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OT PELAKTOPA

lllectoii BEMycK cepuy ,CHHTe3bl FeTepPOLUUKAHYECKHX COE-
AMHEHHHE® COMEPHHUT Pa3spaGOTAHHBHIE HJH NPOBEPEHHLIE B Huc-
THTyT€ TOHKOH OPraHUYeCcKOH XHUMHHU AxageMun HavK ApMmsn-
ckoit CCP MeToAn MOJYyYeHHs MPOH3BOJIHBIX KHCJAOPOA-, Cepy- it
a30TCOAEPKAMUX IeTePOUHKAUIECKUX CHCTEM, B HACTHOCTH dy-
pana, AMOKCAaHA, THA30/1a, MMPHAHHA, XHHOMHHA, HHIOAA, HMH-
J1asoaa, TpUdasoaa u ap. ,

Coe/MHEHHS, OMHCAHHBIE B IIECTOM BbINYCKE, Kak M MaTe-
pHaibl TPefLAYHX COOPHHKOB, MOTYT MNpEACTABHTH HHTEpec
IS XMMHKOB-OPraHHKOB B KauecTBe MPOMEMYTOYHHIX BEIIECTB
B CHHTeTHYeCKHX paborax.

Tpu cocrapienuu paspenos ,Jlpyrue cnocobu mosydenus”
Wcrmoap3oBanack Jauteparypa fo 1961 r. BKJIOYHTENBHO.

A. J. MHIDKOSIH
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2-AMHHO-6-METOKCHBEH30THA301

f\| NH, CH,COOH
CHsol.\/‘ - KSCN + Bry —

— _
CHsol\/”\S/“ NH, . HBr - KBr

—
CHsol\/”\s/” NH, . HBr = NH,0H ———>

N '
CHJO\/'[\S/“NHJ o NH,Br ¢ H,0

[TpoBepuau: A. A. Aposn, T. P. Oscenan

Moaydyeunwue

B noayauTpoBy10 YCTLIPEXTOPIVIO KOIOY, CHabKERHYIO Me-
IaAKOH ¢ 3aTBOPOM, TEPMOMETPOM, Kane JbHOH BOPOHKOMH H BO3-

AYWIHBIM  XOJOMWAbHHEOM, noMemawT 12,32 (0,1 moas) cae-
HEMEePETHAHHOTO NM-aHn3iauHa, 38,8 2 (0,4 moa1) pojaHucToro

Kaaud 1 180 a4 969 -HOIMl YKCYCHOH KHCAOTHL.

CoaepiKHMOe KOAGH 3HCPrHYHO MepeMemHBaloT A0 HOMHO-
IO pacTBOPEHH 1I H3 KalleJBHOH BOPOHKI MNpHAHBAWT 162

(0,1 moast) Gpoma, PacTBOPEHHOTO B 75 M2 VRCYCHON KHCJIOTD,
¢ TaKkOH CKOpOCTbIO, 'TOOLI TeMUepaTypa peakuuolici cMech
He nosewiajdach Beiie 35 . [locae nopnGanicuns BCCrO KOJHUC-
¢TBa 6poMa, ia yTo Tpedvercs 0x0.10 20 -30 MuHYT, COAEPWH-
Moe KOAOH HepeMemnBaMOT NP KOMHATHOIT TeMmepatype en
10 uwacop. 3arem GiaLTPYIOT, PIMBTPAT OXIAKIAIOT .1€AAUOI

9



BOJAOH B DPHJIHBAIOT 300—350 #2 25%-HOrO BOJHOTO aMMHaKa
(npumeuanue 1). Bumnapiine KPUCTALIB OTCACHIBAIOT, NPOMBIBA-
10T BOJNOM M BHICYLIHBAOT. BeixOx 2-aMiHO-6-MeTOKCHOEH30THA-
30413 ¢ T. 1. 163—165° cocrasaset 15,4—16,52, niu 85,56—91,6%
TEOPETHUECKOr0 KOJHYecTBa (MpuUMEUaHHE 2).

9- AMHHO-6-MeTokcuGen3otuas0.1, CsHN0S, Mo, Bec 180,23—
TeMHO-(QHONETOBOE KPHCTAJIHUECKOE BEUIECTBO, XOpOIIO pac-
TBOPUMOE B TopstueM CIupre, AilOKCaHE, TPYAHO-—B XJ10DO-

dopme.
Mpumeuvyanunsd

1. Takoe KO/HuecTBO aMmuaka OOJbii€, ueM HYXKHO JUIs
nefTpaan3aiull YKCyCHO# KHCJOTLI, O/HAKO OHO Heo 6 X0AUMO s
NOJIHOTO OCAXAEHHS MPOAYKTA DPCaXIHiL.

2. Tlpu TpUMEHEHHH HEIOCTATOYNO UMCTOTO Ii-aHHU3HIMHA
9-aMHHO-6-MeTOKCHOEH30THA30A ROAYYacTCs C T. I 159—161°.
JIi9 OMHCTKH CHIPOH TPOAYKT KumATAT ¢ 50 x4 959 -HOTO 3Ta-
Hoda W 3—4 2 akTHBMpoBaHHoro yras. [lo oxJawjctHu orca-
CHIBAWOT Bhimaslipe kpucrtamibl, OT (QUIRTPaTa OTTOHAIOT CHHPT
JO OAHOH TPETH MEPBOHAYANBLHOTO 00beMa W MOAYHaloT J0T10.1-
uureapto ewe 3,0—3,5 ¢ BeuecTra.

O6muil BHX0A TIpM 2TOM COCTABJSICT 12,0—13,2 2, wuad
66,6—73,3% TeopeTHueckoro koamuectsa. T. M. mepeKpHcrai-
JIM30BaRHOr0 npoaykra 164—165 .

[pyrue crnocoObl 1n0Jay4HeHHs

2-AMHIO-6-MeTOKCHOEH30THA3D.T ObLT HOJAyYeH OKHCGIEHHEM
H-aHH3HATHOMOUEBIHB OPOMOM B Cpeie xaopodopma’, a Takke
I[PH B3aHMOAEHCTBIN M-QMU3HAHHA C POJAHHCTEIM  AMMOHHEM
KOHIEHTPHPOBALIHO CO.ITHOH KHC.10TO1L.?

Onucanumii Bollue CHOCO6 pa3padoTad Ita OCHOBE PaGOTHI
IHTykBuima.’

1§, Ochiai, M. Katada, J. Pharm. Soc. Japan. 69, 543 (1910) {C. A8,
1785+ (1941)].

2 H. H. Measnnxon, E. M. Uepxacona, ’KOX, 14, 113 (1944,

3 C. G. Stuckwisch, 1. Am, Chem. Soc. 71, 3117 (1949).
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 Nposepuan: 0. JI. Muwkoau, 3. P. baraacapan, A. T. Mxprugn.
MoayueHnHne

N-oxucy nrupudura. B nByrop/ayw HoJy.IHTPOBYID KO04GY,
c1aGkKeHHy1o 00paTHBIM XOJ0AMABHHKOM H KanedbHOH BOPORKOI,
nomematoT 402 (0,5 Mo/1) CBexeneperHaHHOro IHpUAMHA W
300 M4 sensHofl YKCYCHOM kucaoTel. K cozepkuMoMy KoJOb
nocrenedio npubapisioT 120 44  npoAARMOTO neprunpdnﬂ
(npumeuatue 1). PeakimoHHyI0 CMeCh HArpeBaioT Ha BOAANOH
OdHe,  TeMmrepatypy  koTopoil  nOAAEPKHBAIOT B TIpeAedax
70- 80°. ’

Mo HcTeueHnn TPEX 44COB K COAEPHNMOMY L00ABIAIOT Sl
85 ma 28%-voro uepruapoas. Obmee K0.INUECTBO NMEPEKHCH
BOAOPO/A B HCHOIL3YyeMOM PaCTBOPE A0.1KHO COOTBETCTBOBATL
1.7 wmoJs. Peakilioniyio ciech HarpepaioT P YKa3aHuofl TeM-
nepatype eme 9 uaco. 3aTeM B BakyyMe BOAOCTPYHIOro Ha-
coca xoHuehtpupyior go 100 42 06beMa, 0CTaTOX pa3baBIfgloT
100 #.4 BOAB M CHOBAa KOMIEHTPHDPYIOT j0 [1€pPBOHAYAILHOTO
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o6neMa, T. e. 1001, K octaBmeficst KHUAKOCTH A00aBAFIOT 10
CHJILHOILe/IOUHO PeakUHH Oe3BOAHHIE KapOoHaT HaTpud. Jlas
M3BJAeUYEHHA TPOAYKTA peakiun npuinsaor 250 sz XJaopo-
dopma, OTGHILTPOBLIBAIOT, NPOMEBAIOT QUILTP 50—75 M2 X/I0-
pogopma. PUALTPAT BEICYIIMBAIOT 1) 00e3BOKEHHBIM CepHo-
kuc/ibiM HaTpueM. OTroHAIOT X/10podOpM, & OCTATOK NEPEroHs-

0T B Bakyyme; T. ki, 138—140°/15 sxu. Brixon 46,0—46,5 2,
i 95,6—96,6% TeopeTHUECKOro KOJAHYECTBa.

