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Tlewamaemes N0 HOCMAHOBALHUID Peooaxnuonno-u30amesbeKozo
cosema Axademun Hayx Apusauckoi CCP

PenrakunouHad KOJJIETHSA:

A. A. Apoan, B. I'. Appuran, H. A. babusan,
0. JI. Muoaucoan, I'. T. Tamesocsn

OT PEJAKTOPA

B nsToM Bhinycke cepur «CHHTe3bl eTE€POIUKIHYECKHX COS-
JHHeHU{l» ONHUCHIBAIOTCS UPOBepeHHble MeTONH MOJyYeHHs TPHI-
waTH NpoM3BOJHBIX (ypana, GensodypaHa, NUPHAMHA, XHHOJUHS,
THa3oMka H Ap.

ITpu monGope MaTepHasoB s HACTOSIIETO cOOpHHKa pen-
KOMJIeTHS! cTpeMujach BHOpaT, Te MPOH3BOAHBIE TETEPOLHAKJIOB,
KOTOpHE 1O CBOeMY CTPOEHHIO MOTYT NPeACTaBHTb HHTEPEC B Ka-
YeCTBE NMPOMEKYTOUHBIX BEUIECTB B OPraHHYECKOM CHHTE3E.

YacTh ONHCHIBAEMBIX METOA0B paspafoTaHa u NpelJoXeHa
corpyAHuKaMH MHCTHTYyTa TOHKOI opranuueckoil xumun. g
pa3paGoTKH APYTOfl 4acTH MeTOJOB HCIONb3OBaHEL JHTEPATyp-
Hble MaTepHaJbl, HO IPH 3TOM NPOBOAMJACH TUlATEIbHAS NPOBEP-
Xa, a NoAYacC BHOCWJIHCh H3MeHeHHS B ONHCAHHBIE CHHTE3BL.

Ilpu cocTasieHHn pasfenos «Jlpyrue cnoco6ul TIOJY4YeHHs»
HCIoab30BaJsach JauTepatypa 10 1958 roga BKIIIOUHTEJBLHO.

A, J1. MHIDKOSIH
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IMpopsepuau: H. A. Babusn, A. A. Famb6ypay, M. A, Kaaapuksau

IToayuenmue '

Kaauesas conrs 2-6en30ur0umuoxapba3uno8oi KucLomu.
B kpyriononunyio Tpexropaywo koaby emkocteio 250 w4, chab-
JKEHHYIO MELIAJKOH C 3aTBOPOM, OODATHHIM XOJOIUJbHHKOM, Ka-
neabHOA BOPOHKOH, KOHTAKTHHIM TEPMOMETPOM, NOrPYyXEHHHIM
B XHIKOCTb H COEJHHEHHBIM C TEPMOPEryJaTOPOM, ITOMEIIAOT"
27,2 2 (0,2 mouast) ruapasuia GeH30MHOH KUCAOTH (IpUMEYanue
1) ¥ cnupTOBHIit pacTBOp eAKOro KaaW, cojepxawmii 16,8 2
(0,3 mons) meaoun B 200 #.2 aGCOMIOTHOTO 2THIOBOLO CHHpTA.
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K coaepxuMoMy Npu nepememuBaHHd B rteueHue 10—15
"MHHYT nocreneHHo pobasasior 22,8 2 (0,3 Moas) cepoyraeposa
{npuMeuanne 2). '

Peakuuonuyio cMech uarpesaioT B Teuenue 3—4 yacos Ha
‘BOASHON Oaue, NoldAepxHBas TeMmneparypy B KojabGe B mpene-
Jsax 40—45°. TlepememnBaune npogo/axalor ewme 3—4 yacanpu
KOMHATHOH TeMMepaType M OCTaBAAIOT Ha HOYb. Kpucraanuue-
-CKHH MpOAYKT OT(HALTPOBLIBalOT M IpoMuBaioT 75-—-100 x4
-a6COMOTHOrO 3TH/IOBOTO CIHpTA.

ITocse BoicyminBAHMA Ha BO3ayXe nonyqa}OT 41,7—43,5 ¢

CBETJ/IO-XKE.1TOTO KPHCTAM/IHYECKOr0 BeilecTsa, NaaBslerocs npH-

280—287° (c pasnoxenuem). Ilocne mnepexpHCTalaH3alliH M3
¢0—92°/-noro 3THIOBOrO cnupra npHMeyanue 3) kanuesas
€0Jb 2-6eH30H/IANTHOKAP6A3HHOROH KHCJAOTH HMeeT TemIlepa-
Typy nnasieuns 292—294° (¢ pasnoxeuunem).

Memuaosot agup 2-Gewsourdumuoxapfa3ithosol Kuc-
AAombl. B DONYMUTPORHU CTeKARHHBIA HUAHMAP C [OpHTEPTOH
npo6koil nomemaor 25 2 (0,1 moasn) xanuesolt conn 2-Geuso-
HIIMTHOKAP6A3HOBOH KkucioThl  (npuMeuanne 4), 50—60 mz
‘BOAH A/19 pacTBopeHus cosiu H 18 2 floancToro Meru.1a, B3STOrO
¢ 30°%;,-ubiM H36biTKOM. COCY 3aKPLIBAIOT H COAEPKHMOE BCTPSi-
XHBaOT B TedyeHue 3——4 uacos (npumeuanne 5). [To Hcreuenuu
3TOr0 BPEMEHH NPOAYKT OTCACBLIBAIOT H Ha (DHAbTPE NDOMKBAIOT
-4—05 pas sogo#t (no 25—30 x4) ans ynanenus o6pasoBasLie-
‘TOCA NPH peakUud HOoAUCTOro KaJHs.

[Toayuaror 19,8—21,2 2 Bewecrsa, myapamerocs MOpH
163—165°. .

ITocne nepexpucraaiusaunn u3 50°/,-H0T0 3THAOROTO CHp-
T2 BHX0A adupa ¢t nma. 170—172° cocrasasier 16,8—15,6 ¢,
win 74,3—82,3%, reopetHueckoro koanvectsa (mpHMeuaie 6).

4-Amuno-5-mepranmo-3-genunr-1,2 4-mpuazos. B xpyr-
-JOOHHYIO ARyropJayi Koaby eMxocTblo 250 sz, chabxeH-
HYO MELIaJKOH ¢ 3aTBOPOM H OGPaTHEIM XOJOAHABHHKOM I10-
Memawoor 18,1 2 (0,08 wmonsi) mernaosoro adupa 2-GeH3oHANH-
“THOKap6asunosoll kucaoTsl, 60 4.2 aruaosoro cnupra u. 18 s
'75%, ruapara ruapasuua.
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Peakunonuyio cmecp xunarar B TedeHHe 6—8 wacos. K
KOHIY 3TOTO BPeMEHH BhHjJelenHe MeTHAMepKanraHa npekpa-
waercs. Ilo oxnawaedanu gobasasior 200 #.4 BOAW M OTTOHAIOT
CHOHpPT B Bakyyme BopocTpyHuoro Hacoca. Ocrasuiniics mpo-
AYKT CIHBAIOT B CTAKaH H NMOMAKHCIAIOT KOHUEHTPHPOBAHHON CO-
JAH0H KHCAOTOH (36%,) 10 kucao# peakuMn Ha KOHTO. Buinas-
IWHA OOHABHBIA 0CANOK OTCACLIRAIOT, TUIATENBHO NPOMBIBAIOT HA
hunerpe 100—150 sz soxul BolCymnBaT. CHDOH HPOoNyKT
Becur 12,0—12,2 2 ¥ nmaasurcs npu 200—201°. [Tocne nmepexpu-
cransanuy u3 300 sz 50°/-HOTO 3THI0BOTO CNIHMPTA MOJAYYAIOT
9,0—10,2 2 xpucrainnyecKkoro Bemecrsa, MJaBsilierocs MpH
206—208°. Bmixon 58,9—66,7°, TeopeTnyecKkoro KoJH4ecTBa.

4-AmMuuo-5-Mepranto-3-penua-1,2,4-rpuasoa, CgHgN,S, moa.
Bec 192,24,--6es0e KpHCTALIHYECKOE BELLECTBO, PACTBOPHMOE B
aleTroHe, MeTayoje, Xyxe B 3Tanc’ae, ropaueli Boge, MAOX0—
8 aupe, Gensone, nerposelinom sbupe.

Mpumevuanus

1. Tuapasna Gen30#HOH KUCAGTH 6B TMOAYYEH BIAUMO-
JAefictBueM 3THJI0BOro 3(pHpa 6en3ofiHON kHCAOTBI ¢ 830/ -HBEIM
THAPATOM THApasuHal. JIng 5TOr0 K PHAPATY THAPa3HHA, B3TOMY
u3 pacuera 1,5 Mons Ha 1 Mouab 3THI0BOrO 3dupa 6en3olHOH
KHCAOTH, A0GaBAAIOT 1IPH  HArpeBaHHH 3(MHP KHCJIOTH, 3aTeM
peaxkniouHyI0 cMeCh KHIATAT 4—6 uacos. O6pasosasiniics npu
OXMAXNEeHHUN KPHCTANAHYECKHH NpOAYKT OT(OHUIbTPOBHBAIOT, HA
(UABTPE NPOMBIBAIOT 3(PHPOM W NEPEKPHCTAJNAU30OBLIBAIOT H3
Geusona; 1. ma. 112—113° Bmxoa 60%,.

2. Ilpu npu6asreunn cepoyrneposa Habaiogaercs paso-
rpesaHyie PeaKIHOHHOH CMeCH RMAOTb 10 KumeHns. K kouiy
npubaBienuns cepoyriepona o6H1bHO BbINAajaeT KajHeBas CoJb
2-Gen3ounguTnokap6asiHoroil xuchaorte. IIpn paGore cieryer
yuecTb, YTO CepOYIJIEPON.SINOBHT W orueonacex.

3. s nepexpucrannusauuu 28 2 kaiuesoft conu 2-GeH-
30UNAHTHOKAD6a3HHoBOH kHcAoTH Gepyr 100 sz 3TunoBoro
CnHpTa U 5 MA BOH. '

11



4. B peaxkuuM No/JyuyeHust METHJIOBOTO 3¢upa 2-6eH3oua-
JBTHOKAPOa3nHOBOH KHUC/IOTH C yCNEXOoM MOXKeT OHThb HCNOJAb-
30B3HA HElNepeKpucTa;iau30BaHHasd Ka/anesas conb. Temmepary-
pa NJABJEHHS NoayuyeHHoro u3 Hee abpupa §e3 NepexkpucTasin-
3auuu ¢oorTBercTByer 160-—162°,

5. Ilpu npubasieHun HopucToro MeTuaa HabawopaeTcs pa-
30rpepaHMe H BHINAACHHE oCAlKa METHIOBOTO 3¢hupa 2-6eH30MI-
JUTHOKApOa3nHOBOH KHC/AOTHI,

6. ITonyuenne mernnrosoro adupa 2-6eH30ouIaUTHOKEpPGA-
3MHOBOH KHCJAOTH MOXET OBbITb OCYUIECTRAEHO B peaxuHoHHOH
kon6e npu Temneparype 0°—10°. Ilpu aToM CHpOH TPORYKT
peaxkuuu nojaydaeTcs ¢ 6osee HH3KOH TemIepaTypol nJlaB:rre-
BUd, OJHaKOo MOBTOPHOH NepexkpucTaNIu3alHell yaaeTcd NoJay-
YUTb BEULECTBO HEOOXOoaMMOH 4YHCTOTH C BhIXOAOM 55%, oT
TeOPeTHUECKOTO. '

HApyrue cnocobbl noayyeHus
BaaumoneiicTeuem GeH3ruapasuaa, BOAHOCIHPTOBONG pacT-

BOpA €AKOr0 Ka/#H, Cepoyriepona H HOAWCTOro MeTHJAa Ipu
oxnaxjaeHun 1o 0° 6b1 NodiyueH MeTH1oBHIH 3dup 2-6eH30MI-

ANTHOKApOA3HHOBOR KHCJAOTH B OfHY CTAAHIO, KOTOPHIA 3aTeM -

B AHAJIOrHYHBEIX B NPHBEICHHON NPOMUCH YyCIOBHSX LHKIM30BAH
80%/y-HEIM THAPATOM rMAPa3uHA B 4-aMHHO-5-MepKanTo-3-heHu1-
(4H)-1,2,4-rpuason’.

YKasaHHuH nponuch paspa6oTaHa Ha OcHoBe paGoOTH
9. Xorrapaa® ¢ Toil pasHuledt, uTo 6e3 yulep6a COKPAUIEHO:
BPEMA PEaKUHM MOAYUeHHS Ka/aHeBOH coau 2-0GeH30RIANTHOKAP-
6a3WHOBOH KHC/IOTHI.

t C. Struve, J. pr. [2] 50, 295 (1850L.
? M. Kanaoka, J. Pharm. Soc. Japan 76, 1133 (1936).
* E. Hoggarth, J. Chem. Soc. 4811 (1952).

2-BEH3UJATETPATHAPOPYPAH

I = ]
@cm o T2 CH.o

Mpentoxuna: A. Jl. Muukosu, M. T. Unukep.
[posepuan B. I'. Adpuksu, A, A. Joxukiu.

MonyueHnune

B kauyalowlniicsi aBTOKJIaB eMmkocTbio 150 #2  nomeaior
31,6 2 (0,2 moas) 2-GensuadypaHa C T. KHIL 117 —118°/24 mm
(cM. ,CHHTE3H TeTepOLNKIHYEeCKHUX coenuHenntt*, 2, crp. 17),
40 m.a aBGCOMOTHOTG 3TWIOBOrO chupra u 4 2 Karaausaropa-
nukend Penesi. ABToK/1aB NpoAyBalOT BOAOPOLAOM (fpHMeuanue
1), sareM JOBOAAT AaB/leHHe BoJOPOAA 1O 100 arM. u npu He-
NpepLIBHOM MOKAYHBAHHK MOLHHMAIOT TEMNePATYpYy A0 140°.
Tlpu aToMm naBieHHe Nosbimaercs Ao 120 atw. [Mornowmenue Ha-
yuHaercd npu 110°, Ho nmpoTexaeT HHTEHCHBHO HPH 130—140°.
[To Mepe BoCCTaHOBIEHWA IaBIEHHE MajaeT, MNOITOMY MepHo-
JNUECKH TONAIOT B ABTOKJAAB BOAOPOA M MOLAEPKAHHA €rO
ue mmke 120 atm. HeobGxonumoe st THIPEPOBAHHA  KOJIHUe-
crBo Bojgoposa (8,96 ) morioiiaercs 3a 3—3,5 yaca (npume-
uanne 2). '

[Moc/e OKOHYaHHA peakudH aBTOKAABY A2I0T OXJIaAHTbLCA
0 KOMHATHOI TeMmIlepaTyphl, OCTOPOXHO CIIYCHAIOT J1aB/eHHe,
C/AMBAIOT MMAPOTEHM3aT B CTaKaH, ABaXIbl MPOMALIBAIOT aBTOK/I4B
100 #.2 aBCOMOTHOrO CHMPTa, [OPHCOEIHHAKT X OCHOBHOMY
npoAyKTy, oTGWIbTPOBHBAIOT OT KATAZH3ATOPA M [POMHBAIOT
$uabtp 20—50 sz abcomorHoro crupra. OTOrHaB  pacTBopu-
TeJib, OCTATOK [EperOHAIOT B BAKyyMe, COOHpas BeLECTBO, KH-
namee npu 123—126°/20 msm. '

Buixox 25,5—26,0 2, uan 78,6—80,1%, Teoperuueckoro
KoauuecTsa (npumevaHue 3).
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2-Bensuarerparuapodypan, CyH,,0, Mon. Bec 162,23,—
GecupeTHast JETKOUOABHKHAS KHAKOCTH C NPHATHBIM 3dNAXOM
HEPACTBOPHMAS B BOIE H XODPOIIO paCTBOpﬂ}OLuaFICﬂ B OGBIUHBIX

opranuueckux pacrsopurensx;ds 1,0069; n3 1,5130.

NMpumeuannsa

1. CxeMa ¥ ycraHOBka KauaiollEroCs aBTOKJAABA ONHCAHMBI
»COOpHHKE TeTepPOLMKINYECKHX COelHHeHul", 2, cTp. 36—37.
2. Konen peaxuun onpenesnsiercs npexpameunem najeHns
IaBJEHHs B aBIOKJAAaBe.
3. C raxuM xe BhIX010M 2-0eH3HATETPArNAPODYpaH MoIy-
yaeTcsi Npu TPUMEHEHHH KATAIH3aTOpa-HHKeAb HA OKHCH Xpo-
Ma (170° Temneparypel 140—150 atm. nas.a.).

Apyrue cnocobbl noay4yenus

2-BeHsunreTparuapodypan G/l [OJNyueH KATAIHTHUECKUM
THApHPOBAHHEM B MPUCYTCTBHH HHUKeNs ¢ypuadeHWIKap6utHoaa
10 GenswiypaHa M, 3aTeM, KO TeTPATHAPONPOU3BOAHOTOL.

On OHJ NMOJyuYeH Takke THAPUPOBAHHEM 6eH3nncpypaHa
Hal HukeneM Peues upw 100° u 50 aTt™. naBreHus®.

! R. Paul, Compt, rend. 202, 1444 (1936);"206, 1028 (1938).
2 R. Paul, Bull. Soc. Chim. [5], 5, 1053 (1938).

14

23-AHTHAPOBEH30®YPAH-2-KAPBOHOBASI KHCJIOTA

1
lcoox |
©\O/COOI\ on =08 Q COOH

Mporepuau: A. A. Aposu, M. A. Kanipuksu,.
P. I'. Meawk-Oranmkanss.

llonyuenmne

B pacrsop 29,0 ¢ eakoro xaiau B 500 M.2 BOAH TIpH Ha-
rpesannu BHOCaT 64,8 2 (0,4 mMoas) Geusodypan-2-kapGOHOBOF:
KMCIOTHEI ¢ T. 1. 193 (cm. ,CHHTE3BI rete pOLMK/IHUECKHX COe-
auHeHUR®, 4, crp. 49). [TonyucHHBA pacTBOpP MOMEUIAIOT B JIHT-
POBHIH CTEKJSIHHBIH IIHAWHIAP C NpHTepTOf mpo6koil. [hocre ox--
JAX1XEeHHs 10 KOMHATHOH TeMmepaTyphl HeGOJNbHIHMH NOPIHIMH
paocat 1400 2 20/,-uHoii amasbramel HATPHSL (mpuHMeuanue 1).
[lo oxoHuaHuK NPHOABAECHNA ILEJOYHOH DACTBOP OTAELATIOT OT:
PTYTH H NPH OXJAXICHHU JbLOM OJKHCIAIOT COIAHOH KHCJIO-
TOH 10 KHMCIOH peakuud Ha KoHro.- [lpw sToM Bunagaer 2,3-
IHTUApOGeH30(pypas-2-kKapboHOBaA KHCAOTA B BHIES Mac/aa, Ko-
TOpasi IPH PaCTHPAHUH CTEKAAHHON NAJO4YKOA KPHUCTAJNIH3yeT~
csi. Kpuerannbl orcachiBaior, NPOMBIBAIOT BOJ0H U BHICYIIHBAIOT
Ha BO3ayXe.

Beixon nmpoaykra ¢ 1. mi. 117—118° (nmpumeuanue 2) co-
craBasieT 59,1—61,4 2, uau 90,0—93,5%, TeopeTHuECKOrO KO-
JHYECTBA.

2,3-OQuragpo6ensodypan-2-kapooHosasa kuciaora, CgHgO,,
Mos. Bec 164,16, xopomo pactBOpuMa B CIHPTE, 3(Hpe, aleTo-
He, TpyAHO—B 6GeH30Je, MIOX0—B BOxe.
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MpumMmeuvuanus

1. Kamayio HOBYI0 NOPUMIO aMajbraMbl BHOCAT MOCE To-
TO, KaK OPeNuAylias [O0NHOCThIO NpPOPearHpyeT, Ha uTO Tpe-
Oyeica 2-—3 MuHyTbl. [IpH BOCCTAHOBIRHHH ColepKUMOe IIH-
JHHIADPA TOCTOSSHHO B36aJITHIBAOT.

2. Tonyuennas 2,3-auruapo6ensodypan-2-kap6oHoBas Ku-
“C/I0T4 BIOJHE NMPUrOAHA ‘KAK HUCXOJHBIH NPOXVKT AAS AalnHel-
mnx cudre3os. [Tocse nepexpucrasiusaunn u3 50%,-1oi yKcyc-
HOH KHC/IOTH TeMIepaTypa [/IaB/JEeHHs He H3MeHsiercs. Kucio-

‘'TY MOXHO NepeErHaTh OpH  YMEHBLUIEHHOM JaBJIEHHH, T. KHII.
149—152°/2 mu. :

Apyrue cnocobbl noJyueHus

BrimenpuseseHHnil METO MoayyeHus 2,3-quruapobenso-
«pypaH-2-xkap60OHOBOI KHCIOTH ABASETCH €IUHCTBEHHEIM H OCHO-
BaH Ha paGorax PurtHra W bepra’, a Takxe - IToepmepa u
KEunra® ¢ HeKOTODHIMH H3MEHEHHSIMH B ACTAMSX.

' R. Fittig, G. Ebert, A, 218, 166 (1883).
? R. Stoermer, W. Konig, Ber. 38, 493 (1906).
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Ipopepuau: A. A, Apoan, A. C. Asapsan,
M. A. Mpansu.

Moayuenue

I-Humposo-1,2,3,4-mempazudpoxunosun. B xpyr.aogou-
HYIO 4YeTEIPeXTOopayio Koaly emkocTbio 700 w2, cHaGxeHHYIO
MEIIAJKON € 3aTBOPOM, KaNeJhLHOH BOPOHKOH, TEpMOMETpPOM H
BO3AYLIHBIM XOJNOIHJABHUKOM, COEAHHEHHHM CO CkJAAHKo#l Tu-
LIEHKO, COAepxalieH Imen0ub s MOrJI0meHHst OKHCI0B a30Ta
(npumeuaunne 1), nomewawnt 53,32 (0,4 moas) 1,2,3,4-teTparui-
poxuHosHna (cM., ,CHATE3H TeTepPOLHKAHUYECKHX COefHHEeHH",
4, crp. 80) u 400 4.2 15%),-HOf CepHONl KUCJHOTHI.
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CMechb 0XJ1a% 1al0T JIbAOM H COMBIO 10 — 2 —1° 1 npH 3Hep-
THYHOM TNEpEMELINBAHWH H3 KaNeJbHOH BOPOHKH N PHJKBAIOT
34,5 2z (0,5 MOJI51) a30THCTOKMCJIOTO HATPHHA, PaCcTBOPEHHOro B
50 M. BOAbI, C TAaKOH CKOPOCTbIO, YTOOH TeMmmeparypa peak-
LHOHHOH cMecH He noxsuManach suime 0°. [locne npuGaBieHus
BCEro pacTBopa, Ha 4TO TpebyeTcs OKOJO 25-—30 MuHyT, Tpe-
KpaIaloT nepeMellnBanie 1 coLePKUMOe KOMOH OCTAB/IAIOT TPH
Toit xe Temmepatype eue Ha 10—15 munyT. Bunasmue Kph-
" craaan (npuMeuanue 2} GBICTPO OTCACHBAIOT H 2—3 pa3a npo-
MBIBaiOT MeasHofl Boxoil (mo 50 ma); T. ma. 20—21°  (mpuMe-
yague 3).

