pacrBOPHMOCTbIO ero B pojae. Pypui-2-
IVIHOKCAdb yA00HO XpaHUTb B BHAe €ro MOHOTHAPATa, TaK Kaw
OH NPH XPAHEHHW He M3MECHSIeTCs!, a8 HPH NeperoHKe JIeTKO TepavT
BOAY, 11peBPAIasACh CHOBA B (PVPH.I-2-TJTHOKC AL,

Hpyrue cnocolbl nonyuenus

Py pua-2-r1MoKeaTb OnI 10JYUeH ¢ BLXoAoM 46,5% okucae-
HieM 2-aueTuadypana CeICHHCTHIM AHTHIpLIIOM B jauokcaHe] ']

1. F. Kipnis, . Ornfelt, J. Am, Chem. Soc., 70, 3948 (1948).
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MNoanyuenue

Hoducroui atokcuxurnoaututi. B KpyTI0A0HHYO KOJ0y eM-
KocThio 250 s.1, CHAOXKEHHYIO OGpaTHLIM XOJIOJHJAbHHKOM, .IOMe-
malor 68,2 ¢ (0,47 moas) N-okuch xunonuHa (cm. «CHHTE3b
reTepoOLHKIHUECKHX cOeinHenuii», 5, crp. 37) (upumesanne 1j,
pacTBopeHHON B 25 .1 aGconloTHOro GeH3ona (npuMeyanue 2)
1 113 2 (0,72 MoJa) cBeXencperHaHHoro HOAUCTOTO ITHIA. Co-
JlepAHMOoe KOAObl HAarpeBaloT Ha BOAsIHON OaHe B TeueHUe 2 yacon.
"TIpH 5TOM PAcTBOP MyTHeeT M TeMHeeT. [1pekpaillaiOT HArpeBaHue,
PACTHPAIOT CTEKJSHHOI NAJ0UYKOH 10 BLINAILAHHS KPACHOBATOLO
ocazKa HO/HMCTOro PTOKCHXHHOIUHHA. Konly noMemanT B Xoa0-
JHIbHHK 3 OCTaBJAAIOT CTOSITb B TEUCHHE HOYH [IPH TEMHEpaType
0°. Ocajiok OTQUILTPOBLIBAIOT, [POMBLIBAIOT HA (PHJIbTpe abCw-
JIOTHBIM OCH3010M (50 M.1) W, mOCAC BLICVIIMBAHUS HA BO3AyXe,

noayuait 1116 2 (79,2%) Beulectsa ¢ TeMrepaTypoil ITaBICHI
97--101°. TlepexpuctaaanzoBnBaior 3 40 a1 a0COJMOTHOTO 3Th-
A0BOTO Criiprd. CROTJI0-KCATYIO YCTBEPTHUHYIO COIL -0 NCTh

STOLCHXHHOJIHHHA—OT(HABTPOBBIBAIOT, CYIIAT DI KOMHATHOH
TCMIIEPATYDE B 3aUMILCHHOM OT CBeTa MecTe, TAK Kaxk Ha CBETY
1POJAYKT NpHODpeTaeT KPaCHOBATLIH OTTCHOK.

Buixoa npoaykta 70,5 2, ¢ 1. na. 108, unu 50,1% reopern-
YeCKOTO KOaHuecTRa (NnpHMouanue 3).
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XunanrsOux. B NuTpoByio KPYrIOROHHYK KoaGy, cHalxeH-
Hyl0 Memaskoi, OOpaTHbHIM XOMOJIUJIBHHKOM C XJ0pKanbUHeBoil
1pyOKO M KanenbHO# BODOHKOH, nomemaior 18 2 (0,74 e-ar)
METad/HUeCKOr0 MAarHHd, NpelBapuTeNbHO NPOMbITOro aéeomor-
HBLIM CIHPTOM H a0COMIOTHbIM 3(QHPOM, H H3 KaneJbhHO# BOPOHKH
no6asasior 104,6 2 (0,74 moas) iogucroro metnia B 400 m2
abcomoTHoro pupa (npuMeuanuc 4) Tak, utobh dpHP caaho
xunea. [Tocae npuGaBieHHs BCETO KOJIHYECTBA HOANCTOTO METHNA
pPEaKIHOHHYIO CMECh HarpeBaroT AONOJHHTC/IBHO 2 vaca. Oxaax-
;laloT 10 KOMHATHOH TemmepaTryphl U 3aTeM MNpH OXJaxKAeHHH
TIpOTOYHOH BOAGI HeCOAbIIMMH NOPUHAMH noGasasior 45 2 (0,15
MOJIst) HOAMCTOro TokKcHxuHoaunua, [loGapaenne yeTBEPTHYHOH
€OJH BeJYT OCTOPOMKHO, NPH UOCTOSHHOM OXJAXKICHHH, TAK Kk
TIPOHCXOAHT pasorpepaHue PEAKUHORHGH CMeCH H 3)HD BCKHIIAeT.