N-oxucs 4-numponupudurna. B nByropiyio koiaby emxoc-
b0 250 M4, CHAOKEHHYIO OOPATHLIM XOJIOJHAbHHKOM H TEPMO-

METPOM, MOIPYKEHHBIM B XUAKOCTh, MoMmeniaioT 20 2 (0,2 mo-
ag) N-0oKuCH OHPNIHHA, PACTBOpenioil B cmecH 60 #2 KOHLEHT-
DHPOBAHHOM cepHoOil KHC10THL yA. Beca 1,84 11 16,5 a2 a30THoi
KHCAOTH yi. Beca 1.48.

Peakiiionnyio cyMech kunarar 4,5--5 wacos npu 128—130 .
Mo oxaaxmpeiii ¢,ipatoT Ha 100 2 x0J0TOrO .Ibfa M NpHU ne-

pemeluHBaniyd Heiitpaaiizyior 756—80 ¢ cyxoro rap6oHata xa-
aug (npumeyanne 2). OTPHABTPOBBEIBAIOT OT HEOPraHMUYECKIIX

‘coaedi, a puaptp npommpaor 100 .2 ” xaopodopma. Tpoxykr

peaxkuuu n3 GnibTpata U3BJAEKAOT X.JI0POGMOPMOM, A 3TOTO
ABAKJIH 3KCTParupyoT nopunamu no 100 m2 xaxnad. PacTteo-

pHTENb OTFOHSIOT B BaKYyMe BOJOCTPYH#1Oro nacoca, oCTaguie-
ecsl BEIECTBO rleperPHCTAAIH30BLBAIOT H3 50 4.2 aleTOHA:
T. ma. 161—-162", Brixoa 19,4—21,2 2, wan 65,9 -72,1% Teo-
PeTIUEeCKOro KOIMYeCTBA.

4-Amunonupudur. B ravapumiicss aBTOKIZR  €MKOCTLIO
450 a2 momemaror 20 2 (0,14 moast) N-oxucit 4-nuTpomipHi-

Ha B 200 #a aGcoaioTHOTO 3THAOBOTO cnupra 1 10 2 cBexe-
NPUrOTOBACHHOrO NaTatH3aTopa Hukeas Pewest. ABTOrJaB mpo-

AYBaloT  BOJAOPOOM 1 3aTCcM AO0BOJAAT ,14BJCHHC BOAOPOId

40 60 arM. BrawowaloT oforpeB n wavamne i TeMIepaTtypy
nojhuMaiot A0 60 . Ilpn sTOM AaBieiiie nORmmaeTcs 10 80 aTu.

B sTux yo10BHAN 1OTJOILEHHE BOAOPOMd WIET HHTEHCHBHO,
it 32 3 --4 wacay HOrTOULAETCST OCHOBHOE €ro KO.TuecTBO (mpli-
Meuatite 3). JLonoHniTe b0 noAa0T BO0OPOA, COXPaHsIs AaB-
JeHne 1w yrasannoy yposue. Diapiposatiiie sakaniiiBaeTca 3
7—8 uacoB. \BTOKIaBY AMOT OCTLITL JIO KOMUATHOI Tewrepa-
Typoi. Thaporens3ar CiBaIOT B CTakal, ABTOK.1aB TPHIKIBI IIPO-
MBIBAIOT 75 M4 a6COHOTHOTO 3THJAOBOIO CIIIPTa; KaTaQI3aTop
12 )

OTQHALTPOBLIBAIOT H (GHILTP NPOMHBAIOT ABaXAB 2530 M4
a6CoOAIOTHOrO CMUpTa. PacTBOpHTe b OTFOHAIOT B BaKyyMe BO-
JOCTPYHHOTO 11aC0Ca H K OCTABIIEMYCsl KPUCTANIHUECKOMY Bele-
crBy Jno6asasior 200 #a abCoOTHOrC GeH30/1a; KMOATAT C 06-
DaTHBLIM XOJOJH/ILHHKOM OKOJ0 & MHHYT M rOpAuMffl 3KCTPAaKT
JIeKAHTHPYIOT M OX.1a1al0T. Brnapmiee npH OX/AaxieHHH KpHC-
TAJAMHUECKOe BEIIECTBO OTHH.IbTPOBHBAWT, QHIBLTPAT CHOBA BO3-
BpPamamnT B KOOY H aHAIOTHYHYWO 3IKCTPAKLUHMI NOBTOPAIOT JO
MOJHOrO M3BACUEHHst NpoaykTa peaxkuuu. [locaeann#t Guaprpar
KOHUEHTPHPYOT A0 30—40 4.2 v BRINMABIIKE TPH OXJaX/IeHHH
KDHCTAMMbl NPHUCOEAHUSIOT K MOJYUEHHOMY MPOAYKTY. Brixox
10,0—11,6 2, wau 74.6—87,3% TEODPETHUECKOrO KOJUUECTBA;
T. Wi 155—157°.

4-Amunonupuant, C;HyN,, Moa. Bec 94,11--cBeT10-xkeaTO
KPHCTANAMUCCKOe BEllecTBO, PaCTBOpHMOe B BOje, CIHPTE, XY-
Ke—B 6eH30/Me W TOJyO.de, INIOXO—B JIATPOHHE.

. »

Mpumeyanunsd

1. Bo ucno.s30BaH 28 %-Huit fepruapoab. [IpuMensior
TakKe 60Jee KOHIEHTPHPOBAHHBIE PacTBOpPH. [Ipu pabore cie-
AyeT co6/104aTh MEPH IPCAOCTOPOKHOCTH, H30eras Hakomie-
HUS MEPEKHCH BOAOPOJA B DEaKIHMOHHOHN CMECH.

2. Be3ponubil KapOOHAT kaJuf NPUMCHAIOT BO H30ekanie
pa36aBAeHUS PEaKiHOHHOH CMeCH.

3. HeoGxomiMoe zis THADHPOBAHHA KOJIHYECTBO BOLOPO-
fa— 12,6 autpa. B mepsmie 3—4 waca noraowaercs 10,6 turpa.
ApTopamu BoccranOB/eHiie N-OKHCH-4-HHTPOUMPH/IHHA POBELE-
o npu 20°8 MetuaopoM cimiipre npu 100 atm. 3a 8—9 uacom
¢ BBIXOZOM okoao 70Y%.

llpyrue cnocoObl noayueHHs

4-Autonupiaui Ob1 noJyuen unarpepasiieM 4-denoxkcn-
HHIPILIIHA € XJAOPHCTHIME AMMOHHEM HpH 300 310°%Y a raxxke
warpesamieM npy 100 N-oxicH-4-HUTPOMIPHANHA € KeAe3LIMU

omiLIkaMit B ykeycnofl kucaore.®
13



Onucannuifl B Tekcre €noco® yTouHeH HA OCHOBAHHHM pa-
Gorn Xastin, SIvonaka u Iumusn.?
N-okHuchb mupuanHa B N-OKHCh 4-HHTDOMHPHAMHA MOJAYYEHB 1O
cnoco6y E.Oxuan.t -

