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S5-BEH3HJIMEPKANITOMETUNI®YPAH-2-KAPBOHOBASI KHCJIOTA

C]CH,[l 0 ]‘ COOC,H;+CS(NH,)o—
HCI 'HQNCSCHQ[ 0 ]l COOC,H;,

I
NH

HCI-HgNCSCHr_.[I 0 ]l COOC2H5+®CHQCI+3NaOH—- :

f
NH

@CHgSCHQ[I 0 ]| COONa+2NaCl+ CO(NH,)e

@CHZSCHz[I O] COONa+HCi—
@CHZSCHz@ COOH +NaCl

Mpeanoxuan: A. JI. Muukost, A, A, Aposn.
Mposepuni: B. I, Adpuxsn, A, A. Hoxunkau.



ﬁonyqeune

Xaopucmogodopoonas S-(5-xapbamoxcudypdypusr)mio-
Mouesuna. B kpyrionoHnywo koa6y emkoctbio 250 ma, chal-
JEHHYI0 OOPaTHBIM XOMIOAMJIBHAKOM C XJIOpKaJbIUEBOH TPYOKOi,
nomemaor 37,7 ¢ (0,2 mMo/d) cBexeneperHaHHoOro 3THJIOBOTO
spupa 5-x10pMeTHAPy paH-2-KapGOHOBOH KHCAOTH (GM. -, CHA-
Te3n TeTepoUMKJMYecKHX coeauHenuir*, 1, crp. 37), 15,2 2
(0,2 moss1) Tuomouesunst ¥ 40 M2 A6COJNIOTHOTO METH/IOBOTO
cnupra. CMech KMIATAT HA BOAsHOM GaHe B Teuenue 4—5 wua-
€OB, TOCjHe Yero B FOpsiueM COCTOAHHMH CJAHRAIOT B NOJyJIHTPO-
BHHl CTAKAH M KOJGY. COJACKHBAIOT 5 M4 aGCOJNIOTHOIO MeTH-
A0BOrO cnupra (npuMeyanue 1), KOTOpble NPHCOENHHSIOT K oc-
HOBHOMY NpoAyKTY. I1py oX/axaeHHu NPOTOYHQA BOXOH M mO-
MeHIMBAHHH CTeKJASHHO#H Nasoukofi nmpuausawT 175—200 #1 ab-
coJI0THOTO 3dupa. TIpoayKT BHauane BHAEANETCH B BHJE Mac-
JSHUCTOTO CJI0f, KOTOPHIA 3aTeM MepeXOAMT B MEJKOKpHCTal-
anyeckoe selilecTBo. Kpucraaan OTCACHBAIOT, NPOMBIRAIOT 50 M4
cyxoro adupa u CymaT Ha Bozjyxe; T. mi1. 158—159° (mpume-
uaHue 2).

Brxoa 50,4—52,1 2, nim  95,1—98,3%, Teoperuueckoro
KOJAYecTBa (HpuMedaunue 3).

5-Fensuamepranmomemuiypan-2-kapOonosas Kiicaoma.
Bnonyﬂmpoaylo TPEXTOPAYIO KPYTIOLOHHYIO KOJOY, CHaGKeH-
HYI0 MEWA/JKOA ¢ 3aTBOPOM, KAme/]bHOH BOPOHKOH W OOpaTHHM
Xo.10nMabHHKOM, ToMemanr 26,5 2 (0,1 wmoss)  XJOPHUCTO-
BOLOPOAHOf S-(5-kap6aroxcudypdypua)Tuomouesuns, 18,9 2
(0,15 mouas) xaopuctoro Geusuaa u 50 M4  3THAOBOrO COHMPTA.
Conepxumoe Ko.10bi DU MEpeMeIUHBAHMN HATPEBAIOT HA KHIIA-
mefi BOAAHON Gane B Teuenue 15—20 munyT, 3aTeM yAand-
0T 6aHI0 H B mpopo/xende 1 waca npuimsaot pactsop 20 2
(0,5 moas) exnxoro natpa B 200 #4 75°/,-HOTO S3THIOBOTO CHHP-
ta. Harpesanue M mepeMemuBaHHE NMPOAOIKALOT eme 4—5 ua-
COB, TOCJI@ Yero, 3aMeHuB 06PATHE X010 IbHAK HUCX OIS LM,
BOJNHOCTBIO OTFOHAIOT COHPT.
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K ocratky npuausawor 100 sz BOAB, IeN0YHON PACTBOP
npomuiBaorT 50 #2 3dupa, HATPEBAHHEM TPOMBITOTO PACTBOPA
Ha xunamiell BoasHON OaHe yAandOT oOCTaTkKu adupa ¥ 110 OX-
JIaX/IeHuH CAUBAIOT B CTAKaH, copepxamuit 100—~150 2 sbna u
60 M4 KOHUECHTPHPOBAHHOH COJAHON KHCHOTHI (KHCJAst peaKnus

Ba KOHTO). BrliesnBmyiocs 5-GeH3HaMepKantoMeTHidypan-2-

KapOOHOBYIO KHCJIOTY OTCACHIBAIOT, MPoMBIBAIOT 50 MA XonoA-

HOH BOAM M cyuiat Ha Bo3ayxe. Crpoi TMPOAYKT BECHT 26,3

27,8 2 u maasurca npu 117—118°.

- J19 ouHCTKH KHCAOTY pacrropsaioT B 100—110 #a 50%/-wolt
YKCYCHOH KHCJAOTHL, KROsiTAT B TeueHue 5—10 MuHyT C 1,5—
2 2 XKHBOTHOTO YIIa W (QHIABTPYIOT uepe3 ropaudil GuapTp.
ITpoMblThid 25—30 M4 XOMOAHOH BOAB, XOPOWIO OTXATHHI M
BRICYHIEHHH{ HA BO3AyXe NPOLVKT HMeer T. ma. 123—124°,

Buixon 22,1—23,2 2, uiu 89,0 —~93,4%, TeopeTnyecKkoro Ko-

1duecTBa (npuMeuanue 4).

5-Benanumeprantomethadypan-2-xapGonosas KUCJIOTA,
C,sHi20,S, Mo, pec 248,30, kpucrasiusyercs’ B puie Gecuper-
HHX MEIKHX HIJ, XOpPOUIO PACTEOPHMEBIX B CMHPTE U VKCYCHOMN
KHcJoTe, MIOX0o— B 3dupe, 6eH30JC H Boxe.

NMpumevuanugs

1 [Tpu upumenenun GOJBIIOTO  KOJHTECTBA METHI0ROIO
CAMPTA, JJst OCAXKJAEHHS XJOPHCTOBOLCPOIHOH coJiH TpebyeTcs
npubapsenue oueHb GOJABINOTO o0bema sdupa.

2. X10prcToBogopoanylo coab S-(H-kapsaTorcudy phypui)
THOMOUEBHHE MOMHO BBLIEIHTh OTTOHKOH METHJIOBOTO CITHPTA,
HO B 3TOM CJyuae HPOAYKT MOJYUAETCH OKPAUIEHHLIM B 2KeJ-
THil nBeT H ¢ Hosee WH3KOH TeMIepaTypoil NJaBJeHHA.

3. OnucannuM cnOCOGOM C TAKHM e BLIXO, OM MOJAYuaeT-
¢Sl XJOPHCTOBOAOPOAHAsE COMb S-(5-kap6MeTOKCHDY pDy pra) THO-
MOYeBHHHL.

4. AnanormusnM o6pa3oM, C TAKMM e ITIPUMEpHO BHIXO-
noM,; 5-GensunMeprantomeTnidypan-2-kapooH0OBaAsS KHC.10TA 10-

1t



JIyHAeTCsl M3 XJOPUCTOBOAOPOAHOM S-(5-kapbMeroxcudypdypi)
THOMOUEBHHBL.

Hpyrue cnoco6bi noayuenus

Has noayuenus S5-Geunszuamepxanromerniadypan-2-kap6o-
HOBOH KHCJAOTH Rpeloxer! TONBKO ONMCAHHHI BHUIE CIOCOG.

t A JL Mupxosu, A, A, Aposu, JAH ApmCCP 27, 101 [1958).

5-BEH3UJI®YPHYPOJI

(CH3):NCHO +POCl,~ [(CH,);NCHO * POCl,]

QCHz I:O:l +[(CH,);NCHO ‘POCL}
OPOCIz
O™

N(CHa),

l l OPOC}Q
@CHz CH ] +2Na,CO;+H,0—

N(CH

@cm[’ o/l'CHO+3NaCl+NaH,P04+

HN(CH,);+2C0,

Mpextomuau: A. JI. Muxoan, M. T. Cprropss,
Mposepuan: B. I'. Adpuxsn, 2. A. Mapxapan,

Noanyuenune

B uernipexropayio xpyraononnyio koa6y emkocrsio 100 .z,
CHAGKEHHYIO MEIIATKON C 3aTBOPOM, TEPMOMETPOM, NOLPYXKeH-
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HBIM B XHJAKOCTb, KameJbHOU BOPOHKOH M BO3AYMIHHWIM XO0JO-
JuabaakoM, momemaior 11,0 2 {0,15 moasn) numerundopmaMuna
H OXJAXIAIT OXAaAuTe bHO cMechio 10 0°. HYCKaXOT B X0/ Me-
IaJKy ¥ U3 Kanevibro# BopoHku npubasasior 23,0 2 (0,15 mous)
x1opokucu docdopa ¢ Takoi cxopocrbro 9TOOK! TeMneparypa
He mojnnmagace Bemte 10°.

[Mocsie npubas.ienusi, na uto rtpebyerca 10—15 munyr,
cMech nepememuBaioT eme 30 MHHYT npH 0° W 3aTeM TNpUAH-
BalOT K nell B Teuenue noayuaca 15,8 2 (0,1 moas) ceexene-
perHawHoro (npumeuanue 1) 2-6ensundypana ¢ 1. xun. 117—
118°/24 mm (cM. ,CHHTE3H TEeTepPONHK/JIHYECKHX COEJHHEHHI®,
2, crp. 17), peryaupys ckopoCrth npubaB/ieHHs TaK, YTOOH TeM-
meparypa He nogHumanach Bhme 10°. [To Oxonuanuu mpu6as-
JIeHHsI CMECh OCTABJIAIOT CTOATh B JejaHoll Gawe 30 munyr, 3a-
TeM yAAIfioT GAani0 # OCTaBAfOT elle 30 MHHYT NpH KOMHAT-
HOH Temnepartype.

CMech cauBaloT B crakan, cofepxamuit 200 ma densnoft
BOAH, HefiTpaausyoT 30—35 2 yriekucjaOro HaTpHA H OCTAB-
JASIIOT WA HOYb. Ha cneﬂyiomﬁﬁ nedb BrLIeAuBLIMiCH ciaofl mpo-
JYKTa peakUHH 3KCTparnpyor 3—4 nopuusamn sgupa no 50 u.a,
' COeNMHEHHHE 3(QUDHBIE IKCTPAKTH BBHICY HIHBAIOT GE3BOJHHM cep-
HOKHCJHM HATPUEM ¥, OTOTHAB PACTBOPHTE/b, HEPETOHAIOT OC-

TATOK B BAKyyMe, coGupas BeuecTso, xunamee mpu 140—

141°71 s
Buixon 14,7—15,0 2 uau 78,9—80, 50/ TEOPETUUECKOTO KO-
andecrBa. [IpH cTosiud BenlecTBO KpPHCTAMIA3YyeTcd; OeclBert-
Hble KPUCTAJLAB [IaBates npn 33—34° (mpumeyanue 2).
5-Bensuadbypdypon, CiaH, Oz, mou. sec 186,21;.d3 1,1417;
n2’ 1,5870,— CBETJIO-)KEe/ITasi OJIBUKHAR K WIKOCTb, PACTBOPHMAL

B OpFHHquCKHX pacrsopure/asiXx W HEDACTBOPHMAs B BOAE; IMpH
CTOSIHUH TEMHeEeT.

HDpumeuwuanusd

1. B cayuae NpHMEHEHHA He CBeXeneperHaHHOro 6en3m1-
$ypana BBHIXOJ aJbJETHAA 3aMETHO CHHXKAETCH.

14

2. Temnepatypa NJaBJEHHS COOTBETCTBYeT OeCLBETHOMY
BEIECTBY, 3aKPHCTANJIM30BABLIEMYCS MOC/€ BTOPHYHOH mepe-

TOHKH.

Jlpyrue cnocoGbl 1oaydeHus

5-Bensuady pdypo. GBI 101y UeH B3aHMOAEACTBHEM 5-xs1op-
Memmpyp(pypona c 6eH30J10M B IPHCYTCTBHH XJOPHCTOrO aMlio-
MuHUA'.

Onucannbiil B Tekcre? cnoco6 aaet 3unauureabHo GoJee
BEICOKHH BHIXOJ aJblerujia.

1 H. J. H. Fenton, F. Robinson, J. Chem. Soc. 95, 1335 (1909).
2 A. JI. Muaxosu 4 Ap., JAH ApmCCP 27, 301 (1958).
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2,5-BUC-(AHUNP OITUJIAMHHOM ETUT®YPAH

'(CaHv)zNCHz[l Ojl CH,OH+S0Cl,—

(CsH'.')zNCHz[I o:" CH,CI+SO0,

HCI

(C3H1)21?CH2 I: O :I CH]CI +3HN(C3H1)2“*
HClI

(C4H, ),NCHz[ o ]CHQN(C3H7)2+2(C3H,)2NH-HCl

Npeanoxnmn: A, JI. Munwosu, H. M. Oranmxansn.
lpopepuan: B. T, Adpukan. A. A. Joxuksam.

Moanyuenue

Xaopeudpam 5—(dunponu/zauuﬂo,uemu/z)giypg’yypuﬂ XA0-
puda. B moayaurposyio TPEXTOPJIYI0 KpYITONOHHYIO KoJ6y
CHAGKEHHYIO MemaIKoH ¢ 3aTBOPOM, Kane.abHoH BOpoOHKOH u 06-,
PATHHIM XOJOJUIbHHKOM C XJOpKaIbUHEeBoR TpybKof, noMelya-
0T pacrsop 21,1 2 (0,1 Moss) S-(aunponuiamuniometna)dypdy-
PHAOBOrO cmupra c T. kum. 137°/3 mu (mpumeuanue 1) B 150 st
Cyxoro sgupa. Kouly oX1amadi0T CMEChIO AbJa C cOIBIO H npH
NEPeMelInBaHuK U3 KANETbHOH BOPOHKH B Teyenwe 3—4 ya-
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coB npuaneaior pactsop 13,1 2 (0,11 moaa) cpexeneperHaHHo-
ro xaopucroro THounaa B 200 ma abconioTHOro aupa, CrIels
3a TeMm, uTOGH TeMIeparypa He NOAHMMazace BHme 0°, Peak-
IHOHHYIO CMECh OCTABJIAIOT HA HOUb; HA CJAEAYIOUHHA AeHb OCa-

MOK OT(QH.IBTPOBHBAIOT, MPOMHRAIOT HA GUILTPE TPEMA NOPUH-

AMu cyxoro sdupa mo 50 M2 Kaxjaas d Cymar B BaKYyM-3K-
CHKaTOpe Hal XJIOPHCTHM KasbuueM. [loayuaior 23,6—24,3 ¢
xaopruapara S-(nunponuaamuuoMeTna1)dypdypus xaopuaa e
BUJIE CBET/IO-)KE@JITOr0 NnopodIKa. '
2,5-Buc-(dunponusamunomemur)pypar. B noaymurpo-
BYI0 KPYIJMIOLOHHYIO Koa6y nomemawt 13,3 2z (0,5 Moas) He-
OUHWEHHOTO XJOPTrHAPATa 5-(AHTponHIaMuHoMmeTua)pypdypua
xnopuga 4 150 2 cyxoro Gensona. K cmecH npHIuBaioT pac-
TBop 15,15 2 (0,15 moas) munmpcenunamuba (npuMeuanne 2) e
150 #4 abconoTHOTO 6eH301a, Koaby NMPHCOEAMHAIT K o6pat-
HOMY XOJOAMIBHUKY M KHNATAT PEAKUMOHHYIO CMEChb Ha BOAf-
Holi 6ane B Teuenue 8—10 uacos, INocae oxaaxzenHa oGpaba-
THBaIOT cMech 10%/,-HOH COAsHONl KHCIOTOR 10 KHCAOH peakiuH
Ha KoHro. BeH30JbHHA ¢10H OTAENAT OT BOAHOTO, NOCIEAHHHE
HACHIAIOT YTJIEKHCJIBIM HATpueM [0 06pa3oBaHHs ryCTOR
KaWulbl, KOTOPYIO nBaXAH 3KkcTparupyior 160—200 s adupa
3areM npuanBaOT 3—5 MA KOHUEHTPHPOBAHHOID pACTBOPA €1~
Koro Harpa H eme 2—3 pa3a 3KCTParupywr 3sdupoM, NOPIHHsA-
Mu 1o 150—200 s xaxpas. CoeianeHHsle 3(QHpHHE 8KCTPAK-
TH BHCYLWHBAKT HAJL NPOKAJCHHEIM CEPHOKMCABIM HATpHeM, OT-

. TOHSAIOT PacTBOPHTEIb H OCTaTOK [1€DEroHAI0T B BaKkyyme, CO-

Gupan ¢dpakuuio, Kunsylo npu 137—140°/2 s Bruxon 7,2
7,8 2 wim 49,2—53,0°, TeopeTuuecKoro Koiuuectsa (mpuMeuad:
Hue 3).

2,5-Buc-(munponuiamusoMeTa) py pay, Cral13¢0a, ‘MO
pec 294,46; a¥ 0,9191; nan 1,4680,—cBeTI0-XeaTast KHUAKOCTD.
pactsopumas B cnupre, ahupe, Oensofe ¥ Ap. OpraHuyecKuX
pacTBOPHTEAAX W MaJOpacTBOpHMAn B BOAE.
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[IpuMeuaHHuasa

I 5-(ﬂunponmaMnHomemn)(byp(bypmoBuﬁ CIUPT NOJTY=
HEH BOCCTAHOB/JCHHEM METHJIOBOrO 3(PMpa 5-(aMnpomuaaMuHO-
Me'run)cpypaH-Q-Kapﬁoﬂosgﬁ KHMCJIOTHEL 110 08mest nponucy, npej-
JAOMEHHOA A8  DOJyueHus 5-(auankuamuuoMeTH )by phy pu-
JOBHX CITHPTOB (CM. , CHHTE3H IeTe PO K IUIECKHX coeauHeruil*,
I, crp. 20).

2. dunponuiaMuy NOTYy4€H THAPOJAH3OM AMIPONM/ILHAHA-
Musa, no obuwell nponucH noaydexus BTODHYHBEIX aMHHOBL

3. AﬁaJIOFHLIHbIM 00pasoM B3auMOsieHCTBHEM XJA0PTHAPATA
5-(nnupomuramunomerna)dy pby pua XJIOPHAA C AUMETHA-, AH-
STHA- ¥ JUOYTHIAMHHAMH MOTYT 6HTb NOAYYEHH COOTBETCTRYIO-
mue 2-(1mam<maMuHomeTm)-S—mmponmaMunomemn)cpypaﬂu.

Apyrue cnocobui noayueHust

2,5—Bnc-(gnnponmaMHHomemn)(pypaH OBiI NOJIYUEH TO b~
KO OMUCAHHEIM BHIUIE CHOCOHOM.

! E. B. Baue, C6opuuk ,Cunrest OpraHHYecKHX npenapartos‘, toM 1,

c1p. 179, UJI, Mockra, 1949,

5-BY THIMEPKAITOMETHIGYPGYPUIIOBLIH CIMPT

2C4H98CH2[‘ o ]‘ COOCH,+ LiAlH,~
[QH@CH,[I o ]| CHZOL(CH;O)Z-AILI.

[C.HQSCHg[I 0 ]l CHQO} 2(CH30)2'A]L1+4H,O—.

zcmgsCH,[l 0]‘ CH,OH+2CH,0H+Al(OH);+ LIOH

Mpenaowunnu: A, JI. Mugwosan, H. M, [lusansn.
Mposepuan: I, T. Taresocan, A, I'. Tepasu.

MNoayuwueunue

B nosnyautpoByo tpexropayio KPYr1040HHY 10 k0aCy, cHAb-
KEHHYIO MEWAJIKOA C PTYTHEHIM 33TBOPOM, KAMEJbHOH BOPOHKOM
H OGDATHBIM XONOAHIBHHKOM C XJODKAAbLHEBOH TpybKo#, no-
Mewaror pacrsop 3,8 z (0,1 Mo1f) an©oMOrMppHAa JHTHA B
140 mz adupa (npumeuanne 1) n Npy nepeMelupaluy MO Kam-
Aam npubasasior pactsop 22,8 2 (0,1 M0a) METHIOBOTO acupa
9-6yTUIMEDPKANTOMETHA(DY PAH-2-KApOOHOBOR KHCJAOTH C T. KA.
153—155°/4 mat (cm. ,CuuTesn TeTEePOLUKIIUECKHX COEAHHE-
muit!, 1, crp. 26) B 100 sz cyxoro sdupa; ckopocrs npuéas-
AGHHA DETyanpyloT TuK, 4To0W 3dup pasHomepuno xnnei. [lo-
cae pubaBIeHHsa CMeCh NMEPeMEeIIHBAIOT B tedeHne 1—2 uacoB
H OCTapARIOT HA HOYb. Ha crenylowufi gens & peaxnuonHoR
CMECH 1pH  TNepeMEeIUuHBaiHH  HO  Kamasgsm  npubapasior 50 ma
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gogbl (npumeuanue 2). Ocagoxk  OT(HUABTPOBHIBAIOT M NPOMEI-
patoT TpeMs mopuusimu sdupa 1o 50 ma  xaxjaas. Sdup-
HEil pacTBOp BLICYUIHBAIOT HAJ IPOKATEHHBM CEDHOKHC/IBM
natpuem. TTocae OTTOHKH pacTBOPUTE.il OCTATOK MEPErOHAIOT B
BaKyyMe, cobupast 5-0yriamepkantomerw iy pdy puaopuii CiupT
npu 147 —148°/4 atm.