IMocjie AuGapaeHust BCErO KOJHUeCTBAa HOMHCTOrO ITOKCHXI-
‘HONUHUS, HA uTO Tpebyercst 1,5—2 uaca, peaklHOHHYIO CMeCh
KHNATHT B TeueHHe B uacos Ha BoAgHOM Oame. 3aTeM OXJaK1aI0T
bJOM € COMBIO M 1O KANAAM OCTOPOXKHO npuauBaioT 90 #.1 Bosb
{npumeuanue 5) u 3aTeM 300 .1 HACHIILEHHOrO pacTROpa X1OpHE-
roro aumonus. Ilepememnsaror 30- -40 MHHYT 70 NONHOrO pact-
LOPEHHN TBEPAOIO 0CA/Ka H OTAeJAI0T 3QUpHBI CNOH, BOAHBIA-~
ABAMAbL IKCTPArupyloT 3Gupon. JupHbIE BBHITHKKI o6pabarut-
waior 10%-HpIM PacTBOPOM COIHONM  KHCAOTb.  XHHAB/HH B
Bile XAOPTHAPATA MEPEXOAHT B BOAY (NpUMCUAHHC 6), KOTOpYHO
ob6paGateiBalor  40% -HbBIM PACTBOPOM  €/IKOrO KajH J10 pH 10.
{6pasyroTca 1pa Ca0s. MHOTOKPATHO  3KCTPArHPyIoT adupom-
(upnveuaniie 7) 1 3GUPHLIH SKCTPAKT BHICYUIIBAICT HAl CAKHM
Kaan. AHp OTCOISHOT 1 OCTATOK NCPETOHSIOT B BAKYyMe. T. xun.
123 124°/22 aa

Buxo1 16,0 18,8 o wanr 746 87,7% Teopeinueekoro ko-
JhuecTBa.

Xunaasiun, CiellgN, smoa. sec 143,20, caerka xenrtopara+
WIKOCTb, TNpHOOPeTaIoulas Ha CBETYy TeMHO-KPACHYIO OKpacKy.
PactBopsieTcst B OGLIMHLIX  OpraHWYeCckdX pAaCTBOPHTENSIX H HE
[actBopsieTcst B Boje.

69



fMMpumevyaunuas

1. Hcnoap3yior nepernandyio  N-OKucb XHHOJMHHA, © T. KHIT.
183°/6 mm, ne cojepxalleit KpHCTAaAIu3auMOHHON BOAM. [lpir
neperokke N-okucu W paboTe ¢ Hell cAcAyeT NOJL30BATbCS 3d-
UWHTHBIM LIHTOM.

2. N-OkHCb XUHOTIHA PACTBOPAIOT B aOCO.TIOTHOM GeH30.1e
NpH HArpeBaHHM Ha BOISTHOH OaHe, HHaue Tpelyiorcs Goabuive
KOJIHUECTBA PACTBOPHUTENS, UTO 3aTPYIHSET BLINMATCHHE UYeTBep-
THYHOH COMH 1 CHUIKACT BHIXOT 10 50% .

3. Ilpyu noGaBacHun abCONOTHOrO 3OUPA K Ma rOUHHKY BhINA-
daer aonoasureabio o 14,0—17,0 2 {0anMcTOro 310KCHXHHOMN-
HUst, KOTOpLI OTQHIbTPOBLIBAIOT, CyWaT H CHOBA NepekpHcTa.l-
JM30BLIBAOT 13 a0COMOTHOTO 3TaHO.1a. BblXom npH  3TOM
yBeaHuyusaerca 10 60—65%.

4. Jlas Hauaaa peakuud pgoGamasiior cpaszy 15—20 mz
pacTBopa HOJUCTOTO MeTHJAA W caabo HArPeBalOT.

5. Obpasyercst TeMHan TBepAas Macca Ha /1He 11 HA CTEHKaX
KOAObI, KOTOpast 3aTPYAHSACT [lepeMeliHBaHIle U pasTaraercsa noir
7100aBJeHUH XJTODHCTOTO aMMOHWS.

6. Ofhem CONSHOKUCIOLO pacTBopa cocTapjsieT npuban3i-
Teabio 400—500 ..

7. TlepBele nOpuHH  3PHpa JOJAKHLL COCTABJISITH HEe MeHee
200250 m.:, TaK Kak NpH MaabiX KOJHYECTBAX stupa obpasy-
€TCsl SMYJIbCHsI, 3aTpyAHaOmas pasfenedne. Jast nperotspau-
HHs 00pasoBaHHs 3MY.JIbCHH  U00ABAAIOT HEMHOTG XJOPHCTOTO
HATPHSL.

Hpyrue cnocoGul nonyvenus

XuHalbluH MOXKET OLITh NOTVUEH B3anMOeHCTBHeM aHILI!-
Ha: C YKCyCHOH KMCJOTOH no peaxkunu Hebuepa-Munnepa[!], ¢
KPOTOHOBBIM  aJb/ICTIA0M B NDHCYTCTBHH COJsHOH[ 2], cepuon
AH Hapa-HHTPoOen30.-cyabhoKucaoT) 3], ¢ aneTHACHOM B mpu-
CYTCTBHH OKHCH LIHHKA HJAH OKHCH ajioMuHus[*], ¢ pTyTHOaile-
THJCHOBLIM KOMIJAeKcom[3], ¢ 4-xa0pOyTeH-3-0HOM-2 B ITHJIOBOM
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cnupre[ 6], ¢ STHNOBbLIM CIHPTOM B NPUCYTCTBHH KOHTAKTHOMO
viaTepHaja—cHaMKareas[ 7], ¢ rauuepuHOM, 0apalblerHioM i
AleTHaeHoM Haj amomocuankatom[®], ¢ stuaeHraukoaem[ ], ¢
| IMILEPHHOM B NIPHCYTCTBHH HATPHEBOH COH N-HHTpoBEH301Cy Ab-
(pokncaoTh 10 ]. Be3KHCIOTHLIM METOLOM H3 alummma W aneradin-
feruga B CiMpTe C nocaenylollel 1HasoranueH TpaHc-2-MeTua-1-
aHMHHO-1,2,3,4-reTparuapoxuHoaHHal 1], XHHAIBARH NOTYyHAIOT
u3 o-aMiHOOeH3aJbjlerHjia 4 auetoHa B 1101 HOM cpene[ 2], a
TaKk/Ke HarpeBaHHeM % -MeTHJ IMHXOHHHOBOM Kucaotuil 2. )

[IpubeneHHblit COCO0 OCHORAH HA padote Yepnuhka, Pad-

puosa, Mauryxosa[ '*].