1 A. $. Boumne, H. B. Monux, H. &. Typurunua, BJI. Hsanosa, TAH CCCP,
114, 1235 (1957).

2 H. I. Hertog, J. Overhoff, Rec. Trav. chim., 69, 468 (1950).

3 E. Hajashi, H. Jamanaka, K. Shimizi, Chem. Pharm. Bull,, 6, 323 (1955)
[C. A. 53, 376 (1959)).

4 E. Ochiai, J. Org. Chem., 18, 548 (1953).

N-(y- AMHHONPOIUI)-TEKCAMETHJIEHUMHUH

CH,CH,CO

LiAlll,
NCH,CH,CN + 8H
CH,CH,CH, (CHs),0
CH,CH,CH,
NCH,CH,CH,NH, + H,0
H,CH,CH,

[Mpeasoxuan: A. JI. Muwnkoan, A, A, Capkucan,
[posepunu: B. I'. Appukan, T. H. Bacuavesa,

Moayueune

B KpYr10A0HHYWO TPeXropayio Koiby eMKocThio 2,5 JAuTpa,
CHAGKEHHYIO MeWaJKoll ¢ 3aTBOPOM, OGPATHHIM XOJONHALHUKOM
¢ XJOPKAAbIiHeBO .FpYOKOit i KangJIbHOA BOPOHKO(!, HOMEmAIOT
43,4 2 (1,14 mons) amomoruapuna autis B 700—800 4.2 abco.ioT-
Horo spupa. IlycTus B X0 MewalKy, MeAJeHHO NPHAHBAIOT H3
Kane/ibHofi BOpoHKH pactsop 41,5 (0,25 mons) N-(f-uuanstin)-
kanposnaktama (cM. ,CHHTE3H reTepPOUHKJIHUECKHX COCHHeHNH",
5, crp. 76) B 500 a2 abcomoTHOrO GeH30/Ma C Takoi CKOPO-
CTblO, uTOOL 3up paBHOMepHO kunea (npubap/ierie 3aHUMaeT
1—1,5 uaca).

[To oxoHuaHun NpubaBAEHHA peaKIHOHHYIO CMeCh Harpe-
BalOT Ha BOAAHOH# Oane B TeueHue 8 uACOB, 20T OXJIAJAUTHCA
A0 KOMHATHOH TEeMIepaTyphl, MOrpykKaoT K040y B OXAaJHTEIb-

HYI) CMeCh M OCTODOXKHO, HE NEepPectaBasg NepDeMeliMBaTh, NpH-
augaior 120—125 #.2 Boap 1 3arem 50 #.2 50%-HOro pacTBO-

pa cixoro Hatpa (mpumeuanue 1). OTQuIBTPOBHBAIOT, MPOMEL-
BaT 0Ca10K Ha GpuabTpe 3—4 pasa 700—800 4.2 abCONIOTHOTO
wpiipa, TIATEILIO OTAUMAIOT H BbICYWHBAIT QUIbTPAT CAKHM
raat. OTroHsIOT PaCTEOPHTE b (mpUMeuatie 2) i OCTATOR fiepe-
romstor B BakyyMe, cobmpag HPOAyKT, wunsuyiit mpu 111-—
11515 s,

Bnixon 30,6—32,12, i 78,4—82,3% TeopeTHUECKOIO KO-

yecorsa. B
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N-(y-Amunonponun)-rexcamernaennmun, C,HyN,, Mo, Bec

156,27 —6ecuseTHasg KUAKOCTb CO CleyH(UUHBIM 3aMaXOM aMH-

Ha paCTBOpuMas B OPraHM4eCKHX DAaCTBOPUTEJNSAX W B BOJE;
$0 0,9229; n}’ 1,4828.

Npumeuayus

1. TlpuiuBanue BOJIBI U LI€/I0UH 3aHEMAeT 0K0Oa0 | —1,5 uaca.

2. Bo wusbexxanne noTepb aMuHa OTFOHKY pacrBopuTess
NPOH3BOAAT OCTOPOXHO H3 KOJOH KiakiseHa ¢ eqounsim pedaer-
MaToOpoM AJAuHOH 18—20 cu.

lpyrue cnocobn noayuenns

N-(Y-AMHHONPOMHA)-TrCKCAMETHACHRMIUH GbLT 101y Yel TOb-
KO ONHCAHHHLM Bblile CMOCOGOM.

4-AMHMHO-1,2,4,-(4H)-TPUA30J1

N—N
] Il
9HCOOH -+ 2H,N—NH, —> CH CH -+ 4H,0
NN~
|
NH,

Mposepuau: T. P. Oscensan, P, Ul. Apwaxan,

MoayuyeHnHe

B nOJyJHTPOBYI0 NEperoHHyid K06y ¢ pedaermaTopom
pucotot 10—12 c# n GokosbiM TyGycom (koaba daBopckoro)
nomemaot 25,5 2 (0,5 mona) 90%-uoft MypaBbHHON KHCJIOTH
#, OXJaxzaas Kkoia6y MNpOTOYHOH BOJCH, NpU NOMEUIHBAHHH
MeneHHO poGasasioT 44,52 (0,75 moasa) 85%-Horo rugpata rnﬂ-
pasuua (npumeuanue 1). .

Koaby CHaGxkaloT TepMOMETPOM,- HOXOASINHM JO #AH3, H
COEMHAIOT C HUCXOQAWHM  XOJOMMJALHAKOM. PeakunoHHywo
cMech HarpeBalOT Ha MacasHoft Gane. Harpemauue npoBoasT
TaK, YTOGH M30HTOK THAPATa PHADA3UHA OTTOHSIACA MelJeHHO,
Orrodxa HauyuMHaeTcs, KOrja TeMlepaTypa CMeCH JOCTHraer
116—117°. B reyeune 40 muuyt otrousercs 30 #.2 gucTHaANAaTa,
TeMIeparypa CMecH IpH 3TOM noselmaerca o 127°, a B nocae-
Aylomue 15 Munyt—no 147°. 3a 370 BpeMs OTroHsieTcs 7 M4
JAMCTHANATA, a 10 200° ortrongercd ewe 4—95 ua (npuMmeuaHue
2). 1lo oKoHYaHHK OTTOHKHM TEMMEepPaTypy peakiHOHHOH CmecH
HOAAEPKUBaOT Ha ypoBHe 200° B rteueune 4 uacoB (upnme-
wanne 3). 3aTeM CHIPOM MPOAYKT pactBopdAnT B 50 w2 3THIO-
BOIO CNHpPTA M, OXAQXAaf JIbJIOM, NDH NMePCMEIIHBAHHH 100aB-
asor 50 s sdupa. BeigennBiivecs KpHCTaiaw OBICTPO OTCa-
CHBAIOT (npuMeyauie 4), ABAXKAB MPOMHIBAIOT abCOMOTHLIM 3¢H-
poM (mo 20 #.4a) u cyliaT B BaKyyM-3KCHKaTOpe.

Jlas pagbHefwel QuUHCTKI TPOAYKT pacTBOpPsioT B 50 ma
KUISHILCTO STH/IOBOTO COHpPTA, 3aTeM, OXJaXAast JbJA0M H romc-
HIBas, ocamaanT o0 a4 aGCOMOTHOrO 3(Ppupa, BbACJIUBLIHECH
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KPHCTa/LIL OTAENAIOT uabTpanmet. BHXOA mpoaykra, maapse -
rocs npn 80—81°, cocrapaser 17,5—18,7 2, nau 83,3—89,8%
TEOPETHUECKOr0 KOJIHYeCTBa. .

4-Amuno-1,2,4-(4H)-rpuason, C;H,N,, Mo.1. Bec 84,09 kpuc-
TANINIECKOe BemecTBO 6e0r0 K CBeTI0-PO30BOr0 HBeTa, PacT-
BOpDHMOE B BOJE, CMMpPTE, 3UETOHE, TPYARO-—B GeH30Ne, HepacT-
BOpHMOe B 3dHpe, xJaopodopme.