Buxon 16,3—17,0 2, uin 81—85%, Te0peTHUECKOTO KOMH-
uecTny.

5-Byrhameprantometwadypdypuaosnit  cmupr, CioH 0,5,
moa. Bec 200,30,—x0powi0o pacrsopuMas B OPraHUUYECKHUX pac-
TBODHTEJIAX H HEpACTBOpHEMAs B BOIe ;xu;ul\'ocm; di’ 1,0843;
o’y 1,5231.

[lpumeygaHnuaq

1. Pauee (cy. ,CuuTesn rerepolHKIHICCKIX CORAHHEHNY,
2, crp. 23) 6BL10 AaHO OnMcarite crocoba IpUroTORIEHHS 3¢(up-
HOTO pACTBOPA ATOMOTHAPHAE AuTHs, nperroxednoro  Paitu-
roJpToM H coTpyasnkaMmu'. Hmie ipusonwtcs nopad, Oosee
vR0OGHas nponuch, paspadoramitas 2. BuGeprom u M. llMua-
TOM, OCHOB3HHAS Ha B3aMMOAEHCIBIM rHApHIa Turus ¢ OpoMn-
CTLIM QuIOMuHHEeM®.

B 4eThipexropayio KpyrioloHinyd ko0.10y eMKOCThIO 2—
2,5 murpa, cHaGKeHHylo MEmaikoli ¢ pTYTHHM 3aTBOPOM, Ka-
UEALHOA BOPOHKON M MOLIHBIM OOpPATHBIM  XOJOAMIBHHKOM C
XJI0pKaabUHeBoll TpyOxoil, nomemawr 36,2 2 (4,5 moas) rpy6o
H3MEAbUCHHOMO PHAPHAA ALTHA [KVCOUKAMI BCARYKIOI C rOpo-
wiy) 1 250w abeonworioro adupa, [yctus B X04 Memaiky
il HATPEB cMeCh HA Boaddofl Oune A0 KHuetlls, OHCTPBIMIE Kal-
ASMH WAH TOHKOH CTpycil HpHJaMBAIOT K Heil 33pAHEE NPHroTOB-
nenHpdt pactsop 267 2 (1 M0.ib) nepertHaHdoro  OpOMUCTOIO
anoMuuas B 790 4.2 a6conoTHOro 3upa; pacrsop rOTOBST
BH2CeHHEeM HeGoJbLHX MOpHuil GPOMACTOrO AMOMHHUA B KOAGY
¢ 3(DHpPOM, OXJAAKIACMYID CMECLIO J1bAa H CO.Id. [IpudanuB Bech
PACTBOD GPOMHMCTOTO AMIOMHHHS (HA W10 TpPeOyeTcs oknao 2—
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2,5 wacos), NpOAC/MKAKT NepeMEUIHBAHHE H KHOSUEHHE CMecH
eme 4 uaca. [lpu OXsamaeHHH W UpexkpallenxH TepeMenusa-
HHA ocCejaeT UACTMUHO BHnapmuil GpoMHCTHA AHTHA, 3 HA To-
BEPXHOCTH NpO3PAYHOro pacTBOPA H/JIABAIOT 3EPHLILIKA HENpO-
pearupoBaBLIero rHApUAA JuTud. DPHPHELT PACTROP OCTOPOKHO
NeKAaHTHPYIOT C 0CajKa uepe3 BOPOHKY C HEMIOTHBIM TOHKHM
CloeM CTeK/IstHHOM BAaTH WAH uepe3 He6GOIbUIYI0 BOPOHKY Biox-
HEpa R rPalyMPOBAHHYIO Y3KYIO CKASHKY C IpHTEpPTOH mpo6xo#.
K ocaaky B xoa6e npuaupaor 200 st adconioTHoro 3bHpa,
Xopouwo NepeMeUIHBaloT, AAI0T OTCTOATHCA H CHOBA  AEKAHTH-
pyIOT B Ty Xe CKJIAHKY. [IpOMHB 0CaioK elle 200 #a 3pupa,
noayuawor B cxasuxe 12501300 #.2 aduproro pacrsopa, co-
pepxamero Hapsxy C OpomuctaM muthem 35—37 2z (92,1—
97,3%, TEOPETHUECKOTO KOJMIMYeCTBA) alOMOrMADHAA JUTHA.

QcHOBHHE NPEHMYHIECTBA 3TOrO Crnocoba, MO CpaBHEHHIO C
OMHCAHHBIM paHee, 3aK/JIOYaloTC B TOM, UTO OH YCTPAHAeT HE-
06X0AUMOCTL TTPHTOTOBAEHHSA ,,3arpam<u“, obecreunBaeT paBHO-
MepHoe NpPol1eKaHHe PeaKUHH M HCKIIOYAeT BO3MOXKHOCTH HA-
KOMJIEHHS B pEAKLMOHHON CMecH G0AbIIHX KOJHHYECTB rajloHAHO-
r0 aTIOMHHMSA, 4TO HEPelKo Bh3HBAeT OypHylo peaxiuio, Co-
NPOBOXKAAIOULYIOCH UYACTHUHBM BHOPACHBAIHEM peaxkuHoHHOH
CMECH.

9. Pasgoxenue HM36HTKA aTIOMOTHApHIA JHUTHA CICAYET
BECTH OYEHBb OCTOPOXHO, peryaHpya RDpubapieiine BoOAM TaK,
YTO6bh 3Up PABHOMEDHO KHOEJ.

Jdpyrue cniocobbl NoJdyveHHSs

5-ByTnamepranrtomeruadypdy puaossiit crnpT Obii HoaIyueH
10JbKO MO CMOCO6Y, OMICAHHOMY B TekcTc®.

1 A, E. Finholt, A. C. Bond, II. 1. Schlesinger, J. Am. Chem.
Soc. 69, 1199 (1947).

z E. Wiberg, M. Schmidi, Zeitschr. Natusforsch. 7 b, 59 (11152).

3 AL JI Mugwosin i ap, AT ApuCCP 27, 203 (1928).



JHAMUT IlHCI)yPbePPIJICY.HbCDHII-S.S’-,U,PIKAPBOHOBOﬁ

KHCNOThI :
'HOOCl 0 ICH23CH2I 0 ICOOH-}—QSOCI,
S [CH,I |COCI] +250,+2HCI
0 2
serl Jeoc] 4
H;;NOCl 0 'CH;SCH;‘ 0 | CONH,+2NH,Cl

Mpennoxu 'u: A. JI. Maxxosn, C. I, Arbaasi,
Mposepunn: I'. T. Taterocan, P. X. BocTanmxsiii.

MoayuyeHHE

Xaopareudpud ougyppypuicy regud-5,5-dukaptonoson
Kucaome. B kpyraoaonsyio koa6y emwocreio 300 a4, cHaG-
KEHHYIO OOPATHBLIM XOJOLMIBHHKOM C  XA0PKAJAbLHEBOH 1pyOC-
kofi, noven@wor 22,5 2 (0,08 moan) andypdypuacyasdug-5,5-
AMKApGOHOBOR KuCAOTHL € T. na. 2207 (cm. ,CHHTe3H rerepo-
WHKJIAYECKHX coepunednit®, 2, crp. 28) wu pactsop 21 2 (0,18
MO/f1) CBeXeneperHaunoro XJ0pHCTOTO THoHuaa B 200 s Cy-
xoro 6Genso.aa. KoHeu XJIOpKaAbUHEBOHN TPYOKH COCJHHAT CO
cxiauxof THIlEHKO, COLep)allell pacTsop LIRJIOUH.
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Cumech narpesaioT na Macasuo#t Gawe npu 110° 12 nacos,
nocae yero OTQHABTPOBHBAIOT M H3 (UABTPATA OTFOHRIOT M3-
OHTOK XJIOpHCTOrO THOHHJA M OeH30. B Bakyyme BOLOCTPYHHO-
ro Hacoca. K ocrarky npuGaBiIfioT elue 30—140 M2 cyxoro
Gen30Ja H CHOBA OTFOHAIOT MOYTH Jocyxa. [1pm  OXJaxIeHun
XJOPAHTH/IPH]L 38K PHCTA/LIA30BHIBAETCSA; €C0 pacTHpaloT ¢ 50 4z
a6con0THOFO 3(hrpa, OTCACHIBAIOT H 0e3 JAaibHedled OYUCTKH
BBOIAT B PRAKNHMIO C AMMHAKOM (mpumedanue ).

Huamud. B pacrrop 19,7 2 (0,06 Moas) ONMHCAHHOTO BHI-
mwe xaopanruapuaa 8 500 ma cyxoro Gen3o/sa NphH KOMHATHON
TeMiepaType -nponyCcKamwT TOK CyXOro raso006pasHoro aMMHaka
Z0 moanoro HacuHwenusa. Cuech oCTaBAAIOT CTOATh B TeueHHe
ONHOTO uaca, [ocIe 4ero OTPHIBTPOBHBAKT K 118 yiajenus
XJIOPHCTOrO0 aMMOHHS lepeHocaT sewecrso ¢ GurbTpa B CTa-
Kan, cogepwawuit 100 #2 Boam, TIIATE.IBHO [1€PeMeuInBAIOT,
CHOBA OT(HABTPOBLIBAIOT M 0CAZ0K , HA (DUABTPE TNPOMEBAIOT
Tpema nopuMsMu Boaw 1o 30 ma xaxnas. Ilocre BECYWIHBA-
HHS Ha BO3AyXe mojyuawor 16,1—16,3 ¢, nian 94,9-96,1%, Teo-
PeTHUYECKOro KOMH4YecTBA YHCTOCO BelUEcTBa € T. ILI. 184° (npu-
Meuanue 2).

Iuamua xudypdypuacyapdui-5,5-11KapSOHOBOH  KHCIO0-
o, Ci12H120,N,S, Moa. pec 280,28, —Oecusetrnbie MIOTHHE (n3
cnMpTa) WM ueuwlyiiuateie (M3 ropsuefl BOAM) KPHCTaJIB, yMe-
peHuO pacTBOpUMble B CHPTE M, B MeHbliefl cTemedy, B ropd-
yefi BOLE; B XOJOAHON Boje, 4 Takxke B 3(upe ¥ Oensoie bpe-
IeCTBO NMPAKTHUECKH 11epacTBOPUMO.

ipumevyanHnsd

1. U3 duabTpaTa nocie yiaienus Goabireid HacTH spupa
MOXHO H3Bjaeub eule 2,2 2 XJI0paHTHIApHAA.
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2. llocre nepeKkpHCTaIAH3ALHH U3 COHDTA HJAH ropaueft
BOAN TeMNeparypa i/asichus JAHAMHIA TOBHINABTCE X0 185°.

Apyrie crnocobbi noAy4YeHHs

Nuamun nEdypdy puacyabdui-5,5 - iuKapooHoBO# KHCIOTH
6L NOJdyYeH TOJbKO 1O ONMCAHHOMY BHINIE criocoby’.

1 AL JI. Mupkosw u ap., JAH ApmCCP 27, 305 (1958}

IH-(5-KAPBMETOKCH-TETPATHAP OO YPHIA-2)MET AH

CH ooc[ Jcr&l JCOOCH +4H, —us
: oo g

Panes

CH,00CK ./ CH: N,/ COOCH,

Mpeanownmr A, JI. Mumwosw, 3. A. Mapxapsn.
[iposepuns: B. . Adpuksr, B. E. Baganun.

Noayuenue

B kauaoiuufics aBroxaas e€MKOCTbIo 150 4.4  nOMEWanT
26,4 2 (0,1 moasi) TepPeKPHCTANLIHIOBANHOTO xH-(D-KapGMETOK-
cudypua-2)merana ¢ 1. . 1211227 (em. cTp. 27), 40—45 w2
CyXoro mertHioBoro ciupra i 2,3—2,5 2 cBexenpHrorosiet-
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HOFO HHMKEJeBOrO Katanusatopa Powes (oM. ,CHHTe3Bl TeTepPo-
WHKJARYECKHX coenmuennit’, 2, crp. 38).

[Mocse NMPOAYBAHHA ABTOKIABA BOJOPOAOM (IIPUMEUIHHE 1}
n0BOAAT aasieHHe B HeM xo 100—110 atm. Bxalouus xauanue
K 060rpes, NOLHHMBIOT TeMIEpaTypy 10 160—170°;, nasieHue
B aBTOKAaBE NMPH ¥TOM pocTuraer 160—-165 at™. Hepes 30—40
MHHYT HAYWHAETCA DABHOMEDHOR TOTIOLIEHHE BOAOPOZA, MPO-
posmkamineeca 2,5—3 uaca; BpeMs OT BpeMedd B aBTOKJIAB
NOBTOPHO MOZAIOT BOAOPOA 1A NOAAEPKAHMA AABACHHA B MPE-
genaax 120—160 arwm.

ITo OxOHuaHMHM MOTAOUIEHUs (IpuMeuande 2) A3IOT ABTO-
KAABY OXAAZHTBCA O KOMHATHON TeMneparype, CuyckaloT AaB-
JIeHKE, BHTDPYXAloT 8BTOK/AAB M OMNOJACKHBAIOT ero  ANETOHOM
(100 x4), koTOpHI} NPHCOEAMHSIOT K OCHOBHOMY TNPOAYKTY.
PactBop OTHUALTPOBLIBAIOT OT KATAAM3aTOPA, OTTOHSIOT PACTBO-
pHTe/b U OCTABLIEECH BEILECTBO NMEPeroHaioT BBAKYYME, cobu-
past Hpakumio, KUNALLYIO MpH 186:—189°/2 s

~ Bmxon 23,5244 2,uau 85,4-—88,7%/, TeopeTHYLCKOrO KO~
aMuecTsa {npuMeuanue 3).

- (5-kap6meroxcu-Terparuapodypua-2)merat, CiataOg,
Moa. sec 272,30,—GecuBertast TATYUan KHUAKOCTb, TPH Xpane-
HHM KPHCTAANU3YIOWAACA B BOCKOOGPA3RYIO Maccy, pacTBOpH-
Masi B CIHpTe, dLETOHE U Ap. OPTraHHueCKuX DaCTBOPUTEAAX H
HepacTBOPHMas B BOJE.

Mpumeyanutd

1. Onucanile YCTAHOBKIH Aist KATAAHTHUECKOTO [HAPHPOBA-
HHS, METOAHKH 3AIOJHEHHA aBTOK/IABa BOAOPO/OM. ITPOBEARHHS
peaKuuu K pasrDY3KM aBTOK/ABa CM. .CHnTe3n TFeTeponHKIN-
weckux coeaunenuitt, 2, crp. 26-—37.

9. tla ruaporenusaunio B3ATOTO KOARYECTBA au-(5-kapb-
Mertokcudypua-2)metana Tpebyerca  OKOA0 9 AUTPOR BOAOPOAA..



3. Tlpn npuMeHeHHH B KAYeCTBE KATAAW3aTOpa HMKeJ s Ha
OKHCH XpOMA JH-(5-Kap6MeTOKCH-TeTparuApodypHi-2)MeTan 1o-
AYyYaeTcad C HeCKOJAbKO MeHbIIHM BHIXOLOM.

Jpyrue criocoGbl noayueHus

Ju-(5-kap6ueroxcH-terparuipodypbypui-2)metan Goln no-
JYYeH TOJbKO ONHCAHHLIM BHIle crocoboM'.

1 A, JI. Muxxoss u np., JAH ApuCCP 27, 305 (1958).
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AN-(5-KAPBOKCHPYPHII-2)MET AH

@COOCH;&-C!CH,U COOCH, %%,
CHSOOC[ o JCHJ'\ J COOCH,+ HC
[CHSOOC[I o ]I LCH2+2Na0H -

[NaOOC [I ]l LCHQ—%QCHSOH
{NaOOC[' o] LCH2+2HC1_.

Hoocl o JCHleJ COOH+2NaCl

Mpeanoxumu: A. J. Mugwoan, B. E. Bananan,
Hposepuan: B. I'. Adpuxan, . A. Maprapsu.

Moayuenue

Hu-(5-xapomemorcupypui-2)meman. B uetbpexropayio
KPYTJIQAOHHYIO KOJOY CMKOCTLIO 750 M., CHaGXKeHnyo Menasn-
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KOil ¢ PTYTHHM 34TBOPOM, KaNeJ bHOH BOPOHKOH u OGPATHHIM
XOJOARABHUKOM C XJOPKa/abluesoll Tpy6ko#, nomelnalor 31,5 2
(0,25 mons) MeTUAOBOTO 3adupa ¢ypan-2-KapOGHOBON KHCAOTH
¢ T. kum. 176—177°/680 ms  (cm. ,CHurtesnl rereponykinue-
cxkuXx coepmHenui*, 1, crp. 34), 35 2 (0,2 Moag) wmerunoBOTO
abupa S-xaopMeTHady paH-2-kaApOOHOBOH KHCJOTH ¢ T. KHIL
114—116°/3 mau (cM. ,CuHTe3H TeTepPOUMK/JIHUECKHX COeJHHE-
Huit“, 1, crp. 36) u 200 w2 cyxoro cepoyraepoxa. [lpu mu-
TEHCHBHOM NEPEMEIUHBAHHH B TedehHe 2,0-—3 4acoB BHOCAT He-
SoanmuMi nopuuaMu 66,7 2 (0,5 Moas) Ge3BOAHOTO XAQPHCTO-
ro anoMuaus. [Tocre npubaBiedust XA0PUCTOTO ANOMHHUR CMECh
KUNATAT HA BOAnHOW OaHe B hpogoixenue 12—15 uacos, noc-
Je 4ero AaloT e OXJAaiuThCAd KO KOMHATHOH TeMNepaTypH H
NPy IepeMEeIMBAHNYM M3 KanejabHOH BOPOHKH MPHAHBAIOT CHAYA-
Jd N0 KanjasM, a 3areM HebogblIHMH nopuuaMmu 50 w4 aens-
Ho#t Boabl u 100 sz pasbasaennoll (1:1) coasHolt KuCAOTHL.
ITpunnsaor k cMecu emte 150—200 42 GeH3osaa u Hposoaxa-
10T NepeMeluuBanie 10 TMOAHOTO PACTBOPEHUS 0OCALKA.

CoaepxuMoe KoJI6H NMEPEHOCAT B EAHTE/IbHYIO BOPOHKY,
OTAe/IIIOT BOAHBEIA C10A M 3KCTparupyior ero 3 pasa 6eH30/oM,
nopuuAME Mo 50 M4, KOTOPHE TPHCOeAUHHIOT K OCHOBHOMY
Bpo1ykTy. Bensoasupiit pacTsop NpoMuHBILT BoaOH, 10%,-HbM
PACTBOPOM YTJEKHC/IOrO 1ATpPHA, CHOBA BOMOH, CyLAT Npoxa-
JEHHHM CEPHOKUCIHM HATPHEM U [IOCAe OTrOHKH PaCTBOPHTEAd
OCTATOK NEPEeroHAT B BakyyMe, cofupas (pPaxiifio, KHITHIYIO
npu 193—195°71 xum. BeulecTRO R HpHEMHHKC TNOAHOCTHIO KPH-
craaiuayercs; T. ma. 112 —114° (mpumeyanue 1).

Buixos au-(5-xapOyeroxcupypia-2)MeTana, HOTyIAeMOro
B BHAC CBET/JIO-MENTHIX KPHCTALIOB, cocrasaser 26,8—27,1 ¢,
uan 50,8—51,3%, teopernueckoro X0o/iH1eCTBa.

Tudporus. B kpyraogoHHyio xoaly ¢ TYGYCOM €MKOCTBIO
100 M4, cHabGxeHdyl0 MeWaAKOR € PTYTHHIM 3aTBOpOM H OG-
DaTHBIM XOJ0ZuAbHEKOM, noMenpioT 26,4 2 (0,1 woan) au-(5-
Kapbmerokcudypua-2iverana n 40 ae  20%,-uoro pacrsopa ex-
Koro natpa. Csecs npil mepeMeiliiBaHul KHIITAT HA OTKPDITOM
OTHE 1O TOJOro pacrBopeHms ocafaxa [(oxoao 2,56—3 uacos);
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OXJAXIA10T, HPOMBIBAIOT LL€JIOUHOH DACTBOP GEH30J0M H Tol-
KHCASIOT COAAHOI KHCAOTOR 10 KHCJA0H peakiHn Ha KOHTO. Bh-
NABIIYIO B OCALOK KHC/JIOTY OTCACBIBRIOT, TPHKAB [POMBIBRIOT
#a uALTPe XoA0HHOA BOAON, MOPUUAMH TO 20 #4, W Cyuiar
Ha Bosayxe; T. mi. 238° (npumeuanne 2).