Bumxoa 49,0—49.9 2, nin 75,4—76,8%/, TeoperHuecKkoro
KOJHYeCTBa. :

1-Amuno-1,2,3,4-mempazudpoxunosun. B AByXJIMTPOBYIO
yeTHIPEXFopAyI0 KPYT.I0J0HHYIO K016y, CHaBKEHHYIO MellaaKof
¢ 3aTBOPOM, OOpPATHBIM XOJOJHIBHHKOM, TEDPMOMETPOM M  Ka-
_TeJLHOM - BOpOHKOoH, MomeIlaoT 32,4 2 (0,2 mons) 1-mutposo-
1,2,3,4-TeTparuApOXHHOMHHA, 300 m.2 MeTHNOBOro cnupra W
103,6 2 (1,6 mons) uunkoBoil npiin. CMech O0XJamiaoT A0
10° u npH HEPrHuHOM nepeMelrBaniyi K3 KaneabHOIl BOPOH-
kn npuausaioT 100 sz nexsuoit YKCYyCHOR KHCJOTH € Taxof
CKOpOCThIO; YTOGH TEMOepaTypa CMeCH He NOAHMMANach BHUIE

14—16° (npumeuanue 4). [locne mpubapieuns BCETO  KOIMHE-

¢TBa yKCycHO{l KHCJIOTH, HA YTO OObiYHO Tpebyercs 0Ko10 30—
40 MUHYT, COAEpKMMOe KOJOH NepeMelluBaloT elie 2—3 uaca
npu 14—16° u oCTaBAAIOT HA HOUYb MNpH KOMHATHOH Temmepary-
pe. M36HTOK uMHKA OTCACHIBAIOT M NPOMKBAIOT (UABTP CHAYE-
naa 100 s 59%,-Holl coigHOfi KHCIOTH, a 3aTeM 130150 uz
ropsueii BOABI, KOTOPHE NPHCOEIMHAIOT K ¢punbTpaty. OT GuIb-
TpaTa MOJHOCTBIO OTFOHSIOT METaHoJ ha BoxsHOH Oaue B Ba-
Ky yMe BOROCTPYiiHOro Hacoca. K ocrasuieMycsd BOIHOMY pact-
BOpY TOC/Ae OXJaxJenus npuGasasior KOHILEHTPHPOBAHHBIH
pactBop eAKOo[o HaTpa 10 CAIbHOLIEN0YHOH peakluH 1 3—4
pasa 3KCTPArupyioT adupoM, MOPULHAMH NQ 100 w2 waxnas.
CozauteHHbIe 3hUpHbE SKCTPAKTH BHICY IMBAIOT HUA CY-
XHM eAKHM HATPOM K [OC/Je OTFOHKH pAaCTBOPHTENA 0OCTaTOK
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NeperoHsloT B BaKyyMe, cobupas (dpakpuio ¢ T. kal. 120—
125°/5 mm. _ ,

[Tpu cTOSHMH BeUIECTBO KPHUCTAJLTH3YeTCH.

Bruxoa 21,3—21,6 2, nan 71,9—72,9"/, Tteoperuieckoro
KO/HuecTsa {npuMmedanue 5). :

- 9,10-Mumemuriuroruden-9. B kpyriaonoHuyio KOOy em-
KocThio 150 M, cnabGxeHHYI0 O0paTHHIM XOJOAHIBHHKOM, MO~
memaor 14,8 2 (0,1 moas) 1-amuno-1,2,3,4-TeTparnapOXHHOJH-
na u 21,6 2 (0,3 Moaa) MeruaaTHiIKeToHa. COREpPHUMOE KOAOH
HarpesajT B Teuende 3—4 uacos Ha KHNsIEd BOASHOM Gane,
noc/ie uero Koaby cHAOXKAIOT HacalkoH ¢ KAamWLIApOM H QTrO-
HAI0T HENPOPEeATHPOBABIIMA METUISTHIKETOH B BaKyVMe BOXO-
cTpy#iHOTO Hacoca.

K eme HEOCTHIBLIEMY OCTATKY MPHIMBAIOT 55 M.A TOpsdei
10—12%/,-uok cepHOfi KHCJIOTBI, K06y NpPACOEAUHAIOT K 06parT-
HOMY XOJIOJMJILHHKY H HarpesaioT Ha Kunsmei BOASHOH GaHe
g Teuenne 30—40 munyr. BoinaBiine mpu OXJ2XJeHHH CBETJIO-
JKeJThie KPHCTaMJh OTCACHBAIOT M BHICYIIMBAIOT Ha BO3AYyXe.
Bumxon Beumecrsa ¢ T. ma. 87 —88° cocrasasier 13,7—14,0 ¢,
unu 74,0—75,7%, TeopeTHuecKOro KoluyecTsa (ApuMeyanue 6).

9,10- Aumetwiannoangaen-9, Cy,Hi;N, mon. mec 185,26, —
GecBETHBIE KPUCTAJLIH, OKpalllBaIOUHECs DY ATHTEIbHOM X pa-
HEHHH B CBeT.TO-KeaTHH 1BeT. XOpOIIO pacTBOpAETCH B KHIIS-
IeM chaupre, MIoXo—B BOILE. :

NMpumedyaHus

1. Harposuponanue 1,2,3,4-TeTparuipoxnnoanna, 4 TaKxe
duabTpoBanKe NMPOAYKTa peaKuuH C/aelyeT NPOBOAHTE TOR
TATOR.

2. inorpa HHTPO30OCOEAHHEHHE mOoJiydaeTcsd B BUAEC Macaa.
B sToM. cayuae ero sKCTpParupyiot 3QupoM, 3(HpPHBIA IKCTPAKT
3—4 pasa MpoMBIBAlOT BOAOI, BHCYIUHBAIOT Haj CEePHOKHCIBM
HATpPHEM H OCTaTOK, MOJYUYeHHBI M[O0CIE OTFOHKH atpupa, uc-
NOJAb3YIOT B. CJAEAYIOWEH CTaAHH cHuHTe3a Ge3 JanbHeHerk
OYHUCTKH.
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Sdupnui 3KCTPAKT HEOOXOAMMO TUIATEABHO NIPOMBITH BO-
No#l, TAaK KaK CreaH 430THOM M a30THCTOM KHCJIOT, KOTOPHE
MOryT OCTAThCH B HUTPO30COEAWHEHHH, 3aMeTHO CHHXAIOT BH-
xoa 1-amuno-1,2,3,4-TeTparuapoxHHoJ/IMHA.

3. 1-Hurposo-1,2,3,4-TeTparui\poXuHOIHH [OC/IE NepeKpH-
CTaJ/MU3aLUHMH M3 abCo/I0THOTO adupa niaBuTcs oDpu 22°. FEro

MYXHO CPa3y e HCNOJIb30BATb NIl CAEAYIOUWEH CTALHH, TAK

KaK NPH XPaHeHMM BeLIeCTBO YA4CTHYHO DPA3MSArYaeTcss H Kpac-
HEerT.

4. Pery/upoBanue TeMnepaType HMeeT BaKHoe 3HAYEHEe;
npu 60Jiee HH3KOH TeMnepaType BOCCTAHOBJEHHEe HAUHHAETCH He
Cpa3y noc/ie HA4a/1a DpHOAB/IEHHS YKCYCHOH KHCJAOTH, NMOCJef-~
HASl HAKOIUISeTCS B PEAKLHOHHON Cpejle, YT0 MHOTAA NPHBOAMT
K BecbMa OypPHOW peakiliM H BHODACHBAHUIO COXEPKHMOro
KOJGH. : :

5. 1-Amuno-1,2,3,4-TeTparuipoxHOIMH  MOXHO TepeKpH-
CTanAH30BaTh M3 oKTaHA. [lepexpucraaiusoBanublii UpPoAyKT
naasutcs npu 55—56° u npu CTosiHUM KpacHeer.

6. Tepekpucraaausanus us HEGONBUIOrO KONMYECTBA ITa-
HOJa HOBbIIIAET TeMnepaATypy nJaejaeHus Ha 1°, oaHako 3TO
CBAA3aHO CO 3HAUHWTEJBHEIMH NOTEPSIMH BeleCTBa.

Apyrue cnocobbl nosyyeHus

Yxasannbil cnoco6 noayuenus 9,10-guMernainaonseqa-9
ABJAACTCHA eJHHCTBEHHBIM 1+%,

' A, H Kocr, JLT. I0Oauu u A. T1. Tepentses, JKOX, 29, 1940 (1959},
* A. H. Kocr, JI.T. IOnun, B, A. Imutpues u A, I1. Tepentbes, XKOX,
29, 3977 {1959).
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14-IMPOPMUJNHUNEPA3HH

. H
H C=0
NN ~N
| | + 2HCOOC,H; — > [ ) + 2 C,H,0H
NN SN
H C=0
H

Hpernoxuau: A. J. Muaxosan, JI. A. Mocsu.
ITpoeepnan: B. I'. A¢puksan, C. X. I'eBopksH.

Moayvyenmune

B mnoayaurporyto kpyraozouuyio Ko/aby, CHaGXKEHHYIO
06 paTHHIM XOJ0ANIBHUKOM,
noMewasT 43 2 (0,5 mo.19)
0e3BOJHOTO NUIEPA3HHE C
1. . 106° (mpumevanue 1),
50 s abcomoTHOrO TOJY-
072 M NOpPH ToMEeUIUBaHKH
npuausaor 88,8 2z (1,2
MoJs) 3THJIOBOTO 3hHpa
MYypaBbHHOH KHCJIOTH C T.
kun. 54°/760 mm. Cwmech
HATPEBAIOT Ha BOAAHOH
faHe B TeUCHHE 5 4Yacos;
3a 3TO BpeMs 0CajoOK IoJ-
Hoctblo pacropsiercs. Ilo
OKOHUYAHHE HATpEeBaHUA
ropsAYH# pacTBOpP CJAHBAIOT
B CTakaH, JawT XOpollo
OX/IAAHTLCA,  OTCACHIBAICT
BHINABIIKH 0CafOK, LoCyXa
OTXHMAOT M TPOMHIBAIOT
Ha ¢uiabrpe 20 s2 abco-
JIOTHOTO ToJyoJa. Brcy-
IIEHHOe Ha BO3AYyXE Belile- Puc. 1.
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crBo Becutr 53,0—-53,2 2 u naasutca npu  128—129.,5° (npume-
uvanue 2). M3 dbuabTpata OTroHdIOT B BakyyMme BoOAOCTpYiiHOro
Hacoca H36HITOK 3THUAPOpMHaTa H 060JbWIYIO UYACTh TO1YO0Aa
(70—75 ma) u swmaeasior 9,5—10,6 ¢ Bemectsa ¢ 1. 0.
126—127°. )

O6wnil BHxoa cocrasiaser 62,5— 63,2 2, nan 87,9 — 88,9%,
TEOPeTHIECKOTO KO.THYeCTBa.

1,4-ludopmunnunepasud, CgH,(N,O,. mos. Bec 142,16,—
fGecuBeTHOE KPUCTAJIJHYECKOE BEIUeCTBO, XOPOILIO PACTBOPHMOE
B BOAE, METWJOBOM H 3THJIOBOM CHHPTAX, XJ0po(opMe, pacTBoO-
puMoe R TOsayoOae,0eH30/1e H HepacTBOpHMoe B 3(upe.

NpumeuyaHnus

1. Tlponaxunii nunepasud moxeT ObITh THAPATOM, KpH-
CTA/UTH30BaHHBIM € 6 Moseky/IaMu BOAH. B peaxknud cienyer
NpUMeHATL 6e3Boinnil nunepasun. KpHCTaAiH3aUHOHNIYIO BOAY
yaaasior B annapare [JuHa-Ciapka, NIpPUBEIEHHOM Ha pHCYH-
ke 1 (apnapar cobupatror ua utindax). B autposyio xonfy A ¢
60koBHIM TyOycom DB, craGxennyio Memaaxkoii B u Bojo-
otneanrtenem I', cHaGxeHHBIM, B CBOIO ouepelb, XOJOAHIBHU-
koM J1, nomemalor 250 2 ruapara ninepasuHa u 300 —350 mz a6-
COMIOTHOTrO Tosyosa. [IpH nepeMemuBaHMK HAarpeBaloT Ha KOa60-
HarpesaTese B Tevenne 40—50 yacos; 3a 5TO BpeMs BuJEAETCH
137—138 #.2 Bonbl. [1o OKOHYAHNHN HAarpeBaHUS H 10 OXJHAXJEHRH
or(bnz;proauhaxoT 6e3BOAHLIA NHUNEpa3sHH, TIIATeAbHO OTCACH-
BaotT Ha ¢uavrpe, npomupator 40—50 w2 abcosmotHoTO 3dHpa
M Cpasy NMepeHoCaT B TEMHYW CKJARHKY C 1paTeproil mpobKoil.

2, Tlepexkpucraniuzaluys U3 OPraHHYECKUX [acTBOpHTe el
(cnupTH, ToayOs, GeH30/) He OTpaxaeTcs Ha TeMmleparype
NJaBJA€HKS BelllecTBa.

Apyrue cnocobnl noayyeHus

1,4- [udopmuinunepasuy 6bl1 NOIYUEH C HHU3KHMU BHXO-
HaMHu Hapaly. ¢ MoHo(OPMUINHIEPA3UHOM B3aUMoLeicTBUEM N~
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mepasura ¢ MeTHaQOpMUATOM?, B cpele METHIOBOTO cnupraZ, B
apTOkiaBe’ npu Temmneparype 102—109°.

On 6bi1 noayuen ¢ 74%,-HeM BHIXOLOM NpH  HarpeBaHHA
6e3BOAHOTO MUNePa3HHa C METHAHOPMUATOM® B TeueHHe 5 ua-
coB npu Temmepatype 83°, a TaKkke HarpeBaHHeM rHiparta JiHd-
mepa3una ¢ 98°/,-HOH MYpaBbHHOH KHCAOTOH, B3ATON B H3GHITKE;
8 5TOM cayuae Bux0A 1,4-1MDOPMUINHNIEPAZHHE JOCTHTAN 85%/,

TEOpHH®.

1 K.Fujii, K. Tomino, J. Pharm. Soc. Japan, 74, 1049 (1954). [C. A. 49,

11666f (1935)]. ,
2 T, Fujii et. al. Slnomckuit mar. 5527 ('54) [C. A. 49, 15976 (1955)].
3 Amraufickui mar. 742,450 (1955) [C. A. 50, 15600i (1956)].
+ B. W. Horrom, M. Freifelder, G. R. Stone, J. Am. Chem. Soc. 77,

753 (1935). ]
5 Y. H. Robson, Y. Reinhart, J. Am. Chem. Soc. 77, 2453 (1955).



3-KAPBITOKCHIUNIEPUIAOH-2

H;ON
CH,=CHCN + CH,(COOC,H,), -——> NCGH,CH,CH{COOC,H,),

Ni
NCCH,CH,CH (COOC,Hj,), -+ 2H, —>

CH,
£\
C. GHEO0GH: | on 7 TNcooC,H,
—_— ]
cH, COOC.H; NN
. H
NH,

Iposepuau: A. I'. Tepsan, A. A. Korozosckad.

[ToayuyueHnune

B-Lluansmuamaronosei 2¢up. B 4eTHpexropaoi noayTo-
PajNTPOBOH KPYrAOAOHHOH K0AGE, CHAGKEHHOH TEPMOMETPOM,
06 paTHBIM XOJOAHIBHHKOM C XJOPKaAbIMEeBOR TPYOKOil, Kane b~
HOf1 BODOHKOH M MEIIAAKON C 3aTBOPOM, TOTOBSIT pacTBOP ankoro-
aata 43 3,5 2 Hatpus u 100 w4 cyxoro cmnupra. Ilo oxaamie~
HHH pacTBOPAa K HeMmy npususaior 480 2 (506 x., 3 Mons) ma-
70H0BOTO 3Hpa ¥ uyepes 20 MHHYT NpH MePEMEIUHBAHHH 1O
KanasiMm npubasasior 79,5 2 (98 ma, 1,5 moas) axpuiouurpuaa
C TAKOH CKOPOCTBIO, UTOGH TEMHEPATY DA He NOAHMMANACH Bhille
357, npuGapieHHe AKPUJIOHUTPHAA NPOLOAKAETCS NPUMEPHO
30—40 MmuuyT. A

[lpoRoaxas nepevewnsanue, HAFpeBalOT CMech HA BOIA-
HOll Gane npw 65° B Teyeume 4 yacos. [Tocie OXMAMACHHA CO-
A€PKHMOE KOJAOH NEPEHOCAT B JACTHTEBbHYIO BOPOHKY, TOJKH-
casiior 3%,-HBIM DacTBOpPOM ykcycHoit kucaorsl (12 2 ykcycHoii
kucA0TH B 400 M4 BOAB) H TPHKIB 3KCTPATHPYIOT apupowm,
nopuusmMu no 450 xa xamnasn. dPupHbie IKCTPaKTH CoeZHHAIOT,
ABAXAB NPOMEIBAKT BOZOH (mo 150—200 #.) u BHICYIIHBAIOT
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Hall CEPHOKHCABIM HAaTpHeM. D(up OTFOHAIOT M OCTATOK Nepe-
rOHAI0T B BakyyMe. [locse OTrOHKH H3GHITKA MAJdOHOBOLO 3cpupa
(oxoso 250—300 ma) cobupaoT (pakuHuo, neperoHa oLy IoCs
npu 104—110°/6 mm {upumeuanne 1).

Boixoa mpoaykra, noctaTouso uwMCTOro a8 caeaymoed
CTaJiMH CHHTe3a, cocTaaser 189,3—190,0 2, uau 59,2—59,5%,.
TEOPETHYECKOTO KOJHYECTBa.

ludpuposanue. B kauaomuiics aBToxas eMkocTbio 500 4.4
nomeutaior 95 2 (0,446 Moasa) B-1mMaHITHIMATOHOBOTO adupa u
4 2 xaranusatopa-HHKeas PeHes ¢ He6OABWHM KOMHYECTBOM
(3—5 ms) cyxoro cnupra (npumeuanne 2). ABTokaaB 32n0J-
Haior poroponoM no 100 atM. (npumeuanue 3) M BKIIOHAOT Ka™
yanue u oborpes. Ilpu noBblmennu temnepatypsl o 80° gas-
Aeuue B aBroxnase jgocruraer 120-—130 arm. UYepes 30 Munyt
HauHHACTCH WOTTOIEHME BOAOPOLA, U MAABJAECHHE B aBTOKJAaBe-
najaer, nosTOMy NPH TOH K€ TeMmlepaType BPeMs OT BpeMeHH.
TOLAIOT BOAOPOA, NOAAEPKMBAA" NaBaeHHe B HHTepBade 100—
120 atm.

[Tocane npekpaleHns MOrAOMIEHUS, HA YTO, B 3aBHCUMO~
CTH OT aKTHBHOCTH KaTasu3aropa, tpebSyercs o1 6 10 12 wacos,
JA0T 4BTOKJARY OXJAMUTBLCH 10 KOMHATHOM TEeMNEeparypu H
OCTOPOXHO CNyCKAalOT AaBjieHHe. Pa3rpy:xaloT aBTOKJaB U omo-
AaCKUBAIOT €ro 4 pa3a CyXuM CHUPTOM (no 50 mxa), xoTOpHIE.
NPHUCOCIHHSIOT K OCHOBHOMY pacTsopy.

PacTBop oTGHIBTPOBEIBAIOT OT KaTAaIW3aTOPA, NOJHOCTHIO-
OTTORSIOT CHHPT M OCTATOK cauBalOT B ¢apdoposByio CcTynky,
Tle OH 3aKpHUCTaANM30BHBaeTca. [lonyuawr 72-—75 2 nponurau-
HOTO MacC/0M CBHIPOTO NMpOAYKTAa. BellecTBo ApaXIn pacTHPAIOT:
¢ abcomoTubiM apupom (mo 100—150 #4) M OTGH/ILTPOBHBAIT:
MPOAYKT BRICYIIHUBAIOT Ha Bo3ayxe. [loayualor 43,9—45,4 2, uau
61,0—62,8%, Teopetuueckoro Koamuectsa 6e70T0 KpUCTaLInYe-
CKOTO BewecTBa ¢ T. ma. 76—78°.

3-Kap6arokcununepugou-2, CgH, ,NO,, wmox. mec 171,19,
Xopowmo pacTBOPAETCH B CHHPTE, alleTOHE M BOAE, MAJ0—B.
saupe u neTposeitHoM sdupe.
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DNpumMmedaHn+

1. B xon6e ocraetca okoi1o 70—75 A au-{3-IHaHSTHA)-
‘MaJ0HOBOrO 3dupa, 06pasyiomerocss HeCMOTPA Ha HPHMEHEHAME
.60/1BIIIOr0 N30BITKA MaJOHOBOrY 3dupa.

2. Ilpy THAPUPOBAHMA [3-UHAHITHIMEIOHOBOTO agupa B
CIIMPTOBOM pacTeope 0 mnpomucH AabGeprcoHa H dpanman®
BHXOJ 3-KapO3TOKCUNMIEPHIOHA-2 HECKOILKO CHHIKAETCH.

3. OnucaHue yCTaHOBKHM A/ KATaaUTHUECKOro THAPHPO-
BaHUs, METO/AMKH 3aNOJHEHWs aBTOKJIaBa BOJOPOJAOM, TpOBEie-
HMA' PEAKIMH U PA3rpy3KA aBTOKJIABA CM. ,CHHTE3bI TeTePOLHUK-~
_IMUecKuX COelMHeHui*, 2, crp. 36—37.

Jlpyrue cnocoObt NoAyYeHHus

3-Kap6sTokcununepuaon-2 O 0OaydeH TOAbKO ONHCAH-
4lbIM BEIIIE CTIOCOGOM, mpeiioxeHHHM Koedmem' n HECKOIBKO
,BAIOH3MeHenHHM AJjbGeprcoHom n PuaaMan’.

1 C. F. Koelsch, J. Am. Chem. Soc. 65, 2459 (1943}
¢ N. F. Albertson., J. L. Fillman, J. Am. Chem. Soc. 71, 2818 (1949).

5-(3-KAPBOKCHATHJI)-MEPKATITOMETHJI ®YPA H-2-
KAPBOHOBAYM KHCIOTA

HCI- HZNCSCH&O/"COOCZHS + CH,=CHCOOCH, -+ 3NaOH—>
i
NH

xaooccr12Cstc11£O]cooxa + CO(NH,), - C,H,OH } CH,OH + NaCl
NaOOCCHQCstCHg[l o I](:oowa + 2HCl——>

HOOCCchHZSCHE[l o ']coon 4+ 9NaCl

Hpeasoxuan: A, JI. Muaxosu, A. A. Apout.
Mposepuan: B. I'. Adpuxan, A. H. Orarecsu.

Moayuvyenmue

B noayautpoBylo ueTHpeXxropiaylo Koaly, cHaOXKeHHYIO
Mema/naKkol ¢ 3aTBOPOM, O6DAaTHHM XOJOJHIBHHKOM, KaneabHOH
BOpOHKOH M Tepyvomerpom, noMewawor 53 2 (0,2 moas) xaopu-
<TOBONOPOAHOH S-(5-kap6sTOKCUDYPDY PHI)-THOMOUEBAHBL (CM.
,CHHTe3H TreTepOUHKIMYECKUX coeauHennii®, 3, ctp. 9) n 100 xa
Boayl. [IpH mepeMeuIMBaHHM HATPEBAOT COAePKHUMOE KOJAGH 10
pacrsopenus (Ha uTo TpebyeTcs okoJ0 15 MHHYT), mocie ye-
TO OpPY KOMHATHOH TeMpeparype 4epe3 KaneJbHYI0 BODOHKY B
reyenne 20—30 mMuuyr npmiusaior pactBop 32 z (0,8 moan)
eaxoro Hatpa B 100 a2 BOABL. 3aTewm, NepeMellnBas PeaKkUUOH-
Hyl0 cMech ¥ OXJa)JAas BOIOH, U3 KalleJlbHOH BOPOHKH TpPH-
ausaor 25,8 2 (0,3 Moasi) MeTHa0BOrO 3(upa aKpuUIOBOH KH-
CJAOTH C TaKoil CKOPOCThIO, 4TOGB TeMmlIepaTypa peaKiHOHHOH -
cmecu He mogHuManach Buue 23° (mpuMedanue 1). ‘

[Mocae npuJanBaHds METUIOBOTO 3(Hpa aKPUJIOBOH KHCIO~
TH {Ha 4r0 Tpebyercs oxoq0 30—35 MHHYT) MPOAOIKAWOT Ne-
peMelIMBaHNe IPH KOMHATHOH TeMmmepatype 2,53 waca, 3ateM
COfepKUMOe KOn6H BIMBAIOT B CrakaH, coiepxawuii 100 sz
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KOHUEHTPUPOBAHHOK conanofi kucaoTH U 100 2 apga. Buigeaus-
WYIOCA KHCJAOTY OTCACHIBAIOT M NRDEKPHUCTANIH30BHBAIOT K3
120—130 x4 Bonw.