1. W. Mills, 1. Harris, H. Lambourne, J. Chem. Soc, 119, 12_94(1921).
2. L. Kyrides, AMepux. hat. 1,752,492 (1929) [C. \. 24, 2475% (1930)].
3. W. Utermohter, . Org. Chem,, 8, 544 (1943). )
1. H. Koanos, [1. derocees, OX, 6, 250 (1936); S,T:ll[suml,-H.]'\-El’yn_
" mori, 1. Chem. Soc. Japan, 54, 283 (1951) |C. A. 47, 9329° (1953)].
. Uykepsaunk, 1AH CCCP, 74,” 950 (1950).
6. M. Yulia, Ann., [12], 5, 595 (1950). (1950)
h stenik, Arkiv Kemi, 22, 180 (I1¢ .
1 ;’1 ti:é(n));[eﬁlec;i. 10. H. Ycos, 10. B. Eubxes, JKOX, 24, 252 {1954).
9, 1. . Apaawer, KOX, 19, 550 (1919).
10. ;. Darzens, M. Mayer. C. 1., 168, 1428 (1934).
11. /1. 3aaykacs, 10. Banxosckui, JAH ¢eer, 100,705 (]?55), . (
12 C. Sch%’)pf, G. Lehmann, Congr. intern. quim, }'jur‘r‘l ap]lcada,‘ Dl lK‘J
(1934) {C. A. 31, 3050° (1937y]; ¥. Pavotini, F. (jambarin, E. Glus~
to, Ann. Chent. (Roumte) 43, 242 (1953) [C. A. 48, 11419® (1954)).

13, T1. PaGunopuy, . daupxan. M. xum. Qapm. 0poM., 273 (1933).

il. A. Fabryvova, L. Matouchova, O. Giervinka. Collection, 28, 535(1903)-



XJIOPAHTHAPHA 14-BEH300HOKCAH-2-KAPEOHOBOH KHCJAOTHI

/’\/0\' ‘/\/0\
) +soc, —> [ ] - HCI 4 S0,
g COOH X No COCH

Mpernokuma: B. I'. Appuxau, JI. 3. Kasapru
Hposepuau: C. X. Tesopkan, JI. 11, Mupacxanos

Moayuenmne

B noayautposyio tpexropaywo KPYTJIOIOHHYIO KOJ0Y, cHad-
JKEHHYIO MelraaKkol, o0DAaTHBIM  XOJIOJIHABHHKOM M KAaledbHO):
BOPOHKOH, nomewawt 45 2 (0,25 moas) 1,4-6cH301n0KCaN-2-Kap-
GOHOBOH KHCAOTH B 250 M2 aBCoatoTHOrO BeHsona u Harpepa:or
Ha BOJsHON OaHe 10 pacTBopeHst. Koria KucaoTa mOJHOCTL!O
NEPeXOANT B PACTBOP, OAHIO BLIKIONAIOT M NPH NepeMelHBAREH
IPUIHBAIOT U3 KanelbHOH BOPOHKH B Tedene 15—20 muuyt
47,6 2 (0,4 MOJI51) XJIOPUCTOTO THOHMAE B 80— 100 4.7 aGCOMIOTHO-
ro Gewsona (npuMeuanne). I'lo oKoHuaHHH fipubaBaeHus cmech
KMOATAT HA BOJASHON GaHe B TeueHHe 4 4acoB, OTFOHSIOT H3GLITOK
NIOPHCTOrO THOHH/IA, OEH30.1 B BaKyyMme BOAOCTPYHHOTO HAcO A
H OCTATOK neperomsitor B Bakyyme npu 122—123°72 sma. Orrow
RPHCTALIN3YeTCA 11 niasutest nipu 56-—57°, Buixon 45,6—A47,1 »,
HIn 91,8—94,99% teopetnuccKkoro KoJHyecTBa.

Xaopanruap },4-6eH30a110KCaH-2-KaPBOHOBOH  KHCIOTH,
CoH7Cl0;, Mo, Bec 198,61 —6eciseTHoe KPHCTANIHYECKOe Be-
LLECTBO, XOPOLIO PACTBOPHMOE B OOLIYHLIX OPIaHHYECKHX PACTBO-
piTeny,

Mpumeuanus

Hpudapaenne pervanpyior rak, ytoon PACTBOPHTE b PABH)-
MEPHO Kuiea.
Jpyiue cnoco6br noyverns

Naopauruapu },4-0en3onmnokcan-2-kapBoHosoli  KHCAOTL
Obial noayuen ¢ 79% BbIXOLOM AeHCTBHCM XJOPHCTOTO THOHU:ld
Ha kucaotyf!].

L L Keo, S. Avakian, G. Martin, J. \m, Chen. Soc., 77, 5373 (1955).
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XJIOPTHAPAT 3THJIOBOTIO 39HPA
2-THAPA3HHO-4-METHJTHA30J1-5-KAPEOHOBOH KHCJAOThI

H

CH,COONa

N
CH, C-OH ||
~ C—NH -NHC-CcH, 22777

!