Buxoa 22,3—22,4 2 nan  94,6--95,1%, TeopeTnHueckoro
KO.THUCCTBA.

Ju-(5-xapooxcudypni-2)meran, CyHgOg, Mon. pec 236,18, —
KPHCTaAIHIECKOR BEUIeCTRO JKEJATOr0 1BET3a, pACTBOPHMOS B
CUMpPTe, AUCTOHE I JMOKCANEe B HePACTBOPHMOE B X0J0.10f
soae. atbupe u Oensose,

Mpumeuaunus

1. Mepexpucraaausas - (5-kapOmeTorcupy pHI-2) - Me-
TaH4 M3 STHJIOBOIO CHHPTA NOBHIWAET TEMIEPATYPY NAaBleHud
no 121--122°, Oanako a8 ToJYyueHHst KHCGIOTH  HeT HEeo6Xo-
AMMOCTH B TEPRKPUCTAATH3ALMH 2pHpA.

2. lNosropHasa ouucrka  ju-(5-rkapbokcudypua-2jMeTaHa
YEpe3 HATPHEBYID COAb LIe OFPAXKAETCH HA TeMIEepaType jaae-
JeHud.

JApyrue cnocolbl noaydeHHd

Iu-(5-xapbokcudypi-2jmetran ObJl HOTYUeH OMBLICHIEM
JUITHAOBOTO a(upa aTofl ABYXOCHOBHOI KHCJIOTH, 06pasywolle-
FOCs IpH B3amMOeCTBHI ITiI0BOrO 3adupa Qypau-2-xapbono-
BOil KHCJOTH ¢ TPHOKCHMCTIIPHOM B IPHCYTCTRHIL CepHOR KHC-
JOTH.

Onucannuil poluwe ciocoG? OCHOBAH HA npuMeneuuH Go.ee
JOCTYNHBIX HCXOJHHIX BEILECTE.

t D, Dinelli, G. B. Marini, Garz. Chim. [ral. 67, 312 {1937) [C. A.
32, 155°% {1938}].
AT Moos v, AL ApaCCP 270 375 (1958).
29



4,5-IJUMETH/I¢YPDYPOJ]

(CH,).NCHO +POCI;— [(CH;),NCHO -POCl,|

CH3| |
CHa[O j+ [(CH;).NCHO-POCl,] -

CH3| I/opocr2
[(:Hg1 o CH .ch]

“N(CH,)s

CH3| | opoc:
[CHa[O]CH .ch] +9N2,CO,+ H;O—

SN(CH,)s

CH,

CH; CHO+3NaCi+ NaH;PO,+HN(CH,).+2C0,

)

Mpenaowuan: A. JI. Murxoss, M, T. I'puropsu.
Mposepuan: B. I'. Adppukay, 3. A, Mapkapuu.

MNoayuwuenne

B uerHpexropiyio, KpYyrJIOAOHHYIO KOA6Y  eMKoCThle
100 #.2, cHaGxenHy© Melldakoll C  34TBOPOM, TEDMOMETPOM,
KANeAbHON BODOHKOH 1 BO3AYIUHBIM XOJOAK/JIbLHUKOM, NOMELIA-
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or 7,3 2 (0,1 mMoast) anMeTHA(GOPMAMILIA 1 OXJAMAIIOT OX/a-
aurebhoil cMechbio so 0°. Tlpu 3srtoit Temmneparype, nycTHB B
X0J4 MelanKy, U3 KameAbHOH BopoHku B Teuesue 15—~20 mu-
ryT npuausaior 15,3 2 (0,1 Moss) xsopokuci (ocdopa, crens
33 TeM, UTOOBl TEMIEPATYpa DEAKUHOHHOH CMECH He' noJIHHMA-
nace  sewe 10°. Tlocae  npuBapaewus npOJAO/IKAIOT Hepe-
vemupative ewe 30 munyt npu 0°, a zatem B rteuenue 20
mudyT npubasasior 9,6 2 (0,1 Mosa) cBEXenepernausoro (npu-
Meuanue) - 2,3-auMeruadypana ¢ 1. kun. 90917 (eMm. ,Cuy-
Te3bl reTepolHKAMIecKux coelunennit®, 2, crp. 30), noanepmu-
Bas TeMnepaTypy cMecu de swwe 10°. Tlocie mupnasieuns
CMeCh OCTaBAANT B JMeindoll 6ane 30 MuuyT, 3aTeM  YyAQJAIoOT
6aHi) M OCTABAAIOT elle NoJvAcH NpPH KOMHATHOH TeMOepaType.

ConepxuMoe KoaGul CIHBAIOT B CTAKaH, COJepkKaulud
100 #2 smedstnofi BOAB, TPH MOMENIWBAHMH CTCK/ISIHHOH Naxot-
kol Hefirpanusyior 25—26 2 yruekucaoro uatpus H OCTaBJAAIOT
Ha Houb. BeizeauBwuiics Cloli skcrparupyior 3—4 pasa adu-
poM, nopuusmu no 30-—50 a2, coepunennuie SpUPHBIE IKCTPAK-
TH BEICYUIMBAIOT NMPOKAJEHHBIM CeDHOKHC/ABIM HATDHEM, OTTO-
HSIOT PACTBOPUTENb M OCTATOK NEPEFOHAIOT B BAKyywe, cobu-
past dpaxuuo, Kumauiyw npy 98—100°/12 s,

Buxoa 8,7—9,0 2, uu 70,1~72,5%, Teopernueckoro xo-
JHUEeCTBa.

4,5-Jumetuadyphypoa, C;HgO,, Moa.  Bec 124,14;
di® 1,0160; n:"D 1,5130,—cBeTy0-K€17a8 NOABHMKHAA KHAKOCTb,
paCcTBOPHMAH B OPTraHUYeCKUX DPACTBOPHTEAAX H HECPACTBOpHUMAs
B ROJE; NPH CTOSHUH TeMHEET.

Mpumeuwannsn

HMcnosbsoBanne He CBeXKCNEpernannoro auMertHadypana
3AMETHO CHHXKART BBEIXOM 8/JbJErHIa.
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Npyrne crnocobbl noayuenns

4,5-Tinvetuady phyposr OHA noayuen B3aUMOJeACTBHEM
2,3-muMertaadpypana ¢ CHHMABHOM KHCAOTOH H XJOPHCTHIM BO-
noponom’.

Onucassnit BHiLe Cnoco6? ypoGex u paer Gosnee BHCO-
KA BHXOA a7MbAeruja.

1 T, Reichstein, A. Griissner, Helv. Chim. Acta 15, 28 (1933).
1 A, JI. MumxosH M Xp., JAH ApuCCP 27, 305 (1658).
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25-IU-(OKCAMETH/I) ®YPAH

CHSCOOCHg[ 0 ]l COOC,H;+ LiAlH~
{OCHg[ OJ‘ CH20] -{C,H;0),-AlLL
iOCHz[ Oj‘ CHZO} (C,H0),-AlL1+4H0—

H()(:m[l o ]‘ CH,OH +2C,H,0H +Al(OH)y+LiOH

fiperaomuii: A. JI. Mepxosn, A, A, Joxuxsd.
lposepuau: A. A, Apoaw, H. X. Xauarpsn,

NoaydycHHE

B JNTPOBYIO TPEXTOPAYIO KPYTAOL0HHYIO K016y, cnabxer-
MYI0 MellaJkoll ¢ PTYTHbiM 33TBOPOM, KaneabHO BOPOHKOH K
0GpaTHHM XOMONMALHIKOM C XJ0pPKa/bilHeBOH TpyOKOH, OME-
wator pactsop 11,4 2 (0,3 MO/Is) EXIOMOTHAPHAA JIMTHA B 350 a2
a6costorioro agupa (cM. crp. 20) ¥ NpH HEDPEMEUIHBAHMM 11O
xanaam b Tegenke 30—40 munyT npuansatotr 21,2 2 (0,1 moJist) 3TH-
J0BOTO 3pupa 5-aneToKcHMeTHAdypas-2-kapboHoBofl KHCIOTH
< TeMmnepatypoit xuneuns 166—157°/5 na (cM. crp. 61) 8300 aa

" abcomiornoro shupa. [lpu a10M 3QHp PABHOMEPHO KHIHT. [Toc-
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JI€ OKOHYAHMS NpuOUBJICHHS CMeChb NEepPEMEIIUBAIOT B TeUYeHHe
€[le OAHOTO 4aCa H 3aTeM OCTABJAAIOT CTOATH HA Houb. Ha cie-
RYKOIHA JeHb IIpY MNepeMelIUBAUMM  OCTOPOXKHO 1O  Kamiam
npuausator 30—35 sz BoAb (npuMeuanue 1), Peaxuuounnymo
CMeCh OT(H/IBTPOBLIBAIT, BellleCTBO, OCTaBleecs Ha (uabTpe,
HepeHocaT B TH/Ab3Y, MPHTOTOBJAEHHYI H3 (GUABTPOBAIBHON 6y-
Mard, noMeulaoT B sxcrpakTop COKC/AETTa U NMOABEPrarT 3IKCT-
paxunu adupnbiM QuabTpatom B Teuenue 42-—45 uacos (npu-
mMeuanue 2).

[To oKoHYAHHH 3KCTPAKT BBICYLIHBAKOT NPOKAMEHHEIM CYlb-
(hatoM HaTpuA, OTroHAKT 3/4 o0beMa pacrBOpUTEas, OCTATOK
NEPEHOCAT B KDPUCTAAIH3ATOP W JAXOT PACTBOPHTENIO MCHAPUTL-
ca #a po3pyxe. K ocrammeiicd ryuie np# noMellusaHuu IpH-
smsaoT 80—100 s abconordoro sbupa. Brpenusumecs 6Gec-
uBeTHHIE 0/1eCTAIME KPHCTALAE OTCACBIRAIOT U NPOMBIBAIOT Ha
bunprpe 3 pasa adcomoTHEM adupoM, nopuuamMu no 30—40 sz
kamaas. BHCymenHui HAa BO3AyXe OpPOAYKT [MJABHTCA npH
79—80°.

Barxon 10,3—10,5 2, uan 78,1 —82,0°, TeopeTHuecKoro Ko-
JIHYECTBa.

2,5-Ouoxcumernadypan, CHgO, Mon. Bec 198,13,—6ec-
LBeTHOE KPUCTANAMYECKOE BELeCTBO, XOPOINO pPACTBOPUMOE B
Bole ¥ NJAGX0 — B adupe, GeH3oae, sUTpoOUliE.

MpumMevanus

1. Pa3snoxenue KOMIJIEKCA MPOU3BOAAT MHHHMA/IBHHM KO-
JAMYECTBOM BOAHL, TAK KAK B Clyuae 0Opa3cBaHHi BOAHOTO CJAOS,
BCAEACTBHE Xopolleil PACTBOPHMOCTH TJAMKOJS B BOAE, OI HE
MOXET OHTb BBEAEIEH MOJIHOCTLIO.

2. PacTBOPUMOCTb TJIMKO. B 3bDHPE HE3HAYUTEIbHE, MO~
3TOMYy 11€/1eC006pa3nc OTOTHATH PAaCTBOPUTEIb [OCAE IOJAHOR
IKCTPAKUUHU.

Jpyrue cnocoObl NodyueHus

2,5-Tu-(okcumerna)typan  Obli nosydyes Hapany ¢ 5-ok-
CHMETU/A-NHPOCAH3EBON KHCAOTOR feflcTBHEM KOHUEHTPUPOBAH-
HOR wesnoud Ha 5-oxcumerdidypdypor’.

Omucannpit B TeKcre cnocod obeciieuusaer Oosee BEICO-

Khe BHXOAH TJIHKOI4.

1 1, J. Blanksma, Rec. trav.; chim. 29, 403 {1910); J. A. Middendorp,
Rec. trav. chim. 38, 1 {1919},

2.2-AHPYPHIIMETAH

HOOC&OJ CHJ‘\O/” COOH— lo/‘l CH,,lO/l| +2C0.

Mpeanoxuan: A, JL Mrgxosw, B. E. Baxaasu.
Mporepuan: B. I, Adpuwsin, 2. A, Mapxapsn.

MNoayuenne

B neperounywo xoaby emxocrsio 50 a2, cHaGuennyto tep-
MOMETDOM, JOXOMSIILEM 10 JIHa K066, HMERIOIYIO HH3KO Dacno-
JOXKEHHYIO OTBOIUYIO TPYOKY, COSUIHRINYIO ¢ HHCXOASUIHM X0~
JOAMILHHKOM, nomemant 23,6 2 {0,1 moasn) au-(5-kapdoxcu-
bypuar-2)merana ¢ 1. na. 2387 {cm. crp. 27) W HATPEBAIOT
Ha orxpuTOM orve. Korpa TteMnepartypa pocturaer 240°, pac-
NJaBUBIALCH KHCJIOTAa RAuNHaeT gexapbokcunuposarses. [Jle-
KapOOKCITHPOBANLE NIPOTEKACT PABHOMEPHO H 3AKANIHBACTCH B.
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50—60 MuHyT; mudypuameran, no mepe 06pasosanus, nepero-
HasICh, cOOHpaeTCst B npueMmuuke. K KOHUY peakuun TteMnepa-
TYpy NOBHIIAIOT A0 245°,

Peakudounyio K016y U X0J01HABHUK ONONACKHBAIOT 40—
50 #2 3¢upa, KOTopHit NMpHCOE AHHAIOT K OCHOBHOMY NPORYKTY,
BHICYUIHBAIOT PACTBOP HAJ NPOKAIEHHBIM CEPHOKHCAHM HATPHEM,
OTTORAIOT PACTROPUTE/b H OCTATOK NMEPErOHSIOT [IpH yMeHblIeH-
HOM naBjeHuH, Co0Hpas BeleCTBO, KHOALee npu 106 —
108°/40 mm.

Buxoa 11,2—11,52, nan 75,7—77,7%, TeOPETHUECKOTO KO-
JIHYeCTBa.

2,2"-Nudypunmeran, CoHgO,, Moa. pec 148,16; d° 1,0730;
n} 1,4865,—6ecureTHas KUIKOCTD, PacTBOpHMas B  OGHYHBIX

OpTaHUYeCKHX PACTBODHTEIAX H HEPACTBOPHMAA B BOje. ﬂpn
CTOAHHA BeLeCTBO TeMHeeT.

Npyrue cnocoGul noaydenus

2,2"-llnpypuiMeTan GHJI TOJAYUeH BOCCTAHOBACHHEM JUi-
(DypunkeTOHa HATDHEM B 3THIOBOM crmupTe!?, HarpesaHneM dyp-
dypuaxaopuaa ¢ x10pMepkypdbypanoM B CHHPTOBOM pactsope®,
noiuMe pusaunefl GypdypuioBoro cunpra® u AEKapOOKCHAN PO~
BaHneM 5,5'-puKapbokcu-2,2'-1udypuiaMeTaHa B TPHCYTCTBHH
nopouIKooGpasHoi Meau?.

Onucanumpit Bulle cnoco6 paeT 6oJdee BHCOKHH BHXOA
AMQY pH/AMeTaHA.

1 T. Reichstein, A. Griissner, H. Zschokke, Helv. Chim. Acta, 15,
1066 (1932).

? H. Gilman, G. F, Wright, J. Am. Chem. Soc. 55, 3302 (1933).

 T. Shono, Y. Hachihama, J. Chem. Soc. Japan, Ind. Chem, Sect.
57, 861 (1954 [C. A. 50, 295¢ (1956)].

¢ D, Dinelit, G. B. Morini, Gazz. Chim. ital, 67 , 312 (1933) [C. A.
32, 1554 (1938))].
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IU3THIAMH/I dYPAH-2-KAPBOHOBOI KHCJOTHL

4[' ]' COOH+SiCl;— [[I o ]l COOLSHAHC\

[Ucoo] ‘Si+4HN(C2H5)2—-
4[‘ o ]lCON(Csz)ri-Si(OH).,

MNpeanoxuau: A, JI. Mumxosy, H. M. JluBansx.
Mposepuan: I'. T, Taresocay, C. IT. IKMeKIKsH.

Moayuenne

B noay/ uTpOBY D TPEXFOPIY IO KDY /TOJOHHY O lconéy,u cHa6-
JKEHIYIo Meiia;skoil ¢ 3aTBOPOM, Ta30NPHBOAHOMH TpyOKoOH, IO-
XOAsiieid A0 a#a KOa6bl, B OOPATHBHIM XOJOAWJIBHHKOM C XJOT-
kaabumeBoit Tpy6koii, nomewaloT 200 #.2 CyxOro Gensoaa, 33,6 i
(0,3 moasn) dypan-2-kapbouosoil KHCIOTH C . “nJI. 128 —132
(cM. ,Cuurestl reTepolliKIHUECKUX CoeauHeHni’, 1, cTp. 54)
15,3 2 (10,5 4.2;0,09 Mo.i51) 4eTLIPEXTOPHCTOTO KpEMHHS;. Cuechb
npH MepeMellMBAHMH HATpEBAETCS CHAYANA NPH 60—70 (ox‘ono
1,5—2 uacos), a 3areM Ha Kunamle# BOASHON Gase 10 NpaKTH-
yecKH NOJAHOTO 1IpeKpalleHus BbiAedeHHs XIOPHCTOro BOJOPONd;
o6las Mpoa0/XKHTe IbHOCTh HATPEBAHHS COCTABIAET OKOIO 10—
12 uacos. [as moJHOro yAaneHus XJOPHCTOrO BOXOPOXA Me€pes
cMech B TeueHue 15—20 MHHYT HpONyCKAlOT TOK CyXOrO a3o-
T4, OXJAaXKA2I0T B Jgensinofl Oade, 3aMEHAIOT Ta30npPHBOANYIO
TPYyOKy xaneabHo# BOPOHKOH M, npOAOJXad MNepeMeLHBAHHe,
10 KamiaMm npubas.aior 14,6 2 (0,2 mo.aa) ausTHIAMEIA. [To-~
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cle OKOHuAnMS [puGABIeHUs CMeCh MepeMemusaior | uyac npH
KOMHATHON Temmcpatype, a saTeM etle 6—8 uacos npu Harpe-
panud crauaga npu 40—50° (0kono 1 waca), a NOTOM Ha KH-
nsmieit BosiHol Gawe. OxJawAeHHbIl PaCTBOP OT(HUABTPOBHBA-
0T OT 0CA/lKA KPEMHeBO# KMC/IOTH, KOTOpPHH MNPOMHEBAIOT He-
60MbIHIMM KOJIHUECTBOM 6€H30.1a, COELHHEHHHH 6eH301bHBIH
pacTBOp NMPOMBIBAIOT ABYMA MOPUMAMH 1O 25 m.4 pasbaBIeHHOro
pacTBopa eakoro HarTpa (mpuseuanue 1), 3aTeM BOAOH, M Cywar
naj Ge3BOLHHM CepHOKHCAbIM naTpreu.[Tocse OTTOHKH Gensona
OCTAaTOK MeperousioT B Baxyywme, coOupas (paxiuio, KuIAULYIOo
npr 108—109°/3 mu.

Brixox 19,4—20,2 2, uau 58,0—60,4%, TeopeTuueckoro xo-
AHuecTsa (nmpumeuause 2).

TMustanamug Gypan-2-kapGoHOBOH KUCAOTH, CoH13Q:N, Mo
gec 167,21,—cBetno-xeaTas KUAKOCTb, HepaCTROpHMAs B BO-
1€ u pacTBoPsIoLIAsCa B OPraHHueCKUX PACTBOPHTENAX] di’ 1,0638;

n’y 1,5040.
MpuMmeuwauwntd

1. TMoaxucedueM I@JOUHQrO PAaCTBOPa MOKHO BBIACJIUTH
HEKOTOpoe KOAMMEeCTBO Henpopearupomasuied UCXOAHOR KHC-
JOTHI.

9. BhIxol HCuuCAfeTCA W3 pacyeTa HAd B3ATOE B peAKIHO
KOZMUECTBO au3THAAMHHA, CoCTaBiasoulee 2/3 3KBUMOJEKYAAp-
HOFO KOJIMUECTRA N0 CPABHEHHIO € MUPOCAM3EBOA KHCAOTOH.