[TepexkpucTaiM30BaHUBIA NPOAYKT IIABHTCS npu 144—
145°. Buxon 32,4- 34,5 2, uau 70,3—75,0°/, Teopetuueckoro
KOJINuecTBa (npuMeuanue 2).

5-(Kap6okcuarua)-meprantometuiadypan-2 kapooHoBas KH-
cnora, CgH;0O;S, moar. Bec 230,24, kpucraniusyercs B BuZe
0OeCUBETHHX MIaCTHHOK, XOPOWO PAaCTBOPHMBIX B CHUPTE, VK-
CYCHOH KHCJHOTe H ropsadeil Bone.

Mpumeuvyaunmus

1. Peaxuus sk30TepMuTHA; OcO6eHHO GHCTPOE NOBHIIEHHE
TeMnepaTypH Hab/10l1aeTcsl B HauajJe NpudaBIeHUs METHI0BOrO
s¢upa axpuUaOBOH KHCJIOTH. .

2. AHanorHuHbBIM 06pa30M, C TAKHM Xe [PUMEPHO BBIXO
aoM  5-(8-xapOoxcuzTua}-MepranToMeTuadypan-2-kap6oHosas
KHCJIOTA NOJNYHAeTCs M3 XJ0PUCTOBOAOPOAHOH S-(3-kapbmeTox-
CubYpdy PUI)-THOMOUE BUHHK.

Jpyrue cnocobbl noaydyeHus

Jdas  noaydeHus  D-(B-xapGOKCHITU)-MePKANTOMETHADY-
paH~2-kap6OHOBON KHCJAOTH NPENM0KEH TOMLKO ONUCAHHBIU BH-
we croco6’.

A, JI. Maaxosw, A. A, Aposn, M3s. AH ApmCCP, XH, 12, 283
(1959).

N-METHJIU3OUHOOJIMH

/CO /CO_
>NK7L(HCOOCH3___> ‘>NCOOCHY+KC1
~CO “CO

€O ’
N o
9 ONCOOCH, + 3 LiAlH, —
~co”

CH

‘ /
[i:j >NCHJ)]UAHCHJMf2UAHOHL
i NCH 1.

cH
/
>Ncmo ‘LiAI (CH,0},-2 LiAl: OH), + 8 H,0—>
\CH 1.

,CH,

2[::] “SNCH,OH - 2 CH,OH + 3 LiOH -+ 3 AL(OH),
~CH,

L CH, CH,

LiAIH,
>NCHJM{———+ >NCH3
“CH, NCH,

[Tpexaowuaun: A. JI. Munxosn, H. M. dusausn.
[lposepuau: B. A. Tumomenxko, M. M. AMupxanss.

MMoayueHnmue

N-Kapbmemorcugpmarumud. B xpyriogoHHYIO KOGy ewm-
x0cTbio 200 M, CHAGKEHUYIO OBPATHEIM XOJOAHTLHHKOM C
XJA0pKajabiueBoli Tpy6xofl, nomewmaior 30 2 (0,16 Moxsa) xopo-
o u3Meab4eHHOro Kaauii-prarumu. a, 21 2 (0.22 moast) merTu-
JI0BOTO 3(bHPa XJIOPYTOJAbHON KHCIOTH u 65 M4  a6COTIOTHOTO
6en3zona. CMech, KHnATAT Ha BOAdHOH GaHe B TeueHHe 3—4 ya-
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cos. Tlo ox.amaendn Maccy (QUIBTPYIOT, @ 0CAL0K TUHATEIBHO
oTMBiBa0T 200 .2 BOAB OT 00pa30BABINETOCH X.10PHCTOrO Ka-
Jaua. Kpucraaisl N-xapOMeTOKCH(DTATIMILIA  0TCACHIBAIOT M BRI~
CYIIHBAIOT HA BO3AYyXe€.

Cuipoil MpOAYKT BECHT 27—30 =.

J1g ouucTkil €ro nepeKpHCTaLIN30BHBAIOT  H3 200 .2
CMECH MeTIJIGBOTO CTUMpTa H  XJ0podopya (4:1) 1 noay4aioT
17,9—20,6 2 wucyoro HPOAYKTA, iJIaRAUErocs npil 169—170".
[ocre vrapisaiia MaTOTHHKA 10 HOIOBHNBI 11epBOHAUATBHOrO
06beMa 1ONOAHITEABIO 101y UAIOT 6,2-6,6 ¢ semecra C TOIl
e TemuepaTypoit mianienus. OGuUH BLXOL cocrasaser 24,1-—
97.2 2. wn 72,5 —82,0°, TeopeTHHECKOro KOJIHUECTRa.

Bocemanosaenye. B JATPOBYIO TPEXTOPIYIO KO1OY, cHa6-
KEIMYIO MeUaAKol ¢ 3aTBOPOM, KaneabHoll BOpPONLOA H 06paT-
HBIM X0.101NABHHEOM C X/10 pKa A1 BOI TpyOKoil, nomemant
pactsop 5,5 2 (0,14 MOJIf) AdIOMOTHIpLR JNTHA B 300 M ab-
coiotHOro 3Ipa.

[Tpn mepesenniBaHil HeGOIbIIUME nopimuavMy npnbaBasior
10,3 2 (0,05 M0a8) MeIKON3ME1BYEHHOTO N-xap6yeTtokcudra-
JHMH1A C TAKO{l CKOpPOCTBIO, UTOGB! 3(HP PABHOMEPHO Kune.t.
Tlocse npuGasieHHd CMECh KHMATAT HA BOIRHOf Oaile B Teue~
wie 12 uacos. 3aTew TpH MepeMeNInBAHIN DCTOPOKNO no Kam-
nav 1o6asasior 100 aa 10%,-noro pacrsopa CepHOKHCINTO Ha~
TP I [POL0TAKUIOT MEPEMEINHBAHIIE eime 1 uac. Jdup aexau-
TupyIOT. 4 00pPa3oBARWINIICA OCALOK UDOMBIBAIOT €& D MOpIHs-
NI 3upa no 100 ma Kaaaas (nplmeqmme).

Pactsop cyiiaT HAl 00e3BOXKEUHBIM COPNOKNCABIA HATPU-
ex, OTFOHSIOT PACTBOPHTEIb, @ OCTATOR MEPErOIOT B BAKYyyMe,
cobupas (parumwo, KENAOLYIO 1Pl 80°/15 sm.

Briyrol N-MeriLiln3ciiyl04lHa  cOCTaB et 3,0- 3,0 2, 11an
45,0--52.5%, TEOPeTIuRCKOr0 ROIHIECTEA.

N-Metwinsonntonnd, Cobly N, mout. Bec 133.19, upcacran-
IgeT co00il  NeCHBETHYI0  MACITHHCTYIO  KILANOCTD, XOPOLIO
pACTBOPIMYIO B Opranmieckux JACTRODITENAN.  [110X0—B
sdupe 1 Boje. sKearoro npera mHrpat naapures npn 126—1267.
[Tpu crosnni Ha BO3IVYE BELECTBO OKPAIIIBALTCH, n 1,5355,
d5'0,0885,
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Mpumeuanns

TBOpOXKUCTBIH OCAIOK, 06pa3yIoWKiics MpH  PA3TOKEHHM:
pemcunonﬁoﬁ cvecy, TpYIAHO oT(UABTPOBLIBALTCH, NOYTOMY
vaoGHee [POBOAHTE oTaeetine sQHPHOTO PacTBOPd  JIEKAH--
TapHei.

Jipyrue cnoco0bl NOay4eHHs

N-MeriAN30HHA0ANH [0AYUARTCS  B3aUMOICHCTBHEM O~
TOKCHARAEHGPOMUAA C METINIAMHHOM B CMECH 6eH30.1a ¢ X0~
pohopMom® WM B CPEe 3rago.as, 8 TAKKe BOCCTANOBJIEHHEM
N-yernadTaginMiga  aII0MOTHIPHIOM ANTHH® WL BACKTPOTITH-
qeCKUM BOCCTanOBICHUEM®. g
[pu neperoHxe rugpookicd N, N-IHMETHIH30HILIONHH. .

rakxe obpasyerca N- METH.IH30HIIOMHH.

v, Braun, Ber. 43, 1339 110107; J. Braun, 7. Kohler. Ber. 51, 103
(1918).

: (G. Wittig, H. Tenhaeff, W. Schoch, G. Koenig. A. 572, 1 11951},

3 L. M. Rice, C. . Grogm. E.E, Ricd, J. Am. Chem. Soc. 77. 616
(1939).

+ B, Sakurai, Bull. Chem. Soc. Japan, 7. 155 (1932); {C. A. 26. 1042+
19321,

s K. Frankel, Ber. 33, 2815 (1900).



9-METUJIMEPKATITO-4-AMH HO—S—OKCIHHHP.HMMILMH

OH
[
NH CH, N CH
i | CH,ONa 1 !
HS—C CN — HS—C C--NH,+C,H,0H
NH, SN
Oll OH
‘ i
/Cx RN
N Cl N CH
N ]
HS--C  C—NH, + (CH),80, — CH,S—C C—NH, - (CH,)HSO,
\N':ﬁ \\N//

Mposepian: A, A, Aposn, M. A, Kanapuksay,
T. P. Oscenad.

Moayuenne

B noay.1HTpOBYIO TPeXropaylo KpyTra010HHYIO Koady, cHab-
KEHHYI0 MewasKol, OGPATHEIM XO.10MHAbHUKOM C X/I0PKAIbIHE
BOfi Tpy6KO# M Kane/biloff BOPOHKOIT, NOMELAIoT 150 m.a ab-
COTIOTHOrO METaHoaa W HeGoAblIMMU  Kycoukamu BHocat 7,8 2
(0,34 2-aT) MeTaATAUECKOr0 HATPHA. [Tocae pacTBopenHs BCero
HATPHS K TOJAYYEHHOMY &JIKOFOAATY npubapasor 25,6 2 (0,33
Mo1s) Tomoueruns 1 37,2 ¢ (0.33 wmoas)  9TNI08BOTO aupa
HHAHYKCYCHOM KNCAOTH (MPUMEUaHHE 1). Peaxnmnonnyto cmeco
MpW NepeMEeiHBAHIA HATDPeBAKoT Ha BoAsiHON GaHe B Teuyeuue
34 yacom, NOC/AE Yero 13 KANeabHOIHl BOPCIHKN npubanIsnioT
60 14 RoAn. PacTBOpY MAKT OXAAANTHCH 10 KOMHATHON TeM-
meparype (npuMedanue 2) n w Hemy npukamwsawr 41,5 2
(0,33 moas) ceexereperuaHtoro AuMeTHACYAb(PaATa € Tanofl
CKOPOCTBIO, 4Tl CvMech ¢1ab60 Rimned. [Tacae  opuoariennd
BCcero uMeTnIcy bdara COjepKiIMOe KOJAOBL f1CpeMenBIoT i
marpesaor cue 20 ainyT. TIpn 0X18KACHIH KO.16b1 1b/0M BHL-
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naxaeT 27,5—30,6 2 Q-MemnmepKamo~4-aMuBo-G-OKcunnpnMn-
AMHa ¢ T. na. 261—262° B BuRe Genoro 0caika, KOTOPHIf
(uABTPYIOT ¥ TNPOMBIBAIOT sonoil. W3 ¢naprpata OTIOHANT
150 44 pacTBOPUTES H OXA3KICHHEM noayuaior eme 6—7 2 Be-
lecTBa, KOTOPOE NMPHCOENHHAIT X OCHOBHOMY TNpOAYKTY H Te-
PeKPHCTAIIA30BBIBAIOT H3 1 2 Boan. T. mi. 268—-269°. Buixon
99,6—32,6 2, wan 57,1—63,0°%, TeOpETHUECKOTO KOJAHYECTRA.
Q-MewnmepKanTo-4—aMMHo-6-0KcnnnpnMWLnH, C,H:N,0S,
soa. pec 157,20, —6e.0¢e KpHCTATHUECKO®  BEULECTBO, pactBo-
piMOe B ropaded BONE, nepacmopnmbe B cnupre, 6eHsoJe,

apupe.
MpumevaHnusd

1. DruioBhil 5PHp LUMAHY KCYCHOH KHCIOTHL DR TOJYUeH
110 OTMCAHHOMY B JAHTEpPaType cnocody™.

9, B caydae npubGairenud miMeTHacy IbpaTa K ropauen
peaKlHoHHO# CMeCH BHXOL KOHEUHOTO MPOAYKTA 3aMETHO CHA-
waeTca.

Hdpyrue cnocoGnl MONYy4EHHs

9-MeTuaMe pKanTo-4-ayuH0-6-0KCHITHPHAH TIH Opi1 DO-
JAYNCH MEeTHIHPOBAHAEM Q-MepKaIITO-4-3NIHHO-6~OKCH|IMQMMM,[U/l-
Ha fIOAMCTHIM METHAOM’.

Ipupeaenuas Bulie NPOMHCL ocnopana Ha padorax Tpay-
Ge 1 Bailepa® n Baymana' ¢ yueTOM HeBOAbINX H3MEHeHNH,
preacinby Baxepom, Jlxosedom i 1Uay6e”.

U Chopivk L, CiiTeds Opragriechix npenapatosn’, 1, cTp. 60, WJI.

Aachndg, 19490
T. B. Johnson, . A, Johns, J. Anm. Chenr. Soc-34, 175 11005).

W Traube, A. 331,71 119041, Tepuanckuit 1at, 156.0551C. 1, 58 (19053].
1. Bauman, J. Biol. Chem. 14, 381 (1913 ..
v 13 k. Baker, J. D Joseply, R. . Schaub, J. Org. Chem. 19, 631

1951).
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HUTPHJ XHHAABDAHHOBOHR KHCJIOTbI

A. -+ (CHS)ZSO4 _— CH:,SOT
N ANV
+

0 OCH,

CH,SO% + NaCN —>
NN
+ 1
OCH,
A
oy T CHOH & CHyNasO,
NNF

b. | \/\| - LKCN——>
— cocl

N4
N ke
o Cl -
N COOH

Mposepuau: O, 1. Muzwonn, b, 1L Wrefivan.

Moayuenmne

Merox A. B aurpoByto Tpexropayio Kpyriol1OHHYIQ KO.1-
6V, CHAGKEHHYIO MELIANKON C 33TBOPOM, 00PATHAIM xénonmb-
IMKOM M KaleJbHOR BOpOHKOIl, movemaior pacrsop 74 2 (1,5
woas) umaincroro unarpust  (opuseuanne 1.5 250 s poawr m
K HeMy npubasasioT us kaneannoii ropoukn 136 2 (0,5 Mo}
cvan(oMeTnaata 1-METORCHXHHOIMHA (upinienanne ), PaCTBO-
pedyoro B 125 .2 BoAbI, MOIZePKNBAS remMnepaTypy cuech B
npeierax 10207 [lepemeuwnsanne npu  370i 'FQ.((H(‘DZ)T}'QG

34

NPOAGIKAIOT ele B TeYeHHe JCTHPEX yacos. Bemazexue kpu-
CTaJ/JIOB HUTPHJIA HAYMHAETIH CPa3y ke [ocle npubasaeHus
nepasix Kameiab MeTOKCHMEeTHICYabGOMEeTHIATa XUAONMHA] BHI-
napuipil WEeATHI OCALOK (TOCTEIHEHHO temueeT. Ha caeayomu
AeHb KDUCTATIHUECKHA 0CAl10K OTQUABTPOBEIBAIOT, POMBIBAIOT
pa QUABTPE BOAOH M, TIMATEIbHO OTHUB, BEICYLUMBAOT H3 BO3-
ayxe. [ToayueHHHl CBET/I0- KOpPHUHEBBIT TPOLYKT MIABHTCA NpH
80—81°. [Mocse ABYKPATHOIl [ePEKPHCTALIH3AINA H3 JHFDOM -
na (mpumedanne 3) T. M. 91--95".

Buxoa 54,5—56,0 2, nan 70,1—=72,7%, TEOPCTHUECKOTO KO-
JAUYECTsa.

Meron B. B aHTpoBy!o TpeXropayio Kpyr1010BHY!IO KO-
6y, cabxCIUHYIO MelaaxKoll ¢ 3aTBOpoM, OOpATHBIM XOJO0LH.Tb-
HIKOM, KalleJAbHOIl BOPOHKOH I Te@DMOMETpPOM, noveruaior 20 2
(0,14 moss) OKHCH XHHOJIHHA U 30 2z (0,46 M0.aa) TEXHHUECKO-
ro umanicroro xaua B 400 w7 BOIBHL. [Mpn HempepLiBHONM Me-
peMemnBaHii IpnGapanioT U3 gafieqbHolt  BOpoHkH 25 2 (0,18
MoJIst) X/ 10pHUCTOro Gen3on1a Tak, ytTo6Hl TeMNepaTypa CMeCH nola-
AepKIBAIaCH B (Ipeseax 10—12", 3arem nepeMeliHiBaHne pe-
AKUHONIIOI CMeCH 11POI0IKAIT B TEYEeHHE 4—5 wacos TpH
xoMuarnoii reMmreparype. Boimapiidil  oCajoK HITPH.IA - XIi-
WaabLUHHOBOI  KHCAOTH  OTQU/IBLTPOBBEIBAIOT, IpOMBIBAIOT  BO-
Aoft W HepLUKPHCTANLTH3OBEIBAIOT M3 60—70 ma 40%-Horo 3TH-
Jonoro cripra. TTociae BbICYHIMBAHHA HA poziyxe T. M1 94—
95 ; muxo1 19.0--19,52, nm 90,0—91,5%/, TeoperHeCcKoOro KO-
Jgutecrnd. '

[luTpud  XHUHAThAHHOROM  KHCIOTH, CyHeN,. Mo, Bec
151,17, —KOpHyHCBO-7(€.1TOR BEBLECTBO, pacTsopsaercd B CMHPTE,
Gensoae, shupe: He pacTaopaercda B BOLE, TPYJIHO — B IITPOHHE.

Mpumewvwanund

1 ByecTo WHAIACTON0 HATPUS MOXKIIO HC10.1b30BATE TAK-

ke wemeTnit Kauit.
D CyabhoreTnaar 1-MOTOKCH XHAOAINA Oy HA10T B3ANMO-
AeficTBIeM HKBIMOJICKYIAPHRX LoandecTs 1-OKMCH  XHHO/IHA

N

hte)



U Jumerwacyibdara. Oag atoro auverwicyandar no  Kamiam
npu0aBIAIOT IPH KOMHATHOH TeMmepartype K OKHCH XUHOJHHA.
[To oxoHyaHuyu npubanieHus peakUMOHHYIO CMechb B TeueHue
JABYX 4YaCOB HArpepaloT MPH HepeMelIMBAHWM HA KHAdILedl Bo-
nauo# 6ase. [loryueuHsll taxuMm myTtem cyabdoverwiar Ges
pajbHeftined OUNMCTKI M KPUCTALAM3ANMH HCMNOJAb3VIOT AJsi 10-
JAy4eHHsa HUTPH/AE XHHAJAbJMHOBOH KHCJIOTH.

3. ITepekpACTaIIM3AIMIO MPOU3BOIAT B KPyTla010HHOH
koabe, cHabmeHHoll o6paTHBIM Xog0AWIbHKOM; 10 2 murpuia
XMUATLARHOBON Kuc. 10Tl B 100 w2 gnrpouna  kHuATAT Ha BO-
JAHOIl 6aHe 10 pacrBopenud npoaykra, noGasaaior 0,5 2 wu-
BOTHOTO yrast ¥ kunatarT B tedenuwe 10 muuyT. Orduabrposh-
BAIOT, yTOJib NPOMBIBAIOT TOPAMHM JHTPOUHOM, BblIeIUBILHECH
IpH OXJaXJEHUH KPHCTALIL OTQIMILTPOBBIBAIOT, [POMHBIBAOT
20 M4 J@rpouia H CYIIAT Ha BO31vXe.

lpyrue cnocobnl moayuenus

!

FuTpu XuHAIbMHOBOT KHCIOTH MOWKET OBITh M0AyueH
AULTUAHPOBAHUEM OKCUME Z-XHHOJHHATLLETHIA YKCYCHBIM aH-
THIPHIOM M HATPEBAHies MOJYUEHHOTO AUETHIBKHOTO 1{POU3BO-
HOro', HarpesanHeM aMH1d XHHAABAMHOBOH KHCAOTHL C  X.10-
PUCTBIM THOHWIOM®, B3ansoiefictsuen 2-GpOMXHHO.INHA C LHa-
HHCTOH Menbk’ (Berxo1 63°, T. na. 94,

Meroa A npuseaennoit upouuncu paspadoran $iin n Bu-
Bepct,

[Morydenne nurpnaa Xu#aibIRHOBOM KICIOTBL MO MCTOMLY
b ocnogano ua padore Nenue'.

' R. Plitzinger, J.pr. (2] 86, 261 (1902°; W. Borsche, W. Ried. Ann.
554, 269 (1943).

¢ H. Mever, M. 25, 1199 1 1904).

* F. Hamer, J. Chem. Soc. 1003 (1930 .

# W. E. Feely, E. Beavers,J. Am. Chiem. Suc. 81, 4004 (1959).
* M. Henze, Ber, 89, 1566 (19361,

N-OKHUCb XHHOJHHA

/ﬁ H.0, X
Nt
N CH,COOH N
P
O

Mposepuan: O. JI. Muxxosn, B. M. Ulreiivan.
MoayuedHwue

B rTpexropaylo kpyrioiotdyio KoaBy emxocthio 0,5 .2,
CHABKEHHYIO MellaIKofi ¢ 3aTBOPOM, 0O6PATHHIM XOJ0IHILHIIKOM
u tepmomerpom, nomemaior 40 ¢ (0,31 moas) csexenepersan-
Horo xuHo.anHa (cM. ,CHHTEe3H [EeTepOUMKJINYECKHX COelHHe-
HUR®, 4, cTp.92), 93 s aeswoil’ ykeycHoll kucaotsl B 30 A
28-—-30%,-uoro meprigpoas. CMech HAarpesaioT Ha BOJSHOI,
Gade B TeueHHe Tpex uacos (npumeyanue 1), M011epHiiBas
temmeparypy B xoale 67- 70 (npumeuaHde 2), 3aTeM no6as-
ASIOT ewe 27 4.2 Tepruipdis H  PEAKUHOHHYK CMeCh KOH-
LEHTPEPYIOT B Bakyyme [npuveuanne 3). Ocratox B x010€
06paGaTHBAIOT TeILILIM HACHUICHHBIM PacTBOPOM  YTJIEKMCIOTO
patpHa Ao 1ueaounoit peaxunit (pH 8—9), Ha ut0o Tpedyerca
50--60 M.z pacropa. Cwmech scrpaxusaior co 100 sz xa0po-
(popM2 ¥ OCTABIKIOT HA ‘Houb. OCAKICHHBIC 33 HOUb Heopra-
HMUECKe COAIl OoT(pUALTPOBHBAIOT  (nNpuMeuanue 4), 0OCTATOK
NPOMBIBAIOT Hd  (iL1bTPe  XJI0pohopMOM.  OTIAEARIOT XJA0pPO-
dopminlit caoil, BOAHLIT IKRCTPATHPYIOT 100 .wt  x.o0podopma.
[loc1e OTTOHKH PACTBOPHTENSI 0CTATOK B KOJGE 3aKPUCTALIIL-
sopnpaercst.  Tloavuennoe  cnipoe  BeUeCTBO B KOJAHYECTBE.
42 44 o nepexpucrann@osbisaior 13 50— 60 4.7 BOHL. Brixox
IDINVUCHnoro Adrinapara N-OXUCH - XIHOaUNg € 1. L1 59.-60°
coctanasier 44,0~ 46.02. nan 80,0—82,0° , reopeTHUECKOrO KO-
JTecTBa (upuMetaine ).