C,H;00CC—Cl
0

SH

CH,C — F
i y
C,H,00CC CNH--NHC—CH, ¢ H,0-LHCl——>
~Ns” (1)

CH,C ——N

i
C.H,00CC ‘CNH - NH,- HCI : CH,COOH
NS

Tpopepuan: A. A, Aposn, M. A. Hpam

MoanyueHnue

Jrurosoir sup 2-ayerueudpasuno-f-eTulTuaso.n-5-kup-
O0HOB0L  KucaoTol. B ueTHIPCXTOPAYI0  KPYIIOAGHHRYIO  K0AGY
CNMKOCTbIO 250 411, CHAGKCHHYIO MeInaakoll, 0O0paTENM X0J01Hs-
HHKOM, Kane JbHOA BOPOHROI 1 CTCKISIHHON TpYOKOIT, J0X0AsIICH
70 SiHa koAdH 15 BBOAA VIVICKUCIOTN0 raza, noamcinator 13,3 @

(01 woas)  aieTnatuocevuxaptasivia (apnseuarne 1), 82 ¢
(0,] M051) Ge3pR0AHOTO aleTara Hatpist it 75 a2 abcodloTHOR)
sranodaa. TIpomyekawT TOK VIVCRICIOrG Fa3a 1 HarpeBaloT co-

JCPKHUMOE KOJO0L! 1ta BOsiHON GaHne 10 pactsopenns. 3artem B
Teuenne 15 MunyT 1o0asasior no xanasm 16,4 e (0,1 moas)
7- XJOPAEUETOYKCYCHOTO 3(upa (npuMeuanue 2}, pacTBOPEHHOTO B



25 ma abco.0THOrO 3TaHoJga, HarpeBaHHe peakuMOHHOH cMmecH
Ha BOARHON OaHe NMPOJOJKAIOT B TedeHHe OJHOTO 4aca (npumc-
uanHe 3). [To oxMTax/IeHnu BHINABLIKA 0CAJOK OTCACHIBAIT, Npo-
MLIBAIOT BOAOH H NePeKpHCTalau30BLIBAIOT U3 50—60 ma 3Ta-
HOJA.

Boixox 17,1—17,5 ¢, wau 70,4—72,0% Teoperuyeckoro Ko-
AuuectBa. T. na. 224-—-224 5°.

F'udpoaus. B KpyraoaouHylo koaby emkoctbio 250 ma, cai-
HeHHYIO O6GpaTHhIM XOJOMLIbHUKOM, TnovewawT 12,2 2 (0,053
MO.J51) 3ITUIOBOTO 3dupa 2-auUeTHATHIPA3UHO-4-METHATHAZ0M-E-
KapOOHOBOI KHCJOTh, 75 4.1 2TaHOMA H 3,5 M.l KOHHEHTPHPOBAaH-
HOIil coqsHOoi KiHcaoTul. (CMech HarpezaloT Ha BOJsHOH OaHe B
Teyenne ogHoro vaca. Ilo oxsam/cHHH nbinasmive KpucTainl
orcacmsaoT, M3 dnabrpara npudasacuuenm 50-—60 ma sdupa
HOAYYAIOT elle HekoTopoe KosmueeTso (1-—-1.5 ¢) meuwecrsa. O6-
WHIT BHIXOA CHIpOTO  ppodyKrta ¢ 1. ni. 201—203° cocraBmict
10,5-- 11,0 ¢ (88,2—92,4%). TTepekpuctarau3oBanebiii H3 25 4.1
abCoMNOTHOTO 3TaH0/1a TIPOAVKT Miasired npu 204°

Buixoa 9,5--10,0 2, uau 79,8—84,09% TeopeTHLeCKOro kO.1s-
qecrBa (npumMeuarie 4).

Xaopruapar 3tHAOBOrO 3dupa 2-ruIpasuHo-4-NeTHITHAZ0.T-

h-rkap6onosoil kicaorn, C;H{ N3yO,SHCI, moa. Bec 237,65, npes-
CTasdsier cOOO0M OCCUBETHOC KPHCTAIMHUYECKOE BELULecTBO, TPYAHO
pacTBOpIINOe B XOJOJHOH BOZe, cnupTe, TNJONO —~B  Oensode.
sdupe. '

MpumeuaHnus

Lo AuernarnocemurapOasny ¢ 69—70% -Hbia BAXOAOM MO~
HO LOJYYUTh HArpesaHneM IKBHMOJICKRY BIPHLIX  hOJMYECTB -
CYCHOTO aHruipuia u THocemukaphasuia B cpele HebOIbio
KOJHYECTBA YKCYCHOH kucaoThl '] 1. na. 165—166"

2. DTHAOBLIH 3()Hp 7 -XJOPAUETOYKCYCHOH KHCJIOTH  OLLT
noJdydyeH XJOPHPOBAHHEM 3ITHJIOBOrO 3(PHpPa aUeTOYKCYCHOH KH-
C0THl XJAOPHCTHM ¢y abdhypuiaom] 2] BeuwiecTBo 06JanaeT CHJo-
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HHIM JIaKPUMATOPHBIM  AeHCTBHeM, TOITOMY CHHTe3 cJaejlyer
HPOBOAHTbL B BbITAXHOM 1lIKady.