Jpyrue cnocoObt 1M0NyUYeHud

Nusruaavuan dypan-2-xap6oHoBOH KUCJI0TH GBI NOIYYeH
JEHCTBHEM JMITHIAMIHA HA XJAOPAHTMAPHL KHCAOTH'. DTOT Me-
TOA 1AeT BBHICOKHi DBBINOJ aMpia, HO UMeeT TOT HelOCTATOK,
qTO IIpH €ro MpHMEHCNHH HCHO/b3YeTCd TOJAbKO NOA0BHHA B3f-
TOTO B PEAKUMIO KOMHYeCTBd AMOTH/IAMAHA; BTOpAd MO/N0BHHA
BLIAEAAETCA B Bule X.JI0pruipartd.
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’Onucaﬂﬂwﬁ BHIE cnocob?%, OCHOBAHHHE Ha pabore
{0. K. Opbera n 3. B. Beasixosoit®, paspaGoraBmux o6uuil Me-
TOA NMOJTYYEHHs AWITHIAMHIOB KHPHBIX KHCIOT, ofecneunsaer
TI0/1H0€ HCNE/Ab30BAHHE BTOPHYHOTO aMHHA.

v I R. Willard, C. S. Hamilton, J. Am. Chem. Soc. 73, 4805 (1951).
1 A. JI. Mumxosn v ap, JAH ApmCCP 27, 305 (1958).
3 10. K. lOpses, 3. B. Beagxosa, KOX 28, 3 (1938).

5-IU3THIAMHHOMETHA-TETPATHAPOSYPSYPHIOBIN
CniuPT

(Cst)zNCHsl o IC.HQOH+2H?,M

(C2H5)2NCH2 CHQOH

O

Mpeanoxunn: A. JI. Mumkosw, M. T. I'puropsn.
MMposepuau: B, I'. Adpuxau, 3. A, MapkapsaH.

Noayueunune

B kavampomuiicad apTOkaan eMKOCTbio 150 i noMemaior
36,6 2 (0,2 M0} CBEMETEPeTaHHOTO 5-AHITH/IAMUHOMETHII-
dypdypuaosoro cnupra ¢ T. kui. 120—122°/1 sear (cM. ,Cuu-
TesLl rerepolmkanueckuX Coenunenni®, 1, crp. 20), 35 M4 cy-
XOro aruaosoro cuupta u 3,5 2 (okono 5%, or odwer0 KOJIH-
YeCTBA 3ATPYKEHHOrO BeLICCTBA M PaCTBOPHTE/s) KATAIU3ATO-
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pa—HUKeas HA OKHCH xpoMa. [1ocie npolyBKH aBTOK/1aBA BOLO-
poaoMm (npuMeuanue 1) mojawT B aBTOK/NAB BOAOPOL AO HaBJIE-
nusg 100 at™. Braouus xauanue n 0Gorpes, NOAHMMAOT TEM-
nepatypy ao 140°; mpu atom gaesenre nosumaercs go 145—
150 at™. Iornoulenue sogopoaa Haumnaetca uepe3d 30—40 Mu-
HYT TocC/ae [OCTHXEHMS yKasanuoit temnepaTypi. [To mepe no-
[/OIIEHHsT faBjaeHue MajgaeT; NOSTOMY TEPMOJHUIECKM NOAZIOT
BOAOPO/ B aBTOK/IAB AJAS NOLAEpKAHUE JaBJIEHUA B MHTepBajAEC
120—150 aTtm.

[Tocne npexpanieHus nornollewns {npumevanue 2) jpawor
aBTOK/IARY OXJ3AUTHCA JO KOMHATHOR TEMMEPATYpPH, CHYCKAoT
49BJEHUE, U3BACKAIOT NPOAYKT W TIPOMBIBAIOT aBTOK/1aB 3—4
pasa aGCoMOTHEIM 3GhHPOM, nopuusmu no 50 #a. I¢upHHe
PacTBOPH IPHCOCAUHAIOT K OCHOBHOMY HDPOAYKTY, (QUABTPYIOT,
NPOMHBAIOT KaTaAu3aTop HA (PuibTpe HeGONBUIHM KOJHUECTBOM
apupa, OT (QMIBTPATA OTTOHAIOT PACTBOPHTEJNB M OCTATOK Nepe-
roamdr B BAKyyMe, €o0upasi seniectso, kunsiutee npx 100—
102°/1 s,

Brxon 29,2—30,0 2, nau 78,2—80,2%/, TEOPETHUECKOTO KO-
JMYECTBa.

S5-[IuMeTunaMIHOMETHA-TeTParu A pody pQy pUAOBHI  CIUPT»
CyoH210,N, moa. sec 187,28; di’ 0,9841; n®) 1,4665, npeacras-
JageT co60i CeCUBETHYO MOABMMHYIO KUIKOCTb, PACTBOPHUMYIO
B cupte, 3pHAPE U JAp. OpraHUYECKHX pacCTBOPHTEASX M HCpa-~
CTBOPUMYIO B BOJE.

Mprnmeuvanndg

1. Onucanue ycTaHOBKM JLIH KATaAHTHUECKOTO CHAPHPOBA-
HHS ¥ METOAMKH NMPOBEIEHHA peaklBu cM. ,CHHTe3H TreTepo-
HUKAKMECKHX coeguHenuli*, 2, crp. 36—37.

2. IMpouecc ruzpupoanus npogoskaerca 50—60 MunyT.

Jlpyrue cnoco6bi noaydyenns

5- [ M3THAGMHHOMETH - TETPATHAPODY DY PHAOBH I CIIMpT
Oni/1 MoJAyuYeH TOJAbKO ONMCaHHHM crocoGoM?.

P A, JL Munxosn n ap.,, JAH ApuCCP 27, 205 (1558).

5-KAPBOKCHOYPHIJI-2-YKCYCHASl KHCHOTA

CH300C[| 0 ]l CH,CN+2NaOH 4-H,0—
NaOOC[l 0 jl CH,COONa -+ CH3OH -+ NH,.

NaOOC[l o ]‘ CH,COONa+2HCl—
HOOC[' o ]l CH,COOH +2NaCl;

Tporepunu: 1. T. Taresocsan, C. I1. IxMexnmsH.

Moaydyeunue

B noayauTposywo kpyriaogoudyl koaly c tySycom, cHal-
HMeHHYI0 Melankofl ¢ 3aTBOPOM W OOPATHBIM XOJOAUALHUKOM,
nomentaioT pacrsop 19,8 2 (0,12 mons) neperpucTasu30OBanHO-
To METHI0BOTO 3¢upa O-uunanmerniadpypan-2-kapGoOHOBON Kuc-
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JAOTH € T. M. 53—54° {¢M, ,CuHTe3b reTepOUKANYECKHX Coe-
auaenuit, 2, crp. 50) 8 60 Mz 95°,-voro cmupra M K HeMmy
NpH NepeMelinBaHUH HeGOJbIUNMH NOPUHMAMH TNPHOGABAAIT Da-
crsop 16,02 (0,4 moas) egxoro Hatpa B 20 4.2 BOABL; [IPH 3TOM
NPOUCXOANT pa3oTpPeBAHHE CMECH M OKpAIUMBAHHEe B KPACHBIA
uBeT. [Ipy HenpepniBHOM NepeMelINBAHUK CMEChb KHIOATAT WA
BOAAHOH Gaxe B Teueune 24 uyacos; B K0.16e MOCTENEHHO 06pa-
3yerca KeJTHH 0CajoK COJH.

OGpaTHbifl x0J0INABHUK 3AMEHHIOT HHCXOAALIHM H, MpO-
LO/XAas TepeMElHBaAHWe, MOJHOCTBIO OTroHAT coupr. K oc-
TaBUleHCst Kamuue npuausaioT 60 M2 BOAH W 1OCJAE pPacCTBOpe-
HUSl OCTATKA NMOAKUCAAIOT TeMHO-KDaCHBI pacTBOP A0 CHABHO-
Kucsoi peakund. CMech OCTaBIAIOT CTOATH 2—2,5 uaca, 3aTeM
‘OT(PUALTPOBBIBAIOT H NPOMEBAIOT 0CAAOK Ha duibTpe HeGo/b-
WHM KOAHYeCTBOM BOgbl. CBern0-KOpuuHesbifl CHpOH HPOAYKT
OYHINAT Nepexpucralau3auned u3 100 #2 BoaW B NpHCYT-
ersun 1 2 xusorHoro yrasa. [Moayuamwor 12,56—13,0 2 uau 61,2—
63,6%, TeOpeTHUECKOTO KOMMUECTRA CBeT/IO-KesTHX (NpHMeda-
HHE) KPMCTaAan0B ¢ T. ma. 215—216°.

5-KapGokendypun-2-ykcycnas xucinora, C,H,O;, Moa. Bec
170,12, xopowo pacrBopsieTcs B CnupTe U ropsiveil Boge; Be-
UIECTBG 3aMETHO PACTBOPHMO H B XO0J0LHOH BOZe.

IpumedaHnus

AHaqu3 MoJyueHHOTo TPOAYKTA, HECMOTPS HA ero CBeT-
J10-XKeATY10 OKPaCKy, 1deT YyA0B/JEeTROpHTE/bHHE pe3yJAbTATH.
Becupernoe Beulectso MOxeT GHTb MOAydeHO NyTeM NOBTOp-
"HOTO KHMISIYEeHHs C yrJeMm, YTO OJHAKO 3aMETHO CHHXAET BH-
X0/ BC/IEACTBHEe 3HAUNTCABHON PACTBOPHMOCTH BellecTBa B BOAE.

Apyrue cnocobnl moayuexus

5-Kap6oxkcudypua-2-ykcycHad kucaora Oria  HoJyueHa
TAKXKE OMBUIEHHEM 3THAOBOTO 3dupa S-uuanMernadypan-2-
KapGOHOBOK KHCIOTH.

1 W. N, Haworth, W. G. M. Jones, J. Chem, Soc. 667 (1944).
42

5*KAPBEOKCHOYP®YPUN-MEPKANITOYKCYCHASI KHCJIOTA

HC]'HQNCSCHg[l 0 ]l COOC,H;+CICH,COOH+4NaOH -
1

NH
NaooccmsCH,I o lCOONa+2NaCl+C2H5OH+
CO(NH,),+3H,0
NaOOCCHZSCHzl o ICOONa-{-QHCl—»
HOOCCH:SCH X ICOOH+2NaCl

Mpeaaoxuad: A. JI Munxosu, A. A. Aposn,
Tpogepuan: B. I'. Adpukau, A, H. Oranecqir.

Moayueunwue

B moayJauTpoBYI0 TPCXTOPJAYI0 KPYIJMOAONHYIO KOAJY,
CHAOXEHHYIO MEeIanKolt ¢ PIYTILIM 3aTROPOM, KAHEALHOR BO-
POHKOM 1 06PATHHIM X010 LILHHEOM, ToMematoT 26,5 2 (0,1 Moan)
XJA0pUCTOBOROpOAHOA  S-(5-kapGstokcudypdypus)TnoMouenn-
He (c™. crp. 10), 14,2 2 (0,15 mousia) X/MOpyKCYCHOH KHCAOTH
n 50 w2 sturosoro cnupra. CogepkuMoe KOJIGH INpH IepeMe-
IUMBAKMN HATPEBAIOT HA KHUAULEH BoadHOil Gane B TeueHne 15—
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90 MHHYT, & 3aTeM, YIaJHB BOAAHY0 O0aH0, B IPOJOJKEHHE
1—1,5 wacoB u3 Kame/bHO BOPOHKH NDPHJHBAIOT pacrsop 24 2
(0,6 mona) exxoro natpa B 80 sz Bomu H 120 #4 3THAOBOTO
cnupra. Kunsiuenwe W nepeMeludBAHHE NPOJOJDKAIOT elle 4-—
5 uacos, OCAE Yero, 3aMeHHB O6DATHHI XOJONHALHHK HHCXO-
AAUMM, TIPH NepEeMeHBAHHH OTTOHAIOT 3THAOBHH CNHPT (OKGC-
a0 150—160 wa). Ocratok mepeHocatT B CTaKaH, OXJIaXAQOT
JbIOM M HIPDU HOMEIIHUBAHHYU NOAKHCARIOT KOHHQHTPHPOBHHHOﬁ
COJIAHOf KUCIOTON 4O KHCJIOW PEaKUUHd Ha KOHrO {pacxonyercd
oK0J0 35—40 s xucnotu). CMEcs oCTaBARIOT B XOJA0/AHIBHOM
wxady 2—3 vaca, mocse Hero OTCACHBAOT BHNABIIYIO KHCIO-
TY, NPOMHBAIOT ee HeSONbIIHAM KOJXUECTBOM XOJCAHCH BOAH
H cymar Ha Bo3ayxe. Culpoil nponykT BecHT 2,2 2 i NJIaBHT-
ca npu 147—148°. TMocae mepexpucraniusanuu u3 40 #.2 BOIH
(npumeuanue 1) noayuawor 18,0—19,2 2 wuin 83,2—88,8%, reo-
PETHUECKOTO KOJAHUeCTBA YHCTOH KHGIOTH € T. ML 153—154°
(npuMeuanue 2).

5-Kap6okcudypdypua-mepranroyxcycras kucaora, CgHgO5S,
moa. sec 216,21, —6ecuseTHoe KPHCTANNHYECKOE BelecTso, XO-
poWO pPACTBOPHMOE B ropaueil Boje, CNUPTE M YKCYCHOM KHC-
J0T@, YMePeHHO PACTBOPHMOE B  XOJ0QHOH BOAE, MJIOXO-—BR
acupe u Gensose.

Npumevantus

1. Kap6oxcudypipypun-meprantoyKCyCHas KHCI0Ta 3aMeTHO
pACTBOPRETCS B XOJONHOH BOAE; HOSTOMY sl YMEeHbUIEHHA
MOTephL NPH NPOBeAeHHH PEAKUHH U NEPEKPUCTANIH3AIHE CHIPO-
ro npolykra caenyer nsberaTb GOABIIHX KOJHYECTB BOLHL.

0. AHaJoruyHepiM  00pa3oM, C TAKUM Xe, IPHMEPHO, BH-
xonoM S5-KapSokcHby pdypuA-MePKANTOYKCYCHAA KHCAO0TA NQIY-
yaercs B3 XJOPHCTOBOZOPOAHOfl S-(5-rxapOmeroxcudypdypu)
THOMOYEBHHHL.

ﬂ?yme Cnoco0nl NOJAYUYEHHR

Jast noayuenus 5-kapGoxchdpypdypuI-MepKANTOYKCYCHOMR
KHCAOTH OBl Npefnoxen® TONbKO OMUCAlHBIA BHIIE CrOCOG.

1 A, JI. Mamxoss, A. A. Aposs, JAH ApmCCP 27, 101 (1958).

a-METHJI-3-(3-METHA$Y PHJI-2) ANLTHIIOBBIA CIIUPT

QCHs[ o :“ CH=CCOOC,H;+LiAlH—>

s
CH,

{CHs[ o] CH-.:C(cm)cmo} (CoH,0),AlLI
2

r .
1CHa[| O]l CH:C(CHg)CHgO} {C.H;0),AlLI+4H,0 -
2

.‘ZCHa[’ 0 ]l CH= (fICHgOI-H—2C2H50H+A1(OH)3+L10H
CH,
Mpensowuau: A, JI. Muxosu, 3. A. Mapxapsau,
Mposepuau: B. I'. Adpuxan, B, E. Bazanan,

Moayueunmne

B noayaurpoByio Tpexropayo KPyrJaIofoHuyio Kousiby,
chalKeHnyIo Mewaskofl ¢ 3aT30pOM, Kaneabioll BOpOHKOfl H
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O0paTHHIM XOJOAHABHHKOM C XJOPKAJIbLUHEBOH TPYOKOi, moMe-
waior pacteop 4,2 2 (0,11 Moss) anioMoruapuaa autus 8 160 s
agupa (cMm. crp. 20). Ilpu nepeMeilMBaHHM M3 KaneabHOH BO-
POHKH 110 KanasM npubasasaior pactsop 19,4 2 (0,1 moas).sru-
JI0BOTO 3(upa a-meTu/a-3-(5-Metniadypni-2)akpusosoii  kucao-

TH ¢ T. kun. 105—106°/2 mx (cm. crp. 83) B 150 w2 cyxoro.

supa ¢ Taxoit CKOPOCTRIO, uTOGBI 3(QWD PABHOMEPHO KHMel.
[locne oxonuanus npuGaBieHuss cMeCh yMePeHHO KMOATAT HA
BOjIsiHOI Oare B TeueHue 40—30 MUHYT H OCTABJIMIOT HA HOUb.

Ha cieayiowmu#l nedb 0pH nepeMenImBAHKH [0  KANAAM
NpUGAB/ISAIOT K pearkunoHHol cmecu 20 #2 BoAW (mpuMeuanue)s
COepKHMOe KOJOb  OTQHILTPOBBHIBAIOT, ONOJACKHBAIOT KO-
Oy tpeMms nopuuamu s¢pupa no 50 ML H UPOMHBAIOT HMH OcCa-
Jok Ha duabrpe. CoenunenHple 3QHPHBE (UABTPATHE TPUK B
npOMBIBAIOT BOAOH (no 2030 M.2), BHCYWHBAIOT HA L GR3BOAHBIM

CePHOKHC/IBIM HATDHeM, OTTOHSAIOT 3 U H OCTATOK MEPETOHSAIOT B.

BaKyyme, coOHpas mpo;yKT, KHNAWKi npu 124—125°/5 s

Buixog 12,1—12,5 2, wusnu 80,0—82,5%, TteopeTuueckoro-

KOJINUECTBa.

a-MeTun--(5-metnady pus-2)asaniossit  cnupr, CoHi0s,,
MoJa. Bec 152,19; a3 1,0498;n28 1,6305,—npo3paunasn x i LKOCTh,
pacTBOpuMas B supe, CHMPTE, AUETOHE M Ap. OPraHHuUECKHX
PacTBOPUTE/IIX ¥ HEPACTBOPHMAA B BOJE.

NMpunmeuansus

Paznoxenne BOAOH ClellYeT NPOROJAHTL OUEHD OCTOPON-
HO, u36eras CAMILKOM GypHOrO KHNenus 3dupa.

Apyrne cnocobbl noayuenns

a-MeTua-3-(5-MeTHIGY pun-2)anausoBuii coupr Guj  MO-
JAyuen TO/ABKO MO OPHBEAEIHOH Bulllle nponucul.

AL Mugxosu ®oap, JAH ApuCCP 27, 305 (1958)
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METHJIOBbIA 3dHP 5-»OPMH/ISYPAH-2-KAPEOHOBOL

KHCJIOTbI
(CH2)GN('ClCH2 | | COOCH3
(CH2)6N4-C1CH2l |COOCH3+6H,O—+

0

OHC'LO ]! COOCH,;+ CH;NH;+2NH;+5CH, 0+ NH,CI

Npennoxunan: A. JI. Muaxosn, B. B, JlloBratas.
Ilposepuan: A. A, Aposn, H. X, Xauarpsn,

Monyuenne

B nonyautponyio Tpexropaymo KpYriOAOHHBYIO KOJOY,
CHaGXeHHYIO Mellasikoft ¢ 3aTBOPOM M OGPATHBIM XOANOLHJIbHH-
koM, nomewaior 34,9 z (0,2 Mosia) mMeTu10BOro sdgupa 5-x./0p-
MeTuadypan-2-kap6oHOBOIl KHCAOTH C T. Kunl, 114—116°/3 sux
(eM. ,Cunresn reTepoNHKAYecknx coeaunennit*, 1, crp. 36),
26,8 z yporponuna u 80 sz xa0podopma.

[Tpy nepememuBaHKHH CMech KHMATAT HA BOASHOI GaHe B
TeueHue 2 4acoB, 3aTeM OXJaxuaaioT, npubasaaior 100 .4z BoaH
H NpOJO/JKAIOT NepeMeliuBaHHe 10 [OJHOTO PacTBOPeHUs 06-
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pasosaBuiefica yerBepTHUHOH co. C NOMOLLBLID  AeAHTeAbHOH
BOPOHKH OTAE/AIOT BOJAHHHN C10# OT x/g0podOpMEHHOTO H no-
C/IeHHI 3KCTPATHPYIOT ABYMS NMODPUHAME BOAL 1o 50 M4,

CoenuHeHHbe BOJHHE PACTBOPLI NOMEILAIOT B IOy IHTpPO-
Byrf) TPeXrop/aylo KPyriOAOHHY10 kK0a0y, CHaGXeHHyIo Mewaj-
KO C 3aTBOPOM U O0PATHHM XOJONHABHHKOM, H INIPH nepeme-
UIMBAHAH HATPeBalOT Ha Kunauweil soasuofl 6aHe B  TeueHHe
2 yacoB, mocae 4Yero OXJAXAAIOT 10 KOMHATHOR TeMnepaTypHl,
npubaeasioT 10 M4 KORHEHTPHPOBAHHOM COANHON KHUCAOTH H
CHOBA, NPOJOJIKAA NEPEMEeIIHBAHNE, HATPEBAIOT HAa KUNAuled
BOAAHOA GaHe 1—1,5 uaca. 3aTenm npubapasior 2 2 KUBOTHOTO
yraa B NPOAOJKAIOT HATPEBAHHE I MepeMeliHBAHHE eule [10J-
1aca, Nnocae 4ero OTCACHIBAIOT FOPAYHE PACTBOP W (PUABTPAT
‘OXJIAXK 1210T JeasiHoil Bonofl. Buuoenupumiuvecs KPHCTaNJAB OTCA-
CbiBAIOT, NPOMBIBAIOT HEGO/ILIIEM KOAHYECTBOM BOJH H  BHCY-
HIMBAIOT HA BO3ayXe; noayuawTt 8,0—9,0 ¢ BemecTra.