Jlirsapar N-oknen xusoima, CH.NO-2H,0, mo1. pec
181,16, - cBUeTA0-7KeATOe KPUCTLIIHYeCkoe BeUeCTBO, TPYINo-
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pacTsopuMoe B 3(pHUpe, XOPOUIO PACTBOPHMOE B CIHPTE, GEH30-
Je, ToJyoje, XJopodopme n Boxe.

NMpumeuaunus

1. Bce npouenypsl Harp2sanus i kOHIEHTPHPOBAHUA peak-
IUOHHOU cMecH JOJIXKHBY BHIIIOAHITHCH € MCIO.1b30BAHUEM 34-
IUTHOrO ILMTA,

2. Ecaw temneparypy B KoGe MOAZePKHBATE Rbime 70°
(80—857), To Ha HelTPAIN3AUMIO NOCAE OTTOHKHM YKCYCHOM KH-
CIOTH pacxoapyerca Goabllle pacTBOPA  YrAeKHCJIOro  HATPHA
(80—90 m.), ocamox weoprauuueckux codacit no’ayuaercs 60.1b-
WH#, a BHX01 N-oxuCH XUHOAMHA CHpkaeTes 10 55%,.

3. PeakunoHHY10 CMECb KOHUEHTPUPYIOT C MOMOMUILIO BO-
LOCTPY#HHOro HAcoCa TpPH OCTATOMHOM j1aBiaeHHn 15--25 am;
o0beM oTroHa cocrasaser npubausuteacuo 140—150 m.a.

4. OcraBuTh CMECb HA HOYb LEJACCOODPA3HO, TAK Kak MpH
9TOM HEOPraHuuyecKue COJIHM BHINAAAIOT HOAHOCTBIO. OTneaurs
HEOpraHuyeckie Coad 10 paszlefeHHa CI0eB Takke HeoBXoau-
MO, TdK K4K UX NpPUCYTCTBHE 3aTpyIHAECT pa3jie’eHHe.

5. Chlpoil POAYKT MOXKHO TOAREDPIHVTH BAKYYMMEPCroH-
ke; T. wun. 160—162°/1 sm. O1naKko 10 neperoHKH HeoOGXOMIMO
C MOMOMLBIO fTOAHCTOrO Kaausg VCTAUOBUTH OTCYTCTBIE MepeKu-
ceil. O4eHb RAMHO NPH NCPErOHKE IIMer» O0CTATOYHOE JAaBJe-
Bue le upessuaouiee 1 s npH  §ogee BHICOKOM 1ARJIEHHH
MPOHCXOAHT OCMOICHHE M BBIXOA MPOAVRTA CHIKAETCH.

[Toayuennoe taxim  06pasom pBeuecTso Ge3 addblieitineil
OWICTKH MOXHO HCMO.1b30BArb B CHHTC3E HHIPILIA XI4ILIHHO-
BOW KHCIOTH.

Ipyrue caocoObt noayuenus

[Toayqenue N-OKicH Xnnoamwa OCVUECTBAEGHO OKHCAe-
HHEM XUHOAWHA MEPERNUCHhI0 GeH30HMd B Gensodel, a Taxe ue-
PEKHCHIO BOAOPOAE B IIPHCYTCTBHI  (PTAIEBOrO  aHrHapHma®.
[lpnsencunas Boiite upofucs ocuosana na pacore Oxuai?,
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J. Meisenheimer, Ber. 59 B, 1848 (1926).
M. Colonna, A. Risaliti; Gazz. chim. ital,, 83. 58 {1953!.
E. Ochiai, J. Org. Chem., 18, 531 (1953}.
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2-OKCHJIEMUAUH

CH,
|
tH,50, P
— = H,0
NHCOCH,COCH, N

Mposepiau: T.'P. Oscensn, H. X. Nawarpsiu.

Moaydenmue

B rpexrop.ayio koaby, cHabkeHHylo meniaikoil ¢ 3aTsopoM
¥ TEPMOMETpPOM, MoMemaoT 19 #4 KOHLeHTPHPOBAHHOI CepHOII
kucaoTh (yi1. sec 1,83), narpeBalor 10 75°. 4 3aTem npu liepe-
MelHBatun HeGoAbIIAMH HopunsMu B Teuenne  15—20 MunyT
nputasaaor 17,7 2 (0,1 mo.a4) 'cpeikenepeKpUCTA.LIH30BAHHOTO
ateroanerannanaa (npavewanue 1), llpw 37oM  TeMmmeparypy
CMeCH mOo1/epRUBAIOT B npedeaax 70—75°, Bpems OT BpeMelnl
oxamxaaa poaoll. Ilocaenune 3—5 e ancroaueTadHnaula IpH-
OaBIMioT 6€3 OXJAANICHHM, BCIEICTBHE Yero remneparypa pear-
HOMIOI CMeCH HoBsuacTest 10 90 1 9Ty TemMneparypy mo1i1ep-
Ansaor B Tedenne 30 MUHVT, B C1yuac HeoOXOUIMOCTH MOLO-
Fpenas peaxiHolniyo cmech. [locae oxaamienns 1o 65 coaep-
AKIMOC KOIGH BAMBAIOT B CTAKaH, CoiaepEaluii 300 1.1 BOIM:
HpH 3TOM CMeCh 3Hepriuuno nepemcinupant. {lo O.\'.TB‘A\",'IQHLHUI
BLIABIHE KPHCTATLIB OTCACHBAIOT, (ILILTP HPOMBIBAIOT  BOLOH
(0K010 50 a£.1), & 38TCN 13VMS IOPLHAMII METAHOIA 1O 23 m.1
KA 1 CVIDAT Ha BO3ayvNe.
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Boixon Q-okcuienyiMua ¢ T. ma. 219—221°  cocrasaser
13.6—14,5 2, wau 85,5—91,1%, TeopeTHHECKOro KOJHUYECTBA
(npuMevaune 2).

2-Oxcunermnann, C,HNO, Moa. sec, 159,19, —wpuerarin-
yeckoe BeUlecTBO OEA0TO IBeTa, TPYIAHO pacTsoplimoe B BOdE
¥ B OBBIYHBIX ODFaHHUECKHUX PACTBODUTE/IAX.

MpuMeuaHnmwu

1. AuertoaueTanin GBI TOJAYUEnN C/ely oM oBpasom’:
emech 93 2 (1 moas) awnauna, 156 ¢ (1,2 mo.as) ameroykeyce-
HOTO 3pHpa HArpeBawT ¢ OGPATHBIM XO.0AH.IBHHKOM HE METT-
Jnueckoil 6ane mpi 135—140° B nporomxenuwe 6 wacos. Tlo
OKOHYQHHM HATPEBAHUA CO/EPKRUMOC KOADEI  BINBAIOT B 1o
ropsiueil BOAB 1 [0CIE OXJAKIEHUS OTQHILTPOBH BAIOT. ITe-
PEKPUCTAMIN30BAHHE H3 ropadell BOAB  TPOAYKT MAABHTCY
npu 86—88".

2. Tlpenapar ¢ +. m1. 219—221° snomime npurolen 114
noayuenusi 2-xaopienuiuHa. Ero MoxHo mepekpHcTaain3oBarh
u3 939 ,-HOro 3TAH0.13; /LIS NepeKpPHCTALIH3ANHE 01y Yeitoro
Koauuecrsa Heobxoaumo oko.ao 300 .z srapoaa. [lepekpucTat-
JM30B3HHEI 2-OKCILICMIIANH paaBnTea npy 222224

Jdpyrne cnocolGbl noayyeunus

2-Oxciiennind  Obll MOAyYeH H3  @HIINLL dU210YKCYC-
HON KUCAOTH AelicTeneM cepHofi, opro@ocgopHOfl HAH COIsIHOI
KHCAOT!, a Take 3 aHWUIIAA 2-MeTHIHMHHOMACHAION KUCIO0Tb
AeficTRIHeM XOJA01HOI KOHUCHTPHPOBAHION CepHOfl  KHCI0THI
2.0QKCUIENHINE 104V UAEeTCA TakkKe B K4AYeCcTBE OCHOBHOIO 11PO-
AVKTA Hapsaay ¢ 4-OKCH-2-METHIXRHOJANNOM TPH  HATPeBARII
2.311eTAVMHA08UETOPEHOBA € BOINOCHHPTOBBIM PAaCTBOPOM €.UAKOI0
HATpa'.

IlpnBeseHHad BHIIE IIPOIHCH MOJIYUHENHA 2-okcnaennangg
ocHoBana Ha padore KHoppa®, MCTOL KOTOPOI0 yCOBCPINCHCTBO-
pan Muxailaossind® i npetioxen Javepow u Kszaoy®
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. Knorr, B. Reuter, Ber. 27, 1169 {1893).

. Knorr, A. 236,83 (1886..

Knorr, H. Taufkirch, Ber. 25, 772 (1892).

. Camps, Ber. 32,3230 11889).

. Muxaitios, JKOX, 6, 511 (1936).

s Céopunk ,CHHressi OPTalHYeCcKHX InpenapaTos®, 3, c1p. 304, W,

M., 1952
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Mpertomuan: . 1. Taresocsu, A.A. Korolunckan
Mposepuan: A. T Tepssn, o AL Ernasapsn,
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Moayueune

n-Kapbauemoxca-denurzudpasos 2,3-0uoxconunepudina.
K pacropy 6 2 eaxoro wami B 200 42 BOAW X06aBAfiOT
17.1 2 (0,1 moas) 3-KapHITOKCHAHNEPHIOHA-2 C T. M. 76-78°
(cM. cTp. 24) w ocrasasiior cmeck Ha 20 uacos npH  TeMnepa-
Type 25—30°. [Mpospaunmii pactBop raauenod conn 3-KapOOKCH-
nunepu1oHa-2 oruIbTPOBLIBAIOT OT HEGONBWIOTO  KOIHUECTRA
MYTH B AMTPOBYIO TPEXFOPIYI0 KOIBY, CHalHKEHHVIO MeilanKoft
il TepMOMeTpOM.

B noayantposofi Tpexropioit koibe, cnabxeHHol Memal-
KOfi, TEDMOMETPOM H KANeJbLHofl BOPOHKOII, OTAENBHO TOTOBAT
PaCcTBOP XJIOPHCTOTO M-KapOuMeTOkCH-(DEHUIIHA30HHA. B xoaby
nomemamot 15,6 2 (0,1 moaa) metn1osoro 3Qupa n-amHHOOEH~
30HHON KHCAOTH € T. 1. 112—114°, 100 u.2 noant u 24 #4 wou-
HEHTPHPOBAHHOM COAHOIT KiCA0TH. CMeCH OXJI3XK1AI0T AbAOM K
Coabio 10 —3, —2" W TpH TepeMeinBaHiH HO KANLTIM npubas-
Af10T pacteop 7,8 2 a30THCTOKMCAOTO HATPHA B8 25 M4 BOAH,
CKOPOCTb MPHOARJACHHS PCTYAHPYIOT T4K, HTOOH TeMnepatrypa
CMeCH He noAHMMAanach soime 07,

Koaby ¢ pacrsopom Kaamesoit coan  3-kapbOKCHNHIEPH-
10HA-2 0XJIAKNAI0T CMECHI0 JBA3 W COIM 10 —3 W, MYyCTHB B
xo1 memaiky, B tevenne 23- 30 MunyT neGOABIMMH TOPUHH-
MU MpubaBIAIOT XOJIOAHKI PACTBOD 1HA30HHEBOH COAH. nOI-
e PAHBAS TEMIEPATYpY PRAKUHOHHOI cMecH NpH —2, —17; X KoH-
ny HphGaBIeHdd B K008 HAMMHAET 00DA30RBIBATLCA  OPAHIKE-
BOTO (BeTa MEANOKPICTAATHUECKHT 0CAL0K rhipasoun. llocre
npuGapaeHns pacTBOPAa AHA30HHEBON COIH HDHIHBAIOT K CMECH
HECKOALKHMH NOPUHSMH PACTBOP 20 2 YKCYCHORHCIOTO HAaTpni
g 40 4.1 BoABl 10 10CTHKeHus Kuciovwoct pil & (opuwmena-
Hile), NPOA0IAAI0T nepeMemnBaHie ele n Teuedde 3 9aCOB
M OCTABIAIOT CMECb HA HOYb,

Ha caeayionluii JeHs 0Ca10K N-KapOMETORCH-PEHNITIAPA:
30Ha OTCACHBAIOT, NPOMHBAIOT HA dmibrpe Bo1OH  (0K010
100 sr.), 3aTem 1ByMA MOpIHAMH CIHPTA MO 25 M1 KaK1ad i

o

BRICYIIHBAIOT HA BO3IYXE. TEMHO-O?QH}K‘SSOFO 11BCTa CHIPOII
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uponykr secut 12,5-13 2 u wmaasurcs npu 2072097, Iaq
OUMCTKH Chipoft npoaykt pacteopsior B 1300 ma  kumauero
50%,-H0ro CHOHPTA, KHAATAT PAacTBOP B Teuenue 5 MHUHYT € 3 2
AKTHBHPOBAHHOTO Yt H OT(HU.ILTPOBLIBAIOT B rOpsiuem cocTos-
gid. [1pn oxaax:ieHan QHILTPATA UMCTHA n-kapGmeToxcu-ge-
HHJTHIPA30H BHNA3ET B BHAE JKEITHIX HIA, KOTOPHIE OTCACH-
pasoT, npoMeisant 50 sz B0%;-nOTO cnupTa W BHICYLIHBAIOT HA
Bo3Ayxe. Brixoa npolykTta, maasauerocs npu 217—219°, co-
crapaser 9,4—9,8 2, wau 71,9-75,0% TeopeTHueCKoro KoJju-
yecTna,

Hurausagus. Cveen 9 2 (0,034 moas) uucroro ruapaso-
HA 1 33 44 85° 5-HOIl My paBEUHON KHCIOTHE KHIATAT ¢ OOPATHHM
XOJOAHALHIKOM 8 Teueuue 2,5 vacoB; HpuMepHO ucpes MoT4a-
ca MocJe HOuaia KHNaUYeHHs HauuHaeT BHNAETb 0CAJ0K 1pO-
AvkTa uukaunsawsn. [locae oxIamAeHUs CMecii 0C210K  OTCHCH-
BAIOT, TPUM B MPOMHBAIOT HA (WILTPE CRHPTOM, HOPIHAMH 1O
15 a2, 1 BoiCyunpaioT Ha polayxe. CHpofi 0poAYKT KPeMOBOTO
gera Becit 6.2—6.5 2. Ero nepexpucrainusospsaior 3 200 2
AeAsiHON YKECYCHOH KHCI0TH; MOJY4a1oT 4,952 ¢ OecHBeTHHX
KPUCTANIOB, MAABSUIMXCA € PASIOKEHHEM TIPH 316—319". Tlo-~
€16 KOHUCHTPHPOBAHUA MATOYHUKA 10 MOIOBIHHOTO o0bheMu
peiteadercs ewe 0.4—0,6 2 peulecTsd, HMEOnIero CBeT.10-po-
30BVI0 OKPACKy, WO [I4BALIETOCA HpPH TOf ke TCMAepaType.
QOnni BuixoA cocrapiier 5,3—3,82, wau 63,0—68,9°, 1eope-
THUECKOTO KOJHMCCTBE.

3-Oxrco-10-kapHMETOKCH - 3,4,5,6-reTparuipo-3-KapGoaHH,
C3HENLO,, Moa. pec 244,25, upeacrapaser coboll GecuBeTHOL
KPUCTALINEECKOR BEWECTBO, HePacTsopuvoe B B0e, DUEHb Ma-
A0 pacrBopuMoc B cunpre, shupe ¥ aneTone, HCCKOABKO ayu-
e B LHOKCAHE 1 XOpOowO pacTiopsiiomeccs B ropsyen aeln-
10{1 YRCYCHON KHCAOTC W HHPHAKHE.

Mpusmeuwanntd
3uauennie pH cMecH onpenedsercs ¢ jOMOULLIO yHisep-

[Mocge aocripkenia YEA3aHHO-

CaABHON nuuKaTopioit OyMan.
pero H0.1yUacosoro Ie-

ro B texcre suadenns pH 1 nocaenyio
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pevelinBaHng eJecoofpa3no eule pas npoBeputh KHCAOTHOCTD
peaKuMOHHoﬁ emecy H, B cayuae HeoOXOAHMOCTH, J10BECTH ee
1o pH 5 mpuGasicHHEM JAOTIONHHTEABHOTO KOJIMYeCTBa pPaCTBO-
pd YKCYCHOKHCAOTO HATpns.

Jpyrue cnocobbl noayyeHus

3-Okco-10-kapOMETOKCH - 3,4,5,6-tretpariipo-3-xkapboaun
6B MOTydeH TOALKO OMMCAHHBIM BBHILIE CrocoBoM.

NUPUIUH-2-KAPBOHOBAY KUCIIOTA

(MKoaMHOBAA KHCIOTA)

l 30 KMnO, /\‘
+ —_—> | -+ o
Ly CH. [ cooH

[Mpexaomuau: A. /1. MHLKORH, A. AL Joxnawan,
Tposepuan: B. [. Adpuksn, A. H. Oranccan.

MonyuwueHune

B .MTpoByio UETBIPEXTOPAYIO  KPY[/I0L0HHYIO K0Ja6YV,
cHaGxkennylo Memaakoll, obpatHhiM XOA0MHABHIIKOM I TEPMO-
MeTPOM, NOrpYiKEeHHBIM B JKHAKOCTH, nomeniaior 18,62 (0,2 mo-
as1) mMKOABHA ¢ T. Kun. 1297760 mu u 230 .2 Boabl. CMmech
IpH nepeMellBAWN HATPEBAIOT HA BOIAHOM dane 1o 707, Bui-
loydoT Ganio k BirocaT 85 ¢ (0,54 Moan) Mapranli€BOKhCIOrO
xaans nopimsivn no 8,5 2. Tlepawe nath nopusil npubasIsIoT
npu 70 , a mocaeayioiine AATbH -— 0pH 85—90  TemuepaTyphl
emecu (npusedanne 1). [To okoiuanuu npuAaBaeHHs CNECh TIPH
nepeseurnBatuu Harpesaior ewe 1—1,0 waca na Kisueil BoISHON
6ane (npumeuanue 2}, RAI0T CHA3HTHCS TEMIEPAType 10 60 , ro-
pAunfl pAacTBOP OT(HILTPOBHBADT OT ABYOKICH M3prauild H
THIATEIBHO APOMBIBAIOT vcanok  100-—150 . ropatell  BOJBL
Coejunentsie IIbTPATLL YIAPHBAIOT B BAKYYMC BOLOCTPYITHO-
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rO HACOCA A0 MOJOBHHE NMEPBOHAUANBHOTO OGBEMA H MO OXJdK-
JeHMH MOIKHCISOT KOHLUEHTPHPOBAHHOMN COAAHOM kucsaoTofl KO
pH- 3,2 (npumeuanne 3). CHOBA ynapHBaioT B BaKyyMe Jl0 TO-
JOBHHE OO6heMd, NepeHOCAT OCTATOK B BHIIADHTENBHYIO HALIKY,
ononackupaior koady 30—40 a2 Boib, NPHCOEAMHANT K OC-
HOBHOMY NPOAYKTY H AOCYXa BHIApWBAIOT HA pojsrofl Gane.

CyxO0fl OCTaToK NepeHOCAT B KPYIOLOHHYIO k0.10y, 100aB-
nsor 250 M4 a6COMOTHONO CHHPTA W KMOATAT C 0OPATHRIM XO-
nopuasnukonm (npumeuanne 4). CuuprosHil pacTBoOp IEKAHTH-
pyioT ¢ (PHALTPOBAHHEM, A IKCTPATMPOBAHKE OCALKA IO BTO PAIOT
eule ABAXKAB C TAKHMH XKe KOJHYeCTBAMH CHUPT, OCANOK Of-
CACHIBAIOT W NPOMBIBAIOT HA PuabTpe 25—30 M2 ropauero ab-
cooTHOro crupta. 113 CORMHEHHBIX pPACTBOPOB OTIOHAIOT B
Fakyyve BOAOCTPYHNOro hucoca HOJI0BHHY pacTBOpPHTES 1 N0
OXAANIEHHH OTCACHBAIOT BHIAABIIYIO B 0CAJIOK KHCJIOTY H IPO-
MpBaloT ee Ha duastpe 30-—40 am abCONIOTHOTO sthupa.

BrcylueHHpit Ha BO3AYXE npoaykt pecut 13,2—13.3 2 u
naasutcs npu 136—137°. ®uibTpaT KHHATAT 1015 munyr ¢
1 2 akTHBMPOBAHHOTO YI.isi, OTQUJABTPOBEIBAIOT, YIAPHRAIOT B
BAKYyMe BOROCTpYIlHOrO nacoca RO KAa1HicoBpasHoro cocrog-
Hus u seiaeasiioT eme 2,9—3,0 ¢ BemtecTtsa ¢ TAKOI Ke TeMlie-
paTypoil naasreHus.

O6wmit puxoa coctasaser 16,1—16,3 2, nau 65,4- 66,4,
TeOpeTHYECKOTO KOIIYECTRA.

[Muxoannosas xucaota, CgH NO,, mom. sec 123,12, —6ec-
IBETHOe KPHCTAIIHGCCKOR BEllecTRO, XOPOLIO PACTBOPHMOE 73
BOJE, PACTBOPHMOE 5 CHUPTAX il HEPACTBOPHMOE B schnpe, OcH-
30.1¢, X.10podopme.

Mpumeuyanus

1. Mpn npudasteni NepROil HOPUIH MAPTAUNEBONHCIOTC
KATHA TCMIEDPATYPd DEAKUHOHHON Cuect ROBLImACTA 10 80 -
85 . Kor:a peaxins 3dKauuHBAeTCS it reMnuepaTypa CHIRICTCA
A0 707, IpuBABILOr HOBYIO HOPIHIO ORHCANTENR It Tak K 7K UBE
pa3 10 HATOM MOPHHHE BI/IOUITEIBHO. Haunsan ¢ ecroil nop-
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uH npubasnense npouspoaar uyepe3d kaxime 30-—-40 MmuHyT,
aosoad TeMmepatypy 1o 85-90°

2. 3a 370 Bpems peawlis MOJIHOCTBIO 34KAHUKBALTCH H
OKpaCKa pacrmpopa HCUE33eT,

3. /las ocaxjaeHus MNHKOJIHHOBOMl KHCJIOTH MPAKTHYECKH
Henoabsverca 27 —28 4.2 KOHUEHTPHPO3AHHOH COTION KHCAOTHL.