Npumevaunusq

1. Peaxuuq nporexaer OueHb 6y PHO, OAHAKO €€ MOXHO KOHT-
poanpoBaTh, ectd npubaBaeHHe THAPATA T'MAPA3HHA NPOBOAHTHL
OCTODOKHO.

2. PeryanpoBka TeMHepaTYPHOrO pexnMa W CKOPOCTH OT-
FOHKH JHCTHJJATA HMeeT BaXKHOe 3HaueHHe mif OfecleueHHs
BBICOKHX BLIXOZOB.

3. B 270#t craguy Jyule BKJIOYATH TePMOPEryJaarop, mof-
nepxuBag teMneparypy Gaun Ha yposne 205°, a B kos16e—200°.
Brime 220° fiponcxolut Gyproe pasioxeillie, CONPOBOXKIAIOMLE -
ecs MHOTJa B3DHIBOM.

4. 4-Amnno-1,2,4-(4 H)-TpHasoax rurpockonnueH, 03TOMY
YKa3aHHYIO ONEPAaunio HYXHO NPOBOAMTH GHLICTPO, @ NMpPOAYKT
peaknun ReOOXOAMMO XPAHHTL B IKCHKATOpPe HJIH B CKAANKE C
NPUTEPTOH NPOGKOI.

Apyrue cnocobn nogydyeHus

4-Amnno-1,2,4-(4H)-Tprnason Gua1 nojyueH H3 oprOMypa-
BbHHOTO 3(upa W rvapaTa rujapasuua’ B 3anaguHoil TpyGKe npu
teMnepatype 120°. BemlecTBO NO.IY4YEHO TAKKe HArpeBaHHEM
dopmnaruapasuna®* go 150—210° man N, N’-xudopmuaruapa-
suna® 10 160°, [exapboxcuaiposanie 4-amuno-1,2,4-1pHazon-
n1rapOoHOBOf KHCAOTH®, cnnaraeHne 1,2-mirnapo-1,2,4,5-tetpa-
suna® man 1,2-aurnapo-1,2,4,5-retpasitaukaplOHOBOR KHCIOTH
Takwe NPUBOANT K 4-amuno-1,24-(4H)-tpuasony 4678

[lpipeicHnan Bwule mpomuch ocHOBaHa Ha paGotax [epd-
cra, [appucona® u Kocra, Cenya.l®
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2-AMHHO-4-®EHHJITHA3OJI

- ~NH

(_>—h:_cu, + %—NH, tly  —
o} { SH.
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CH  C—NH, . HI4-HJ+H,0

NS§~
< \>—C———N
— | 1
CH C—NH,.HJ+NH,OH —_—
N§~
7 Ng—n

\ = g y 1
. C—NH,+NH,J+H,0
NsS 2+NHJ+H,

[Mposepuau: A. A. Aposs, P. I'. Meaux-Orannxauss,
T. P. Oscensn.

MonyvyeHHe

Hoozuopam-2-amuno-4-genusmuasord. B xpyraonounyio
K016y emkocTbio 100 a2, cHaGxeHHYIO 0GPATHLIM XOAOAH/IbHH-

koM, mnomemator 122 (0,1 wmous) auetodeuona, 25,42 (0,1
Moaq) #ora u 15,22 (0,2 Moas) THOMOUEBHHH (npHMeuanne 1).

Cuech narpeBaoT Ha kunsiled BoagHolt GaHe B TevenHe 4 uacos.
Eme ropauyio mMacCy nepetocaT B CTaKaH H 1O OXJAaX/eHHH TIia-

TeabHo pactupaior ¢ 100 #.2 apupa. 3ateM QHIABTPYIOT H ABaX-
Abl npoMbiBaloT 3pupoM (mo 50 4.z). Beicymensoe Ha Bo3ayxe
BeIeCTBO NePeKPHCTaANN30BbIBa0T U3 13042 Boanl. Beixon 19,0—

%9,85-128,001/.[./”1 62,4—67,3 % TEOpEeTHUECKOTO KOJAHYeCTBa; T. ILI.

2-Amuno-1-gperuamuazon. B XUMHUCCKHII cTakaH eMm-
KocTbo 200 #4 mnoMemiawT NOJyueHHBIH floArHapat 2-amuuo-4-
¢enmatnazoaa, 130 #2 BOJAM M HATPEBAT 0 PACTBOPEHHA.
K ropauemy pactBopy, mnpH mnOMEUIHBAHHH CTEKIAHHON na-

(.;l(g)‘lKOH, MPIIHBAIOT KOHHEHTPHPOBaHHK{ DacTBOP THAPOOKHCH

aMMOHHS [0 1IeJ0YHOH PEaKIHH Ha naxMyc (oxono 18 a4 24%-
Horo pacreopa). [TonyuenHsie KPHCTaIIbI OTCACHBAIOT, TPOMBI-
BaoT 50 44 XOAOAHOH BOAMI W CyIHAT; T. ILL 150—151°, Bwixox
MPOAYKTa COCTABJSAET 10,5—11,3 2, uan 59,6—64,1 % TeopeTH-
yeckoro Ko.nuecta (mpumeuanue 2).

2- AmmHo-4-(ennarnaszon, CoHgN;S, Moa. pec 176,24, —cet-
JI0KeaTOe KPUCTANHIECKOe BEeUeCTBO, XOpOIO paCTBOPHMOE B
shupe, cnupre, auerone, TPyAHO—B Gensosne, xiopodopwme,
BoJe.

MpumedaHHs

1. MonauetodeHon 06/1anaeT CHIbHBIM HAKPHMATOPHHM nei-
CTBHMEM, MOITOMY CHMHTE3 CAelyeT TMpPOBOJMTH B BHITAKHOM
wxady.

2. [poAYKT peaKuuH MOXKHO TMEPeKPHCTANIH3OBATE H3 90 M
40 9%-uoro meTaHona. BpX0n TNepeKPHCTAIH30BAHHOIO TPO-
JLyKTa COCTapaseT 9,0—9,7 2, HaH 51,1—55,1 % TeopeTH4eCKOTO
KoqMuecTra; T. ma. 152—153°.

Ipyrae cnocoObl NONy4EHAsS

9- AMiHO-4-(peHuITHa3on  Oblal MoJAYyHEeH HarpeBaHHeM 6po-
MaumeTopeHoHa M THOMOUeBHHbI,®® B3aHMOJEACTBHEM — AUETO-
denoHa, THOMOUEBHHbI W rajorexa (xiop, Gpom, fion),*S Har-
peBaHueM aueTOpeHOHAa M THOMOYEBHHb B NPHCYTCTBHH TaKMX
raJOreHU3HPYIOIMX H OKHCATIOUIMX CPEACTB, Kak XJOPHCTHIA
cynb(ypun, XxJopCy/bporoBas KHCIOTA, X/NOPHCTHA THOHKJ,
CepHEI/l aHTHAPHA, CepHasi KHCAO0Ta, a30THAa# KUCJOTA, cepa,®’
a TaKKe NMpH HarpeBaltHH  XJI0PHCTOBOJOPONHOH GeH3WIN30THO-
MOueBHHH C GpoMauerodetionom.®

2-AMHHO-4-(eHHATHA30/ OJYyYaeTCsd TakKe MpH B3aHMO-
AeftcTBHH 6POMHMCTOBOAOPOAHON JAHTHOMOUYCBHHBL H aueroeno-
1a,° muasoauctodeoHa U THOMOYeBHHBL'

Omucalthsii  BHUIC cI0C06 OCHoBaH Ha paboTe [loAcoHa
n Koura.? -
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1-BEH3UJI-2-MEPKATITOMMHIIA30JI

/. NaOH
CICH,CH(OCHa); + NH,CHy/ ) —

7N
</ )CHZNHCHZCH(OCzHr))z -+ HCl

CH(OC;Hy), HC—N

| I I
CH,NH { NaSCN+HCl —> HC CSH42C,H5OH+NaCl

|
CHz@ (I:Hz< p

Mposepuau: B. I'. Adpuxsu, T. H. Bacnabe-
- pa, C. X. I'eBOpKAH.