M3 durbtpata axcrparuposanueM 100—1350 me s¢upa BH-
aeasor ewe 0,9—1,0 2 gpucramaos. O6wuil BLxOx 9,0—~10,02
uan 28,8—32,0%, TeopeTHueckoro KOAHUECTBA, T. M. 91——'
92° (npumeuanue).

Merunoruit sdpup 5-popmundypan-2-kap6oHoBOH KHCIOTH,
C;HO4, mon. Bec 154,11,—6enoe KPUCTALIHUGCKOE BEulecTBo,
miaixopaCTBopnmoe B, XO/IOHOM, XOPOIO pacTBopHMOe B ropd-
4eit BoAe H B OGBIYHBIX OPraHHYECKHX DACTBOPUTEAX.

[IpumMeyanuusa

OwmbiienueM metwaoBoro sdupa  CHHPTOBEIM pacTBopom
€Lkoro xamu ¢ BhixopoM 61—62%, Moxer OmTb noayuena
S-popMudy pan-2-xkapGoHOBAT KHCAOTA.
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Jpyrue cnocoObl noayueHus

Metunosuiit apup 5-(Gopmuadypan-2-xapGOHOBOH KHCAOTbI
06pasyercs NpH HATpeBaHHH S-KeTONMTIOKOHATA  KAIbuud B Me-
TaHO/ME, HACHILIEHHOM XJODHCTHIM BOAOPOAOM', MPH OKHCICHHH
meTHAoBOro 3dupa TeTpaokcHGyTHA(YpaH-2-xapGOHOBOH KHCIO-
THl TETPAALETATOM CBHHUA® M MPH  THAPOAH3E 6uc-(5,5"-kap6-
metokcudypdy pun)opmauerasa®, ITO BEILECTBO NOAyHAETCA
TaKkKe B3aHMOAEHCTBHEM MeTWioBOrO 3dupa 5-xaopmerTHady-
paH-2-kapGOHOBOI KHIJIOTH CO CMEChIO HHTPOMPONAHa C METH-
JaTOM HATPHA® H OKHCJAeHHEM TOrO e 3(Hpa a30THOH KHCIO-
To#®.

Onucannuit B Texkcte cnocob jpaeT Haubonaee YAOBIETBO-
PHTENbHHE BHXOAB METHJIOBOTO 3(hHpa 5-opmuadypan-2-xap-

60HOBOH KHCJAOTHI.

1 E, Votoek, A, Kroslak, Collection Czechoslov. Chem. Commun. 10,

259 (1938).

* [ Varga, Magyar Biol. Kutatointezet Munkal, 12, 359 (1940).

3 H. Akashi, R. Oda, J. Chem. Soc. Japan. Ind. Cliem, Sect. 55, 271
(1952). .
4 Ayrapiickni mat. 705, 950 (1954) [C. A. 49, 2233a (1955)].
s O. Moldenhauer. A. Trautmann, W. Irion, R. Piliiger, H. D¢ser,

D. Mastaglio, H. Marwitz, A. 580, 12 (1953).

49



5-METH/IOYPOYPANBALETOH

{CHy)o.NCHO+POCI;~[(CH;):NCHO - POCl,]

w

CH, 0 +](CH3):NCHO - POCl;]—
l I/OPOCI,
[CH_,, 0 ({1 -HClI
N(CHa),
| I/OPOCIQ
[CH3 o~ CH -11C1]+2N3,C03+H20—>
N
N(CHy).
CHy\ 7 CHO-+3NaCl+NaH;PO, +HN(CHj), + 2CO,
CH3| 5 ICHO+CH3COCH3 Taor
CHa\g~” CH=CHCOCH,+ H,0

lpexnownan: A, JI. Muxxosn, 3. K, Tapxausn.
Mposepunu: B, T'. Adpuxan, B, E. Banansn.

Nonyueunne

d-Memuagypgypor. B YETHIPEXTOPAYID KPYIIOA0HHYIO
K016y eMmkocTeio 150 a2, cHabxennywo Memankoit ¢ 34TBOpPOM,
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KameJabHO# BOPOHKOH, TepMOMeTPOM M BO3AYHIHBIM XOJOAHJb-
nukom, nomemator 14,6 2z (0,2 mons) mumeruacpopmamusa. Ox-
JIALHB XOM0AwIbHOH cMechio 10 0°, NYCKAOT B XO4 Melnaaxy
¥ no xamisy npuiuaBaor B TteuenHe 30—40 wmunyr 30,7 2
(0,2 mons) xaopokucH ¢ocpopa ¢ TaKo CKOPOCTbIO, UTOGH
TeMmeparypa cMecd He mogsumaiacs Bume 10°. Tlo oxonuanuu
npu6aBredud CMeCh MEPEMEMIHBAIOT elle 30 munyT npu 0° n
satem, MpOLO/KAsA MepeMemuBaHHe, B TedeHuwe MNosydaca npH-
auBaor 16,4 2 (0,2 Mo/as1) CBexeNeperHaHHoOro  CH/bBaHa C
1. xum. 64—65° (cm. ,CHHTE3Bl TeTepOUHK/IHYeCKHX CoediiHe-
nuit*, 1, crp. 39); Bo Bpems npubGaBieHda CH/IbBAHA TEMIEpa-
Typa cvecd He AO/KHA nogHumaTbea suine 107, Cmech ocras-
JSI0T CTOATL B oxsiaxaawleid Gaxwe upu remneparype 0—35°
ewe 30 MHHYT, 3aTeM, yaajtuB 6aii0, JAAKOT TeMHIEPATYpe
MoAHATBCS A0 KOMHATHOM, ocrasiasior eme na 30 MHnyT 4 ciau-
paloT B CrakaH, conepxauiuil 200 #a deaanoll Boaw. Hei-
TPAaNM30BAB CMeCh yIICKHCABM: natpueM (55—60 2), ocras-
JAIOT ee HA HOYb. Briaeansuwnics caoit ansaeruna 3—4 pasa
SKCTPATHPYIOT 3hupoM, nopunamu no 50 iz, coepuuiennbe K-
CTPAKTBh BHICYIIMBAIOT HAA NPOKANEHHBIM CEPHOKHCALIM HAaTPHEM,
ATrOHSIOT 3(DHP 1 OCTATOK [EePEeroHAIT B  BakyyMe, COOHpasn
bpaxumo, wunamyo upu 80—81°/12 s [oayuawor 17,5—
18,0 2 mwan 79,4--81,7%/, TEOPETHUECKOTO  KOAMUECTBA H-MEeTH/-
¢ypdypoaa B BUAS CBETAO-KEITOR IKHAKOCTH, pacTBopHMOf 1
OBLIYHBIX OPraHiueCKUX pPaCTBOPHTENAX.

5-Memuagpyppypaasayemon. B Tpexropayio KpyrioaoH-
Hylo K0aA6y eMKoctbio 750 44, cHabxenHyi0 Mewaakoii ¢ 3a-
TBOPOM, Kane.IbHOH BOPOHKOIl, TePMOMETPOM H  OGPATHLIM XO-
JOMHABHMEOM, novewawnr 55,0 ¢ (0,6 moas) 5-wmetuadyphypo-
na, 58,0 z (1 moas) auerona u 350 4.2 BOALL

Cumech npH nepeMemuBaHud OXJdxkalor 20 10° w mpiiE-
pator K Hefi B Teuenue 5—10 munyrt 10 #42 33°/-Horo pacrso-
pa @AKOTO Harpd, HOICPAHBAS Teuneparypy mocTofnuoil 1o
KOHLA peakiuu. Y 41H8 OX.JamA3I0oULyo fiaHio, nepeMeliBa-
HHe  TmPOMOKAIOT  elle 4 uucd,. mowie uero IpubaBIfioT
10%/,-HY 0 CePHYIO KHCAOTY A0 KHCIOI peariym na aakmyc(pacxo-

51



Ayerca okono 43—45 ma 10°q-noit cephoil kueaorsl). Otaena-
I0T HWAHUA CNOH, a BepXHHIi, BOIHBIA —TpPUXK A5 3KCTPATUPYIOT
aupom, nopuuamu no 50 ar  Kaxias. Spupusle 3KCTPAKTH
MPHCOCAUHAIOT K OCHOBHOMY NPOAYKTY, BBICYLIHBAIOT pacTBOp
Han NPOKAICHHBIM CEDHOKMCABIM HATPHEM, OTTOHAKT PAaCTBOPH-
Telb H OCTATOK NEPRTOHAKT B BAKyyMe, coGHpas ¢pakiumo,
KUmswyio npu 102—104°/3 wam; npu crosiumu  Belllecrso KpH-
CTaJu3yercs; T. MI. 32—34°,

Buixon 59,6—62,2 2, uau 79,5—82,99, teopernueckoro xo-
JHuecTBa,

5-Merundypoyparvaneron, CgH,iOs,  mox. Bec 150,18, —
CBET.IO-XKEATBIE HIO/bYaThle KPUCTAJIH, PACTBOPHMEIE R OOLIY-
HLIX OPT@HUMECKHX DACTBOPHTEJAX H HepacTBOPHMble B BOfe.

Mpyrue cnocoGut noayuenus

5-Merundypdyparbaneron nosywaercs XOHaeHCaUHel
5-Merunpypdypora ¢ aueroHoMm B pacTBOpe eAKOrO narpal,

IlpuBenenuan BblILZ NPOMMCL NOIYYCHUSA S-metnadyphy-
PO/Ia, HCNOAB3YEMOro 1 KaueCTBe [POMENYTOUHOTO BeIlecTBA,
npepaoxkena A. JI. Mukosnou?®,

! K. Alder, C. H. Schmidt, Ber. 76, 183 (1043).
? AL JL Muakosu w np., JAH ApuCCP 27, 305 (1958).
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5-METHA®YPOYPHAALETOH

| o ICH=CHCOCH3+H2 i—)

Panes

CH,4

CH;,I OJ CH,CH,COCH,

Mpenaowuan: A. JI. Mugxosu, 3. K. Tapxansanu,
lMposepunu: B. I'. Adpukau, B. E. Bamiasu,

MNoayueunmne

B kawawwuiica asrokaaB emioctbio 150 sz  noMeumiaic:
30 2 (0,2 monn) S5-meruadypdypansauerona ¢ 1. ma. 32—34°
(cM. cTp. 50), 2 2z cBexenpuroTOBAEHHOIO HHKEXEBOro Kara-
ansaropa Psnes u 10—15 #4 BOAH.

ABToKaaB MPOAYBAIOT M 3aNOJHAIOT BOAOPOAOM (mpuMme-
yanue 1) no paenennsa 40 atm., nocJe yero BKJAIOYAWOT Kaua-
Hue ¥ 06Orpeb; MpM NOBBIECHHH TeMmepaTypu A0 160° nasie-
nue jgocturaer 55 arM. [lornomenne BOAOPO/A HAUHHALTCA ye-
pe3 15—20 MuHyT mocie AOCTIDKeHMA yKasanupx ycaopuil. [as
MOANEPKAHNS JaABJeHHd B HHTEpBaje 50—55 arm. BpeMms oOT
BPEMEHH [0AAIOT B ABTOK/AB BOI0POI; BeCh NpPOLeCC ruipore-
nu3aunu npopomkaercs 1—1,5 waca (nmpumeuanne 2).

[Mocae npexpaliexnst NOrIOMIEHAA 13I0T aBTOKJA3BY OXJa-
IMTHCH A0 KOMHATHOI TeMMeparypbl, CHYCKZIOT JpaBjaeHWe, H3-
BJIEKAIOT MPOAYKT M MPOMBIBAIOT aBTOK/AAB 3 pasa apupowm, mop-
maame no 40—50 . Ddup npucoeaHngioT K 0CHOBHOMY Npo-
AYKTY, OTQHIBTPOBHIBAIOT O KATAAM3ATODA, OTACAAIOT BOAHBIH
c1oit, a adupubl PacTsop BLICYMUBAIOT  TNPOKAICHILIM CEPHO-
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KHC/BIM HATpHeM. [Tocie OTrOHKH 3dupa  OCTATOK MeperoHsior
B BaKyyMe, cofupas dpaxumio, kunsdmyio npu 84—87°1 ux.

Buxon 24,8—25,4 2 uan 81,6-—83,5%, reopernyeckoro ko-
JAHYECTBA.

o-Metnadypdypuaaneron, CyHp0., moa. sec 152,20;
di® 0,9982; ny 1,4470,—cper10-xe1Tas XKHAKOCTh, XOpOWO pa-
CTBOpHMAs B CNIHPTe, a(upe, aueTOHe H Ap. OPT4HMYECKHX pa-
CTBOPHTEIAX M HEpacTBOPUMAA B BOJE; HPH XPAHEHHH Bellle-
CTBO TeMHeer,

NMpuveuvaunnasa

1. Ouucanue ycTaHoBKH A0 KATAIHTHIECKOTO THIPUPO-
BaHWA W METOAHKH npoBeleHHs onsita cM. ,CHHTe3H rerepo-
HUHK/THYEeCKHX coeauHenuit*, 2, crp. 36—37.

2. Jlns THAPOTEHH3AUHH B3ATOr0 KOAMYECTBA S-metnadyp-
pypaivaierona tpebyercs 0k0a0 5 aurpos BO10pOAA.

Adpyrue cnocobsl NoJAyUYeHHSA

5-Metnadypdypuiaueron 6ot NOJAYyYeH TaKXKe BOCCTA-
HOBJIeHHeM S-MetuidypdyparbaleTtoHa B MPHCYTCTBHH  Madja-
AHEBOTO Karaausaropal,

! K. Alder, C. H. Schmidt, Ber. 76, 183 (1943).
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SMETHJI®YPOYPHJI-2-ITHPHANUJTAMHH

X
l S
CHJ:l O]cowl N +HCI

QCHs[l o ]CONH' 7 ThAH-
{CHs[ o ]CHNH W7 LLiAI(OH)z

x
[CHg[l 0 ]l CHI\’HQJEUAI(OH)H-QH@—»
A
QCHg[' 0 ]‘ CH,NH Q +LiOH+ AI(OH),

(penaoxuan: A V1 Muzwosn, M. T, I'puropun.
[Moosepran: O. V1. Muawonn, M. A, Natniprrau.

MNoayueHnue

2-Tipudnaanud 5-stemuidypan-2-kapfborosoi KucA0mbL,

B3 KpyraooHHyio x0.10y evrxociew 200 w2 nosemawr 28,9 2
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10,2 Moaa) xsopauruZpuaa  S5-Meruiadypan-2-xkap6oHOBOR KHC~
gotel ¢ T. ma. 30—33° (ecm. ,CHuTe3H reTepONHKAHUECKHX COe~
nunenuit®, 1, crp. 67) n 40—580 #4 cyxoro Geuscnaa. [lpu no-
MEIHBAHYA H OXJAXICHHUH XOJOAHOH BOAOH HeBOJBIIHUME NOP-
nuAMH npuausaiot pacresop 18,8 2 (0,2 Mosna) 2-ammHOnmMpuAu-
Ha, pacrsopensoro B 50—60 w4 rtenaoro (30—40°) cyxoro
6eH3ona. Koaby 11pHCOeAHUHAIOT K OOPATHOMY XOJOAHJABHHKY C
X/0PKA/JIbUHEBON TPYOKOA H KHMNATAT PEAKHUOHHYIO CMeCb Ha
BOAsiHON GaHe B rTeueHue 4 uyacos. [lo oxJsaxaeHHH npubas-
naor 130—150 M4  HacHIMEHHOTO pacTBoOpa yYIJIGKHCAOMO Ha-
TpHA, NMepeMellHBaIoT CTeKIAHHOH namoOuYKol 10 pacTBOPIHHA
ocazka, oTaena0T BeH30AbHHIA CJI0# OT BOJAHOIO H NOC/AEAHHUIT
ABAXCABl SKCTPATHPYIOT agHpoM, nopuusamu no 50 a2, KOTOpHie
NPUCOGAHHAIOT K OeH30JALHOMY pacTBopy. PacTBOp npOMHIBAIOT
.20 M BOAE W BHICYLIHBAIOT H3a 0e3BOIHHM CEPHOKHC/ALIM 118~
tpHeM. [locle OTTOHKH pAacTBOPHTEAS OCTATOK [ePEerOHAIOT B:
BakyyMe, cobupaa (pakiuuo, kunimyo npu 154—155°/1 wa.
AMHA B npueMHHKe KDHCTasudyercs; T. mi. 102—106" (npume-
YaHue).

Buixon 29,6—31.4 2, wan 73,3—77,7%/, TeopeTHyeckoro ko-
JHUeCTBA.

Boccmanosaenue. B noiyuTpoBy10 TPEXropayl KOIOY,
CHAGXEHHVIO MeWaJKOf ¢ DTyTHHIM 3aTBOpPOM, KaMe/abHOH Bo-
POHKOH H 0BpaTHBIM XOJNOAH/IBHHKOM C X/IOPKATbHHEBOH TPy(-
Kofl, Tomewator pacreop 3,8 2z (0,1 Moas) asnioMorMapHaa .-
1usi B 145 M4 spupa (cM. crp. 20). [lpu nepememnBaHun B
Teuende 25—30 MHIYT M3 KaneJLHOH BOPOHKH HPHIHBAIOT pa-
crsop 10,12 (0,05 Mona) 2-nupuanaamuna b-meruadypan-2-xap-
Sonosofl kucioth B 150 w2 cyxoro 6ensona. [lo okouuanuw
npubasieHUsa CMeCh KHUMATAT HAa BOASIHON 0aHe B TeueHue
3 uacos.

K oxmaxnaemoii BOMOH peakiMOHHOI CMeCH IpH Iepee-
INHBAHHH N0 KawIsMm uprOasaaioT 20 #4 BOAB, COAEpPKUAMOE
KOJAOH OT(QUIbTPOBLIBAIOT, 0CAA0K HA (duabTpe THIATEABHO OT-
CaCHBAIOT H NpPOMHIBAIOT ero 3—4 pa3a 3huUpPOM, NOPUHAMH MO
60—80 x.2. CoenuHeHHbie (UABTPATH ABAN B IPOMBIBAIOT BO-

5h

pofl N0 25 M4 M BHCYWHBAIOT HAZ GE3BOAUEIM CEPHOKHCALIM:
natpueMm. Otoruas sgHp, OCTATOK NEPeroHAIOT B BAKyyMe, cO-
6upaa seulecrso, xHnamee npu 132—133°%1 mxu. [lpn crosunu
BEINECTBO KPHCTAJAAH3YeTcHd; T. M. 67-—68°,

Buxon 8,7—8.8 2, uan 92,4—93,5%, treopernueckoro Ko-
JIM4ECTBa.

5-Merundy pdypun-2-mupnanaamun, Cp,Hi10ON,, Moua. Bec
188,23, 6eci(BeTHOe KpPUCTANIHIECKOE BELHECTBO, PAacTBOPHMOE
B OpraHHYeckHX PACTBOPHTE/IAX H HepacTBOpHMOe B Boze. [Ipw.
CTOSHHH Ben(eCTBO TEMHeer.

Npumevyanus

[Tocne nepekpHCTaanu3auuy M3 CrHPTAa aMHj IJIABHTCS
npu 112—113°.

Jlpyrue cnocoOn noaydeHHs

5-Metundypbypna-2-nupuaunamun  Gb1 NOJAYYEH TOJIBKO.
HO HPUBeACHHOH Bblie UPONHCH.

LA, JI. Muwwoss u np., JAH ApmCCP 27, 305 (1938).
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53-HUTPOGYPOYPUIOBBI CNUPT

[

k ICHOOCCH SELLLEIN ON! IC‘H
O 2 3 (CHSCO)zO 2 O " QOOCCHS

H:0
‘O,N w CH,00CCH, ——>
0 (HiS0,)

O:N , o I CH,0H+CH,COOH

Mpenaonuan: A, JI, Muawosu, C. I, ArGaass.

Tiposepuain O. Ji. Mumxosnn, A, H. Tpuropan.

Moayueunne

5-Humpogypbypusrayemum. B noayanrposyio Kpyrao-
ROHHYIO KOABY, CHAOKEHHYI0 MEUIAIKON C PTYTHHIM 3aTBODOM,
KaneabHoll BOPOHKOIL 11 TepsoMerpod, momenaor 130 2 yKCyC-
HOTO anrgApuia (npusmevanue 1), K0ady oxJaKZAIOT CMECHIO
JIbAA C COJLIO B NpH nepeMemnsanud jobasasor 50 2 a30THONM
KHCIOTHL Y. Beca 1,44 ¢ taxoli ckopocTelo, uTOGH TeMUepaTypa
PEAKUHOHHOH CMecu e NOIHEMAAACh Buimwe 0°. [1o OKOHYAHUH
npudaBieHns 8 koA6y BHocAT 0,5 ¢ Ge3moaHOM chocdopHofi
KHCIOTH.