4. Crupt foaked Gbifb OU2Hb XO0POMO A6CONIOTHPOBALL.

Apyrue ciocobbl noayvyexns

[MHko.THHORAS KIIC.I0TA NOIYTAeTC OKHCARHHEM [HKOJIH-
13 [ePMAHTaHATOM KA.THA C BBLISABHHEM N3 PCAKIUIOHHON Cpe-
W B BHAe  MegHoll M3 X.J0DUCTOBOAOPOIHOI coteit 87,
win B suae csoboanoli  kucioru®®'% TMukoannosas kwcaota
0T1e18eTCA OT HAOMepHBIX MHpPHIHHKAPOOHOBHIX KHCJIOT HA oOC-
HOBC MX PA3DMUNOfl PACTBOPUMOCTH B cnnptax'l, a oT Heopra-
HHUeCKHX co.eil ¢ TOMOULbIo a3eoTponuoft cmeck Gensoaa ¢
BoAOI.

[uKoIHOBAA KHCIOTA [10/Yyda1ach TAKKE OKWUCTCHHEM
MHKOANHA CEIeHHCTHM aurnipuion’®, rugpoansom N-Tpux.iop-
nuKkoAuHa* Y | okHCneHHeM IHKO.1MHA cepHoll KHC10TOM B OpH-
cyTeTBHH cedenal, XJOPHOBATOKICIHM uaTpuem'' H 3.1eKTpo.1H-
THUGCKUM OKHC.IeHHem™.

OkMCIAACH HA BO3IyXe B HPHCYTCTBHM BJIATH, IHDIIHH-2-
aqbJerN peBpalaeTcs B NEKOIIHOBYIO KHCIOTY™.

' A, Pinner, Ber. 33, 1226 11000).

2 M. Weidel, Ber. 12, 1992 (1579

2. Camps. Atch, Pharm, 240, 345 (1902).

b H, Lev, K. Ficken, Ber. 50, 11U3 119177,

5 M. Chiang, W. Haclung, J. Oig. Chem. 10, 20 11945,

5 Al Henze. Ber. 67, 750 (1934).

T Coopunk ,UCHHIeds  opianiecknX JIpenapatos’, 3, 145, 1171, M.,

(1952

w

F, Mende, Ber. 23, 2887 {1596). 7
(. Black, E. Depp, 3. Coron, J. org. Chem. 14, 14 11949,
i H. Gilman, J. Towle, Rec. trav. chim. 63, 428 (1930 .

©
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1t K, Hess, Leibbrandt, Ber. 50, 335 (1917).

® Amepnxanckuit mat, 2,578,672 (1931 *{C. A. 46, 6160g {1952)].
13 D. J. Cook, R. S. Vunghans, J. Am. Chem. Soc. 74. 5515 (1952).
1+ E. Ochiai, Sh. Okuda, J. Pharm. Soc. Japan, 70, 156 (1950).

1> P Dyson, D. L. Hammick, J. Chem. Soc. 781 11939).

16 J, Klosa, Arch. Pharm. 288, 426 (1955).

TETPATUIPOTHO®EH-2,5-1UKAPBOHOBASI KHCJIOTA

CH,CHBICOOC,H;

| —
CH,CHBrCOOC,H, -~ Na,§ ——> CZH.]OOC'\S)CO()CZHS + 2NaBr-

C,H,00C ‘\s/lcooceua L ONaOHe—s

NaQOC COONa -2C,H,QH "

NS

. . . o
NaOOL\S/LOONa — 2HC] ——> }1OOL-\S/LOOli 4. 2NaCl

Hpeaaowuan: A, 1 Muzwosan, A, H. Oranccsn.
Mporepuan: I JI. [auasin, M. A, Baroan.

MoayuyeHnmune

Tuamu.aosmis adup mempazidpomitoden-2,5-0uxapliono-
800 Kucaomel, B METHPEXTOPAVIO KO.19Y, CHAOKEHHY IO Menldl-
K0jl, o0paTibiy XOJI0IIIBHIKOM, Kauelbitoil BOPOHKOI W Tep-
MOMETPOM, NOTPY/KEeHHBIM B KHAKOCTH, fosvemaier 36 ¢ (0,1
MOJAR)  MITHAOBOTO  (upa  2,3- AHOPOMATHIHHOBOIT  KIICIO b
(npuveuanne 1) B 100 Az METHIOBOTO CHIPTA Il HATPEBAIOT HA
BOAHHOI 6ailc, NOKA TeMItepaTypa pacrsopd He jlocrirner 35- -
40 . Beliatoualor BOISHYW BAlNo I OpR UeDeMenIMBaHmE Meid-
Jdenno upukanmeaor pacteop 26,4 2 (0,11 moasa) kpucrasinue-
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croro cepuucroro Harpus (Na,S5-9H,0) s 40 s soaw ¢ Takof
CKOPOCTBIO, YTOOH TEMUEPATYypPa PEAKUHOHHOI C(MECH He noa-
HIIMa13Ch BHe 50--557; npubapsenue 3aHuMaer oxo,0 60 MH-
#yT. Yepe3a HekoTOpoe BpeMs Ha nHe woalbu ofpasyveTcs Mac-
asigncrnit caofi. ITocae oxoHwanHda npubasieHHs CMeCb Kdns-
TAT HA BOJAAHON BaHe B TeyeHue 3 4acoB M NPH  HEPeMeINHBA-
HiE OTrOHAIOT MeTHA0BER cuupT (70--75 wa). Buaeansumtiica
BeDXHHH CJOH TPHMKIBL 3KCTPArupyior 3(uUpPOM, NOPUHAMH 1O
50—-70 wma. Coerunennsie sdupHpie 3SKCTPAKTH CymaT Hag
(IDOKAIEHHEIM CePHOKHCARM HAaTpHeM, OTIOHAIT pPAaCTBOPHTR.IDb
H OCrarok [eperoHalor B BaKyyMe, cofupas APOIVKT, KungWui
npuy 14214474 s

Berxoa 16,3--17,0 2z, uan 70,2--73,2%, Teoperiueckoro ko-
JTHUeCTRA.

ludpoauns. B ABYrODAYIO KPYIJAOJIOHHVED) KOGy eM-
rocthio 200 w2, cHaGHeHHYIO Melaaxod ¢ 33TnopoM H ofpat-
HBM XOJ0AHIBHIKON, nosmemwalor 23,2 ¢ (0,1 mMoad) 3UsTHAOBO-
ro sdupa rerparniporuodes-2,5-1uxapOlOHOBON KHCIOTH U pa-
cTBOp 8 2 eakoro- Harpa B 30 M2 BOIEL. [lepememuBaeMyio
CMOCh HATPeBAIOT 1A KHASWed roasnnfl Gane B Teuyenue 6 ua-
cos. [Mocie oXAamAeHHS UIEJTOUHON PECTBOP MPOMBIBAIOT 50.14
aupa npHseuvanue Z) ¥ HOAKUCIAIOT KOHUEHTPHPOBAHHON CO-
JANOI KHCIOTOH 0 KHCTOf peaxiull RO KOHTO. KHCIB pacr-
pop 3 -6 pa3 TaTeabHO SKCTPATHRYIOT 3dHpPONM, NOPUMSIIME 110
50 w2 (npumeuanne 3). Coeanrennbe 3QHPHHE SKCTPAKTH CY-
AT HAX HDORAICHHBIM CEPHOKICABIM HATPHEM I HOJHOCTBIO
OTFOISHOT PACTROPHTC.IL, KUC10Ta  BBIKPHCTAMIN3ORHBAeTCd. Le
OTCACBIBAIOT, MPOMBIBAT Ha Quiabrpe 50 4.2 nerTpoieiivoro sohiu-

pa 1ty na eosayxe. Buxoa 14,6149, i 82,9—84,6°
TEQP2THICCKOTO KOINIeCTna.
fpn oupeledednn  teMilepaTypbl  ILIABJAEHIS  HBEIUECTBO

pasvsryaerca npu 1127 u okonuwarteanuo naasurca npp 130
(npusenanne 4.

Terparuapornopen-2.5-1rapdonosan  wnctors, CH O~
Mol sec 176,19, xoporo pacisopuya 8 3fipe. ailetoHe, Cnup-
TC, BoLS I HOpacrBOpHMa B Oen3doie 1 aeipuaeinon sgupe.
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Mpumeyvyannig

1. Metox noayuennsi ABITHAOBOrO stupa «, 3-ARGPOM-
AoHIHHOBOMR xucnoTe onucad 'ya v Cankapanoml.

2. B npouecce oMblIeHns HATpHEeBas COAb WHOILA KPHCTAN-
JH3YeTCA; B TAKHX CAyHadX caeayer n0GaBHTb HEKOTOPOE KO-
JMYECTBO BOAL LIS €€ pAacTROpeHus,

3. Bezeactsue xopowefi pacTBOPHMOCTH KHCAOTH B BOge
HeobX01uM0o H3beraTs GOTBUIMX KOJHYECTB ROLH M THIATEILHO
3KCTPATHPOBATL BOAHBIH pacTBOp.

4. Kncaora npepcrassiser coboit cMmech ABYX TPOCTPaH-
CTBEHHBIX H30MEPOB ¥ MOKeT OHTh NCHOAB30BAHA (e3  jnepe-
KPUCTALIM3dUHN LAd AaavHellmnx craanil cunTeza.

Apyrue cnocofbl noayuenus

Terparnapotnoden-2,5- 1HkapGoHoBas kueioTa OmA 00-
JAyueHa BoccTanosicspeM TuodeH-2,5-1ukapGoHoBoil KHCAOTH B
utegouncit cpene 4%,-nofi amunabraMoft HaTpua®, B3auMozeiicT-
BHEM JHOPOMUAUITHHOBOI KMCHOTHL C CCPHUCTHM HATPHEM B Jle-
AFHOH BOAe, codepxaillell SKRUMOJMEKYJAAPHOE KOAMHECTDO el-
koro narpa’. BazumoneficTarem 3THAOBOro ‘adupa AMGPOMaLH-
MHHOBON KHCAOTHL C KDHCTAT/IMYECKHM Cy/Ab(HAOM HATpHs B
cpene  95%)-n0ro  cuaMprd W B NPHCYTCTBHH HORMCTOTO KAa.IUd
OBLL 110,y 9en COOTBETCTBYIOWIMI 3(Hp, KOTOPH 23aTCM Obia
OMBIIEH B KHCIOTY € BHXOAOM 76,7%, weopunt

KucaoTa nosyuaercs TakKe nefictBHeM BOAHOTO pacTsopa
CEPUHCTOTO NATPHA HA AUGPOMAANMHHOBYIO KHCAOTY B NPHCYT-
croun Gukapbouata HaTpum®.

' P. Guha, D, Sankaran, Ber. 708, 2110 (1837},

* B Ernst, Ber. 19, 3275 (1886).

* A, Fredga, J. Prakt. Chem, 150, 124 (1938) [C.A. 32. 29397 [1933)].
* R, Turner, A, Hill, J. Org. Chem. 14, 476 (1449).

3 L. Schotle, Arkiv Kemi, 8,377 (1956) |C. A. 52, 10076 ¢ (1936;].
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TETPATHAPOPYPAH-2-KAPBOHOBAYl KHUCJOTA

1 i
i i . NiCrO, | [
[ o }COOCHH—.?HZ i e o coocH;

i 4N 8 J fol® Ta 8
\\O/COOCH‘; - NaOH —— \()/C()Oxli - CH,0H

'\O/COONH - HCl —— :\O/COOH - NaCl

T
[

Mperrownan: A, VL Mazxoau, I A, Nopeusn.
[Tposepuan: B, T'. Adpukgn, A, A, Joxukan,

Noanyueuamne

Memuanosoiz sbup mempazudpo@Pypan-2-KapooHOBOLL Kii-
cromp. B kauaounnics asTok3aB emkocThio 150 .2 nosemalor
50,4 2 (0,4 mcan) cexeneperdaHHnro MeTHAOBOTO  =(hHpa §y-
pan-2-kapGonoroil xHCaoTE © T. Kitd. 176 —-177°/680 arar (cn.
,CHHTe3b rereponKkAnyeCckHX coeumenuit, 1, crp. 35), 304!
aBCcoJI0THOTO  CrupTa M 3,75 ¢ KaTajiH34TOPA-HUKE b HA OKU-
¢ xpoma. B aprokaas noiator soiopol 0 100 ary. (mpuve-
yanue 1) H 0pd  HEnpepBIBHOM NOK3UHBAHHH  HATPEBAT 10
150—155° (mpumeuatne 2, 9pu 3TOM  13BJEHIE  [10BBILACTCH
10 130-—140 ary. [lo Mmepe woraoumeHus BO10PO1A AABICHHE B
ABTORJAABE HAZACT, TOITOMY MEDUOIMHECKH 1108107 B aBTOKID
BO.10PO.L A4 NoARe pxanus 1api€hst ua yposue 120 130 arm.

HeoGxo uvoe 11t peaxiling KOIn4ecTso 50o10poia (17,9 .1)
norIomideTces 3a 3--6 yacog, toc.ie 4ero 140t aBTOR.J1any 0OX-
JANTHCH 10 KOMHATHOI TeMIQpPaTY Db, OCTOPOAHO  CHYCKAOT
JABJICHEE, CANBAIOT COLEPAKIMOEC B CIAwall 1 ON0.1ACKRBAIOT 4B~
TORJIEE 18VvMa HOPUHMIL a6Co 10vH0r0 3hupa 1o 80 .an vax-
Aas. DPHpHLIE pACTBOPBLL HPHCOCINHMIOT K OCHOBHOMY HPOIYE-
TV, O'FTk)ll.'lb'l’p()Bbllidi()l O RATLINZATOpA 1 HPOMBIBALOT (!I‘IICII;'E'I)
HEAOIbIIIIM KO.HYCCIBOM A5Co10THor0 whipa. OTorHa palTBO-
PUTedb, ocraTor neperowstior npi 177--183 680 v,

3N

Buxox 41,9 -42,9 2, nar 80,56-—82,5%, reopernueckoro
KO.THYeCTBa.

Tudpoans. B xkpyraononHyvio Koy emrocteio 150 arz,
CHAOKEHHYIO MeIIadKofl i Kaue.IbHOl BOPOHKOH, MOMEHIAIOT
26 ¢ (0.2 yoag) MeTHAOBOTO 3hupa Terparuipodypan-2 Kapoo-
ROBOM KHCJAOTHL H OPH flepeMeltiBaniil Me L1eHHO, B TeueHue
30 mun., npHaEBmoT 45 s 20° -HOrO pACTBOPA AKUTO HaTPa
{(npuveuanne 3.

[Moc1e OKOHHAHIA HPHOABIEHNR NEepPeMeIHIBACMYIO CMeCh
HarpesatorT Ha gpndiiell BodHoll OaHe B Teuekue 4—5 wacos,
NpH 3TOM MACAAHHCTHIT €100 NMOMIOCTBIO 1ICUe33erT, Oxaaxen-
HBll 10 KOMHATHOI TEeMICparTyphi IMC10UH0il PacTBop  HpOMHI-
Baor 20--25 .1 3dupa, noMemaioT B KoAGY, NOTPYKCHHYIO B
XOA0IHYI0 BOY, B MOAKHCTIOT NOHUEHTPHEORARION  COIAHOM
KHCI0TON 10 wucaoil peaxitn #a kquro. Coiepmumoe KOIGL
MePEHOCAT B 3KCTPAKTOP eMkorTeio * 0,5 4 M NoiBepranT He-
npepeBHO 3KCTpPaKwWitn 5 revene 24--28 wacos [mpnnveuanne
4). Tlo okonuauuy OTIEJISIOT 3(PHPHBIT CA0I OT BOAHOFO U BH-
CYHABAIOT HAl MPOKAJIEHHEIN CEeDHOKHCABIM HaTpieM. Ortoruas
PacTHOPHTE/Ib, OCTATOK MEPErOHAIOr B BAKYVMe, COOHpasg Be-
niectso, xiunsuiee opd 128--130 10wy,

Buxoar 18,6 18,9 2, wau 80,1 -81,4", reoperduecxoro
KOTIHUECTBA.

Terparnapodypa-2-sapdonosas kaciora. CH O, moa, nec
116.12, —0ecusernas KHAKOCTh, XODPOWO PACTRODHMAA B Opra-
HHYCCKHX pacTBOPHTCAsSY H B BOZE; di1,1968; )y 1,4521,

Npumeuvanng

1. Ondcauire verayosxy 119 KITATHTHYECKOT0 BOCCTAHNOR-
JAEHIM W OMCTOIHKH nposeienus onwra cM.  ,CHHTC3BL rervepo-
BHEICCKIY coexmienuit”, 2, crp, 36 - 37.

2. tloraomenne nasnaerces ups 1207, vo mporewaer Mel-
ACHNO, MOITOMY TEMUIEPATypy B IPOIOKCINE BCEro OnniTa
caeayer tepaars B oupeiedax 150—155°.
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3. Oueutenue agupa CONPOROKIASTCH BBILEICHHEM Tera,
o3TOMY 1eeco06pasHo NpHOaBHTL U(RI04E MO KAHJAM.

4. Onxcande aunapata /Ul HeHOPEPHIBHOrO 3KCTParuposa-
Hug cM. ,CHHTe3Bl TreTepolUKIMYeCcKUX coeannenni®, 1, crp. 55.

[lpyrre crnocoObl noayyeHus

Tetparnapodypan-2-kapsoHoBas Kuciora Oblia 110JdyueHa
u3 ypan-2-kapGOHOBOH KHUCJAOTH HyTeM BOCCTAHOBJISHHA MO-
caennedt B cpefe 95%,-HOro Cnupra #a5 NAITHHOBBIM KaTa/IR-
3aTOPOM’, a TAKKE HAX HHKeMeBbIM KaTaiusatopoM Penea®d.

Kucaora Splia nonyuena okucaenueM TeTparuapodypdy-
DHJOBOTO CNHPTA XPOMOBHM AHTHADHAOMY, @ TAKKE XPOMOBOH
CMeCHIO; B mOoCAenHeM CAyude BHIeNelio 11IeKOTOpPOe Koauue-
CTBO AHTAPHOH KHCJIOTHIS.

Terparnapodypan-2-kap6onoBag KucaoTa Gpild 0OAYHCHA
TAKXKE nyTeM KaDOOKCHANDOBAHHA NOJ JABAEHHEM AHCHADODY-
paHa OKHCBIO yraepoJa M aMMHAKOM WJAM NEPBHUHHIMH W BTO-
PHUHBIMB HEADOMATHUECKUMH AMHHAMM B NPUCYTCTBUH UHAHU-
JAOB OJHOBAJIEHHHIX H JABYXBaJEHTHBRIX ME1a.1/108.

1

W. E. Kaufmann, R. Adams, J. Am, Chem. Soc. 45, 3020 (1923).
* R. Paul, G. Hilly. Compt. rend. 208, 359 ({1939).

2 F. Codignola, M. Piacenza, Wraapancknin nar. 439,947 (1948) [C. A.
44, 59151 (1950)].

* A. Hinz, G. Meyer, G. Schicking, Ber. 763, 676 (1943).

°. M. Katsuno and H. Ando, Anouckuit nat. 681 ('50) [C. A. 47, 221 4e
{1953)].

¢ W. Reppe, A. Magin, Awurawiickuit nat. 672, 379 (1952) [C. A. 47,
5428e (1933)]. '
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TETPATHIPO &YPHIIY¥ CYCHAS KHCJIOTA

Ni
2 o ’]CHOOC©+6H2+Na2CO3 =
COOC.H,

2 \l CH,CO0C,H, * 2 @coom " CO, + H,0

o~

N i N 7
|\O/|-CH3(,OOC:H5+ NaOH —> [ o CH:COONa + C,H,OH

(O)cmcoom 4 HCL — {\O/CH:COOH+MC.

Hpexaoxnau: O. JI. Muxxosn, H. M. Mopo3sosa.
Mposcpnan: O. E.'Facnapsn, C. A. KazapsH,

MoanyveHHeE

Imita066iil 3pup mempazuopoPYPUAYKCYCHOL KUCLOMY.
B kauaouiica aprokaas emxoctbio 0,4 .2 noMelialoT 54,8 @
(0,2 moas) sruaosoro spupa d, I, a-pypu-O-GeHsounraHkone:
Boii KHCAOTH (cM. crp. 80), 21,2 2 (0,2 monq) GespojHoro yr-
Aekucaoro Hatpus (npumeuanne 1), 240 w2 abcomoTHOrO STH-
JoBOrO cngpra (npumeuanne 2) uw 20 ¢ xkarangusatopa-Hhkens
Peitess {npusmeuante 3. .

[lpH HauaIbHOM JAaBAEHHH 100 atn. Brawoualor 0601‘pe§ :1
Kaualxy H HOMHIMAIOT TeMuepaTypy BHYTpH aBTOKJaBa 10 70°.
B neppuc yace norjoiHende MpOHCXOAHT HHTEHCIBHO H OKOJ0
HOJOBHHD HEOBXOAAMOTO A5l PEAKiHH BOI0POAA HOTI0INARTCH
31 wepsuie 2--3 uaca, a BIIOCJEACTBHH MOTIOUIEHHE SaMel1det
cs. Mocse TOro KAk pearklud 3axoHunrcs, Ha 4TO rpebyeTes
12-15 uyncos, i ABTOK.IAB OXJALATCH [10 KOMHATHOI TeMiepa-
TYpH, BHIPYXAIOT ero COJIepAHMOe 11 ON0IACKIBAIOT HECKOJBKO
pa3 a6COMOTHHIM CIHUPTOM, KOTOPBIil NPHCORABHIAIOT K OCHOBHO-
vy pacrsopy. OTQHIBTPORLIBAIOT KaTAIHIATOD {(npumeuanne 4)
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M OTrONSHOT CHAPT; [IPH ITOM OCAMKIACTCH HATPHEBAA COIbL OEH-
300N xueaoTet. [locle OTTOHKM CIHDPTA K OCTATKY 106aB.ISI0T
30—40 xa BOIW W OTI1eMBUIEECA TIPH 5TOM MACIO  SKCTPATi-
pyior 3upon. IupHHIT IKCTPAKT BHICY HINBAIOT Hal CEPHOKNC-
JIBM  HAIPHEM, OITOHHIOT PACTBOPHTEAb, 4 OCTATOX HEPErOHs: -
0T B BaKyywme, codnpas Qpakiuio, KuaIyio npu 98 ~ 1087 6 i
[Tpy nopropHoil neperonre BeILeCTBO KURHT upH 9397 3.
Brixox 22,1—225 2, nan 70,0—71,2% | teopernyeckoro K0.1H-
1eCTBa

Ousmpraeniie. B gpyriodoHayo  koady eukoctnio 250 a2,
CHAOMKENHYVIO O6pAaTHLIM  XOJOJNTbalikoM, noveitator 31.6 ¢
(0,2 moan) stuaosoro adupa  TeTparnipodVpPUAYKCYCHON KHC-
aoret 1 9,6 2 (0,24 voaa) exxoro warpa B suge 109 -wovo pa-
creopa B 50°,-HOM ITILIOBOM CHIIPTE, COAMHSIOT K00V ¢ 06-
DATHEIM XO/4O0UAbIIHKOM H KHISITHT B Teuende 6 uacos ua Ma-
casiHnft Gane (Temmepatypa Gann 115—120°). Cmupt H ROy
OTrOHSIIOT HA BOAAHOI Gane B BAKYVYME BOIOCTPYRHOIO HACOCH.
OCTABIIVIOCS MACCy 3KCTPATHPYIOT 3(PHPOM, K OCTATKY NpH
OXJAXJIEHHU KOJAOL JAblOM  DPHAMBAIOT  KOIIEH1 DHPOBAHHYIO
COAAHYIO KHCAOTY 10 KHCIOH PCAKLMII HA KOHTO M 3KCTpParil-
pytor aecsarplo mopuusyMu sbupa no 20 w2 xawaas (nmpuaeua-
Hie 0). COSANHEHHBIR YKCTPAKTH BHCYHIMBAIOT Rl MPORAIEH-
HBIM CEePHOKHCIBIM HATPHEM H, NOCAe OTTOHKH pacTRODHIEIS,
OCTATOK lEDEeroHAwT R RAKVYMe, COOHpas (PPAKIHIO, KIHALVIO
npu 137—138 18 . Buixoa 20.0—208 ¢, mrar 76,9—800
TEOPETHYLCKOTO KOIUecTna,

Terparunvodypuavkcycuas kucaota, CiH 0, Mo, mec
130,15,—08ecuseThas n01BHKNAA KHJIKOCTE: XOPOIWIO PACTEOPI -
Mast B Oen3oJde, sdupe, COHMPTE W AUeTOHe, TPYIIO-—B BOIC.