MonyueHnue

Bensusamunosmuaayenanrs. B JHTPOBYIO TPeXTopaylo
koa6y, cHaGKeHHYIO MEIAJKOfd C PTYTHHM 3aTBODOM, 06 paTHBIM
XOJIOAH/ILIHKOM H TEDPMOMETDOM, [OTPYKEHHBIM B XHIKOCTD,
nomemntaior 152,62 (1 MO/b) CBEXENepersaHHoro XxJopaueransd ¢
. kud. 157°/760 s, 280 2 (2,5 Mons) OensuaaMiua ¥ HarpesaioT
Ha OTKpHITOft MAnTKe npu 140—145° B Teuedne 3,5—4 uacos. Ilpn
3TOM BblAefercs O0HIbHBI 0CaJ0K XJA0pTHapara Ged3nnaMuua.
Mo oxnawxaenuu npuansaoT 400—450 42109 -HOTO pacTBOPa
eAKOTO HATpa (wesouHasd peakuys) W BeIENHBIIEECH 0CHOBAHHE
TPHKABL IKCTPATHPYIOT 2QHPOM, TOPUNSAMIL 300350 s Kax gad.

CoeguHennble 3KCTPakTL 3—4 pasa npOMBIBAIOT BoAOHA IO
100—150 .4, BHICYUIHBAIOT HAJZ CEPHOKHCIBM HATPHEM, OTrO-
10T PACTBOPUTETb M OCTATOK [CPETOHSAIOT B BaKyyME (npumeua-
e 1). Ortge/ns FONOBHOf TIOroH, coaepiKalHil HeBOLIR LN
B peaKuyio X.JopaleTaib U H3OHTOK GeH3uaaMHHA, COOHPAIOT
G pakuHIo, KHUALLY O MpH 140—145°/6 mt. 1locne  BTOpUUHOH ne-

PEeroHKH Bbl X0 GeH3NIaMIHO3THIALeTa A C T. KU 143 —145°/6mn
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cocrasaser 167,9—175,02, uan 75,3—78,5% teopernueckoro
KOJIHUECTBa.

I-Bensun-2-mepranmonmudasor. B aurposui crakau no-
memator 111,65 2z (0,5 Mo.us) GeusnaMuuosTHIANeTAAs, 250 ML
509 -uoro stujoBoro cnupra, 47,52 (0,58 Moasi) popaHucroro
HATPHs, Pa3MEINMBAIOT A0 PACTBOPEHUS H, NPOA0IKASL [IOMEUIH-
BaHue, NPUIHBAIOT 47 #4 COJgHOfl KHCIOTH YAeJhHOro Beca
1,18 (xucias peakuMs Ha koHro). PeakuudoHHas cMech Okpa-
wuBaercs B (HOJETOBLIH 1BET, ee 1arpeBaioT HA BOIAAHOM OaHe
B Teyedde 6 yacoB. 3a 3T0 BpeMs CIHMPT B OCHOBHOM HCIap#-
erca. [locse oxnamjaeHus: BblleJsieTcsl KPHCTalJuueckas Macca
troneToBOro 1UBETAa, KOTOPYIO OTCACHIBAIOT, XOPOLIO OTHUMEIOT
u npoMuiBaloT 150—200 #2 xonoanoit Boam. [Jaree mpoaykr
pactBopaioT B 200 #2 10%-HOTO pacCTBOpa €IKOro HaTpa H
KHIATAT ¢ 0OpaTHHRIM XOJOAHJBHHKOM B npucyrctBun 20 2 ak-
THBHPOBAHHOTO XUBOTHOrO yraf. OTGUABTPOBBIBAIOT i IPOMBI-
BaloT puabTp 50 4.2 ropauelt Boasl (npuMeuanue 2), Mo oxaax-
ASHHH 11eJOYHOH pacTBOp IMOMEMAIOT B JeASHYI0 GaHIO u NpH

NOMEIUHBAHAW INPHAHBAIOT KOHUEHTPHPOBAHHYIO COASHYIO KHC-
JA0Ty 10 KHCJAOH peaklud Ha KOHro. BuinaBmiue xpucranaas or-

CaceB2IOT KW npoMbiBalOT Ha ¢uabTpe 100—150 M2 xoJ0xHOM
BOJb. BeiCylneHHOe Ha BO3JdyXe BeumecTBO IJIaBUTCA Npu 44—
145° (npumeyanue 3). Boixoa 74,5—76,1 2, uaa 78,3—80,0% Teo-
pPEeTHYeCKOro KOJHUecTBa.

1-Bensun-2-mepranronmugason, CyyH; N,S, Mo, Bec 190,27 -
CBETJIO-KPEMOBOTO [1BeTa KPUCTAAJIHYECKOE BEHIeCTBO, PACTBO-
paMoe B MeTWJIOBOM, 5THJOBOM CIHpPTaxX, 3THJIAUCTare, ¢ TPy-
oM B Geusone, nepacTBopuMoe B atdupe, neTpoaeliHoMm sdupe
H B BoJe.

fpumMevyangus

1. Tleperonxy npou3Boaat u3 koaAGH Kaalizena ¢ ejOuHBIM
AedaermatopoM aauHofi 20 car. Breixos GedsniaMUHOSTHAAnE-
Taast cocrapaseT 84-85% Teoperwueckoro KoaxyectBa. Ho Hc-
NONB30BANIE €r0 QA CHHTe3a 1-6eH3n1-2-MepranToHMnaa30a
CHUXKAET KAK BRXOJ, TAaK M TeMuneparTypy I[/aB/leHud [OCJe[-

Hero. Bropuunas neperosxa M3 o6mkHOBeuuo#fl woabu Kiaaii-
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'3e0HA [103BOJAET OTAEAUTH B TFOJOBHOM IOrOHE eIE HEKOTOpoe
 KO/MHUeCTBO GeH3HIaMuHa H co6paTh (PakLHIo GEH3NAAMIHOITII-

aletTand B npejesax ABYX rpaiycos. B stom cayuae 1-Geusna-
2-MepKanTouMHua3o] mnoJaydaeTes C 809% -HbBIM BBHIXOAOM H ILIa-
parcst mpu 144—145°.

9. Fcau KWBOTHBIH Yroab He10CTATOYHO AKTHBHDOBAH, B
(uABTPaT MHOTAA NepexXOiAT MACASHWCTBIC KaIM, 3ar pA3Ha-
jorde npoayKT. Heo0XoauMo 3TH KallIi OTAEUTE 10 o06paboTkH
CoNsHOf KACAOTON A OCaXKIAEHHS IMPOAYyKTa peaklun B HHC-

TOM BHJIE.
3. Tlepexpucrainusanus u3 3THI3NETATA NOBHLIIIAET T. ILI.

BemecTBa A0 149°, ojHAaKo NpoAyKT # 6e3 NepeKpHCTalIn3aunn
AOCTATOWHO UHCT A AaJbHefliero ero HCmo/lb30BaHust.

Jlpyrue cnocoOnl noJyyeHus

1-BeH3u1-2-MepkanTouMIiiAa3oa’ OuJ NoJyueH TOJMbKO ONu-
; 1
C8IHBIM B TexcTe croco6oM, pa3paboTaHHbM [LKOHCOM.

1 R. G. Joncs, J. Am. Chem. Soc. 71, 383 (1949).



4-5EHSMJI-S-METMJI(DYPAH-2-KAPBOHOBAﬂ KHCJOTA
CICH, AlCl,
CH&[ O)’coocm+</ \> —_—
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\/ >CH”—" NaOH
—/ chy iCOOCH HO  ——s
3k0) SRR T
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=/ cH,\ o, /COOH + CH;OH

Mpenaoxuau: A, JI. Mumxosn, A, E. Kanaitpuan.
Mposepuau: B.T'. Adpukan, A. H. Oranecsn.