OTnenbHO roToBar .cMech 23 2 (0.2 Mo.9) cBexenepe-
THAHHOTO Qypdypraauerara ¢ 1. kun. 67—70%7 su (cM. €1p. 76)
u 60 2 yKCYcHOrO aHruapuaa u NpHbaBAAIOT ee K HHTP YOI
cMecH mpy —14,—12° npumepuo 3a moatopa wuaca. 3arey yia-
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JIAI0T OXIAXKAA0WLYIO 6aHI0 U NP TeMIePaType peaxiHOHHOl
cMecn—10° causaor ee na 400 2 KOJAOTOTO JbaA. Yxcycunit
AHTHAPHA YACTHYHO HeillTpanusdyior npubasienuneM 100 sz won-
HEHTPHPOBAHHOTO BOLHOTO AMMHAKA; IPH 3TOM BbIACASIETCS ¥eji-
Toe Macno. Hepes 30 muHyTt BOAHHH CI0H 0CTOPOKHO CHUBAIOT,
Macno npoMsiBaoT 100 4.2 Boibt M CHOBA CJAMBAIOT ee. Mpu-
GaBasT K Macay cMech 90 4.2 nupuauea u 135 Mz BOgm M
OCTaBIAIOT MOJNY'CHHBI CBeTMO-KOPHYHEBB pacTBOP HA He-
CKOJIbKO IHEH, BPEMS OT BPeMEHU pacTHPaA CTEHKH COCYAA CTeK-
MAHHON MAJOUKOM, UTOGHI HEI3BATH KPUCTALIMZALMIO NPOIYKTA
(mpumeuanue 2). Bunasmuit B BHIe CBeTVIO-KOPHUUHEBHX KpHU-
CTaWI0B HUTPODY pYpHAAUETAT OTPHILTPOBHBAIOT U MPOMHBa-
ot 200 w2 Bonsl. Buixon 18,5—20,0 2z, wiu 49,6 -53,7%, teo-
peruvecKkoro koandectra; T. ma. 43°. Cupoil mpoaykr pocra-
TOUHO YHCT LI YHAPOJNH3A B HHTPODYP(DYPUIOBLI CriupT (npu-
Meuauue 3). ' :

Tudpoaus. B nexyaurposyio KDYI.1010HHYIO KOGy, cHAG-
MEIHYI0 MEWAJTKOA M BO3AYIHHBIM XOJOIMIBHHKOM, MOMELLA 0T
18,5 2 (0,1 moas) ceiporo mutpodypdyprianerata un 200 me
5%,-1of "ceprolt xncaorn. CMeCh mpH  mepemelIHBaHUH HATpe-
BRIOT Ha BOsiHON Oade B Tewenue 20—325 muuyr, OxaaxjeH-
HBlfl THAPOJH3AT 3KCTPArHPYOT 4—35 pa3 3pupOM, NOPHUAMH
no 50 a2, 3(upHbie  3KCTPAKTH  BHCYWIHBAIOT NPOKANCHILM
CepHOKHC/IbM HATpHeM. OCTATOX MocAe OTTOHKH adupa nepero-
HAIOT B Bakyyme, coOMpad npoaykr, wunsiiuii npuy 157--
158°/5 mM; OTOTnHAHHOE BENIECTHO MPH CTOSUHU KPUCTANIN3YeT-
cg; 1. na. 32°. :

Boixox 11,5—12,1, 2, n.m 71,6—74,0%, TeopeTHyeckoro ko-
JIMYeCTRA.

5-Hutpodypdypaaosuii cnupr, C;H,O N, mon. Bec 143,10, —
CBET/JOKEATOE KPUCTAAJINURCKOE BEIIeCTBO, pACTBOPHMOE B
OOBIYHBIX OPraHMUECKHX pPAacTBOPUTEINX M HEPACTBODUMOE B
ROJE.

n
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MpumMeuganns

1. IMpumenanca 97%,-nuiit yKCycHHI AHTH/APHA.

2. Kpucraanusauus npoucxoaur GhICTDO M 3aKAHUHBRETCH
33 CYTKH NPU 38PAXKEHHH NUPUAMHOBOTO DACTBOPA KPHCTALIAMHU
rorosoro Hutpody phypusauerara.

3. Tlocte nmepexpucTalIH3aUMH 13 CrnupTa Temmeparypa
NaBACHUS 0Ty UEHHOTO NPOAYKTA NOBHINAeTCA 0 48— 49°,

Apyrue cnocobbl noayuenus

5-Hutpodypdypurosuiit ciupr rotossr THAPO.THIOM O-Hu-
Tpodypdypunanerara, 8 csow ouepess N0JIY4aeMOr0 HUTpPOBA-
Huem Qypdyputanerara a30THON KHCAOTON ya. seca 1,51 npn
—20° nn a30THO# KHCJIOTOM ya. meca 1,44 Bnpucyrcr,suu Ka-
TaNU3aTOPA—06e3BONKOA GOCGOpHOH KHCAOTH npu — 25,

::.'SGilman, G. F. Wright, J. Am Chem. Soc. 53, 1923 (1¢31)
. Saikachi, R. Kimura, H. Hoshida,! J. Pharm. § J .
1132 (1953) IC. A. 48, 12072b (1954)]. ’ oo s 1
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5-OKCHUMETHN®YPAH-2-KAPBOHOBAS KUC/IOTA

ClCHz[‘ O]‘ COOC,H,+CH;COONa—~
CH3COOCH2[l 0 ]‘ COOC,H;+NaCl

CH3COOCH2[| 0 ]l COOC,H;+2NaOH~

HOCHQ[:‘ o ]‘ COONa+ CH;COONa+C,H;OH

HOCHg[l 0 ]‘ COONa+HCl—>HOCHz[| o jl COOH+-NaCl

Ipernoxuau: A. JI. Mupwoau, A. A, ApoaH.
Mposepuau: B. I'. Adbpuksau, A. A, Jloxuksi.

Noayueunne

Imunrosuir apup 5-ayemoxcusemuipypan-2-xapborosol

Kucaomesl. B moay/MTPOBYIO ABYXTOPJAYIO KPYT/IOAOHHYIO KO-
6y, CHaGXEeHHYI0 MEIIAJIKOH € 3aTBOPOM M OGPATHBHIM  XOJIO-
JMABHUKOM C XJ0pKaiblEeBofi TpyOxoft, moMemaior 37,7 2 (0,2
MOJ1) 3THAOBOTO 3(HpA 5-xa0pMeTHaAdypan-2-kapboHOBOH K-
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crotel  (cM. ,CHHTe3N TerepoLUKIMYECKHX COeRHHeHH{*, |,
crp. 37), 24,6 2 (0,3 Mou) GE3BOAHOTO YKCYCHOKHCIOTO HaTpH
u 200 2 JMepanoi ykcycHoll KHCAOTE (npuMenanue 1), [Tepe-
MEIIUBAEMYIO CMECh HATPEBAIOT HA OTKPHITOM OFHE [ TEUEHHE
5—6 uacoB rax, uUTOGH COAEPKHMOE KOAOH 3HEPTHUHO KHIIEIO;
Npu HATPEBAHMH YKCYCHOKIIC/IbIl HATPHH pACTBOpseTCH H, Cly-
crst 20—25 MUHYT, HAMIHACTCS OOHABLHOC BbiAE/J€HHE XJIOPHCTOrO
HATpHUS.

Tlocsc oxmamaenus cmeck CAMBAICT B CTAKAH, COJLe P LHiL
300 4. BOgBl CO abmoM i 3—4 pasa sKcTparupyor sdupom,
nopuuaMu 110 50—75 a1, Coenitietinbie 3(upiibie SKCTPAKTH 1Ba-
KAl poMbiBaioT BoAo# (no 100 4z}, 150 s, 15%-Horo pactso-
pa yraekucaoro narpus, cuosa 100 4.2 sogn W cywar Hajn
00e3BOKEHHDBIM CEPHOKHC/IBIM HATPHEM. PacTBOPUTENb OTTOHSAIOT
H OCTATOK MEDPSrOHAIOT B BAKyyMe, cOGHpas BEUIECTBO, KHMS-
wee npu 130—131°/1 mu (npumeuanne 2).

Brixon 31,5—34,2 2, nan 74,2—80,5%, reopeTHieckoro Ko-
JHYeCTBy.

[Tpu crosuny BEWECTBO KPHCTAMIH3YETCS; lepeKPHCTALIH-
30BAlHOE M3 NeTPoaeiiHoro sdupa, OHO miaBurcs upH 43 —45°.

Tudpoans. B aByxrop1yio KOy ra010HRYIO KOABY €MKOCTbIO
250 m, cHaBKeHHYIO MeIaIkOfi C 33aTBOPOM H OGDPATHHM XO-
JI0AHAbHUKOM, nomewaor 31,8 2 (0,15 Moas) stHa0BOKO  ahu-
pa b-anerokcumernadypan-2-kapGoHOBOH  KHCIOTHL H 80 44
20°/4-HOrO BOZHOTO PACTBOPA EIKOTO Harpa. Tlpi nepemeusa-
HHY HATPEBAIOT CMeCh HA Kullsillell BogaHOH OaHe B TeyeHue
2,5—3 uacos. [locae oxaamienus IMEI09HOf pacTBop MPOMBI-
BaloT 20 —25 w4 sbupa H IpH NoMeHIMBAHHH I OXJIAZK 10 LUl JIe-
ASHOH BOAOH 06pabaTLIBAIOT KOHLEHTPHPOBAHHOL COATHON KUCIO-
TOH A0 KHCJION peaKuuu Ha xouro (npuveuanne 3). Cmecs ocTaB-
JA10T na 2,5—3 waca B X0.101M.1bHOM uIKady, puabTpyor #
uanTp npomsipaior 20—25 42 Jieanoll oAk noAyuaoT 16,2—
18,5 2, uin 76,0—84,5%, reopernueckoro Koauuecrsa BHICYLIEH-
HOTO HA BO3ayXe BemieciBa ¢ 1. 1. 163—-164° (¢ pasaoxe-
nueM) (npuMeuanus 4 u 5). ’

G2

5-Oxcumernndypan-2-kapbonosaa xucaora, CgHaO4, MoOA.
Bec 142,10,—xpucTasnuueckoe RelleCcTBO, XOPOLUIO PACTBOPHMOL
B COHDPTe U ropsyed BOjge, yMepPeHHO— B XOJOAHOH BOJe M
II0X0—B scHpe u GeHsoxe.

Npumeuannasq

‘1. BMecTo e 1fHOH yKCYCHOH KHC/AOTH MOMHO HCIO/B30-
BATb B KAYECTBE PACTBOPHTeA abCOMIOTHBI 3THAOBHI CNHPT,
OJHAKO MPH 3TOM 3HAYHTEJIbHO YBEJUUHBAETCH MPOLOTKUTE/b-
HOCTb peaxIlHH.

2. OnucaHHHM cnocofoM, C TAKHM XKe NPAMEPHO BHIXO-
J0M, MOKET OHTb NOJy4YeH MeTH/J0BbIA 3(PHD H-A1ETOKCUMETHII-
dypan-2-kap6oHOBOH KHCIOTHL.

3. 5-OxcuMernihypan-2-kap6oHOBas KHCJAOTA yMepeHHO
pacTBOpHMA B XOJOMHOH BOJe; NCSTOMY MJis THAPOaN3a 3dupa
# OCAWIEHHA KUCAOTH HeOO0XOAWMO HCNOAb30BATb KOHLUEHTPH-
POBaHHEIE PACTBOPH €AKOTO HATPA H COAAHOH KHCJAOTH, HO C
TAKHM PACYeTOM, 4Ytobbl KOJHYECTBO BOAB SBLIO AOCTATOUHO
JJISL P4CTBOPEHHA O6PA3YIOUIUXCHA HATPUEBHIX COJIeH.

4. Kucnora oxpaueda B COJOMEHIIO-XeaThid 1Ber; Gec-
{IBETHYIO KHCJAOTY, NJABALLYIOCA NDH TOH JKe Temneparype,
MOXIO [0JY4HTh fepexpHcranausauueil u3 40—50 xa soaw
Y11 METHJOROPO CNHPTA B NPHCYTCTRHH XHBOTHOTO YIasd.

5. AHajornuHeiM 06pasoM, C TAKMM K€ BHIXOLOM S5-OKCH-
METHAPY paH-2-KapOOHOBASL KHCAOTA NOJAYU4eTCH Npd OMBUIEHHMI
MeTH/IOBOrO 3dupa S-aleToKcHMeTH/Apy pat-2-kapOOHOBOI KHC-
JIOTHL.

JApyrue cnocoObl nojdyueHns

5-Oxcumernadypad-2-kap6onoBas KHcA0Ta of6pasyercs MpH
Kunsuenun 5-Gpommerundypodypona ¢ oxucsto cepefpa u Bo-
noft', a Taxxe oxucienueM H-okcumeTuaPypdyposa aMMHAUHBIM
pacTBopaM okuck cepefpa®. DTa KHC/I0TA GLIIA Oy 4YEHA TAKKE
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PHAPOAN30M 5-6poMmeTradypan-2-Kap6oHOBOR KHCJIOTH BOAOH’
Wi D-auetoxcumeTHadypan-2-kap6OHOBOH  KHCJAOTHL  THJPO-
OKHChIO Gapus® u OMHEJIEHHEM MeTHJI0BOrO 2ahupa S-PopMHIOK-
cuMetuadypan-2-kap6oHOBOH KHCAOTH, 06pasywulerocs Hapsany
¢ APYTMMH BEULECTBAMH IIPH B3aUMOLEfCTBHH MeTHIOBOrO s¢u-
pa (ypaH-2-kap6oHOBOA KHCJAOTH ¢ napadopMa/iblerHioM B
cMecH MypaBbUHOH M CepHOit KHCIO0T®. ‘

OnucaHublfl BeIE MeT0a® OTIHUAETCA AOCTYDHOCTBI HC-
XOJHHX BEHleCTB M BBHICOKHMH BBIXOJAMH IIPOMEXYTOYHOTO W
KOHEUHOro NPOAYKTOB.

1 H. J. H. Fenton, M. Gostling, J. Chem. Soc. 75, 429 (1899).

t ], Kiermayer, Chem. Zeit. 19, 1004 (1895).

3 H. B. Hill, W.L. Jennings, Am. Chem. J. 15, 181 (1893).

4 E. Fischer, E. Andreae, Ber. 36, 2590 (1903).

8 O. Moldenhauer, W, Irion, D. Mastaglio, H. Marwitz, A. 580, 169
(1953).

§ A. JI. Mumwosan, A. A. Aposn, JIAH ApuCCP 27, 101 (19£8).
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TETPATHAPODYPGYPHIIOBBIA CIIHUPT

2NiO.CrgO
I ICH20H+2H2————>‘ it [O]CHZOH

0]

Mposepunn: O. JI. Muawosn, A. H. I'purops,

Moayuenwue

B kauamoumniics aBTOKJ4B eMKOCTbO 150 M4 noMewaioT
70 2 (0,71 mons) cpexeneperHadHioro @OypdypHaOBOTO CHOKPTA
¢ 7. xun, 81—82°/18 mu (cM. ,CHHTE3H TreTepOLHKJIHYECKHX
coeannenuit, I, crp. 54; 2, ¢ctp. 79) n 3,5 2 karaauzatopa-—iH-
KeJf HA OKuCH Xpoma (npuMmevauyk 1). B aBroksas nogaior BoO-
npopoa no 100 atM. (npuMmeuanHe 2) H NPH HenpepLIBHOM NOKa-
ypsanpu narpesatioT Ao 1607; npu 3TOM AaBaeHHe NOBBILIACTCS
no 160 arM., B arux ycr0BHSIX HauHHaeTCs ROTJIOLIEHHE BOJIO-
poaa. Ilo mepe morgolllelius jaBlelde B AaBTOK/IaBe DajlaeT;
103TOMY 11ePHOJIHYECKH NOJAloT B ABTOKJAdB BOAOPOA AJAd MO1-
Jepxupalius napienust B unreprane 120—160 atu.

Heo6xo.1uMoe kosuuecTso sonoposa (32 ) noraoaercs
3a 2 uaca, [locne OKOHUAHHSI pedKUHK aBTOKJAABY AA0T OXJa-
JHTBCS A0 KOMHATHOIH TeMmeparypbl, CyCKaloT [aBJEHHE, THi-
POTEHM3AT CJIMBAIT B CTAKAH ,H ONOJACKHBAIOT AaBTOKJIAB TPeMA
nopumsiMe a6coaioTHOrO adupa, 1o 50 e kawpas. Dpupneli
pacTBOp OTHABTPOBBIBAIOT OT KATAAM3ATOPA H HOCTeHHI 1TPO-
MHBAlOT 1a QHIbTpe HeGOJNBIWHM KoauuecTBOM adupa. Ilocie
OTroukH 3dupa rUAPOTeHH3aT HepPeroHAIOT B BaKyyMe; TeTpa-
ruapo@yphypuioBHi cnupt neperouserca npu 77 —78°/20 mm
(npumeuanue 3).

Buxon 62,6—64,0 2, wiu 86—88°/, Teoperuueckoro Koiau-
4ecTBa.
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Terparugpopypdypuaossit  cnupt, CghlygOy, Mo, Bec
102,14; d3° 1,0550, n} 1,4345, — GecperHast NOBHAKHA KHAKOCTb,
He TeMHelomaa OPH XPAaHEeHHH W XOPOIWO PACTBOPHMAfd B COHP-
Te, s(upe W AP. OpraHHYeCKHX pacTBOPHTENAX.

Mpumedvanus

1. B xauecTBe KaTa/JH3aTOPa MOXHO HCHNOJAL30BATE H HH-
kesab Panes.

2. Onucande yCTAHOBKW JJI# KATAJIHTHUECKOrO THAPHPO-
BAWMA, METOAUKH 33NM0/HeHHS ABTOKJA4BAa BOAODPOJOM, NpoBene-
HHA pedKlMH U PA3rpy3ku aBTOk/aea cM. ,CHHTE3H reTepolHK-
JHUeCKuX coeguuenni’, 2, crp. 36—37.

3. IMoayuenunit onucauHelM cnoco6oMm rteTparuapodyp-
(G ypUIOBH{ COMPT AOCTATONHO UYMCT; OPY CMEUIeHHHd C KOHUEH-
TPUpOBaHHOK cepHO# KucaoTOH OH OcCTaeTcs OGeCUBETHHIM, WTO
YKa3biBaeT HA OTCYTCTBHE MCXO0L4HOTO ¢ypdypuaosore cmupra.

Jpyrue cnocoObl NOAYy4CHHS

TertparunpodypdypunoBril COUPT MNOIYUYRIOT KaTaJHTHYE-
CKHM BOCCTaHOB/IeHHeM QyphypHIoBOro CNupra B 4BTOK/IABE
npu tTemnepatypax 120—140° Han HuxegeBblM KATATH3ATOPOM
Pates! WM HaL HUKe/eM, HAHECEHHBIM HA KH3eAbrype.

TerparnapodypdypHI0BHE COHPT NOJAYYAeTCS TaKKe MO~
CJIeJOBATEIbHEIM BOCCTAHOBiEeHHeM (ypdypoaa Hall MeAHOXpO-
MOBHIM K4TaJH3aTOPOM, 4 3aTCM (B TOM IKC aBTOKJAABC) HAak
HHKeJeM Ha xu3esnryped

t H. E. Burdick, H. Adkins, J. Am. Chkam. Soc. 56, 438 (1934);
B. H. Wojcik, Ind. Eng. Chem. 40, 210 {1948).

2 M. Katsuno, J. Soc. Chem. Ind. Japan, 45, 114 (1943, [C. A. 43,
17181 (1949)].

3 S. Katsuno, J. Soc. Chew. Ind. Japan, 47, 103 (1041} [C. A, 43;
17193 (1949} Anmrraficxnit mat, 608,540 (1943)  [C0 AL 43, 47000 (1949)}
Miraneauckuit nar, 475.353 11952 (C. A. 49, 11018¢ (1935 ).
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5-n-TOJIMIMETHII®YPAH-2-KAPEOHOBASI KHCJIOTA

CH3© +ClCH2U COOCH, %
cm@ cm@coocu,wcn
CH3© CH,,U COOCH,+NaOH -
cm@cmm COONa-+CH,OH
cn,@ CHEQCOONa+HCI»
CH,Q CHz[_O-]COOH—}-NaC!