Npuvweuyanus

1. ¥Beiuendne woan42CcT3a YLIEKNCIOrO natpus He 1aet
No0I0KHTEabHOTO hpewra. [lpu npose et BoccravoBICHRS 1
OTCYTCTBHH yLIeRHC.JOTO HATPHA {1pH BAYAIbHOM faBienun 50
ats. 1 507 uposCX0.lET H0.1HOE BOCCTAHOBIEHIIE ABOIINLIX CBi-

a4

3eil (pypaHOBOTO KOAbIA, T. . 1oJyyaercs 5THA0OBRIT s¢up d,
1. a-terparuapopypuia-O-0eH30HINTHKOIEB0H KHCAOTH ¢ T, KHII.
180-—182 /3 wn.C nommenuem nasaenus o 150 atM. npn 70°
ofpa3yeTcst Julb He3HaulTe 1bHOE KOIIUeCTBO 3THIOROrO (-
pA TeTParnApodypHayRCyCHON KUCAOTH.

2. TMpu ucnosaezosanun 93" ~HOrO ITHIOBOTO CUWDPTA Bbi-
X0 3THJAOBOTO 3QHPa TETPAIHPOMY pHIYKCYCHOR KHC.IOTH CHIL-
xaercs, ’ ‘

3. Flpu 3aMeHe uuxeis Penes xaTalu3atopoM HHUKeIb Ha
OKMCH XpOMa B TEX ke VCIOBHAX ONBITA  BOCCTAHABAHBAIOTCS
TO.ILKO JABOHIHE CBA3H (YDPUHOBOTO KOAbILE.

4 Bwmecre ¢ KaTaJqn3aTopoM #a (DHJABTPE OCTAETCA HMACThH
HATPUEBON COJH DEH30MHOI KUCAOTHL M HENPOpearupoBaBu Hil
VEAeKHCABI HATPHE.

5. Jlan Goaee noauoro 13BIEUCHHT KHCJIOTH MOKHO HC-
[0Ab30BATb HENPEPLIBHBIT METOT 3NCTPAKIIHHK.

[Ipyrue cnocodbr noayveHus

Terparnapodypnaykcychiaa KHCA0TA OBLIa TAKXKE NO.Tyue-
08 OMBLICHUEM HHTPHAA TeTPArH1POdY PHAVKCYCHO KHCI0TH,

' (. Barger. R. Robinson, J. Urushibara, Jo Caem. Soc. 714 (1937).
2 F, Sorm, Coll. Czech. Chem, Communs, 12, 375 (1947},



SEHOTHA3HH

(Tnoandennnamun)
. 7SN
- 25 ——> -+H,S
SN ~\
H H
Hposepumt; O, 1. Muixosn, O. £, Nacnapas,

MNoanyuwueunue

B kpyraoaoundyio tpexropavio xoady  emrxocrteio 100 .7,
CHAGKEHHYI0 O6pPATHBIM XOJOAWIbHHKOM, [a300TBOIHON Tpy(-
Kol u TepmomerpoM, nomemawnT 16,9 ¢ (0,1 mons) andenua-
amuna ¢ r. na. 94°, 6,4 2 (0.2 z-at) cepnl, 0,7 2 KpucTaaanue-
ckoro Hoiaa u 20 s kcuaoaa (apuMevanne 1), Cmech wuarpe-
BAIOT HA MAacIgHOH GaHe B TeueHHe YETLIpeX 4acoB, NOJAEPRKIl-
Bas Temnepatypy 6Gauu B npenerax 165—175°; npu srom Tem-
epaTypa cMecd He JoJxHa Oblth Hibke [45°. [locae oxaamjie-
HHE OT(QHUIbTPOBHBAIOT CEPURATO~3€1EHBII 0CAA0K M HA ¢uib-
Tpe npombiBatlor 25—30 m.2  Xonoanoro xcuaosa. [loayvualor
20 2 coiporo npoiykra ¢ T. mi. 173--174 . T[lepexpucraain3a-
uuio npousBoasT U3 400 4.z cMecH JUrpOHHE C  GEH30J0M B
coornomednt 1:3. [Tocae aByxkpatnoil nepexpHcraiansanni
nponywr naasatest nph 182 puixoa 17,0—18,0 ¢, uau 857
90,8%, TeopeTHYCCKOrO KOJIHUCCTBA.

®benoruasun, C, HNS, moa. Bec 199.28 —xearme mia-
CTHHKH, pacTBOpPHMble B 3dupe, GeH30.1¢, IPYIHO PACTBROPHMBIC
B XO.J01HOM CHIIDTE U TUTPONHE; BELLeCTBO CYBIHUMHPYETCs 1PH
11arpeBAHUH,

Hpumeuvanus

l. Byecto Ecinio.a MOKHO HCHOIB30BATH 0-THX.10POEH3O.1.

Jpyrue cnoco0bt noayueHus

deHoTHA3HH OB HOJYUYEH HATDeBAaHWEM JH(pEeHN.1aMHHA W
cepw' npu 250-—300°, u3 audeHunnamuHa HelCTBHEM ABYXJO-
pucToii cepbl B 6ensone’ B NPHCYTCTBHH XJOPHCTOTO AJIOMH-
nua® npu 135—160°, TpexX/a0pHCTOH CypPbMH, TPEXXJAOPHCTOTO
wenesa n foaucroit Meant, Ms andenunamnna, cepn 0 foxa® npu
180—190°. }3 tex xe xomnoHentos B pactsope 1,2-auxaop-
Geusona®. M3 ceps ¥ andennnaMuua B aTmocdepe yraexkucaoro
raza®. OnucanHeil Belue crnocof paspaboran Macena n [Manwa®

Bernthsen, Ber., 16, 2897 (1883); A. 230, 77 (1885).
. Holzmann. Ber., 21, 2061 (1888); Bernn, A. 230, 87 (1885,
. Ackerman, Tepmaucknii nar., 222,879 {C. 11, 255 (1910}].
. Ackerman, Fepmanckuii mar., 224,348 [C. 11, 608 {1910}].
. Ackerman, Tepmancknii nat.,, 237,771 [C. 11, 1080 (1911)].
. M. Geiger, C. N. Beck, Awsepuxanckuit nart., 2,433,658 |C. A.
42, 1974¢ (1948)1. J
7 S. P. Massie, P. K. Kadaba, J. Org. Chem., 21, 347 (1956 .
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[poscpuan: B, I' A¢ppuksn, Ao A loxnkan,

llouyuwedmne

B Tpexropyio KpyraofoliHyo Koaby emkocTbio 0.0 .1ur-
pa, ClabxKeHHY0 MEUIAJIKOoN 1 0GpPATHBIM XOJ0ULILHUKOM, [0~
memator 52,4 2 (0,21 moas) ceprokucIofl Mean (pumedanue 1),
30 .2 Bogbt H 68 2 (70 ) nupuauna. Cmect TNPH 3HEPIHIHOM
HepeMeuIMBaHHI HArpesdoT Ha BoasHOil Hane 10 TEX NOpP, 10-
¥a ona craver romoresnofl (40--30 wiw.). Toraa B oaud
npuem npuGapasoT 19,2 2 (0,1 moas) dyponna ¢ 1.1 134--
135° {(mpumeuanue 2) H, 1PONOJIKAST NEepeMelIRsanne, Harpe-

o1



BAIOT B Teuenne 3—3,5 4acos. 3a 5TO BpeMsi TeMHO-TOAVGOTO
IBETA PEAKUHOHHAA CMECL CTANOBUTCA 3e/MeH0ll ¢ KOpHuHena-
TN OTTeHKOM. [10 OXJaXIeHHH COJepKHMoe K0aAOH BANBAIOI
B craxad, copepwkauuil 350 .z x0.101H01 BOB. Beleausinuii-
Csi TPA3NIOBATO-CePOr0 IRETA 0Cdaj OK OTCAChIBAKT H HDPOMBIBAOT
Hd ROpOHKE BIOXHCPH 10 OC)GCILBG‘HIBHHHH NpOAMBIBBLIX  BO
(200—250 ser). Twate bHO OTHATHIL OCATOK UPOMLIBAIOT elie
100 w.7 X0J10AHOTO METHAOBOTO CHHDTA, NEPEHOCAT B KO.GY,
apiusant 1000 —1100 .1 MeTHJA0BOrO CHUPTE M KHOATAT 1
20 s, B oupueyrersnnt 4 2 aktusuponannoro vras. Dopsiunii
pacTBop OTGUIBTPOBLIBAIOT Yepe3 BOpOHKY Dioxaepa (npuse-
yanne  3). [lo oxadaIenun BBUOAIAIOT  KpUCIALIb, KOTOPBIY
oTCacHBAOT W cywar Ha sosiyxe. lloryuawr 12,7--13,1 ¢ me-
mecrBd ¢ 1. m1. 164-—165-.

W3 dsaaprparta 1ocie OTTOHKM 4acTH  paCTBOPHTENS U OX-
JAAICHHA MOMHO BHACTHTH elle 2,223 2 Bemecrsyd ¢ Toil
Ke Tesmnepartypofi miam.Ienus.

O6umil Bexo1 coctaBaser 14,9-154 2, naum 78,3 81,4,
TEOPeTHUCCKOLD KOTIUECTBA.

$dyput, C, HO,, moa. pec 190,15,~—30.10THCTO- KCATOTO
LLBETA HMTOJIbYATLIC KPHCTATIBE, XOpOUIO PACTBOPHMBIE B aleTo-
HE, X.10p0OpNE, C TPYI0M PACTBOPSIONHECH B CHHPTAN M He-
pacTBoOpHMBIE B Bole.

IlpumMmeuvanmnasn

1. Jdas owunctenns NMpHMEHSIOT THIPAT CEPHOKNHCION Melu.
COIePAKAWMIT 5 MOIERV.T KPHCTAJNAUIAUIOHHOHT BO.1bl.

2. ®ypond moavuen MeroloM, pa3patoraunny aprsanom
i lukranomt

3. Bopouxa Bioxunepa 10.1kn8 S8Tb XOpPOWO HPOTpETA, B
NPOTHBHOM CJay4de, BeILECTBO, KPHCTALTI3YACH, 3adipaeT  O7-
BEPCTHA H HMEIOT MECTO MEeXdaHIUCCKHE [OTepiL

[oh

Apyrue cnocoGnl NOJAYUEHHsE

®ypua OLLT DOAVICH OKHCAEHHEM COHPTOBOTO  pacTBOpa
(DYPOHHA KHCIOPO; 0N BO3AVXA B NPICYTCTBHII HE3HAUNTE.ILHEIX
KOANMUECTB UleT0un’, MeTi1aTa HaTpus®, GEH30.1LUNTO PACTBOPA
dypouna u upHCVICTRIL 3" -HOH ama.iblaMbl TeL1ypdl, OKHCIC-
HueM (pypoHitd B KHCAOI cpeile B APHCYTCTBIH VKCVCIOKHCIOTO
kO6aAbTa" npu remnepatype 95--100  u B NpHCYTCTBHM OKICH
BHCMYTA [IPH MATPEBAHIN! HA BOAHO{ Gane B redene 45 Muny1”,

Dypia GBI H0IVUEN TaKKe OKUCIeHHEM (YPOIHI HuTpi-
toM aMsmonua’. [lpnpeiacinas Hpouuwch ocHoBana  hn puadore
[Maprmana 10 Juxkast.

t W, W, thactman, J. B Dickev, Jo Am. Cheunr. Soc. *55, 1228 (1933 .
2 E. Fischer, Ann. 211, 2211 1882); Ber. 13, 1337 i 1880 .

3 B.B. Gorson. R. W. SeAllister. ,J. Am. Chiem. Snc, 51, 2322 19294
4 1. P McHaon, M. ) Sonlal, 4. Chem, Soc, 2771 11952,

5 J. (3. M. Bremner, D. G. Jones, Aurmnicknit nar. 603,021 1948 |

[C. A. 43, 690f 1919)).
5 W, Rigbv, J. Chenm. Soc. 793 11951).
7 B. Klein, J. An. Chem. Soc. 63, 1474 1941

1-2-®pYPiA-2-HUTPO3THIIEH

N i '
1 x - - . NaO i “ T ) .
[ U)u.o e, 0, 20 | PCH=CHNO, 5 H.0

Hporepian: B 10 Adpuwsin, I AL Nopensii.

NoayuyeHne

B uertnpeNropayio KNy 10 0HH VIO K010V evxocTuio H0N L,
CHabIKeIIVIO MCMAJIRCN. KUIETIbHO BOPOIKOM,  BO31Y LN
NOJOAMALHHEGA B PCPMOVETNOM, HOTPVIKCHHLAL B HILIRKOUTD,
noxelawt pactrop 16 ¢ e1koro narpa s 802 pOIH I 200 .t
METILIOBOr0 ChipTit, Peakinonnyo K00y [P Hepe el Banit
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apperTyBHO OX1aXaaloT cHapyxH. Korga Temneparypa CHHKa-
ercs 10 —15°, u3 xanenbuo#t BopouxH B reueHme 30—40 Mmus.
npuansaior 14 2(0,23 monsa)anrpoMetana c¢ T. kuil. 102°/760 axu
¢ TaKOll CKOPOCTHIO, UTOOH TeMIepaTypa CMeCH He MNOAHHMAJACh
srite—10°. [To oxouuaniy meanenno npuausaior 100 s rexsuoi
poabel u B Teuexne 15—20 muu. 20 2 (0,21 moast) ceekeneper-
uaudoro Gypdyposa, noanepKUBaIT TEMOEPATypPy CMECH B Ipe-
nenax —10°, —5°. Jlpubasuz emwe 10042 1easucil sogsl, nepe-
MEeHInBaloT cMech B rcucHue 10 munyr.

ITpospaunsiii pacTsop BAMBAIOT B CTAKAH, COJAEPHKAILUil
25 M. KOHUEHTPUPOBaHHOIl ceproil  wucaotsl H 200 .2 ROAH.
Brinasmnii kenTo-3e1€HOBATOrD 1BETA O0CAZOK OTCACKBAIOT H
npoMuiBajor 100—150 a2 Boaw. Xopomo orxarsil  upoaykT
pactBopsiioT B 70 w1 ropauero uerTpipexXJAOpHCTOTO yraepoja
H OTAeASI0T PACTBOP OT BRIAAMBUIEroCs HEGOJIBLIONO KOaUye-
crpa BOAH. [IpH OxnakeHuw pacTBopa BHNAAIOT KPHCTAMIH,
KOTOphle OTCACHBAIOT U cyinar Ha Bosayxe. [loavuaior 22,3—
23,0 2 pemwecrsa ¢ 1. M. 74—75°

M3 Matounuka nyTeMm oTrouk# GoO.ibliedl YacTH PACTBOPH-
Teas BujenagioT eme 1,3—1,6 2 nporvkra ¢ Takodl ke TeMne-
pPaTypoil nJaBaeHud,

OBwiui Beix0a cocrasiaser 23.6—24,6 ¢, uto COOTBETCTRY-
er 81,6 - 85,1%, TeopeTHuecKOro KOJIHYECTBA.

l-z-pypuia-2-uutpoaruaen, CglI,NO,. wmoa. sec 139,11,—
AENTO-3€/1EHOBATOrO 1IBETA KPHCTALINYECKOe BELLeCTBO, PACTBO-
puMoe B OOBIUHBIX OpraHH4YecKux pacTBOpUTEAAX H HepacrTBo-
DHMOe B Bole.

Hpyrre cnocobbi noayuenus

OypHAHUTPOSTHACH GBI TONYUEH BIAUMOLEHCTBHEM HUTDO-
MeTawa ¢ PypdypoaOM B NMPUCYTCTBHH €IAKOTO Kaau' uad Me-
THATA HATPHA B Cpele METHIOBOro COMPTa®® a TakxXe B ilpu-
CyTCrBHH enxoro narpa*>®.  Tlpusenennas BHIIE NPOMHCH pas-
pagotana Moabnenrayspom, Mpuonom 1 1p.°.

' J. Thiele, H. Landers, A. 369, 303 (1909

? B. Priebs; Ber. 18, 1362 (1885).

* L. Bouveault, A. Wahl, Bull. Soc. Chim. [3] 28, 525 {19031,

* 3. V. Hasapora, XKOX, 24, 575 (1954).

® M. Okawara, J Chem. Soc. Japan, 56, 90 (1953) [C. A. 49, 4618d
11955)].

® H. Saikachi. H. Hoshida, Yokugaku Zasshi, 78, 917 (1958} [C. A.52
20113b (1958,].

7 0. Moldenhauer, W. lrion, D, Mastaglio. R. Dfluger, H. Doser.
A. 583, 37 (1953); V'epmanckuit wat. 918, 148 (1951 [C. A. 52, 15590h 1 1958)].

2-OYPHJISHTAPHAY KHCJOTA

ﬂ()UCH:C@OOCJ&)f%KCN+2KOHi—%uO _—

E;)ﬁncnmoom,+2gn4nrpwm
CO0K

o | O'CHCH(COOKMA-mhso;——+
}
COOK

QB()HﬁHCﬂﬁOOH{MQSO,aQCO:
COOH

Mpexnosuan: O, JI. Mugxonn, 3. P. Barnacapsau.
[posepuan: 11 A, Baduan, A. A, TawBypau.
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[MoayueHue

B aRVTOPAYIO TOAYIHTPOBVIO KPYTIOIOHHYVIO  KOI6Y.
CHAGKEHHVIO MEIUaIKoll ¢ 3aTBOPOM H O0paTHEIM  XOJI0ULTBHK-
ko, nomemawr 25 2 (0,1 Moas) ausTHIOBOTO 3(DUpa Pypdhy-
PHINZCHMAI0NOBOMR KHCT0TE  (cM, ,CHHTe3B TeTepouik.IUe-
cxux coexnnenniit, 2, crp. 40) B 150 4.2 93" ,-HOrO 3TIIOBOTO
cnupra n jo6asaaior 14 ¢ (0,21 Moaa) muanucroro kamid, pa-
crropeunoro B 60 w.l BOAHL

CuMecs npi HenpephBHOM NEPEeMEeUIHBIHKI  KUIATAT 114
R0:1a40f GuaHe B teuenne 6—8 vyacos, 3ares npubasigior 12,5 1
10,22 Moaf) ©IKOTO KddH, pacTBnpedunoro B 13 s.2 soaw. Tlpo-
J0JKAIOT KINAUene npH nepevemwnsaiim g Teuenie 20 4acos,
OTTOHSIOT CHHPT H oCTaToK Kefirpaansyior 20° »-noit  cepuofi
KHCAOTON 10 KHCIOM peawiiln HAa KOHro (mpumedauue 1). Bhi-
1CTUBHIYIOCH HPH PTOM  KHCIOTY 3KCTparipylor tpems nopiu-
amir apupa no 190 w7 xamaaa. CoelnneHHHe SKCTPANTH BRICY -
HIMBAIOT 1Al TPOXAJIEHHBIM CEePIOKLC.IBIM HATPHEM, mocie OT-
FOHKH 3(Hpa OCTATOR 3dKPUCTALAHIOBLBACTCH. BEIXOT CHPOTO
npoayxra ¢ 1. wi. 135—137 20 e. Iloyuennoe Ttaxint o6pa-
30M BEIeCTRO NOABEPraioT OUYHCTKE KHIAYEHHeM C KHBOTILIM
vraem B mévruiosom adupe (npuvesanue 2). [octe nepekpu-
crariusaunn . 1. 148 —149 ¢ sexon 12,0—12.5 2, wan 62,1 —
64,6°, Teopernueckoro ko.uuectsa (npuveuwanne 3.

2.@ypuasinrapuas knciora, CHO, woa. vec 184,15, cper-
10-PO30BATOr0 HBETA KPHCTALTHIECKOE BEULeCTRO, XOPOOo pi-
CTROPHMOC B CHHPTe, koiAe M 3hupe, TPYIAHO PACTBOpSICTCA B
X0.10:K011 BO1C H AHOYTILIOBOM 3(pHPe, I10X0-—1 Hen30.1e 1 X.10-
pothopme. TIpir CTodii Ha €BCTY TCMUCET.

MpuwmeuaHus
1. Tpn nefirpadnsaiiid 1PONCXO T TUKKE 1CRAPOORCH.II-
poBaHIe.
20 Tlaw oouncersrr 20 2 SHPOrO NPoIvETA € D ¢ KIBOTHOTO
vivas knnatse o 100 s anbytiaosorc sdipa poTetedie 3—5
MHH. 1 OTDUIBTPORKBAAIOT B TOpaYeM  covtosHin.  Bullanine

62

npi  OXJGKIACHUHI  KPHCTAJAAB  OTQWABTPORBIBAIOT, YIO0Jb ¢
(duabrpa eie pa3 KuoaTAT ¢ QUABTPATOM I CHOBA OTACIAIOT
Bpinagmue kpuctaais. I3 duibTpatd npuH yMeHbWeEnHoM 1an-
JeHud OTTOHsHOT Ha BoadHoil Oane npubausurenvuo 60--70 g
anbyTuaosoro sgupa. M3 ocrarka OpH OXAMICHHH BLITATIET
elie HEeKOTOPOE KOIMeCTso Kuci1oTH. Beero mnoaywaercd
12,0—12,5 z Beumecrsa.

3, O4HCTRY MOXHO TAKKE TOPOHBBOIHTL HOJAyUENHeM i
HOCIEAYIOIM OMBLICHICM AN3TILIOROTO apupa Gy puIsnTaproil
kHCAOTH: cMechk 10 ¢ dypuasurapioll Kucaortw, 60 w1 adco-
JIOTHOTO 311108010 ciniipri i 9,8 2 KOULEHTPHPOBAHNVIL CRPHOI
KHCOTH KHANTHT B Teuenne 12 yacoB #a BoAsHOl Gane, oTro-

_HSUIOT G0/BIYIO UACTb 3TIIOBOFO CARPYA, OCTATOR  0Hpadarei-

BRIOT BOUILIN PACTBOPOM YVIVIEKHCIOTO  Kaaus [0 @101
peakia 1 sKcrparnpyiot shupoy. [locae  BeCYmIIBANHL  HAT
N POKAJICHHBIM CePHOKHCTBM Harpuew{ OTTrOHAWT 3PP H OCTATOK
neperoHsiior B Bakyyme. Temneparypd KuleHHs 130—132 1 ;g
suixoa 10,1 2, wan 776", or reopuu.

Tlas oMuaeuns cvecs 6 ¢ 1H3THAOBOrO hrpad ypuaan-
TAPHON KHCIOTHE I pACTBOPa 4 2 eaKkoro xami B 20 1 50" ,-110-
ro cnupra KAmATAT B Teweime 5 —0 uacoB, OTrOHAOT CHUPT
Mph YMeHbIIGHHOM 1ABICHIIH, OCTATOK HPOMBIBAIOT HeGOLININ
koanuecTBoM 3cupa, pazdasasior 40 a2 roB,  NOAKICHIOT
pa3GanaedHoft coasHoil KiC10Tol 1l 3KCTParupyior sdupos. Flo-
C/ie BLICY UIHBAHHS CEPHOKHCIBIM HaTpUEM H OTTrOHKYH pﬂC’]'I?O'
pureas octa1ok  3aspucrarinzosusaerca, T, i 100, Brxox
4.5 2, wan 97,8%, reopun.