MonydyeHnue

Memunosuis agup 5-memunr-4-6ensurdypan-2-xap6oro-
60ii Kucaomwst. B NUTPOBYIO TPEXrOpaylo x046y, CHAaGKeHHYIO
MeWanKoH ¢ 3aTBOPOM H OOpPaTHBIM XOJOAMJBHHKOM C XJIOP-
KanbuneBoit Tpy6xo#, nomewalor pacrsop 37,7 ¢ (0,2 moas)
MeTHJI0BOr0 3dupa 4-XJ10pMeTHI-d-MeTHADYypaH-2-kapOoHOBOH
kucaorel € T.xkai.108—109°/1 mu  (cm. ,CrHressl reTepouuKIn-
deckHX coejuHeHuit, 2, crp.47) B 500 s abcoaiorHoro OeH-
303 H Ipu OepeMemldBaHNY BHOCAT HEeOOJbUWHMMH NODUHAMH B
teuernne 3 wyacoB 30 2 Ge3BOAHOTO TPEXXJOPHCTOTO aJKOMHHHUI.
Korpa Oypuas peaxkuns npexpaniaercs, cMeCh HarpeBaioT Ha
BoasiHoit Gane npu 80 85° (remneparypa Gauu) 4—5 uacos.
[locne npekpatienuss HarpeBaHud KoJA0Yy OXJaXAa0T ALAOM H
COMBI0O W NP MOMEWHBAHMHM BHOCAT HeOOJBIIHMH KYyCOUKaMH
50—60 z abaa u upuausawT 60—70 ma pasbasaenuoit (1:1)
CONMAHON kucaoTh. Orieaun OEH30JAbHBIN CJOH, BOAHBIA ABaMX-
Abl 3KCTparupyior sdupoy, nopuusami no 60—80 are, npucoe-
IMHAOT K OCHOBHOMY IIPOAYKTY H BBICYWIBAiOT Haj (POKaJeH-
HBIM CEPHOKHCJHM HaTpueMm. PacTBOpHTe/]b OTTOHSIOT B BaKy-
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yMe BOROCTPYHHOTO HacoCa H OCTaToK IE€PEroHAIT B BAKyyMe
co6upas (pakuuio, KUY IpH 161-—-162°/2 mm; d%° 1,1411;
n%d 1,5542. Beixox 39,5—41,0 ¢, umu 85,8—89,1% reoperu-
4eCKOFO KONHYeCTBa.

Omsinenne. B Kxpyraomouuywo Kkoaby emkocrsio 500,
cHaGxeHHYI0O Mewankod # OOpaTHHM XOJOAANLHUKOM, NOMe-
maior 46 2 (0,2 Moasi) MetnnoBoro sdupa 4-6eH3HI-5-MeTHa-
dypan-2-kap6oHosofl xucaote u 120 s 10%-HOTO pacTBopa
eaxkoro Hatpa. Cmecb IpH NepeMelIMBaHHH HArpesaloT Ha BO-
19HOM 6aHe B TedeHHe 3 wacoB; 3@ ITO BpeMs MaCAAHHCTHIA
caofi ucdesaer. OXMaKIeHHBE 10 KOMHATHOH TeMmIepaTyphl
meao4HOH pactsop npomeiBaioT 40—50 M4 s¢upa A 1pd 1o-
MeIIWBAHWH MOAKHCIAIOT pasbasiennoit (1:1) condHOM KuC-
JoTofl 70 KUCAOH peaklud HA KOHIO. Boipeaupiuniics NpoayKxT
0TCACHBAIOT # NpoMbiBaloT BOAoK. Bricymenuoe Ha BO3AyX,
BEmIECTBO maBuTCs 1pH 134° (npuyeuanue) H BECHT 38,0—38,2 ze
410 cocrapaser 87,8—88,3% TteoperuueCKOro KOJIHYECTBA.

4-Beusua-5-metundypan-2-xapbonosas kucaora, CyHpO4f
voJa. Bec 216,23—06ecuserHoe KpUCTANJIHUECKOe BEIeCTBO,
pacTBOpHMOE B OGBIMHBIX OpPraHA4eCKUX DACTBODHTENAX H He-
pacTBOpuMOe B BOJE.

MpumeuaHnud

TMepexpucraniu3auns w3 Gensona HAH METAHONA NOBHIIIE-
eT Temmeparypy MiaBieHus 20 135°.

Jdpyrue cnocoObl moayyeHus

Yxazaunsii B OPOMMCH METOI1 CHHTE3a 4-BeH3H/I-5-MeTHII-
ypau-2-kap6OHOBOI KHCJIOTBI OMHCHBACTCA BIEPBHIE.
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5-BEH3UJITETPATHIPOPYPAH-2-KAPBOHOBAS KHCJIOTA

T, Ni/ Cr,O
< >CH2ﬂ\O IJCOOCH3 -4 2H, N CrOs

</,:>CHJ\ o /|COOCH3

NaOH

{ \>CH,I\O/COOCH3 + HO0 ——>

Men
<>CH2\O/COOH +CH,0H

[Mpeanoxumu: A, JI. Muxkosu, M. I. Lluskep.
MMposepuan: B. T'. Adpuran, A. A. Hdoxuxan

Monyuyeumue

Memunossi agup 5-6ensurmempazudpo®ypan-2-kap6o-
nosoli Kucaomsi. B Kaualomuiica aBTOKJIaB eMKOCTbIO 150 44
nomemaior 21,6 2 (0,1 Moas) meTuaoBoro sdupa 5-Oensuady-
naH-2-kap6OHOBOI KHCAOTHI € T. Kull. 150—155°/1 #2 (cM. ,Cau-
Te3H TeTepOUHKIHYECKUX coeaunenuit”, 1, crp. 22), 50 #4 Ges-
BOZHOTO MeTWJOBOFO cOupTa W 42 karaausaropa (HUKeJb Ha
OKUCH XpOMa).

Mocre yaafteitus BO3AyXa aBTOKJIAB' 3aMOJAHIIOT BOAOPO-
10M A0 Tepsonauaibuoro aasdetns 100 aTy., BKJIIOUAIOT Kaud-
Hue, 06OrpeB M MOAHHMAIOT Temmcparypy 1o 190° (nmpumeua-
uue 1). Tlpu 3Toil Temmeparype AaBicHle [TOBHIHACTCA A0
165—170 artMm. BcaeactBue ObiCTPOro TOrJIOLWICHHS AaBACHHE
najaeT; ero NOAAepXUBAOT Ha yposue 170 aT™M. myTCM [OJd-
yil HOBBIX mopuMil BoAopoia. [lo oxoHuaHMH MOTIOLelHs
(5—6 wacoB) (upuMeuaHue 2) AaKT ABTOKAIBY OXJaAHTLCA N0
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KOMHATHOR TeMIepaTyphl, OCTOPOXKHO CIYCKAlOT JaBJIEHHE,
<JAHBAIOT THAPOreHH3aT, OM04ackuBalor asTok/1aB 100 s abGco-
JIOTHOTO 3Dupa, MPHUCOEAHHAIOT K OCHOBHOMY OPOAYKTY, OT-
$uabTPOBHIBAIOT OT  KaTa/AH3aTOpa H  [POMBIBAIOT  (HMALTP
80—100 #.2 MeTHI0BOTO CHUPTA. PacTBOpHTENb OTrOHSIIOT B Ba-
KyyMe€ BOJOCTPYHHOrO HaCoCa M OCTaTGK IleperoHslioT B Ba-
KyyMe, cobupad dpakndio, kunamyio npd 140—144°/2 xa.;
d¥ 1,1234; n% 1,5226. Bmxon 17,0~17,52, uau 77,2—79,5%
TEOPETHYECKOT0 KOJHYeCTBa.