3. Tlpu HarpeBaHHu »KeaTasd OKpacKa pPeakUHOHHON cMmecn
MEHSIETCS HA KPACHVIO, & K KOHIV HarpeBaHUs HAUHHAIOT Bbillil-
1aTh KPHCTA/ 1ALl

4. CB0oOOAHDIA 3THAOBLIE 3PHD 2-ruApasiio-4-MeTHATHa300-
5-KapOOHOBOH KHCJIOTLE MOMKHO NOJIYUHTH CJeAYIOULHM 06pPa30oM;
Kk pactsopy 11,9 ¢ (0,05 moas) xaopruapata B 30- 10 a2 ropu-
yeii BOJIbI HPILIMBAIOT HaCLIUICHHDBIH BOAHBIE pactBop 8.2 ¢ (0,073
MOJst) ©e3BO/IHOI0 auerara nartpus. Bunasmmii Oedwiit ocajnok
orcachinaior u cyvwar. Buixoa 10,0—10,5 ; 1. . 186° ¢ pasio-
Aenuem] ® ], TIpoAyKT npu CTOSTHUH OKpamiBaercs.

Jipyrne cnocoGbi noay4eHns

Ituaosbiit spup 2-ruapasznHo-4-MeTHITHA30I-5-KapHotoBoil
KICHOTH ODL HOAYUeH TOIBKO OFMCAHHRIM Bhille ciocoboM, pas-
paGoranubim DBanom® W Heckoabko yavuuieHwbihy  Badieponm n
Boartepom[ *]. :

1. Freund, Meineke, Bier., 29, 2515 (1896).

2. F. Allihn, Ber., 11, 567 (1878); cGopnitk  ,Chiviesl  oprasnveckix
npenaparos®, 5,35, 1954

3. S. Ban, L. Pharni. Soc. Japan, 73, 533 (1953) [C. \. 48, 9362V (1974)].

. H. Beyer, 1. Wolter , Ber,, 89, 1652 (1956).

da



2-XJIOPMETHJN-1,4-BEH301 HOKCAH

(0N /\/O
AN | e z W

: L $OCl, —> r
} | : 2 “ -
]\/,\O/CHgoH s Ao CHC -SOLHHCH

Mpeasoxnan: B, T. Adpuxsn, H. I'. Honesrn
Tiposepumi: JI 1. TMupaxkanos, C. X. Tesoprni

fTlonyueHmne

B Tpexropayio  KpyraoiloHHyro KoJa0y emkoctbio 200 Ay,

CHAGXKeHHYIO MelIaNKkod, o6paTHbiM xononmbnhxom C OTBOAHON |

Tpy6Koil M KaneJbHOH BOpOHKo#, noMeuaor 16,6 ¢ (0,1 moas)
2-tHApoxcuMeTuI- 1,4-6eH3onnokcana (em. crp. 53) ® upu ne-
peMeL B AR npuanBapT B TedeHue 10 - 15 munyt 30 e xaopue-
TOro THOUHAA (npuMeuatue |). 3aTeM Cmech pU NepeMeIHBARHE
narpenalotT Ha soasiioll 6anc B Teuenuwe 4—5 uacos. [Tocae ox-
JazKjieHdst nepedocsT B KOOy Kaaksdena u oTroHsiorT H30LITOK
XJOPHCTOrO THOHNTA B BaKyyMe BOJOCTpyUlHoro Hacoca. Ocratox
ICPETOHSIIOT B BakyyMe, cobupasi npoaykr, kunswui npu 107 -
1097/ luae (mpumevanne 2). IMeayuaror 17,1—17,5 e Bewectna.
OKPaUICHHOrO 1 IMOHHO-AKCITbIH UBeT. BropnuHas neperomnsa
npi 108~-1097/1 am aaer 15,7--16,1 2 uncroro npoayxra, uro
coOTBETCTBYCT 8,1--87,2% TeOopeTHUCCKOro KOJHUYCCTRE.

2-Xaopwmertii-1,4-6ensonmorcan, CoHgClO,, moa. Bec 184,63,
npeacTaBIseT co0OH  clersa  KelTOBATOrO UBeTa MOABHMHY IO
JWHAKOCTh,  XOPOIIO  PACTBOPHMY!O B O6LIYHbIX  OpTaHHYCCKHX
PacTBOPITEISIN 11 HepacTBopHMYIo B Boje: .20 12833, nn™
L5560 (npimcaanie 3).

lfpumeyvyanwuas

I. Peakuimo npoBoasit B X0powo JACHCTBYIOWCM BbITHKHOLI
wkapy. Ilepabie e Kanauy XJOPUCTOrO THOHWIA BbI3pBANOT HA-

HaJga0 peakiuu, uyto Habaw.1dercs 1o 06UALHOMY BbIAEJEHHIO X.10-

DHCTOrO BO10DO1A.

76

2. o oKOHUAHHM HarpeBaHUsi HEoOXOAMMO B TOT e AeHb
['DOM3BECTH IePeroHKy 1IPOAYKTa B NPOTUBHOM Cay4ae BbIXO.1
CHUXKaeTcH,

3. OKpaueHHbI B KeATLIA LUBeT 1poayKT umeet ™ 1.5580.
[ocne BTOpHYHO# NEPerOHKN 3HaueHue Tip™ 0OLIUHO PABHSICTCH
1,5550, 1,5560.

Jlpyrue cnocodbl noJydyeHus

2-XaopmeTna-|,4-GeH301MOKCaH Obl NOJYueH B3aUMOILE!l-
ctouem  2-oxcumeTna6eH30,1H0KCcaHa-1,4 ¢ XJOPUCTLIM  THOHH-
Jom[ !} & Takke C XJOPHCTLIM THOHWIOM B Cpele nupuivHal ? ]
upu 100° i B cpene Gensoaa[®]. Onucanue onNbITOB 1 BLIXOAL
a4BTOpAMH He TIPHBEIEHDI.