Hdpyrue citoco0bl NoAyucHHS

1. 2-QypILIstHTApHEd KRCAOTA [OAYUALTCsH  1310ke OMbLie-
HHCM  2-niia- %=, 2=V pPIHPOAHOIOBO  KICTOTH  BOUIBIM - -

CTBOPONM €IK0T0 Kaan'.

PSS Sandehin, Ber, 31, 1120 TIRUS.



XUHAJIbAKHOBAY KHWCJIOTA

X X
/\cw + H,031NaOH —> /\coomr +NH,
NN NN a
X
N + HCl ——> -~ NaCl
\NyCOOl\a \N/COOH

Mpeanowuan: 0. J1 Momiosy, b . [reisan.
Mposepaan: A, T. Meprusn, B, B. XKornna.

floayuedue

B Tpexropayio KpyrioAOHHYIO KOA0Y @MKOCTBIO 0,5 1,
CHAGKEHHYI0 MEIUAaJIKOH € 32TBOPOM, 00PATHHIM XOJOLHADHHKOM
u Tepmomerpoy, nomemtaior 20 2 (0,13 Moad) HHTPHAL XMHATb-
AnHOBOH KucaoTh (cM. crp. 34) u 320 4z 4N pacrsopa eako-
ro natpa (npumeuanne 1). Cvech narpesaior mpy 100> {remme-
patypa cMecs) B Tewenne 6—8 1acOB, 3arCM AAIOT OXJANTHCH
10 KOMHATHOH TemmepaTypol. DbiNdBIUHi 0CAA0K HATPHEBOH
COMH XHHAJAbIHHOBON KHCAOTHl OT(H.ibTPOBBIBAIOT, [POMBIBAIOT
spupom (npumevanue 2) u 00padaTHBAIOT 2N pact30poM COIAHOR
KHCAOTH (mpumeuane 3) no 3wauenns pil pasnoro 3--2. O6-
PA30BABLIMECS JKEITOBATO-PO30BLIE KPHCIAMADbI XUHAJIBIHHOROH
KHCAOTH OT(UJABTPOBHBAIOT, IPOMBBAIOL HA (HAbTE JeldHoN
Boloil 1 Bucymnsalor npu 1007, [lpn oxqamiewnn Quasrpa-
TA BLNAZAET €ILe HEKOTOpOe KOAHUECTBO KHCA0THl. [loayuaer-
csi scero 21,6— 22,0 2 npoaykra ¢ 1. 1. 150—152°. Tlocae ue-
PeKPUCTALIN3AUNH H3 aBCOTIOTHOTO Oen3ona 11 BBICY LHIBAHHA
npu 100—105° 1. nn. 1567, suxoa 19,5—-20,0 2, wan 87,1—
89,3%, TeopeTHURCKOTO KO/IIYeCTBd.

Xunaabidnosad wuciora, CpHNQ,, woa. sec 173,17,
XOpOWO PACTBOPHMA R TEILIOA BOLe K rOpiiey beinso..e.

64

MpumedaHHus

1. lpu omblaenun 2N pacTBOPOM €AKOrO HATPaA 6oabLIaA
4acTb COJH OCTAETCA B pacTBOpe, NO3TOMY Tpebyercs N0TONHH-
TeabHAS OTTOHKA BOAL B BAKYYME JUIS MOJHOTO BuIAEAEHHH COMY.

2. [locae BLICYUIMBAHHA HA BO3AYXE BHIXOA N0V YeHHOH
C3eT10-KOPHUHEBOIl HATPHEBOH COJAH XHHAABAHUHOBOI KHC/IOTHI
NOUTH KQJUAUECTBeHHbIH.

3. Tlpu ucnoan3osauun 4N CoaAnofi KHCAOTH TPYAHEe pe-
y.1MpORATH KHCJIOTHOCTH PACTBOPA, BCACICTBHE 4YETO BOIMOMXHO
06pa3oBaHe 3HAYATEIBIOrO KOJIHHECTBA XJAOPTHAPATA XHHANb-
JHHOBOH KHCAOTHL.

ByeCTo CONAHON KHC.IOTHL MOZKHO 110.1b30BATBCH YKCYCHOH
KIICJOTOI.

Hdpyrue cnocoObl NOJyUeHUs

N{HajubAAI0OBAS KICI0Ta MOMer ObTb NMOJAYUCHA OMblie-
HHEM HHTPHAA COJsiHOI KHCAOTOR', OKHCICHHEM XHHAILAHHA
ABYOKHCHIO cenena® # XpOMOBOI gacaoroit®. OkucilendeM Oed-
3a1bXHHAALINHA XpoMOBOil KueaoTol'!. THAPOIH3OM 2-TPHXJAO0D-
u 2-TpHOPOMXHHAALAHHA'  Pa3GaBJCHHOI cepHOit  KHCAOTOA.
Harpesatnes 2-(5,5 - 1MOKCHHZONPONILT) XHIIOIHHA H.TH 2-(3,9,5"-
TPHOKCHTPETHUNOOYTHA) NHIOAHHA € KONUEHTPHPOBAHKOIT 2307~
qoil KHeI0ToH.  BocCTanoB/ARIHEM OKCHXHHANbLHHOBOI KHCAO-
Thi 1O UCTOBOAOPOAHON KHCAOTOH H KPACHBIM ¢docpopom. Iar-
pepadiem 1-0eH30u1-2-uHaHo-1,2- ANTHAPOXIHOMMRA C 36% ,-vofi
conAHON KACAOTOR®. [HAPOIN30M THOMOP(OAHAA XHHIIbLHHO-
poil KHCxoTHY. KapGokCiHpoBaHAeM 2-XHHOIHAANTIS YTIeRAC-
40TOi B cpaae TeTpardaporhy pana’.

1M Henze, Ber. 895, 1566, 119361,

1. Henze. Ber. 6713, 750 (1934).

3 (. Docbner, W. Mitler. Ber,, 18, 2472 (1883}

4 W Milier, L. Kramer, Ber,, 24, 1915 (1841).

s ), 1., flammick, J. Chem, Soc., 123, 2882 (1923).

©
>

60



¢ W. Koenings, Ber, 32, 226 (1899); M. 25, 1198 (1904); E. Be:-
thorn, J. Ibele, Ber., 39,2329 (1906); M. Turnau, M.23, 155 [1907}; Ber., 42,
2698 (1909).

" (. Heller, A. Saurlis, Ber., 41, 2700 (1908).

¢t R L.Cobb, W.E. McEven,J. Am. Chem. Soc. 77, 5042 (1955 .

9 F, Schmitt, M. Suquet, Bull. Soc. Chim. France, 755 {1956).

v H. Gilman. Th. S. Soddy, J. Org. Chem. 22, 565 (1957).

XNOPAHIHAPHUI N-METHN-N-BEH30®YPOYPUJI
KAPEAMHHOBOH KHCJIOTbI

© CH, CH,
N ey
CH,NH - COCl, —> H.N—C--CI - HCi
X N0 2 2 \O/C = :
9]

Mpeaiomnan: A, JI Maaxosi. M. A, Kaaipuksn.
Mposepuau: H. A. Babnan, A, A. Faubypsan.

Moarnyueunne

B iByropiyio Kpyri10JZoHHYI k0I0y emkocTsio 200 .1,
CHAOKEHHYIO KaneabHn{l BOPOHKON H 0OPaTHHM NO.I0ANIbHHKEOM
¢ Xlopkanblueso#t TpyGkoil, mnoMewator 70 s 50° j-noro To-
JIY0JBHOTO pacTBopa pocrenia (mpHaeuanns 1w 2).

IIpn oxaaxpenuu Ko40Bl JIb10M H COIBIO M3 KaMEIbHON
popouxy B Tedenne 30 muuyr mnpuauszior 16,1 2 (0,1 moan)
Gensohy pdypuaMernaamunn (M. ,CHHTESH TETEPOILIK.IITUECKEX
coeannenni®, 4, crp. 21), pacrsopensoro b 90 .1 4GCOMIOTHO-
ro toayvoaa. CMech OCTaBAKIOT NPH KOMHATHOMN temieparype B
Teuenne 1 uaca, MOGIe Uero HarpesaloT Ha BOAMO# Oane 10
HOAKOLO PACTBOpPEHNA OCHIiKa. Ha uTo Tpebyercs 45—60 wmuh.
110 OKOHUAHMHU pearuuil OITOHSIOT TOIVOd B BAKyyMe BOINO-
Crpvilioro HACOCd, 4 OCTUTOR LEPEeroHsioT P YMCHbIHEHHOM
aasteunn. Temnepalvpa wmienna 162—165 4 v, Tlpu cros-
HED BENleCTBO KpHc1alausvercs; f. o1, 65—66°. Buxon 16,5—
17.5 2, i 73,9--78,4% ) TEOPETINICCXOTO KOTIIECTBE.
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X.10paHTHApUI N-yeTua-N-GensopyphypH1 kapoaMitHoBOR
kucaors, CyH CINO,, mo1.  sec 223,66,—x0poIilio PACTBOPHM
g supe, Toayoae, ancrone # Gensoae, MIOXO—R DCAE.

MpumMmeuwaHHus

1. OnusiT HEOBXOAIMO TPOBOAHTh B XOPOUIO AEHCTRYIOIEM
BETAKHOM 1kady. Bepxunil KoHeN xJopKanbigenolt TPy OKH
COGLIHAIT co CKasHKol THILEHKO, conepxaleh 200/,-HHIl pa-
CTBOP eAKOrO HATPA H CAykallell 11d MOTIONIEHMs  BELIC.THIO=
QX Csl TPH Peakilak XA0PHCTOro BOAOPOAd H u3duTKa docrena.
9. Jlan noayuenust 50°%,-#oT0 TOAYOIBHOCO PACTAOPd ¢oc-

rena B K06y, CHAGKEHHYIO [A30NDHBOAHOM H ra3o0TBOMION

TpyOKaMi, NOMENAoT 75 M4 206COTIOTHOCO TO.IYO.1d, BIBCIIH-

BalOT | MpPH OXJAAKIEHHH 1p1OM H COTbIO H3 faagona npony-
ckaioT ToK (ocretd 1o npuseca 37,5 2.

Jlpyrue cnocob6nl noJqyyeHus

X.topanrnipua N-merna-N-6eu3obdyphypuakapbaryimanoi
1
KHCAOTH Gbi1 1OJVUEH TOABKO ONHCANBBIM BRIIE cnocafoum’.

AL JL Muawonn, M.A. RKazipursi, Fas, AH ApwCCP, NIL 14,
(1961 r.)



XNOPIrUAPAT 2,4-IWMETHN-1,5-BEH30AMA3ENHHA

NH,
qip F CHCOCH,COCH, + HCl ——
CH,
!
N=C
/ ~N
CH, - HCI — 2H,0
“N=c”
1
CH,

[Tponepuau: T. P. Oscensan, C. T. Ar6aasu.

HNoaydqeunne

B Tpexropayio KpyrioloHHyIo koa0y eMiocrbio 250 sz,
CHaOKeHHYIO Measkoll ¢ 3aTBODOM, Kane.abiioil BOPOHKOH U
OGpaTHHM XOJIORH/IBIHKOM, NoMmemaior pacreop 10,8 2 (0.1 mo-
aa) o-pennnenanamuna ¢ 1. ma. 102° B 40 mz stuaosoro cnap-
Ta u 17 ma nepauoit yrcycuolt kucaorn. K nonyuendomy xes-
TOMY pacTBOPY TIPH NepeMelIHBAHUK U3 KanedbHOH BOPOHKH B
Tedenne 15—20 mnu. npunusawr 10 2 (0,1 moan) auerusa-
auerona. TeMuo-pu0JIeTORBA PacTBOP BAKBAIOT B CTAKAH, COLED-
#amuit 200 ma poaw 1 100 2 konorOro AbAd, W MEAACHHO
npuanBait 40 M2 KOHIEHTDEPOBAHHON COAAHONH KHCAOTH (OpH-
meuanue 1). Boaeaupwmufica xaopruapar 2,4-numertui-1,5-Gen-
30Ha3€NHHA OTCACHBAIOT W Ccywar (npaMeuanue 2). Becyied-
HBIEl HA BO3/YyXe OPOIYKT maaButcs npn 212—213° (mpumeya-
Hae 3).

Buixon 19,9—20,0 2, uau  81,3—83,8%, teopernneckoro
KOJIHYECTBa.

Xaoproapar 2.4-aumetua-1.9-6ensonnazennua, C, HLN,-
HCL-2H,0. wmon. pec 244,73, kpucraam@yercs B RU1€ UePHBIX
HIJI, XODONIO PACTBOPUMBIX B BOLE H VKCYCHON Kkdcjiore, 110-
X0—8 cmupre,
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MprnMmevyad nd

1. 2,4-Jumetun-1,5-6eH3011Ha3eNHH  MOXHO MOJYUYHTb B
BHAe CEPHOKHCION COAH, npUGaBAf K TEMHO-(QHOICTOBOMY pa-
CTBOpPY, MPHTOTOBICHHOMY OMHCAHHHIM B TeKCTe Cnoco6om,
100 2 KoJ0TOTO AbAa U 15 M4 KOHIEHTPHPOBAHHON CepHON Kn-
CA0TH. Beizenupuireca (uoOJIeTOBHE KDHCTAAJb (TCACH BAOT,
NPOMBIBAIOT 3TAHOIOM H 3(QUPOM, a 3aTeM BHCYLIBBAIOT HA BO3-
aAyxe.

Beixon cepuokucaoro  2,4-amMeTi1-1,5-6en30AHA3eNHHA
23,5--25,0 2, nau 87,0—92,5%, TCOPETHUECKOrO KO.IHUeCTRA;
T. na. 208° (¢ pasnoxcenuen).

2. [pyu BLICYMUBAHHA B BAKYYM-3KCHKATOPe XJOPTHApAT

9.4-numeru.i-1,5-Gensoanazennia Tepaer KPHCTALIM3ANHOHHEYIO

BOAY M CHOBA OHICTPO IIPUCOPAHHSCT, €€ HA BO3LyXE.

3. Ecau moJAydeHHHH HPONYKT NJIABHTCA HHKE YKa3auiio#
TeMNepaTvpH, ero MOXKHO OUMCTHTH, pacTBOPHB B 12 Becosux
YaCTAX BOIbi H 0OCAAHB OBLICTPHIM OXJdKIAEHHEM.

Opyrue cnocoObt modyueHHs

Xaopranpar u cyabdar 2,4 mimerui-1,5-Gensonnasenuna
GBI OAYUEHbl TOAbKO BH{IIEOIHCAHHDIMHE METOLaMH.

[puBeaenHas nponuch ochoBana ua paborax Tuse w
Witefimunral u Baasrpona u Punapaca®’.

v J. Thiele, G. Steimming, Ber. 40,955 (19071,
2 ). A. Barltrop. C. G. Richards, Chem. Ind. 466 (1957).
1 1. A. Barlirop, C. G. Richards, J. Ciem. Soc. 1132 (1459).



8-XJIOPKOPENH

CH;-N—CO
l } CHJ ] CHK

0C C--N + Cl, —> OC C—-N + HC!
CH 1 NCcl
.
CH,—N——C—N"

MNposepuan: B. I'. Adpukan, M. I'. Hunkep.

MoanydeHnne

B autpoByio TpeXxropayio KPYr.I0JI0HHYIO KO.10Y, CHAOKeH-
HYI0O MEuankofl, 06paTHBIM XOJ0AMABHHKOM C XJ0DPKAAbLHEBOI
TpyOKOH H rasonpueoaHOH TPyOkoil, 1oxoasiuedl A0 jAHAa Koa-
6w, momemawoor 58,2 2 (0,3 Mouan) kodenna 8 500 Mz abcoaioT-
oro xJopodopma (npumevante 1). Ilyctng B X0A  Mellanky,
HAarpeBaioT Ha BOAAHON 6GaHe [0 KUNCHHS H 4cpe3 KHNAWMH
pACTBOP [POMYCKAIOT yMeDeHHHH TOK CyXOro xJopa (npEMeua-
une 2) B reventie 30—40 muu. (npumeuanve 3). Ilo oxouva-
HHU NPO3PAUHBI PacTBOD (QHUJABTPYIOT, ONOJACKHBAIT KOAGY
35—40 ma abconaoTHOro  X/0podoPpMd, DPOMBIBAIOT  QUIBTD
3THM XJOPO(QOPMOM, IEPEHOCAT (HALTPAT B  BHIHADUTEABLHYIO
4AUIKy M, NOMEWHBAA CTEKAAHHON TNaJ0MKOH, BHNAPHBAIT i
BoaAHOH Oane 10 3arycteHus. [lp ox.axienHu macca 3aTpep-
nesaet; K Hel npuausalor 400— 450 a1 x0101HOM BOABI, TULA-
TeAbHO PACTHEPAIOT, OTCACHBAIOT ¥ NPOMHBAWT 0CAAOK HA BO-
pouke Bioxnepa 100—150 w2 xonoanofi Boibi. Xopouwlo OTHKA-
Teifl MPOAYKT EBBICYLIHBAWOT HA BO3AyXe (npusMeuanue 4),

Brixoa 64,8—66,1 ¢, win 94,5—96,5%, Tteoperuuecroro
KO/N4eCTsa.

8-Xaopkodenn, CHCIN,O,, mo1. pec 228,65, -Gecuner-
nOe KpHCTAMIHUeCKOE BelleciBo ¢ T, 1. 186—187°,

Beulecrso naoxo pacrBopAeTca B B0Ae 1 OOHYHLIX OPrd-
HHYECKHX PAaCTROPHTEIAX.
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MpumeuwaHnis

1. Kodeun caeayer CYHiMTb B TEHCHHC 5--6 wacoB npH
remnepatype 1207,

9. X40p BHCYILHBAIOT MPONYCKAHHEM Uepe3 CCPHylo Kuc-
qoty. O6patublit XOJOMLILHHK OJHOBPEMEHHO C/AYXKHT H raso-
OTBOAHOI TPYy6KOH 175 ylaneHus XJI0PHCTONO BOOPOJAA H H3-
OHTKA XJ10pa.

3. Buauajse MNpONYyCKaHHA XA0PA BELIRAAETCH OCAAOK, KOTO-
pLift 3aTeM, MpH NOCIeNyonleM NPONYCKAHIKE XA0pa, NOCTENeH-
HO MepexoiuT B pacTBOp. NPenpalldncy B xaopropenn. KN KOH-
Wy PeAKUIINM PACTBOP CTAHOBHTCA NMPO3PAHBIM.

" 4. O6buHo XJI0pPKOGCHH foayuacTcd B BHIC GeciBeTHOTO
UpOIYKTa XMMHUECKH 10CTATOMHO HHUCTOTO. [Mepexpucraiinza-
Uis M3 Kenslieil BOAb TOBBIMIAGT: TEMNEPAaTypy naaiacHud m")
188>, paHaxo aafd AaapHefiiuX CiHTEe308 npiroael i CH POl

11pOAYKT-
Jipyrne cnocoObt noay4eHus

8-Xaoprodend Opl1 nogyten H3 8-x.J0pKCANTIHL  HIYTEM

.1
\eTILTIPOBAHNA [I0AHCTBIM METIIOM 1O Gumepy’. HpuseaernHas
Bpe HpolchL paspaGorana driepo i Puusou™.

¢ F. Fischer, Ber. 30, 2336 (18974 R. K. Robins, B. F. Christensen,
1. Am. Chem. Soc. 74, 3624 (1932). -
= . Fischer. 1.. Reese, A. 221, 436 (1883).



i-HHAHALLETHII-3,5-TUMETHIINMUPA30M

NH., CH,—C-—- CH, CH,—C ———Cll
AN ‘ Lo HC i il
NH o+ 0O C-CH, —» N C-CH,
! . N7
COCH,CN 0 ‘
, CCH,CN
1
QO

[poeepuan: B, I'. Adpurau, T. H. Bacnnwvesa.

MoayuyeHwUe

B naocko10HH0l kKoa6Ge emkocTeio 100 w2 rorosar pa-
creop 9,9 2 (0,1 voas) uwanauetnaruipasuaa ¢ 1. ni 143
145" (npumeuanne 1) 8 30 .7 COASHON  KHCJAOTBL  YA. BeuH
1,051 (npuseuanne 2). K 00AyUEHHOMY PACTBOPY TPHINBALT
TeuyeHne O MHH. DIl SHePrHYHOM [OMEIUHBAHHHE H OX/Jd4K]1e-
uan nporounoli Bolofi pacrsop 10 2 (0,1 moas) coexeneper-
WaHHoro aueruaanerowa ¢ 1. kun, 130 -1357,760 wma B 12
aBCoaI0THOTO cnnpTa. Buiieausisniicsd ocaaok OGwuCTpo OTCACH-
BAIOT HA BOpOHKe D:oxhnepa M rularespbHo npomssawor 100
150 4.1 Boaw. Beicviiennoe Ha BO3AYXe OECIBETHOE KDHCTAI-
Amnueckoe Bewecrso maasutea npn 120--121° (npuvenadie 3 .

Buxoa 10,4—10,7 ¢, nan 63,9—063,3Y'; TeopeTHUECKOTO RO
JMEeCTRa.

1-Unananerni-3,5- averwannpasod,  CJHN;O.  asoa. mer
163,18, HepacTBOpIM B BOJE 1 pACTBOpAETCA B OOHIUHBIX Opru-
HHUECKHX PACTROPIHTEIAX.

HHpuMedaHdsud

1. Fugpazil nianyReycHofl KHGIOTHL [MOJIVUEN 113 3THI0-
80ro s3dipa KHCIOTH H TILIPATA FHAPU3HHA TI0  pponucn  Po-
TeHGypra’.

2. Konnenrpains KUCI0TH CHABHO OTPAAKALTCH HD BHXO.1:
OPOAVKTA PEeaKililh. Dostee KOHUCHTPHPOBAHHAA  KHCIOTA CHI-
AUCT BHXOL.
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3. MepexpucTasiu3aiia BeIleCTBA HE OTPAaKALTCHA 1A TEM-
neparype NJIaBIeHHS.

Apyrue cnocoGbi NOJAYUCHHS

1-Luanawetna-3,5-1aMeTHANHPA30L OB TOTYHEH TOALKO
OMHCAHHBIM B TeKCTe cnocofoM, paspabortansbiM Praom u Meiie-
poM=.