[Mpexnounan: A, JI, Mumkoas, 3. A. Mapxapan.
Hposepus it B, I'. Adpuxan, A. H. Oranecan.
Noasyuwueunmne

Memuanosuis a¢up 5-n-moauasemuadypan-2-xapoono-
804 KuCAOMEL B TPEXTOPAYIO KPYIIOA0HIYIO KOAGY CMKGCIBIO
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050 .4, CHAGNKEHHYIO Memaikoff C 3aTBOpOM # OGPATHbIM XO-
JOAMABHUKOM C XJOPKAJIbIHEBOH TpyOKOll, NOMEIAnT 34,9 2
(0,2 moas) MeTHJIOBOFO 3dupa 5-x10pMeTHADY paH-2-kapooHO-
Bofi KHCAOTH C T. KM, 114—116°/3 mx {cM. ,CHuHrean rere-
POUMKIHYECKAX coenunenni*, 1, crp. 36) u 120 x4 cyxoro To-
ayona. [pu 3HepPrMYHOM TePEMEIINBAHHMN, B teuenre 1 vaca,
BHOCAT B PEAKUHOHNYIO CMECh HEGOJbIIMMH  MODUHAMH 20
(0,15 M0J1s1) 6e3BOAHOTC X/JJOPUCTOTO AMIOMHHHA (npumeuanne 1}).
TMocae mpuGasjeHuss XJOPUCTOrO ANIOMHHNSH UPOAOJIKAIOT nepe-
MeluBanne cMeécH B reucuue 1,5—2 uvacos npu KOMHATHOH
TeMlepaType, a 3areM emie 2—2,5 uaca npi HArpeBAKMH Ha BO-
1an0it 6ane (remneparypa GaHH 70—75°) (opumeuanue 2.
[TocAe OKONUAHMR HATPERAWHA, NPOAO/AIKAR NepEeMeInba-
qHe CMECH W OXJIAXK1as ee, BHOCAT B 0.0y HeGONbWHMH Ky-
coyxamu 15—20 2 AbJa W NpPHAMBAIT PA30ABALIHON {1:1) co-
nanofi kucaors {ok0do 50 s.4) A0 PACTBOPEHHSL OCAKA. To-
JyOoabHBHH CIOA OTAE/IOT OT BOAHOIO, noc1eiuni 3KCTpArupy-
j0T Tpemsa nopuuamu 3pupa no 95--30 s, KOTOpHE [ipUCOe-
JLUIHAIOT K OCHOBHOMY pacTROpY. Pacrsop npoMbIBaioT 25—30 s
BOABI ¥ BHCYLIHBAIOT NPOKAIEHHLIM CePHOKHCIBIM  HATPHEM.

Jdup OTCOHMIOT, OCTATOK TOAYOJIA YAQIfIOT B BAKYyMe BOLO-

cTpyHHOTO nacoca W 10JIYueHHbil MPOIYRT NEPErOHIOT & Ba-
KyyMe, coGypas BeilecTBO, Kuisuce mpll 157 —158°/2 ait. Bu-
X0 MCTWIOBOrO 3(upa 5-n-ToaHAMeTILIdY pat-2-KkapiooBOi
(1C10TH, NOAYHaeMOro B BHAE GeclBeTHONl NOARMMHOW KHA-
wocTi, cocranaaer 37,2—39,0 ¢ nan 80,7—84,7%, TeoperHue-
CKROUD KOIHUYCLTBEA,

[udpoaus. B kpyraoaonnyio kKoaby eMKOCTBIO 200 M4,
CcHaOKeHUYI0 Memaakoil 1 OGpaTHHM  XOJOAHILHHKOM, noMe-
maor 23 2z (0,1 mo.aq) MeTns0BOrO 3hupa 5-n-roanaMeTHAdy-
pau-2-KapOOHORON KuCaoTh 1 80 M 10%/,-uor0  pacrBopa ef-
KOTO HATPA H HPH HepeMEUINBAHHK HATPCBAIOT Ha BOASIHON 6a-
we | - 1,5 waca; 3a 9TO BpeMs MACIAHHCTHII CIOH supa noJa-

HOCTBIO Mcueaaer. OXJIax JeHHN HIeA04HOIl PACTBOP MPOMHBAIOT -

20—25 M4 =bHpa M MOAKWCAHIOT pasbasieHHOH consiHol  KH-
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CJIOTOH [0 KUCJIOH peakilHu Ha KOHTO. BHAeAHBLIYIOCA KHCJIOTY
OTCacHBaloT, NpoMEBaloT 40—50 M4 X0a04HOf BOABI H BHCY-
IIEeHHH Ha BO3AYXE CHPOHl NMPOAYKT [ePEeKPHUCTANNH3OBHBAIOT
u3z 150 m2 cmecu Geusosa c nerpoeitnbm adupom (1: 1) (mpH-
Meuaiide 3).

Buxox uncroro mpoiyxra, mnassmerocs npu [10—1127,
17,4—18,0 2, uan 80,4—83,3%/, TeoperHuecKOro Ko./MYecTsa
(npuMeuanue 4).

5-n-ToanaMerundy pan-2-kapbonosast kueaora, CibliaOs,
MoJ. Bec 216,23,—6ecuBeTHOE KPHCTANNRUECKOE BelUecTBo, pa-
CTBOPHMOE B OOHMYHHEIX OpraHHYeCKHX pacTBOPHTEAsX M Hepa-
CTBOPHMOE B BOJE.

NpumMedanuns

I, YMmeubwenyue KoJMULCTBA, XA0PUCTOTO AMIOMHHHEA NPHBO-
IUT K 3HAUHTEJbHOMY CHHXXEHHIO BHIXOJA.

2. YKasaHHas rteMneparypa fBIsercsd ONTHMAJIbLHOH; IpH
Gonee BHICOKOH TeMIleparype HMEET MeCTO 3aMeTHOe oCMoJe-
Hue, a npu 60/iee HU3KOH~~peaKIUs He HAET A0 KOHIA.

3. pH ruapo/iuze CREXKeNePErsasHOr0 MeThJA0BOro 3dhu-
pa XuCJAOTA MOJNYUYaeTCk B AOBOJBLHO YHCTOM COCTOstHUHM (T. ILI.
108°) u Bes mepexpuUCTANIA3ALHA MPHATOAHA A8  JAjbHeflliero
CHHTETH'eCKOTO HCNO/Ab30BaHusl. Ouncrka CHPOro npoaykra
KAOsiyeHueM PacTBOpPA HATPHeBOH COIM C XKHUBOTHBIM yryieMm Ja-
er 92,5%, Bewecrsa ¢ r. mr. 109—110°.

4, BoinapuBanuenm 1/4 o6beMa MATOYHOTO PACTROPA MOKHO
BMAeAnTs emwe 1—1,5 2 yuCroro pellecTna.

Hpyrue cnecolbbt noayuenHs

S-n-Toauameruwady pan-2-kap6boHOBAK KHCHOTA I CC MeTH-
JOBLIN 3hHD OB NMOJYUEHB TOJABKO ONUCAHHBM  Bbilue CHO-
cobom!.

YA, JI Munxoun u oap, AAH ApnCCP 27, 305 (1958)
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5-n-TOJUJIMETAJIPYPOYPOJI

(CH,):NCHO+POCI,~ [(CHg)sNCHO - POCI,]

m@cm[’ o ]‘ +[(CHy),NCHO - POCL] >
,OPOCly L
cm@cm CH 1 cx]

“N(CHa);
oPOCl;
]
{cm CH, cH "HCI | +2NagCO;+H;:0~
“N(CHy) »
CH, CH:X 5 CHO-+3NaCl-+NaH:PO, +
HN(CH);+2CO:

Mpeanoxnmn: A, JI. Mumxosn, 3. A, Mapxapsan,
[Iposepunu: B, I'. Adpuusu, B. E. Baraasu.

Hoayueunmne

B uernipexropsiyio KpyMOMORRYIC KONBY eMKOCTbIo 150 4.4,
CHabXMEHHYIO MEWASKON C 3aTBOPOM, TEPMOMETDOM, OBDPATHHIM
XOJOJUZLHHKOM H KaneabHOH Bopouxoft, noMemaior 10,9 2
(0,15 monst) mumerundopmamusa  {ipumeuanne 1) u, OXn1anHB
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K00y OXJaAUTEABHONA cMechlo 50 0°, NPH  HHTEBCHBHOM nepe-
MEMHBAHNA MO KanmaaM npubasasior 23,0 ¢ (0,15 Mona) cBexe-
MEPerHanHoN. XJIOPOKHCH docdopa ¢ TakOf CKOPOCTHIO, 4TO6H
TeMnepatypa peaxHHOHHOH CMECH HE NOAHMUMAaJach Buime 10°
(npumeuanne 2). [pHIHB BCe KOJMHYECTBO XJIOPOKHCH docdo-
pa, va 4ro rtpebyercd 10—15 munyr, cMecb nepememusaior
apu 0° eme 30 MuByT, nocie vero W3 KaneapbHOH BODOHKH
tpnauBaor 17,2 2 (0,1 Moxs) n-rosundypui-2-Metana ¢ 1. Kun,
117-118°/10 s (cu. crp. 72). CkopocTs npuGaBieuus pery-
Hpy1oT Tak (20—30 MuHYT), MTO6H TeMmeparypa CMecH e
nonnumanace seiwe 10° (mpumewanne 2). Peakuuonuyio cmecsh
OCTABIAOT CTOﬂTb npa 0° wa 30 MuHyT, mnocCIe Uero, yaanuB
OXJAaXIAI0NYI0 6aHIO, AAIOT TeMNmepatype MOAHATHCS 10 KOM-
HATHOM n octaBasmior eme Ha 30 MunyT.

Peakuuosnyio cmech camBalor B Crakas, cojepkamuh
200 Mz nenauoll BOAM, HEHTPANHSYWOT KapOOHATOM HATPHA
(3435 2) W 0CTABAAIOT HA HOUb. BHAEIHBIIHACA CAOH aabae-
THAA OTAEJNSOT, a BOAHBA-—3 pasa axcTparupylor 3QHPOM,
nopuusMi no 30 #.2, KOTOPHE NPHCOEAHHAIOT K OCIOBHOMY
NpOAyKTy. -PacTBOp BHCYIIMBAIOT HAJA NPOKANEHHBIM CEPHOKHC-
JIM HaTPUCM, OTTOHAKT PACTBOPHTEIb H OCTATOK MEPErOHsiOT
B BaKyyme, CODHpast NPOAYKT, Kunswuil npu 138—140°/1 wa;
NPH CTOSHHM BELIeCTBO 33KPHCTATNH30BBIRAETCHA; TOCAC mHepe-
KPMCTAIH3AIAN U3 abCoMIoTHOro adupa 1. mi. 82—84°,

Buixon 15,4—15,8 2, uto cocrasasier 76,9—78,9%, reope-
THYECKOTO KOJNUUECTnE.

5-n-Tonwaverundyphypon, Cisth0,, mor.  npec 200,24, —
MEJIKOKPHCTALIHYeCKOe BelleCTBO COJOMCHHO-KEeJATOro NBeTa,
PacTBOpHMOE B OpI'aHHYECKHX DACTBOPHTEJASX H HEepacTBopH=
MOe B BOJEe; nps CTOAHMH TEMHEET,

NMpunvevdyaHnsn

1. Humernadopmamun ¢ 7. xum 767739 ma Ouu noayuen
10 cnocoby Muruenst u Paiigal.

71



2. Ipu6aBaenHe TmepBMX Kanealb XJOPOKUCH docdopa, a
3aTe€M M N-TONUADYPHJI-2-MeTaHa BH3HBAeT OypHYIO PEAaKIHIO;
80 M36ewaHHe NOBHUIEHHS TeMIepaTypH PEaKLHOHHYIO CMeECh
‘CAelyeT TUATEJIbHO OXJIAMAATD.

Jpyrue crnocoGbl noaydeHust

5-n-Tonramernadpypdypoa noiayues TOIbKO HO NpHBEEH-
HOW Bbiule NpPOMHCH.

1 J, A. Mitchell, E. E. Reid, J. Am. Chem. Soc. 53, 1879 (1931).
2 A, JI Mugwons u np. AAH ApuCCP 27, 301 (1958).

n-TOJIKIGYPUII-2-METAH

CH;, CHz[l o ]’ COOH -~

CH3©CH2[! o ]’ +CO,

Tpernoxuan: A, Jl. Muxwosn, 2. A, Mapxapas.
Mpoeepuan: B. I Agpuxan, A, H. Oruecas.

Hoayuenne

B AByropayi KpYLJOAOHHYIO KOJIOY eMKOUTBIO 100 w2,
CHAGKEHHYIO TePMOMETPOM, HOXOASIMM N0 AHA KO.OL, u 00-
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PaTHLIM XOJOLMAbHHKOM, Tomemaior 21,6 ¢ (0,1 mons) 5-n-to-
awameruadypan-2-kap6okoBofi kucaoTH, ¢ T. ma. 110° (em.
etp. 67) W yMepeHHO HArpesaloT 10 paclAaBIeHHsA, NOCTE Yero
YCHINBAIOT HArpesaHne. Buijesenne yraexuca0TH, HaYHHAKOILE-
eca npu 185~190° npotexaeT C VIOBIETROPHTEJIbHOH CKOPO-
crbio mpu 200—210° M NOJHOCTBIO 3aKaHuuMBaeTcs NpH 220—
230°. Becb npouecc nexap6oxcuanposanus Aautcst 50—60 MunyT.
MMpoayxT peakuuu nepexocsir B koaGy Karafisena u ne-
perousiior B Bakyyme npu 117—118%/10 xu. Buxon 15,2—
15,6 2, uan 88,3—90,6%, TeopeTHURCKOTO KOJAYECTBA.
n-Toaundypua-2-meran, CioHipO, mox. sec 172,22,—6ec-

UBETHAR KHJKOCTb, pacrtBopumas B oprasdueckux pacTBOpHTE-

J9X M HepacTBOpHMAsf B BOJE; d¥ 1,0367; np 1,5426.

Ipyrue cnocolbt noayueHus

n-Tonuidypui-2-Meran Gbl1 TOAYueH TOJABKO ONHCAHHBIM.
Bhilie crnocofomt.

1A, JI. MuoxosH H ap., LAH ApuCCP 27, 305 (1938).
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OYPUI-2-OEHUJIKETOH

(Geusonadypan)

‘ ‘cocn+ él—c—‘1>|

o olco ) +HC!

Mpepnowuai: A. JI. Mumxosn, I, JI Tlanass.
Tposepuau: B, I'. Adpukau, A. A. JoxuksH.

MoanyuyeHnmne

B nOyJIHTPOBYIO UETHPEXTOPIYI0 KDPYIJIOAOHHYIO KOAOY,
CHABXKEHHYIO MelajdKofl ¢ PTyTUBIM 3aTBOPOM, TEPMOMETPOM,
AO0XOASIIHM A0 AHA, B OOPATHHM XOJOJHU/JILHHKOM C XJOpKaJb-
ideBodl Tpy6roi, nomemalor 65 2 (0,5 Moas) XJIOPAHTHAPHAA
(bypan-2-kapbonoBoil KHeJAOTH € T. KHIL 89—90°/32 M (CM.
,CHHTE3B TeTePONUKIMUECKHX COeNHHeHHd®, 1, crp. 68) =u
250 #.1 cyxoro Gew3zond. [1yCcTHB B XOJA MEUIAJAKY, B T€YEHHE
30—40 MHHYT BHOCAT HeGOAbWHUMH mopuxsaMu 66,5¢ (0,5 moas)
6e3BOAHONO XJAOPHCTOrO aJIOMHHHS; 1PH IFOM TeMnepaTypa
peakuuoliiof CMecH MNOBHIIARTCA 10 35—37°. Mo oxoHHaAHUH
npubaBIeHNa CMECh HATPRBAIOT HA BOJAHOI OaHe (TeMueparypa
cMmecu 75—80°) B tcuenue 4 4acos, 3aTeM  al0T  OXJIAAHIBCA
10 KOMHATHOIl TEMIepPAaTYPL H NPU BHEIIHEM OXJAXIEHUH HPO-
rounofi Bofoi BHOcAT B Koa0y 100—150 2 H3MeNBUYEHHOTO
apjga. [lag pactsopenus ofpasoBaBlUICiiCst THAPOOKHCH AJTIOMH-
aua  npuaupaoT 150—175 x4 pas6asieHnoil COJISIHON KHCIO-
TBHI; 0CAM0K, o0pa3oBaBiiiiicss #Ha AHE M CTEHKAX KoabH, 0OpH
9TOM TOJHOCTBIO PACTBOPSETCH.

BaH301bHEIA CA0H OTLEJdI0T OT BOAHOTO, NOoC.Ieanuit asa-
AIH SKCTPATHPYIOT Gen3oioM, nopursamu no 50 s, coeluHer”
HBIC 62H30/bHBIE PACTBOPHI APOMbIBAION BOjLOM, 10%-HbiM  pa-
CTBOPOM YIJEKUCIOr0 HAaTpus, CHOBA BOIOM /O HefiTpa/bHOH
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PEAKIMH TPOMBIBHHIX BOJI H BEICYIIMBAIOT HAJ OE3BOAHBIM Cep-
HOKUCALIM HaTpuem. [lociae oTroHKku 6eH30/4 OCTaBuieecs Mac-
JIO NEPEeroHAIoT B BaKyyMe, cobupas ¢paKuuio, KHISmYIO Npy
1256—127°/2 muu.

Brixon 79,2—83.4 2, nau 92,5—95,2°%, Teopetnueckoro xo-
JHUECTBa.

. 2-bypuadennareron, C,HeOy, Moa. Bec 172,17; d% 1,1834;
np 1,5920, —cBern0-3esnenoBaroe Macs006pa3noe BelIECTBO, He-
PAcTBODHMOE B BOAE, pacTBOpHMOe B 3(hUpe, CHuprte H Ap. Op-
ranMYyeCcKUX pacTBOPUTENAX,

[pyrue cnocofbl noayyeHHa

2-bypuagennareron noayuactes ¢ poixogamun  40—70Y,
B3aumojeicTeueM ¢ypana ¢ Sen3zoidbiM aurnapuaom’?® u xiao-
PHCTHIM Oen30u10M® 3 HpUCYTCIRWE  PA3JMUHBIX KATAJIH3aTOPOB
(XA0OPUCTHE #AI0MHHNI, X IOPHOE 0J0B0O, KOMIIEKCH (rOPHCTOrO
Gopa). Bengouadypan 6o noayuen 13 ¢ypaua u Gensofiuoil Ku-
CAOTH B TPHCYTCTBUH (Poeophoro anrHApuaat, a Takxe B3aHMO-

JeRcTBIeM NATPH.TE HUPOCAH3ERON KHCIOTH ¢ Marnuidpomde-
HHJ10M,
Omniicannnit Boline criocol, paspadOTalHbBIE Ha OCHOBe pa-

Ootet Mapka®, 1aert nanfosee BRHCOKHE BBIXOLB KeTOlla.

1 4. Ji. Toanxngap6, 1. M. Caopronckuii, 2KOX 8, 1523 (1938).

2 4. D. Hartough, A. L Kosak, J. Am. Chem. Soc. 69, 3093 (1947).

3 H. D. Hartough, Asepuxancxiii nar. 2,515,123 (1950) [C. A, 44,
$955d (19503},

¢ H. D. Hartough, A. 1. Kosak, J. Am. Chemn. Soc. 69, 3098 (1947).

5 Y. Asahina, Y. Murayama, Archiv der Pharmazie 252, 418 (1914)
{C. Al )

5 R. Marquis, C. r. 129, 111 (1899).
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SYPSYPUIOBBIN 3dHP YKCYCHOH KHCIOTDI
(bypdypunauerar)

“ o ‘CHQOH+(CH3CO)20~»

‘ 0 ICHzOCOCH3+CH3COOH

Oposepra: O. JI. Mumxoss, B. X. PocTomBexay,

MoayueHHEe

B rpexJMTPOBYIO TPEXTopayio Koaey, cHAGXeHHYIO Me-
WARKONR ¢ 3aTROPOM M OGpATHEIM XOJIOLHJAbHHKOM C X.JI0pKaIb-
wmeBoft Tpy6koi, nomemawt cymech 0,5 4 GeHsona, 300 2
(3,05 moas) cmexenepersaynoro ¢ypdypusiosoro cmupra ¢
T, kxui. 75—77°715 sta (cM. ,CuHTeshl reTepoOUHKINYECKHX COE-
punenuit®, 1, crp. 54; 2, crp. 79), 112,5 ¢ (1,35 MoJaa) H3-
ME/TbUEHHOTO Ge3BOAHORO YKCYCHOKHCJIOTO Warpud H 325 2
(3,2 Mos8) CBCKENEPCTHAHHOIO YKCYCHOIO AHTHAPHAA. Cmech
npu nepeMeIHBAHMHM (NpHMeuanue 1) KHIATAT HA BoAsHon 6a-
e B teueHpe 4 wuacos. [llocre oXaaxaeHAs PEAKUHOHHYIO
cMech CAHBAIOT B 2 .2 XOJAOAHON BOabl. DensonbHmii CI0# OT-
AeASIOT OT BOAHOTO, CMewHsaT ero ¢ 250 w4 5%,-noro pa-
CTBOpA YIJAEKHCJIOTO HATLHS W NEPEMCIIHBAIOT B TEUEHHE
2 gacon. OtaeanB GeH30/AbIKIE PAaCTBOP OT BOJHOIO CIAO%, 1MpO-
MHBAIOT £r0 NATBLIO TOPUHSMH BOJH M, He BHCYINHBAR pacTso-
pa (npuMeuanue 2), OTTOHAOT PACTBOPHTC/b NPH aTMocgepHoM
Aasaenuu (orronsercs oxo/no 400450 sz 6ensona). Ocras-
Yi0CH KHAKOCTb MePEroHsIorT B BAKYyMe, COOHPas BEwecrso,
xanswee npu 69—70%/7 .
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Buxon 375—400 2, #an 87—93%, TEOpeTHUECKOTO KOJH-
yecTpa (npuMeuanne 3).

®yphypuaosnit 3GHP YKCYCHOH KHC/IOTH, C,Hg0O4, Mo
sec 140,13; d* 1,1168; n'y1,4480,—6GecuseTnas XHAKOCTb, pac-
TBOpuMast B ciupre, 3dHpe H AP, OPraHHYECKHX PACTBOPHTE-
asx M wepacrsopuMas B Boxe. [lpH xpaneHHH BeLLeCTBO TeM-
Heer.