Belectso ONUcaHo TaKiKe B aMePHKAHCKCH MaTCHTHOI Jui-
Teparype Oes ykasasus crnocoGa nogaydenus]*].

1. . Pourneau, P. Maderni, Mme. I. de Leslrange, J. Pharnm. chim,, 18,
185 (1933).

2. 1. Trefonel, Mme. J. Trefouel, 1. Dunant, Bull. Sci. Pharwacol,, 42,1549
(1935) [C. . 30, 4635 (1:436)!.

3. Bpat. nar. 420,078 (1934) [Chem. Zbl. 106, 2216 (1935)].

4. Amepnk. nat. 2, 366, 102 (193%) {C. A, 40, 22021 (18946)].



3THJIOBLIA 30UP 4-AMHHO-2-KAPEOKCHMETHJMEPKANTO-
MHPHMHIHH-5-KAPEOHOBOHX KHCJIOThI

x\lmz CN
| NH
$--C + C—COOC,H; C,H; 2 _
N i =7 _."_°O;\M_). v~ ™COOC,H;
NH, CHOCG,H; Hs i ~+C;H;0H
N\N7Z
NH, NH
AN 2
st ]Coocij 2. CICH,COOH ——> \1/\1 COOC,H;
7 : HOOCCH,$ "\N/,-

- HCI
Iposepuni: A, A, Aposin, P. T. Memux-Orapgxanan

Monyueumne

Jruroseui  3pup 4-amuno-2-nepranronupumudun-5-kapb:-
HOBOU KUCAOTbL. B TPexrop.1yio KpyraoiorHYIO KOJGY eMKOCTbiu
750 M4, CHAGKeHHYI MeaNKoM, OOpaTHLIM XOJNOAHJNBHHKOM ¢
¥JOPKanbuHeBOid TPyOKOi ¥ TepMOMETPOM, nomewaior 125 at
a0COMIOTHOTO CIUPTA W HeGOJbIINMH  KYCOUKAMH BHOCHT 4,6 v
(0,2 e-ar) meranmuueckoro narpus. K NOJNYUCHHOMY aJKOIroMsiTy
1P NepeMeminBanuu npuGasasior 152 ¢ (0,2 MO.1%) THOMOUEB!I -
Hul, 33,8 ¢ (0,2 MO/Ist) 3THIOBOrO 3(HPa ITOKCHMTHICHIIHAH Vh-
CYCHOI KHCJOTH  (npuMeyande |) 1 HarpeBaioT Ha I(Hﬂﬂulf'i"i
BOASIHOK Oatie B TeueHue 6 yacos. [lo oxsawaeHH!T 106apBaAfidT
350 a2 Boab:, noakneasoT 30 M7 VKCYCHON KHCAGTH 1l npu ne-
PEMCIIHBAHUK HarpeBaOT HA BOIAHOI 0ane A0 KuneHus. Pactson
ox1amiaaT 10 307, 0TOUALTPOBLIBAIOT 06Pa30BaBWINCs OCAAOK
i spicymnBaor. Buxo1 24,0—25,0 ¢, nan 60,3--62.8% rteoperi-
HCCKOTO KOTHueeTBa. T, M1 Chiporo npoaykta 260 262° (npn-
Meyadue 2).

Jruaceoi sup -QMun0-2-KapBoKCUMETUAMC PRANTORU DL -
HiuduK-3-kapbOHOGOR  KucAOTb.. B KpyraosoHnyio roady em-
KOCTBIO 230 A1, CHAGHEHHYIO OBPATHBLIM XOJIOAUABHHKOM, MOMe-
wart 10 2 (0,05 moas) stunosoro sdupa 4-aMuno-2-mepkanto-
NHPHMUAHH-5-KapbOHOBOH  KueaoTh, o ¢ (okodo 0,05 Mmo.19)
MOHOXJOPYKCYCHOH KHCJAOTDL, 7D 4l BOIbI M 25 1.0 YKCYCHON Khe-
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S10Tel. CMech KHIBITAT HA KoJfoHAarpenateac /10 [OJHOTO pacTBo-
pPCHHSE (OKOJIO OHOro 4aca), 3atem 3aMeHHIOT oSpaTtHblil XoJ10-
CUITBHHK  HHCXOAAIUMM H B BaKyyMe BOJOCTPYHHOTO Hacoea
OTroHAT 0KoJao 50—60 ma pactooputeas. ITo oxnaxaeHuu or-
CaChIBAMOT BLIICTHBLIHECS KPHCTAMML M HPOMBIBAIOT HEGOIbIIHY
KOJNHMYeCTBOM J1eA4HON oAbl (NpumevanHe 3).