Omsenenue. B gpyraomouuyio xoaly eMmkocthio 150422,
CHa0KeHHYI0 MematKoi M OOPaTHHIM XOJIOAHABHMKOM, MOMe-
mawr 222 (0,1 moasa) wmerunosoro sdupa S-Gensuarerparup-
podypan-2-kapbonosoil kuciore u 50 m#a 10%-Horo pacrBopa
enxoro watpa. CMech NpH NepeMellWBAHUH HArpeBalOT Ha KH-
namef BoadHo# OaHe B TedeHwe 4—5 uwacoB. 3a 310 BpeMs
MACASHHCTHI CJOH NOMHOCTBIO Hcuesaer, [locle oxaamaeHus
POMBIBAIOT ienounHofl pacTBOp 5044 s3dupa, 0TAenSIOT BOA-
HBIE CJ01, NpuauBaloT 60 #.2 BOAK H NOAKHCAAIOT Da3baBieH-
Ho#t (1 :2) coadgHOf KHCAOTOR ZO KHMCJAOH peakuuM Ha KOHTO.

5-bensunrerparunpodypan-2-kapOoHoBast KHCIOTa BRI -
€TC B BHAE MacC/a, KOTOpOe TPHIKAH 3KCTPArupyor spupom,
nopuuaMu no 60-—80 s xaxaaa. DPUPHEIR SKCTPAKT BHICYIIH-
BAIOT HajA IMPOKaJeHHHM CEepHOKMCILIM HaTpHeM, OTTOHSIOT

 pacTBOpHTEAL M OCTATOK [IepPeroHsiOT B BakyyMe, cobupas Be-

mecTo, kunauiee npu 170—174°/3 s, Buxoa 15,5—16,0 e,
uan 752—77,6% TeopeTHUECKOro KOJHUYECTBA.

5-Bensnsirerparuapodypan-2-kapbonosad xkucaora, C,H;,0,,
Mo0J. BeC 206,24 —06ecuBeriiasgs mMacnooOpassas HHAKOCTb, pacT-
BOPUMASl B OPraHHYeCKuX PacTBOPHUTEJNAX M HEeDACTBODHMAs B
soae; D;® 1,1395; ny’ 1,5215 (upumeuanue 3).

Mpumeuywyanusn

1. CxeMa v yCTaHOBKZ KAYalOWErocs aBTOKJaBa OlHCAHB

B cGopmitke ,CHHTE3B reTepoUUKIHUeCKIX coeanHennt®, 2,
crp. 36 —-37.

2. Koueu peaxiptir onpeaeasiercd npexpalLlelineM HaieHHs
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JaBJeHNs] B aBTOKJABE; BCETrO Ha THAPOTEHU3ALMIO B3ATOFO KO-
JuYecTBa  MeTwiosoro sgupa 5-6ensundypan-2-kap6oHoBOit
KHCI0TH TpebyeTcs 4,48 2 somopona, ,

3. 5-Beusuarerparuapodypau-2-kapGoHoBasi KuCJIOTa IpH
CTOSTHHA MHOTAA KPHCTAIIH3YeTC C HENOCTOSHHOH TeMmrepary-
poft m1aBieHusi, TaK KaK NpeiCTaB/iseT co00f cMech ABYX POCT-
PAHCTBEHHBEIX H30MepOB; OHAa MOXET OHTbh HCIO/Jb30BaHA A
JaJdbHeAmKUX CcrTasuil cuuresa.

Jdpyrue cnocobul moayueHus

5-Beunsnarerparuapodypan-2-xkap6oHoBas KHCI0Ta 00Jyde-
Ha TOJbKO IO NpUBEJEHHOMY Brillie crHocoby.

1,4-BEH30UOKCAH-2-KAPBOHOBASI KHCJIOTA

. 72 OH BICHCOOCH3 K2CO3
A |OH BrCH,
~ON.COOCH,
+ 2HBr
No~
% l/o\‘coocm NaOH Z ‘/OWCOOH o
+ H,0 —= + C H
K/\o/ : HCL & o 3

Mpensoxuan: A. JI. Mumxosn, B. T. Adpuxan.
Mposepunu: T. H. Bacuavesa, C. X. I'eBopxan.

Nonyuenwune

B IBYyX/IMTPOBYIO TPEXTOPAYI0 KPYIVIONOHHYIO KOJOY,
CHA6XKEHHYIO MeIaskoil ¢ 3aTBOPOM, MOIIHBIM 0OpaTHHM XO-
JOAWIBHHKOM M KameibHOl BopoHKoOH, noMemalor 44 z (0,4
Mons) nupokatexuna u 500 w4 aGcomwoTHOro aueroua. [lyc-
KalT B X0n Mewalaky, sHocat 138,2 2 (1 MoO.ab) pactepToro B
nopomok Ge3soAHOro kapOoiara KaauAa W HarpesalOT CMeChb
Ha BoasHOB 6aHe 10 kuneHus. Koraa auneToH 3aKHmaeT, BHIKJMO-
4alOT BOJAHYI0 6GaHIO W NPHANBAIOT K3 KaneabHOH BOPOHKH B
teuenne 40—50 munyr 147,6 ¢ (0,6 Moas) MerunoBoro sdupa
@, B-pubpoMuponuonosoit kucaorsel ¢ T. kun. 206°/760 mMu ¢
Takoil CKOpOCTHIO, wTOGH cMech paBHOMepHo kunedaa. Ilo oxoH-
UaHHH COAepHHMOe KOoJAOH kunataT 20—22 gaca (nmpuMeuaHqe
1). Tlocae oXxJaxjaeHHs OCaJOK OTCachiBAIOT, XOPOUIO OTHH-
MaioT Ha ¢uibTpe U npoMbiBaioT ero 250—300 A4 abCoMOTHO-
ro auetoHa. M3 duabTpara OTrOHAWT aueTox Ao o0beMa IpH-
mepHo 12044 u No oXxJaamjieHntt sanBaoT B 25044 X0M0AHOM
BoAbl, BbigeauBuniiica Mac1000pasHblil MPOAYKT TPIRKABL H3-
prexaloT sbupoM, nopunaun mo 200 —250 w4, CoejnHeHHBIE
3bupHbIC IKCTPAKTh TNpoMbIBaIOT 50 A4 BOABI M CyllaT HaA
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npokalesHsIM Cy/abdaTtoM Harpud. [Tocle OTTOHKH DacTBOpuTe-
71 OCTaTOK MNeperoHsiOT B BaKyyMe; OTAeAUB (hpakuuio, npes-
CTaBasomyo cobolt M36bITOK gHGpOMEAA (npHMedaHue 2), wme-
TWIOBBIR  adup 1,4-6ensonnoxcan-2-kapSOHOBON KHCIOTH CO-
Oupaior npu 136 —137°/3 xm. Otron KpHCTALIU3YeTCS; NMPOMEI-
TEle JHTPOHHOM OecuBeTHbie KPHCTALIB MIABATCA npu 51—53°.
Buixon abupa cocrasaser 65,7—66,52, niu 84,6—85,6%
TEOPETUHECKOTO KOJHUECTBA. .
Onvinenue. TPeXropayio JUTPOBYIO KPYTIOKOHHYIO KoOA-
Oy, CHalxeHHYI0 MewanKod, KanenabHolt BOPOMKOH obpar-
HBIM XOJZOJUILHHKOM, NOMEIAIOT Ha KHIAUYI0 BOASHYIO GaHIo,
BHOCAT B Hee 77,6 ¢ (0,4 monn) Merwiosoro sbupa 1,4-Gen-
30MOKCAH-2-KaDOOHOBUM  KUCJOTH, BBIKAOYAIOT GaHI0 H 1pH
nepeMewnBaniy npuwiuBakler B tedenne 10 munyr 400m2 10%-
HOTO pacrBopa eAKOro Hatpa, [lepemewnBaHde WPOROAKAIOT
eme 20 MunyT (npuMedaHue 3), 3aTeM UIeJ0UYHOH PacTBOP nepe-
HOCAT B CTaKall, ONOJACKUBAIOT Koa6y 50 #2 ROAH, NPHCOEAH-
HAIOT K pactBopy, npubapasgior ewme 150—200 x4 Bogw (npu-
MeuaHne 4) W NPH OX/MaiK/ASHHH JAbJOM K MOMEILUBAHHH, MOHEe-
MHOTY NpuAdBaiOT pasbasaenHoft 1:1 comsHoll KHCHOTH A0 KHC-
A0f peakuRH Ha KOMrO. BbliequBimmecs kpucTasanl (npumeua-
HHE D) OTCAcHBAlOT M NPOMBIBAIOT HA .IbTpe 50 4.2 Xodoa-
HOA oAbl BeicyweHHoe Ha BO3ayxe BemectBo pecHt 60,4-—
61,72, 4to cocraBasieT 83,9—85,7% Teoperuueckoro Koauye-
CTBa; T. o1, 124—125° (npumevanue 6).
1,4-Bensoanokcan-2-gap6onosas kuciota, CoHgO,, Moa. sec

180,16—06ecnperHoe HAM cierka KeATOBATOR KPICTANLMMUECKOE

BelleCTBL, XOpoDUIO pactBopuMOe B 3TIIANETATE, METH/JIUBOM,
ITHIOBOM COupTax, aueTtoHe, Xyxe B 6611333@, IO4YTH HepacT-

BOpiMoe B 3¢iipe, netposefiioM sdipe it HepacTBOpHUMOe B
BOJLE.