1 R, Rothenburg, Ber. 27, 687 (1894].
* W. Ried, A. Mever, Chem. Ber. 90, 2841 (1957).

2-UMAHIIUPHMH

N cuC I \\| CuB
.+ CuCN — -- CuBr
u\_wiB‘ | N

Mposepivi: H. M. Oranzxansi, B. C. Corosmonisu,

Moanyueuue

B koaty K.a#izena eMrOCTBIO 75 m.a nomemaor 19,7 ¢
(0,22 Moas) Ge3R0JIHOH LUAHHCTON  MEILH (spuwvcuanue 1) 1
31,6 2 (0,20 Moaa) a-GpoMmupmiuHa ¢ T. xun. 93—94 725 aru
(npuMeyanhe 2). CMech OCTOPOXHO HATPEBAIOT COHPTOBKOIT /10
auaaa peakium, @ 3aTeM HATPEBAIHE BE1YT TaK, 4To6nl o6pa-
3yI011eCCst BEHEeCTRO 1eNPEePBIBHO NePerousioch. Cean  peix-
H# UAUHHACTCS OueHb OYPHO, PEAKHMHOHHYIO KO.I0Y  ON.LKLI-
(0T KPATKOBPEMEHILIM [HOrpYAKeHHeM B BoLy (lpAMeuanhe 3u
1), Toayuenusit aectai1at npoupipaior 20 a4 10°/,-1ioro pa-
CTBOPA €IKOIO HATPa. MAC TAIHCTHI ca0li OTARIHIOT, & Nle10t-
HO{l SKCTPArHpYOT 1Ba  pasa sdupom HOpUnANH 110 50 .1
DphUpHBLIC IKCTPARTH HPHCOLNHHAIOT K OCHOBHOMY HPOAYRTY NI
BBICV HHBAIOT HPORKATCHIBIM CEPHOKICIBIA HaTPHEM. Jdup orro-
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HAIOT, @ OPOAYKT OePeroHsior B BakyyMme, co6upan ppakiHio,
runamyo npn 121—122°/25 . TMoavuaor 12,1—12,6 2, wuan
58.2—-60,8°, reopeTH4ecKOro KOJAHYECTBA 2-IHAHNHPHANHA B
BHJE GEeCiBETHOH KHAKOCTH, KOTODad IIPH CTOSAHHHM 3AKPUCTAJ-
JIM30BHIBALTCS; T. 1. 27--28 .

a-Unannupuann, CH,N,, soa. Bec 104,11, Gecusernoe se-
UECTBO, PACTBOPHMOE B OOLIYHBIX OPraHHUECKHX pacTBopiiTe-
JIX M B BOJE.

MpumMeuvuanuan

1. llnanucTan seab nodyuena no ¢lIelviotledl Mponucu: 8
3-1HTPOBYIO KPYIJICHOHHYIO KOAOV, CHAGMEHNVIO MelladKoii
C 3aTBOpOM, KameanHON BOPONKOH n Tpydkoil 14 orBo1a ra-
308, Coeanniennofi ¢ A0BYWKOH, codepxkaulefi Hes04b H Ciy-
AHAMCH A NMOrAOUIeHHA JUILHAKA, [IOMEeWaioT pacTrop 325 ¢
(1,3 mona) cepuoxuciaoli mean B 2 .1 poawt. Koafy wuarpesaior
Ha Macasinofl 6awe no 807 M npH nepeMeINBAHHA B TeUEHHE
25—30 MmuH. npuaneaor pacisop 1274 (2,6 mosan) QHAHKMCTOTO
Hartpust B 320 . Boabt. Tlocae npulunieHHs BCETO KOIYECTRA
UMAUHCTOTO HATPHA DEAKIHOHHYIO CMeCh KHIMATAT 10 Tpekpa-
UleHist BeLleeHna auuunana (okoao 15—20 mun.). Tlocte noa-
HOTO OCAXICHHA [HAHICTOI Meal, pacTROp AeKAHTHPVIOT, oca-
10K OTQHIBTPOBBIBAIOT M npoMbiBaior ciauaaa 00 wr  BOIW,
sarem 200 aa criupra w 100—150 a2 sdupa. [losydennyio
HIIATHCTYIO Me1b Bpicy:iinisaioT s reucnne 36 wacos npu 1107
[oayuaior 100—105 ¢ peutecrsa, i 85—90°) Teoperiveckoro
KO.THYECTRA CBETJI0-KOPHUNEROro nopoisnal.

2. Bpoumupiaun uodyden 1o wetoay Avtena u Tupiiaa®

3. Tpn MeLICHHCT HeperoHKe 3HAYIITe.TbHAS WICTh BE-
WECTBA 0CMOIACTCA R UCPEroHHOH k0.10e, 1 BRINO1 HHTpILIA
CH.BHO CHIKARTCSI,

4. JI. Kpeiir perovcenayer noclie OWOHUAHHST BAYAILROM
BypHOI CTidHi Pearuun 4po10/nKatt OTrOHKY HHTPIIA B BO-
ryyMe (00 .. OaMaKo ofbiTel HOKA3a4L, UTO Hplt pabore ¢
VKA3AHHLIMH B TCKCTC HEeOO0/bIIIMI KOJAMYECTBAMU  IpHMete-
HHE BAKYVMA 1@ HPHBOLIT K VBCINUEHIIO BHIXO01A [ITPIIA.
74

Opyrue cnocobbl noayyeHns

a-llnannupuiand obpasvercs Hapsay ¢ 2-unaHo-3,6-aurnza-
PONMPHAHHOM  NPH  B3aHMOEACTBHI  AHiIIAua ¢  OyTanue-
woM—1,3%1 JroT HUTPHUJ 1101YUALTCH TAKIKE HPH  OKHCICHHM

2-0OHKOJHHA B OPHCYTCTBHH aMMHaKa JI CMeUIdHHOTO KaTd.1n3a-

TOpPA, COCTOAULETO U3 OKICeil BaHamns, MoanGlena u pochopa’.
z-[lnannupuany no1yuaoT u3 2-XJA0pHHPHAHIG IIYTeM ero me-
D2BOJAA  HATDPEBAaHH2M B aBTOKJIABE C CEPHHUCTOKHCAWM HAT-
pueM B ATPHEBYI0 COJAb 2-1IIHPHAHACYALQPOKUCJIOTH H 10CKe-
AYIOULErO  CMIaBAeHHSI € LEHAHHCTHIM  KagneMd (nbixo1 49,707 )0
1} Ke HernmoCpeCTBEHHBIN B3aUMOACHCTRIIEM 1OPOB Z-N.IOPIHI-
PHAHHA C UHMAHUCTBIM BOAOPOIOM B OPHCYTCIBINT OKHCH HIIKEIs
W OKHCH azionnang (22%0)

[MpuBeaennas BHIE MPONHCL NOAYUEHHY - HITAHITHPIN NG
paspatorauna JI. Kpeiiroa® ’

U C6opruk ,Crnresnt opranmveckux npenzpaters, 1, S0, TET M,
1949.

® Céopunk ,Cuuresy opraniueckus npemapatons*, 4, 94, 1L1L M,
19533.

S 101 Janz, R, G. Ascan, Ao G. Keenan, Can. . Rescarch, 258, 272
1947 .

Y. ) Jang, PooJo Hawkins. Nature, 162, 25 (1948); P. L Hawkios,
(. 1. Janz, ). Chew. Soc. 1479 C1949); J. Am. Chem. Sac. T4, 1790 1952},

5 F. Porter, M. Erchak. J. N. Cosby, Amepuxinckuit nar, 2,510,665,
(1950,. {C. A. 45, 18T (1951)].

¢ ). Suzuki, Pharnn Bull, 5, 13 (1937). [C. A, 52, 11685 - 1958)].

TALVLD Wiliett, ). R Pailthorp,  Awepnsamcwut wnar. 2716616

£1955). 1C. A, B0,1014i(1956)].

L. C. Craig, J. Am, Chem. Soc, 56, 231 (193h.



N-(3-HMAHATHI)-KANPOJAKTAM

0
CH,— CH, —C\ N )
| ONH < CH,=CHCN (G NOH
CH,—CH, CH,
0
I
CH,—CH, —C

| " N-—CH,CH,CN
CH, —CH,—CH,

Hpeanoxuan: A. J1. Mnamosu, A, A, Capkess.
[posepuau: B. I Adpuisn, I'. Ao Xopensn,

Moayueuwne

B KPYIIOI0HHY 0 UETHIPEXTOPAYIO KO0y eMKOCTb0 750 2.1,
CHAGKEHHYIO Mela 1KOH, 00PATEBIM XOJTOAHARHIKOM, kaneabHoil
BOPOHKOI H TepMoMeTpOoM, poyemaior 1132 (1 sorb) kanpoax-
taMa ¢ 1. n1.71--737,250 .2 anokcana 1 6 sz 40°%-noro Bo1-
HOTO PAacrBOpa THIPOOKHCH TETPasTHAAMMOHKA (MpHMeUanue 1).
[lyctis B X0/ MEINAJKY, MEIMEHHO OPHINBAIOT H3 Kane. ibHoil
gopouk# 56 ¢ (1,05 Moaf) akpHaoHMTpUIA C T. KHI. 78—
797760 ax B Tevenne 30-—40 MuH. ¢ TAKOH CKOPOCTHIO, UTO-
6Bl TeMneparvpa CMeCH He II0BHIIIA1aCh  BBIWE 30—35 . Tlo
OKOHUANMK NPUDABIEHIA CMECh NEPEMeUIHBAIT NPH TOH KC
teMmeparype ejle 2 4aca B OCTABTIIOT CTOATHL DI KOMIaTHOIL
reMiepatype n#a Houb, [lajee MHOJKHCAAIOT — HECKOABKHMI
RAISME COAAHOI KHCIOTH 10 pH==0, OTTOHSIOT HE BOIIEANIN B
PeaKUio AKPILIOHATDILT L PACTBODPHTEIb B BARYYME BOZOCTPY i~
HOTO HACOC3, a 0:TATOK [eperoHsiorT B BakyyMe #3 k0a16sr Kauil-
3eHa ¢ eaounbia aedaermartopos innofi 10— 15 e Tocae ot-
aedenns HauaAniofl  (ppPaKIuiE  COOHPAIOr NPOAYKT,  KIHHANMH
npi 132--1367 1,5 s (npusveaie 2.

Brxoa 130.0—138,0 ¢, nan 78,2-83,0Y, reopernuecKoro
KOTIlyecTBa.

N- (- 1manstia) kanpoadakran. CoH N O, mou1. Bec 166,22, --
76

GeclBeTHAs JKHKOCTb, XOPOILO PacrBopHMas B Bole I 60.71-
LIWHCTBE OPranudecknx pacTBOPHTENEH; d¥ 1,0826: npy 1,4959.
[1py CTOAHMH BEIULECTHO KPHCTAJLIH3YETCH H naasutest npi 39—
41 (npumedanue 4).

Mpumeuvaunns

1. 40%/,-ubift paCTBOP IMAPOOKHCH TETPASTHAAMMOIIIIA rO10BAT
erenyiownm obpazom: 4,76 ¢ (0.027 moas) HuTpaTa cepedpa
pactsopsior B 30 s AHCTHAAHPOBAHHON BOABL M NPIIABAIOT
pacrsop 1,1 2 (0,027 wons) eaxoro uatpd 8 10 ma aucriui-
poBauKoil BoAB. Bhllazaer 0CanoR, ¢ KOTOPOLO AeKAHTHPYIOT
BOAY M [POMDIBAIOT PH TOME W HBAHHH 2-—3 pa3a AUCTUIIIPORAL-
woft mosoil, noprussi 110 30—35 4.2, B nocaennuit pas TuaTeabno
A KAHTHPYIOT TPOMBIBHYIO BOJY M MPH NOMEIHBAHIH UDHANRIIOT
pactsop 5,7 ¢ (0,027 sosq) Gpomucroro TeTPAsTH.IAMMOHLIYL B
5 M4 JMCTIANDOBAHHON BoABL. Bbinasuiee B OCALOK OponcToe
cepefpo OTCACHBALOT, 4 (pHILTPAT, OPEACTABAAIOULMI codoi1
400/ -uptil pacTROP THIPOOKHCH TETPASTHIAMMOHHS, HCHOAL3IYIOT
B peanitin. Jlyunie npintenare CBCIKENPHTOTOBICHHLIT  KaTd-
S1A3ATOD.

9. Muoraa npa lieperodke  BeJUECTBO  KPHCTALIHIYeTCd B
X010 MALHAKE, NO3TOMY  y/106Hee  H0AbL30BATHCA  BOSLYUIHLIM
xo10nHAbHIKOM Lol 20—=25 cu.

3. B .aureparype TeMIepaTypa NAaBieHHA MPOLYKTI 10K
3ana 32—35 .

Apyrne cnocoObi NOJyueHus

N-(3-1HansTi; KapoaaxTaM Gbld  Joayiel ¢ (3% 5- HBIM
BBIXOA0M M3 KANPOAAKTIME M AKDHIOHHTPHIA B IIPHCYTCIRAI
rputona B'. Bemecrno Obi10 MOAYYCHO TAKKE C 500/ ,~HHIM Bbi-
NOAOM I3 w-aMHHOKANpPONoBoil KHCIOTH H akpuaomHTpiLIa® B
BOJIOI Cpeie TP Harpesanui i TEUEIHC 10 qacon npu rem-
gepatype 100,

CR. I Benson, 1. Cairns, Jo Am. Chent Soc. 70, 2115 (1948,

* Pepyvancrnin nav 850,747,1952) {C. A. 52, 10157g (1958)1.

~J
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3THJIOBbIH 3 PHP 2-AMUHO-4-METHJITUA30JI-5-KAPEOHOBOIT
KHCJO0TbI :

(3Tna0Bb1l 3pup 2-HMHKO 4-MeTHATHAZ0NHH-5-Kap60KOBOH KHCTOTHI)

CH,-—C - OH NH
i |
C,H,00C—C—Cl —  C—NH, —>
/
HS
CH,—C—-N

} i
C,H,00C-C C--NH,-HCI - H,0
Ns”

CH,-C—— N

|
C,H,00C-C  C—NH,-HCI - NH,0H —
AN

C,Hy—C— N

] )
C,H,00C—C  C—NIl, + NH,CI + H,0

Mposepuan: A. A. Aposu, M. A, Kanapuksn,
P. I, Meauk-Orautxansy.

Noayuenne

Xaopeudpam amua08oeo. Ibupa 2-aMuno-4-wemuimua-
30.1-3-KapOOHOBOL Kitcaomel. B RpyriodoHHy 0 K06y e MKOCTbIO
250 M.1, CHAGKEHHYIO OOPATHBIM XO.JOAHJIBHUKOM C X.T0PKAAL-
nesod TpyOKoil, nomewaiot 32,9 2 (0,2 Mo1s) cexeneperiai-
-1OFO 3THI0ROTO 3PHPA 7-X.10PAURTOYKCYCHON KNHCIOTLI (nphMe-
vanire 1), 19,2 2 (0,2 soas) tuovouesunst o 50 4.4 a6cOTIOT-
HOTO 3THJA0BOSO clHpTa. CMECh KHNATAT HA BOIAHON GaHe b
Teyeine +—>5 uacoB, 3aTeM OXJAAKIAT U OCTABATIOT HA He-
CKOJABKO 14COB NPH KOMIATHON TeMOepaType AJds 3aBepilenin
KpucTantzaind. [loaydennsie KpHCTALAbI OTCACHBAIOT, TIPOMDI-
saior 20—25 1.2 cyxoro sdupa i1 cymiat Ha Bo3ayxe (nipume-
uanue 2). T. na. 214- 216 (¢ pastonenmen). Boixor 38.5—
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39,5 ¢, uan 86,5—88,7%, reopetnueckoro xoiuuecTsa (IpHMeya-
ude 3).

Smuaossits 3Pup 2-amMuno-4- vemuaimua3on-5-kapooro-
solt kucaomst. B XMMHueckuii crakan emxoctwio 250 M4 mome-
wator 33,32 (0,15 Moada) xaopruipara sTaoBoro acupa 2-aMu-
HO -4-MeTH/ATHA304-D-KapboHosot  Kucaors, 100 a2 Boam o
CMeChb HarpeBaioT HA BOASAHON OaHe 10 pacTBOpcHusA. 3artew
pacTROP OXJAKAAIOT 10 KOMHATHON TeMIepaTypH H NpH hepe-
MEeNIMBAaHUKR CTEKAAHHON NAAOUKOH NPUANBAIOT  KOHILEHTPHPO-
BAHHBI PACTBOP T'MIPOOKHCH AMMOHHS 10 Wea0uHOll peaxiHi
Ha ;1akmyc (oxono 20-—25 wma 24%,-noro pacrsopa). Iloavuen-
HBE KpHCTAMAR OTCACHBAIOT, npomeiBaior 10—15 4.2 xoxo1uof
BOABl # cywar: T. na. 176-—177° (npumeuanne 4). Buixo.
25,3—26,4 2, wan 90,5—94,6°/, Teoperuueckoro koJHUeCTE,

ATnaoBuil  2hup  2-aMHHO-4-MEeTHATHA30J-5-Kap6onoBoil
kucaore, C.HN,O,S, moa. Bec 186,24, —-BecuseTHoe kpucrai-
JAHUECKOE BeUIeCTBO, TPYAHO pacTsopuMoe B XOJ0AHOI BOAC,
3pupe H GEH301€, XOpPOoilo—B 3ITAHOJIE.

Mpumeuvanusq

1. D1u10BLil 2dHp 2-XI0PANETOYKCYCHON KHCIOTH  ObLI
OJYyYEeH X,J10pHpPOBAHMEM 3THJIO0BOrO 3dupa auetoykcyvcHoii ki-
CAOTH X/JA0pHCTHM  cyabdypiiom’, Bewectso o6aanaer ciuih-
HLIM JAKPUMATOPIBIM AeHCTBHEM, HOITOMY CIHTE3 ¢ICIVeT PO~
BOAATH B BHITHIKHOM LIKA(PY.

2. M3 ¢uasTpara nocie yacTHUHON OTIOHKII PUCTBOPIIC-
151 MOKHO BHIAGAHTH elle HeKOTOpoe KOMINeCTso  (0K0.1n 1—
1.5 ¢y npoaykra ¢ v, na. 210—214°

3. IpoayKT 10CT4TOUHO UKMCT L BOOJNC NPITOLCH  JLId
lposexenysy caeiviouted crauid. [lpn  neobxoamrMocri  Beme-
CTBO MOMKHO NEPLKPHCTAINIZ0OBATL H3 HCOOALINOIO KOMIMECTBa
(130 140 1) soaw. [lepexpucrananzonaisoe 113 BOALL BEIE-
crBo wiaasires opn 215—2167,

4+ Tlpoaykr peaxumi  MOKHO  (ICPEKPHCTATIHIOBATDL 113
100 w1 757 4-110r0 3Tan0.1a, 010aK0 310 HC OFpAKaeTesd Ha TeM-
flepatype DaaBieHia.
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Npyrre cnocobbi noxyueHns

YruaoBuil  3pHp  2-aMMHO-4-METHATHA30/1-5-KapGoHoBod
KHCAOTH BBLT [OIyYeH B3auMOJeHCTBUeM 3KBHMOJIEKY/APHBIX
KOJAHYECTB THOMOUEBHUHB M 3THJIOBOrO 3PHpA «-OpOMAUETOYK-
CYCHOiI KHMCIOTH®?, a8 TaKxe neficreuem rajgorenoB  (xJaopa,
6poma, #10a8) HA CMEChb THOMOHEBHHE! C 3THIOBLIN 3DAPOM aLLe-
TOVKCYCHOR KHCAOTH',

[Tpusenennas Belule MPONHCH OCHOBAHA HA paGoTax Liop-
xepa® u Casa’.

U F, Allihn, Ber. 11, 567 (1878]. CGopuux ,CHHTe3W OpPTaHHUYeCKiX
npenapatos”  WJL, M, 5,35 (1954).

2 (i, Epprecht, A, 278,79 (1894].

3 Al Conrad, Ber, 29, 1045 (1896). i

+ . M. Dodson, §. Am. Chem. Soc. 67,2242 (1945..

5 M. ZircMer, A. 250,289 (1889). . n

¢ Y. Sawa, R. Maeda, J. Pharm. Soc. Japan. 76. 301-1936) [C. A. B0,
13875 11956)].

3TUNOBBIA doUP d,], 2-®YPWJI-0-BEH30UITIUKOJIIEBOH
KHUCJOTb!

L ECHOOC@ 4 C,H,0H + H,0- HCl —>
07
CN

ik jCHOOC\Q\ L NH,CI
0 -
COOC,H,

Hpeasomuan: O, JL Mumosu, 11 M. Mopososa.

Mposepuait: O. E. [acnapsn, C. \. Kasapsu.

Moayuyenne

B noayHTPOBYIO KPYLIOAOHHYIO HETHPEXTOPIVIO KO0V,
CHAGKEHHVIO MELIAAKO0{l, TepPMOMETPOM, BBOIHOI 1 OTROAHON
Tpy6Gramit A8 XJIOPUCTOTO BOIOPONA, IOMEIAIOT 252 (0,11 mo-

30

as) nHandyppypunosoro sdupa 6EH30HHOH KUCIOIL C T. AL
47 —48° (cM. ,CHHTE3H reTepolMHKJINMECKHX COeJMHeHHil*, 3,
ctp. 81), 50 ma 95%,-Horo atuaoBOrO cnupra u 50 M4 AHITH-
JA0ROTO 3Hpa (npuMeuanue 1),

Peaxuuonnylo CMech npH MepeMeniaBaHng oXJAaxA310T 10
0” v npu 3TOll Temreparype NPONYCKAIOT SHEPCHUHHIA TOK X/0-
puctoro Bopopoaa B Tteuenne 1,5—2 yacos (npumeuaunne 2.
[locsie oxoHYAHHA peaxuH¥ CMecb OCTABAAOT HA HOub B XO-
AofuabHOM wkady npu rtemnepatype O0—17, 3ateM cosepxuMoe
koa6ul pasbasaaor 300 .2 nensuofl BOAM, OTHHABTPUBHIBAIOT
BHIIABWIAN OCAA0K, TNPOMBIBAIOT BOAOCH, OTKAMAIOT 11  BhHi-
cyumsaT Ha Bosnyxe. lloayuaior 28,0—28.5 2 npoaykra (npu-
meuanne 3} ¢ T. ma1. 98—-100". [Mocie nepekpuCTANIH3AUMN U3
200 ma 65%,-uero stuaosoro cuupra-r, wi. 100—1017, Buixoy
26,0--26,5 2, nin 86,1—R87,7% T€0pPETHURCKOTO KOAHUECTRA.

drunosulii aup d,1,2-Pypin-O-6H30HATAHKOACBON KHCAO-
o, CpHy 05 voa. Bec 274,28, —kpucTaanuueckoe BenlecTBO
CO CBETI0-PO3OBHM OTTEHKOM. XODOIO pacTBOPAETCsl B ChHp-
Te, adupe, Gensoqe, anerotic, xJjopodopme, NIOX0—B ROIE.
ITpn crosaumil ia BO3AYXe TeMmicer.

NMpuMeudyanus

1. Peaknimo MOXHO 1poBOINTH Tak:Ke B cpeae 95%,-uoro
3THJIOBOTO COMPTA B OTCYTCTBHI »(upa, Bexox upn 3toM He
CHHXKAETCs, OAHAKO BRLIECTBO 10IVUAeT 1eCKOaAbko 6oaee TeM-
Byl oxpacky. Pacxoa cnupra—200 e,

2. Bec moraomeHnoro X/Aopuctoro 80,10podd  CoCTanlser
60—70 2.

4. Oxcerpaxuneil shupom i 6ensoqoM  H3  uIbTpaTa
MOXHO BLIAC/UITHL €iue 1,5—’2 4 TEMHOOKPAIEHHOTO POy KTd.
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HOpyrue cnocobbl moJay4enus

Srunosui s¢hup d,1,a-Gypua-O-0eH30HJITIHKOIEBON KHCI0-
TH 6Bl MOJYYEH NPONyCKAHHEM XJIOPHCTOTO BOROPO/AA Uepes
CUHPTOBHH' HAM CTIHPTOBO-3QHPHLIA pPAcTBOp a-UHAHYPDYpH-
A0BOr0 3hupa GeH30MHON KHCJAOTH?, a TAKKE OMBbIICHHEM HMH-
nroapupa d,l,a-(ypui-O-6eH30HATIHKOIEBOH KHCAOTH BOAOH’.

1 F, Nerdel, W. Kleeberg, G. Schonewald, Ber. 87, 276 (1954}.
2 H. Normant, Complt, rend, 225, 530 (1947).
3 R. Lukes, F.Kastner,J. Gut, T. Herben, Collect. Czech. Chem. Cou-

muns, 12, 647 (1947).
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