Buixoxr 9.5—10,0 ¢, uan 73,8—77,8% TeOpCTUHECKOrO KOJIM-
yecrBa; 1. na. 196 —197° (¢ pasaomenuem).

tuaosnii 3¢pup 4-aMHHO-2-KaPOOKCHMCTUAMEPOKRANTONHP!-
MHAHH-D-KapGOHOBOH KHCAOThI, CoH;N30,4S, moa. Bec 257,27 -
CBOTJI0-KeATOe KPUCTANIHYECKOoe BellleCTRO, pacTBOPHMOC B M-
1aHoJe M YKCYCHOM KHCJIOTe, HepacTBopumoe B Gensoac. sgupe

[ITpuMeuaHuns

1. ATHaosbiit 3QHP STOKCHMETHJIEHIHalYKCYCHOI KHCIOThi
6111 noayyeH no cnocofy Doasemontal '], B3anmoneiicTBHEM BTH-
AOBOTO 3(UPA LMAHYKCYCHOR KMCJOTLI ¢ OPTOMYpPaBbHHLIM 3(it-
POM B TIPHCYTCTBHM YKCYCHOIO aHruapnia. Boixon 47 %, T. KL
190—191°/30 sy, T. na1. 52—5H3°

2. IlpoAyKT 10CTAaTOYHO YHCT H BHOJHE NPHTDIEH JLT51 Npo-
BeleHHS  caclyiouteit  craiud.  [Ipn HeoOx0ANMOCTII BCILECTBO
MOXKHO NEpeKpHcTanan3oBarh 13 GOAbWIOro KeHuecTBa 50%6-Ho-
ro pactBopa VKCVCHOI KHCJIOTLL

3. Tpoaynt Mox o nepexpucraamnzosars 13 50 sz 300% -Ho-
10 pacteopa ykevenoil  xucaoTol,  Oinako 370 HC BAHACT Ha
TexipepaTypy [JaaBgelds peuiecTna.

I pyrue cnocoObl nonyyenus

[Ipusesentiast BLILIC HPOHUCL MOJYUCHIN HTHAOBOIO 3(Hp
1-aMUHO-2-MEeP KAl TOHHPHMH IHH-2-KAPOOHOBOIT KHCTOTLL H 3THAG-
HOrO  3hupa  4-aMuH0-2-KAPOOKCHMETIIMCPRAITONHPHN I THH-D-
KapGOHOBOH KUCJIOTLI OCHOBAHA Ha padotax [Koncoua, Amb.c-
pa[ 2] u Yasopuxra, [Tpaiical®].

Q. Bollemont, Bull. Soc. Chim,, [3]. 23, 20 (1901).

1. M. E.
9. T. B. Johnson, J. A. Ambler, J. Am. Chem. Soc., 33, 978 (I911).
3. T. L. V. Ulbricht, C. C. Price, J. Org. Chem.. 21, Z67 (1956).
79



2-3TOKCUXHHOJIUH
(3THJOBbIA 30HUP KAPBOCTHPHIIA)

21: I on " POCL —> 2 [ | |Cl <+ HPOy~-HCE
S\ AN
N NN
L/ l! , - CH3CHZONE —_— L : ‘ '
N S OCHCH - NaCE

[Mpopepuait: H. A, Ba6usaun, A. A, Tam6ypan

MoayueHnmue

2-Xaopxunoaun. B KpyranoioHRyl0 KOGy eMKOCTbio 250 4.1,
CHaOXKeHHYI0 BO3AYINHBIM  XOJOJHAbHHKOM C XJOPKA.IbLHeBoit
Tpy6KO#, nomewator 14,5 2 (0,1 Moasa) 2-OKCHXHHOAHHA C T. MY
191—193" (cm. «CunTesbl retepouuKJHUECKHX COeTHHeHH», B,
cTp. 58) 1 30,7 & (0,2 mosia) cBexKeneperHawHon XJ0OPOKuCH (oc-
topa. PeakiHOHHYIO cMeCb HarpepaioT Ha BOAsHONH GaHe B Teue-
HlUe OJHOTO Haca npH Temneparype 6aHn 94-—96° (npuveuanue 1).
Harpesanie npekpallaror ¥, KOraa ceAepXHMOe KOAGH Rpmhy-
MaeT KOMHATIYIO TeMNepaTypy, ero CAHBAIOT, OPH paszMelllBaniii
CTERJISTHHOII naJgo4Koi, Ha cMmech 250 ¢ #0J0T1oro vibida 11 250 a2
BOAL! (npumeuanye 2). BunaBwnit kpucradanueckni npoayxr
OTHALTPOBLIBAIOT, IPOMBLIBAIOT HA (QUALTPE XOJN0AHOH BOAOH 10
1eTPaabHON DEAKUMH HPOMBIBHLIN BOA. OTHKMMAIOT |I BHICYLI'l-
BalOT Ha po3jlyxe. Buixoi npoavkra ¢ T. na. 35—36° coctasaaer
13,7—14.2 ¢, uan 83,7—-86,7%  TeopeTHUECKOro  KO.HIUCCTBA.
Iocae uepexpucradausaiain n3 75—380 x.1 50%-HoOro 3TILIOBOTO
cnipTa noayvuaercs 12,0 125 ¢ Beutectna ¢ 1.1, 36--37, uro
cocTasasiet 73,3~ 76,490 1eopeinuecknro xonmectsa (npuaed-
nue 3).