Npumedanusd

1. Tlepemewnpanue HeCOXOAMMO AN TPENOTBPALIEHHA
CNEeKAHHsT YKCYCHOKHC/IOFO HATPHA.

9. UMeromasca B pPacTBOpE BJlara WOJAHOCThIO YRATAETCH
¢ MeperoHsoUMMC GeH30JA0M.

3, Tloayuenunft ¢ypbypuianerar COACPKHT HEKOTOPOE
koanuectso (A0 5—6%,) @y pOdYPHIOBOTO  CHHDPTA, KOTODHI
OueHb TPYAHO OTHEIHTH (PPAKUKOHHON neperoHkoi BCaAen-
CTBHE OJM30CTH TEMMEPATyp KHIEHHs CHHPTa U anerara. Taxoit
npenapat, dypdypuraverara BOOJHE fPHFOLEH A3 60/1b1I K-
CTBA MPCIAPATHBHHX HeJeil.

Jpyrue cnocodbi NoNyueHHs

Gyphypuaosslit 3QHp YKCYCHOR KUCJIOTH o6BUHO  TOAY-
waloT srepHdpukamest ¢ypdypraosoro cnMpTa HarpesaHHeMm C
YKCYCHbIM AHTHAPHAOM HJIH CO CMEChIO YKCYCHOTO dHTHAPHAZ
H yKeycHOKHCIOrO narpus'. ®ypdypraaueTar mosyuaeTes Tax-
we xunsguennem cmecu dypcdypuaosoro cnupra C YKCYCHO#
KHCJAOTOR B GEH30JbHOM DACTBOPE B HPHCYTCTBHHI NJI3BAECHHOrO
XJIOPUCTOTO KaJblMsA®, MPONYCKAHUEM KeTena 'epe3 bypdypu-
JIOBH{i CIHPT B NPUCYTCTBHH MOUEBHHH®, @ TAKXKe AUCTUIHPO-
BaHdeM (ypdypHIOBOTO CIHPTA BHHEH/AUETATOM®.
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Brinie usjomxena npouMce, onucanHas s c6opuuxe ,Cunre-
3H OPraHdYeCKHX NpenapaTos*s,

L. Wissell, B. Tollens, A. 272, 303 (1892); J, E. Zanetti, J. Am. Chem.
Sec. 47, 535 (1925).

® C C. Guainazzi, Pitture e vernici, 4, 181 (1348) [C. A. 43, 4959n
{1949} .

8 A. A. Tionomapes, 10. B. Hcaes. JXOX 21, 1015 {1951).

¢ A. H. Koer, A. M. IOpxesaw, JKOX 23, 1738 (1953;.

% COopuux ,CHETESH OPraKHYECKHX ugenaparos®, 1. I, crp. 453, UJT
Mecksa, 1949.

f-@YPOYPUHIIOKCHITIPOMTHOHKTPUA

NaOH l l
CH,OH+CH;=CHCN —> o CH,OCH,CH,CN

Mperaomuau: A. JI. Muwxosy, A. A. Aposn,
Nposepuan: O. JI. Mpaxoss, H. A. BaGuau

Monydenue

B noayautpoByio Tpexropayio x0a6y, cuabuehHywo Me-
a/KOi ¢ 3aTBOPOM, TEPMOMETPOM M OGPATHHM  XOJA0MEIbIH-
koM, novemator 49,0 2 (0,5 Mosst) csexenepersadsoro byp-
(ypusosoro cnupra C T. Kui. 75—77°/15 Mm (cM.  ,Cunresn
TeTePONHKANYECKHX coefuneruit®, 1, crp. 34; 2, crp. 79),
100 m2 Genszoaa, 39,7 2 (0,75 moas) CBEXKeNneperuaunoro ax-
pusoHHTpUAA (npnmMcuanve 1) u 3 aer 40%-woro pacrzopa en-
Koro Harpa (mpumeuanne 2). Coaepwnmoe kKOAOH  31CDrHUHO
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NEPEMELIUBAIT B TeUCHHE 4—05 4aCOB, CIEAA 33 Tews, HTOOL
TeMIepaTypa peakuuonnoll cMecH He noaxuMaJach Boiure 40°
(npumeuanue 3), nocse uero oCTaBANIOT 13 Houb. Ha caenyo-
WHA AeHb GUILTPYIOT, NPOMBIBAKT GUIbTp 25— 30 M Genso-
N3, TWATENbHO OTAeAsioT SeH30JbHBE C/0H OT BOLHO-IEI0Y-
HOTO H, OTOTHAB PACTBOPHTENb B BAKYyMe BOJOCTPYHIOro Ha-
€oca, OCTAaTOK NEPEroHsloT B BAKYYME, COGHpas NpORYKT, KH-
nawni npu H12—311472 s, ‘

Beixon 66,0—68,3 ¢ wru  87,3—90,4°, Teoperuzeckoro-
KOJ/IHUECTBA.

g-®ypdypuaoxcunponuonutpun, CgH,QsN,  Mox. Bec
151,15, —cBet10-3c@/1Tas KHAKOCTD, XOPOIIO PACTBOPUMAs B Op-

N 20
TaHHYeCKHX DaCTBODHTENSIX W HepacTBOpiMas B Boae; dy 1,1070;
n’ 1,4610.

Npumewanusn

1. AKPU/JIOHUTDHI DA3APAKAET CIUBHCTHE OGOIOUKH BEDX-
HHX JAbIXaTe/JbHBIX nyTel M 17143, BHI3HIBAET KOXHHIA 3y4 H ro-
ToBHYKO 60/1b; mO3TOMY PaloTy C HHM C/AeAyeT nNpPOBOAUThH B
BEITSOKHOM LiKagdy, Co6Mofast COOTBETCTBYIOUME MEpH mpeao-
CTOPOXHOCTH.

2. BumecTo pacTBOpa eAKOTO HATPD MOXHO HCIO/Ib30BATH.
pacTsop €AKOro KaJu TAKOH KC KOHUeHTpauHH, uau dypdypu-
JIaT HATPHA, NPUTOTOR/EHHWH B PedKUHOHHOH Cpene (40 npu-
OapjieHMs aKPHJIOHMTpH/IA) nyTeM pacTBopenust 0,5 ¢ uatpus BO
BIATOM A7 peakuMd kKoaudectBe ¢ypdypusioBoro cuupra; s
nocaexHeM ciyuae, BCAeACTBHE OYPHOro npOTeKaHus peaxiiiy,
CONPOBOMAAIOWIEACH YacTHUNBIM OCMOJeHUEeM, [eaecoobpasHo
NPU/INBATD AKPHJAOHUTPH.I 113 KAMeJbHOIl BOPOIKH B Teuenue
OLHOro 4dcCa NPy RHEIUHEM OXJdKACHHH DEAKLUOHNOIH KOJOHL.

3. [Nopeiuenne resnepaTypul 06bUNO  HaGLOAdRTCA B HA-
UaIe peaKiiu M MOXET AIHTLC  » TeveHue 50—060 muunyT; B
TeX CaAyuasx, KOr/l 1esneparypa noaunmaercs soime 40°, cac-
Ayer ONJAMAATh Peariuounylo Koa0y Bojol. B paibueiiieM
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TeMmeparypa CHHXAETCa N0 KOMHATHOM M OCTAeTcs Ha 3TOM
yPOBHE 10 KOHLA DeakKiHH.

Adpyrue cnocoObl noayyenus

B natenTnofi AMTepaType eCThb YKA3aHHE HA NOJyYeHHE
B-dbypdypHIOKCHIPONHOHHTPHAA B3auMonecTBHEM PypdypHriIo-
BOTO CAHPTA € AKPHJIOHHTDHAOM B IPHCYTCTDHH Kara/nu3aropa—
oxucH warpusl. P. ToabaepH, ccbiiasch Ha 3TOT NA4TEHT, €000-
aer, 4To B C/1ydae NpHMeHEHUs B KAdeCTBE KATAAH3ATODA el-
KOr0 KajAu MOXHO HONy4uTb 3-(ypdypPHIOKCHIPOTHORATPUA C
95%,-HHM BHXOAOM?.

B-DyphypUIOKCUTIPONHORNTPHT NOAYHaeTCd B B TPHCYT-
CTBHH KATAJHUTHYECKHX KOJUYECTB YeTBEPTHUHBIX dMMOHHEBHX
coseit®.

OnucaHHm BHLIe Cn1oco6 paspaGoTaH Ha OCHOBE NAaTeHTHHX
AaunbiXx H pabore P. [oabnepHa®, B KOTOPHIX He NPHBOLHTCH
ONUCaHHe 3KCIePHMEHTA.

t H, A. Bruson, Awmepuxauckuit nar. 2,280,790 [C. A. 36, 55382
1942)).

¢ R. F. Holdern, J. Am. Chem. Soc. 69, 464 (1947).

3 M. J. Astle, R. W. Etherington, Ind. Eng. Chem. 44, 2871 (1852).

80

a-IIHAHOYP ®YPHIIOBBIA 3dHP BEH30WHON KUCJIOTHI
COCH—| 0 lCHO—}—NE]CN—»

COO(iHl o l {NaCl

CN

Mpexnoxnan: O. JI. Muukosn, A. H. Fpuropsau.
[posepuwan: 3. P. Barnacapse, B. X, Pocrom6eksin,

MNoanyuenmne

B JAHTPOBYIO YeTHPEXTOPAYIO KPYTJOLOHHYIO KOJAGY, CHAB-
KEHHYI MemAaJKO# C 33TBOPOM, KafleJbHOH BOPOHKOH, TepMO-
MeTpOM H OODaTHBIM XOJIOAHJIbHHKOM, nomcwarot 98 & (1 Monp)
cBexeneperdasnoro gypdypora u 140 2 (! moib) xJaopucroro
Gensouda. OXJaAuB CMCChL JbAOM H COJIBIO 10 —5°, NpH Henpe-
PBIBHOM MEpeMEeNIMBAHMA HPHGABJAAIOT M3 Kalle/AbHOHR BOPOHKH
pactsop 52 2 (1 Mouxb) 96%,-HOrO WMAHKCTOFO HATPUA (UpPHMe-
uanue 1) 8 200 42 BOAB, MO PKHBAY TEMIEPATYPY CMeCH B
unrtepsaie or —5 jo +5°. K kotuy npubasnenus IpoAyKT peax-
I(MIT BHIK PHCTAJLIM30BBIBARTCS (npuMeuaniie 2),

IMoce oxonuanust NPUGABICHHUT [POLONKAKT MepeMelu-
BAHHE CMECH B TEUEHHE oJHOro uaca npu 0--5° 3arewm Of-
(bHNBTPOBHBAIOT BHINABILKA OCANOK H NPOMBIBAIOT €0 HA (PHIL-
Tpe xoaopHoit BoAo#t (upumevanne 3). [llocre nepexpucranam-
3Q1MH U3 aMrponna T. g, 47--48°.
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Buxon 207,5 210 2, wuan 92,1- 93,3%/, TeopeTHueckoro
KOJIH4ecTBa.

a-Uuangypdypusiossil adup 6ensoinoit kuciotu, CisHyO3N,
MoJ. BeC 227.92,- CBeT/0-XeJTOe KDPUCTAJIHUECKOe BellleCTRO,
xopouio pactsopumoe 8 adupe, cnupre, Oeudone u xJaopodop-
Me, TPYAHO DaCTBOPMMOE B JMIPOHHC u merpoiciinom adupe,
HEPACTBOpUMOE B BOJE.

NpumMmeauaHnua

1. BMeCcTo HHAHHCTOTO HATPUA MOXHO HCHOJb30BATH H
IMAHUCTHI KaJIui.

2. [las npubaBneuns BCErO PaCTBOPa HMAHUCTOTO HATpUA
o6p1yHO Tpehyerca 40--45 muunyt., Muoraa npexjeBpeMennoe
BHIIE/EHHE KPHCTAJIUYeCKOrO NPOAYKTA HPEnsTCTByeT flepe-
MEILHBAHMIO, BCJAEACTBHE 4ero peakuus He liJer [0 KO0ila; B
ITHX CaAy4adX Opu (PUALTPOBAHUH B GHIBTPATE OOLIMMO fIOAB-
JSMIOTCA Macasuucteie Kamid. Iloatomy € caMoro xe  Hayala
00pa3opaHud KPUCTA1/IHYeCKofl Macce ee HeOoH X0 THMO OCTOPOX -
MO PasMenbUnTb CTeKASHHOR na10uKoil HacToabKko, uTo0H obec-
neyHTh HOpMalbHOe INepeMellUBauHe.

3. CHpOH npoAyKT, OCTABJIeHHHH IIPH KOMHATHOII TeMmue-
paType, TEMHEeT; ero MOXHO OCTaBHTh Ha WOUb B .1easHOi Oa-
HC WM B XOJ0AMAbHOM ukady. [locae HepekpHCTALIH3AIMH
BeIlecTBO VCTOHYHBO.

Jdpyruae cnocolbl noayyeHnn

a-lnandypodypuaosntii sup 0€H30AHOH  KUCAOTHI  MOAY-
yaerca B3anMmogeiicrBieM pypdypoia € LHAHHCTHIM  KAJTHEM H
XJI0DHCTHM GeH30HI0M!.

1 ] Aloy. C. Rabaut, Buil. Soc. Chiuc. France [4] 13, 459 (1913,
H. Normant, C, r. 225, 38 (1947).
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9THIOBbIA IBUP a-METHII-3-(5-METH/I®YPHI-2-)ALL 4l OBOH
KHCJI0Tbl

CHSEI 0 ]CHO +CH,;CHBrCOOC,H;+Zn—

CHa[l o ]l (IZHCH(CH,)COOC,HS

OZnBr

H
CH,[I Ojl CHCH(CH,)COOC,H, 120,

OZnBr
CH3[| 0]' (IZHCH(CH,)COOCZH,

OH

CH,, I(I:HCH(CH;,)COOQH_,, LN

0
OH

CHj, o

CH=CCOOC;H;+H,0
|
CH,

Mpennoxuna: A, JI. Mumxosu, 3. A. Mapxapsu
Tlposepumu: B. I'. Adpukss, B, E. Baransu.

Noanyuenmne

B tpexropryio kpyraogonuyio oaby emxoctsio 250 .,
CHAGKEIHYIO MEIUAIKON C 3ATBOPOM, KamedbHON BODOHKOIl H
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MOLIHBIM. O6PAaTHBIM XOJIOJHABHHKOM C X/JIOPKAAbIHEBOH ijl6-
ko#, nomemaior 13,0 2 (0,2 mo/8) ouHuleHHOA LHHKOBOH NBLIH
(npumedande 1). M3 kanenbuoil BOPOHKH NPHOABIAIOT 10—12 ma
pacropa, npurotoraentoro u3z 22,0 z (0, 2 moaa) 5-metuadyp-
dypora ¢ 1. kun. 80—81°/12 st (cM. cTp. -50), 36,22 (0,2 mos11)
3THI0BOrO 3upa a-6poMnpoiHoHoRoli KHucaot H 80—90 #z
cyxoro adupa (npumevanne 2).

Koa6y HarpesaioT #a BOAAHON Oane 70 Hayala peaxludH
(npumeuanue 3), a 3aTem yaaifaioT 6aHio W, NYCTHB B XO1 Me-
HiaAKy, MO ¥anaaM npuaniaioT OCTAaAbHYK 4acTh PacTBOpA,
peryaupysi npubaBIeHHe TaK, uTo6H 3GHD yMEDPEHHO u PaBHO-
Mepio kunea (npumeuanue 4). [locae nprGaBIeHUs Bcero pa-
CTBOPA, NMPOAOJ/KAA [epeMelulHBaHdHe, HATPEBAOT ¢MeCh HA BO-
naHo# 6ane eme 35—40 MuuyT, m0oCIe Yero OXJAXAAKT B, Je-
AsHOl 6aHe W NpH nep’eMemm'in'H‘}m no Kxamaam ' npudaBaqior
10%,-nyio cepuyio kucoty (70—80 x4) A0 1OJAHOTO pPacTBO-
peHHs ocajka.

Ornenf10T BOABLA ¢/10#, a 3QupPHBH PACcTBOD NPOMBIBAIOT
15 ma 5°,-HOTO pacTsOpa ABYyTAEKHCIOTO HATDHA, 3aTeM 10 4.4
10%,-HO# cepHOl KHMC/AOTH, eule pa3 pacrBopoM ABYYTAECKHCIO-
ro HaTpHS W, HAKOHel, AByMs MOpuusMH BoAb 1o 10—15 Az
(npumeuanue 5).

DupHstit PACTBOP BHICYUIMBAIOT HAL 6E3BOAHLIM CePHOKHC-
JBIM lLIATPHEM, OTTOHAWT 3pup (npuMeuande 6), nNpudaBasioT K
ocratky 80 w2 Oen3ona, KpHCTAMIHK HOLA H KHIATAT Ha BO-
AsHOl GaHe ¢ 06PAaTHLIM XO.10AHAbHHKOM 2—2,5 uaca. Peax-
IHOHHYIO CMech ABaxAnl npoMuBawT (no 10 sa) 10%, npim
pacTBopoM THOCY/AbdaTa HaTpus, 3atem Bogoh (10—15 ma) u,
BLICYIIHB DPACTBOP Haj Ge3BOAHBIM CEpPHOKHCABIM HATDHEM, OT-
TOHAIOT GeH30J, 4 OCTaTOK neperouswor B Bakyyme. [Ipoaykr
gnuut npu 105—1067/2 s

Brixoa 26,0—26,3 2z, uau 67,0—68,5%, TeopeTHuecKoro Ko-
AUYEeCTBA.

drunosui  abup a-meTura-p-(5- Mede)yplm 2)ax<pun080ﬁ

kueaorsl, C,;H,, 05 Moa. Bec 194,23; di’ 1,0595; nD 1,4990,—
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MOABHKHAY KHUIKOCTL C 3€/JeHOBATLIM OTTEHKOM, PacTBOpUMas
B OpraHM4eCKHX DAaCTBOPHTE]AX M HEpaCTBOPUMAs B BOJE.

MpumMevaunsd

1. LluHKOBYIO MBLIb OYHILAIOT MOCAENOBATENbHBIM H GHICT-
pbiM TIpOMbIBaHHEM 2°/,-HRIM DaCTBOPOM €AKOTO HATPa, BOIOH,
2°/o-140131 CONIAHOH KHUCJAOTOH, CHOBA BOJAO, CNHUPTOM, alleTOHOM
¥ cyxuM 3(upoMm, nocse 4ero Cymar B BaKyyMe TpH 100°.
OHHCTKY NPOM3BOJAT HENoCpeCTBEHHO nepel NPHMEHEHHEM.

2, B peakndio BBOAST a6COMIOTHO CYXHe U CBeXencper-
HaUHBE PeAreHTHl, B IPOTHBHOM C/1yuae BHIXOL Pe3KO CHHXAeTCH.

3. Hauasno peakuuu HaGiojaerca Mo  BCKunanuio sQupa.
IepBoHauanbHoe KOAWUCCTBO PAcTBOpa, MpnbapIseMoe K LUH-
KOBOU NBIJIH, HE NoJXKHO GBIty HdablIe y‘Ka’dHHHOI‘O B TEKCTE,
TaK Kak CJAMWKOM OypHOE NpPOTEKAHNE PEe4KIMH CONPOBOXKIALT~
¢l 3HAYATEALIBIM OCMOJEeHHEeM.

4, Tlocae npubapieHns NOJOBIHBL DACT Bopa peaxuuu fpo-
TexaBllaa BHAuaje ObICTPO, 3AMETHO 3aMeNadeTcd; BTOPYIO No-
JOBHHY pacTBOpa caejiyer npubasidrs ObicTpee. [Tpubarnenue
scero pacrpopa Tpelyer okono 40 -45 MHHYT.

5. Uepeaywuieecs IPOMBIBIHIE PACTBOPOM ABYY IIEKHCIO-
ro HATPUs, BOAOH W CePHOI KHCIOTOH NOBTOPAIOT JIO TEX NOop,
noxa npubaBJeHHe ABYYTIEKHCAOro HATPHS HE NepecTaHer Bhi-
3BIBATb BBHIACJAEHHH $e0ro ocajaxa riIPOOKHCH [ITHKA.

6. FEcau UMET Ledblo Mojiyulth OKCHKHMCIOTY, TO NOCAE
OTroukH 3hHPa 0CTATOK HEPETOHAIOT B BikyyMe, CcoGuUpas pe-
uteeTso ¢ T. kHm. 120—122°/2 ama. DiwioBui  3¢up a-meTHI-
8-(5-meTHADYPHI-2)-3-0KCHTIDONHOHOBON KHCAOTH Oy HAETCA B
BUJe CBETJIO-3e/1eH0BATOH K 1I/IKOCTH.

[pyrue cnocofbl noJyueHHd

Adruaoselfi 3dup  x-MeTHa-B-(5-meTuadypr.-2)aKpHaoBoH
KUCJOTH Gbii NMOAyUeH TOABKO NPHBEICHHbM BblUle CnocoGom'.

1 A JI. Mugmoud u ap., JAH ApuCCP 27, 305 (1958).
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