2-Irokcuxunoaun. B kpyri1ooHHON ABYTOP.10i K0a6e, cHal-
MEHHON Mewankoil, OOpaTHLIM XOJOAUIbHIKOM C XJOpKaJbliHe-
BOH TPyOKOH, rOTOBAT ITHAAT HATpHsi, pacTropeHuenm 3,7 ¢ (0,15
2-ar) wmeTanrauueckoro Harpus B 200 a2 abCOJIOTHGIO 3THAOBOTO
cnipra. K renaomy  aaxoroasty 1o6asasiior 163 2 (0,1 moas)
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2-XJMOPXUHOANHA. PeakllHOHHYIO CMECH HArpeBaloT Ha Kuusaulen
BoAsiHOH GaHe B TeucHHe 3-—4 4acoBs, 3areM AaiCT OCTbiTh 1O
KOMHATHOH TeMiepatypel, OT(PHJILTPOBLIBAIOT 00pPa30BaBWIHICH
XJIOPHCTDI HATPHI # PUABTP MPOMLIBAIOT HCOOJNBLUIUM KOJHYECT=
BoM abcostotHoro cnupra (40-—50 at). Coupropwiii pactsop
HOMCLLAI0T B NMCPCTGHHYIO KOAOy H Orro’siotT cnHpT. K ocratky
spobapasor 100 a1 nojAbl U IPOAYKT peaklHu IKCTparupylor adu-
pOM ucThipe pasa, nopuusiMus no 75 M. COCAHHCHHbIE SKCTPAKTLI
BHICYIIHBAIOT HAA CIKIIM KaJdu ¥ RocJe OTTOHKH 3dupa ocTaTox
[ICPEroHsiioT NPH yMcHbieHHOM AanacHuu. [losyuaror 14,6—
15,2 e, uau 84,3—87,7% TecopeTiiueckoro KOJH4ueCcTBa, BeleCTRD
¢ remneparypoit kuneHds 109---110°/5 mm (npHmeuasue 4).

2-Droxcuxunoaun, C H \NO, mon. Bec 173,22 —GecuBerHas
JKHJIKOCTD CO CTORKHM HIPUSTHLIM 3anaxoM. Pactpopsiercss B op-«
raHHYECKUX PacTBOPHTETsIX (3(pHUpe, clUpTe, aueroue, GeH3one),
HE PacTBOpsieTcs B BOJe.

Mpumeuwuaunusn

. 2-Okcux!HOIH HOJHOCTBIO PACTBOPSICTCSl N1pH TeMaepa:
tvpe 80—-85".

2. Taxk Kax PacTBOPHMOCTb 2-XJOPXHHOJIKHA NPH CHHKEHH:
pH yaydiraercsy, 11CnoIb30B3aHIEe MEHBUIETO KOJHYCCTRA BOALI CO
JbAOM UPHBO/HT K HOHIKEHHIO BLIXO LA 3a CYUCT TIepexojla 2-xaop-
NHHOJUHA B puJIbTpar.

3. bes uweperpucrarausanmu nPOAYKT JOCTATOUHO UHCT A4
ICNOMBb3OBAHKSL B OCedylolleit cTaanu cunTesa. [lpu nepexpu-
CTAMTH3AIIN B PILIBTPAT HEPCXOHT HCKOTOPASI HACTh 2-XI0PXil-
BOJIHHA,; 10UaBJCHHEM H(‘(/)O.,rlhllj()I'O KOTHYecTna BOJAbI yllaeTCﬂ
BLLIRINTH OCTABLNIOCH wiacTh. Kpuerainsanis 2-X10p XnHonHa
HPOHCXOHT ()I)ICF]M‘(‘ HPH HCITOTL30BAITI 3ATPABKH H 1npH [SCT}):(-
NUBAHI KOI0L B CTPye HPOTOUHON BO g,

Buiacacnue 2-a10pxuiodiina n3 B0AIOTO PACTBOPY MOKHO
NPOH3BOHTL TAKKe IKCTPaKUiell spupom, OTronkoi pactoopu-
TeJisi ¥ 1eperoHkoil B nakyvme npn 135-—136°/12 ua. Otoruanuniii
UPOULYKT NAaBHTC 1pu 35 - 36°, nocae NHepekpHCTAIIN3A Ml K3
30 % -1oro 3Ta0NOro ClIpTA T, 1L nonbiuaeTen 10 37-- 38° [To-
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TyueHHe 2-XJIOPXHHOJIHHA OCyllecTsJeHo No croco6y ITepkuna u
Pobunsona [!].

4. 2-DTOKCHXHHOJIHH C BbiX0A0M 84—85% MOXeT GbiTh No-
JyueH TaxkxKe peaklvedl CNHPTOBOrO pacTBOpPa eJIKOTO KaJH C
2-XJIOpXHHOIMKOM, 3 pacuera Ha 0,1 Moas 2-xn0opxuHOHHA 0,15
MOJIs eakoro Kaau B 200 4.1 aGCONIOTHOTO 3THIOBOTO CNUPTA.

Hpyrue cnocost nonyuenus

2-DTOKCHXHHOIMH Obiji NOJYYEH HarpeBaHHEM 3THJOBOTO
3¢Hpa 2-aMUHOKOPHYHOH KHCJOTLI C KOHLEHTPUPOBAHHLIM pAacT-
BODOM XJIODHCTOrO LMHKA B criupTe [ ? ] npu HarpesaHnu cepe6ps-
HO#t Co/TH Kap6ocTupnaa ¢ HOAHCTHIM 3THJOM B CLHPTOBOM pacT-
Bope [3], a TakKe Npu ObHICTPOM HATPEBAHHH 2-3TOKCHXHHOJIHH-3-
KapBOHOBOI KHCIOTHL [%]. Hacrosimas mponucs paspaboTaHa Ha
ocHosanuu palbot Borepra, Meifist [ 5] u Ocrepmeepa [6].

. Perkin, Robinson, j. Am. Cheu., Soc. 103, 1973 (1913).
. Friedlaender, Weinberg, Ber., 15, 2103 (1882).

. Priedlaender, Weinberg, Ber., 15, 1422 (1882),

. Friedlaender, Gohring, Ber, 17, 460 (1884).

- Bogert, May, J. Am. Chem. Soc., 31, 507 (1909).

6. F. Ostermaier, Ber., 13, 335 (1882).
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