Dpumevanns

1.B npouecce uHarpepaHus dneroH YacTHUHO ncrapgercs,
HO3TOMY CaeAYCT BPCMst OT BpeMeHn JoGaBIaTh K peaxuiioHHod
cMecH abCoIoTILIT A eTOoH.
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2. Meperonxoit 3tof (bpakuuy BHAEASIOT uHCTHIT AnOPOMHA,
KOTOPbHI HCHOAL3YIOT B TOH XKe peaxuHH.

3. OublieHde CIejyeT npou3BoauTh He Goaee 30 MumyT, B
MPOTHBHOM C/lyuae BbIXOA 3HAUMTE/AbHO najaer. B cayuae
NPHIMBAHHAS 1E/0UH B OJIHH MPUeM PacTBOP TeMHEeT H KYCI0Ta
[OM\ 4aeTC C HH3KOA TeMuepaTypolt naaBaeHud,

4 Hartpiesad coab 110XO paCTBOPACTCA B XOJMONHOH BO-
e, BD n3BexkaHue OCAMACHHA COJH HeOOXOAMMO CpPasy xe no-
6aBJaATh BOAY.

5. Brauade Kuc/JIOTa OCAXKJIAeTCH B BUAE Macaa, Clepyer
Cro pacTHpaHneM CTeKJAAHHOA mNanouKkofi KpuCTAalIH30BaTh U
[HOTOM NPWIKHBATH OCTANbHOE KOJHUECTB) COJSHOH KHCTOTLL

6. [Tepexp4CTa1iu3auns 13 cMecH srniauerat-Genson (1:5)
NOBHILIAET TeMITepaTypy miaBienns no 125 —126°

Apyrne cnocoOnl noayueHus

HacTosiulaa npomuck paspaborana Ha ocHdse padoT Koo,
1
ABaxsisa 11 MaprTiHa C HEKOTODBIMH M3MCHEHUSAMH B AeTalaX.

], Koﬁ, S. Avakian, G. Martin, J. Am. Chem. Soc. 77, 5373 (1953).
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BEH30TUA30JIUII-2-KAPBHUHOJN
(2-0KCHM ETHJIBEH30THA30J1)

m_s (\ISH

. i
" \n# SH + ¢ KOH —— Xy NHz - K8 -+ K,CO, -+ H,0

A \SH ZN—
&/INH + HO /\i’ ?
2 £ HOOC—CH,OH  —— 'y CH,OH + 21,0

Ipenxosna: B. M. 3y6aposcuuii.
Iposepuan: O. E. Tacnapan, C. A. Kazapsn,

Monyuyuenne

o-Amurnomuogenonr. B UHAHHADHYCCKHUH OTKPBLITHI Kee3H bifi
UM 49yTyuHBI KOTeNoK emKocTsio 0,5 antpa (npumMeuanne 1)
CiabKenHuft xeaesuoi MewaJakolt, momewalor 150 2 enxor(;
Kanu (npumeuanne 2), 15 M4 Bofb M HarpeBaloT Ha rasoBoil
TopeJke, naiouwed Goablioe naams, 10 06pasoBaHus 0JHOpO-
HOro naasa. Korna temnepatypa gocturaet 240—950° (npume-
4aHue 3), NyckaT B Xoj MELa IRy W BHOCAT HEGOJIEIIMMH 110D-
uuaMu B teveHne 25— 30 Munyt 50 2 TexHHYECKOrO 2-MepxanTo-
6eH30T;{asona(,KanTakc“).I(a»czlyro HOBYIO MODUKIO BHOCAT B (14143
MOCIE TOro, Kak npeisllylnasi PacTBOPHIACH M 06DA3oBasasi-
Gl 1npu s1OoM nena ocena. [locje OKoHYaHHs IPHOABJEHHSA
PEAKUHOHHYI0 CMeCh IDH pasMeUIWBaHHM HAaIpeBawT 15 MHHYT:
oanepxuBast TeMueparypy B npegenax 245—955°. [Tpu atoum
KpaCHOBaTO-KODHYHEBHH NJaB OKpalluBaetcs B TEMHO-KOpUuU-
Heswit user. TlpexpatiiB narpepanue, AaioT TEMIEPATYPE CHH-
3urecs 10 200° u npu nepeMeluHBaHuu OCTOPOXXHO NPUAHBAIOT
150 M2 AHCTHAIMPOBENiOH BO AL (npumeuanue 4). [Copstunii
pactsop (115—120°) ¢uabrpyior uepe3 OymaxHbill buanTp Ha
3apauee nporpetoil Bopohke Bioxsepa (mpuweuanue 5), mepe-
HOCAT uALTPaT B IJIOCKONOHHY IO KOAGY, OXJ1aXKAAI0T C& AbJIOM
H BriocaT B wee 150 2 appa B BHAE KPYIHBIX kycrkos. [lanee
[IPH  Da3MeIINBANUH  CTEKJAAHHOR NaJ04KOil NPHIHBAIOT He-
240111:111141\“4 NOPUHAMH  COASHON KHCAOTM YA, Beca 1,19 no

c1a60KHCIOf  peakuMH Ha KOHIO TaK, 4TOOH Temueparypa
cMecH He mpeBbimana 35° (nmpumeuanue 6). Pacxoayercs mpu-
MepHo 175—200 s xucaots. [locie npuIHBaHMS KaKAO# HO-
Boit mopunu (5—7 xa) s xonby nobasasior 30 2 Jbia.

o-AmuHornodenos BhgeadeTcd B BHAE TEMHOTO MacJaa.
Korna Boauntii cioil npuobperaeT KHCAYIO DEaKuuIo, TOHEeMHO-
Ty (pH pasMeruuBaHuy fpucematorT 15 --17 2 Guxapbouata HaT-
pust (npumeuanue 7) u 4 paza 3KCTPACUPYIOT OGEH30.10M, [Op-
unsiMu no 50 s (npumeuaunue 8). CoeAMHEHHbe OGEeH30/bHBIC
3KCTPAKTH (UALTPYIOT, H3 (HUALTPATA [OJHOCTBIO OTIOHSIOT
O6eH30J H OCTATOK [IeperOHAOT B BaKyyMe, cofupas dpakuuio,
KAUAmyio npu 116°/8 sm. '

Buixox 25,0—27,0 2, win 66,8—72,2% TeopetHuecKkoro
KO/JHYEeCTBa.

Unctei  o-amuHoruodenos™ npencraeiaser cofoit  Gec-
UBETHYIO, CHJBLHO [IPE/OMJASIOULYIO CBET KHAKOCTh, npuHubpera-
IOIYI0 BCKOpE [I0C/Ie NePeroHkH xeTuil nset (npuMeuanue 9).

Fenszomuaszoana-2-xapunor. B Tpexropayio kpyrJaoaon-
HY10 K06y eMkocThio 100 M., cuaGXKeHHYIO TEXHHYECKHM Tep-
MOMETPOM, JOXOJSIIMM A0 JHA KOJOH, CTeKJAHHON TPYOKOii,
MoABOASWIEl KO ANy KOJOK yTraeKHCALIA rad (uaH asot), H H30-
FHYTOM CTekJsiHHOH TpyOKoil BbCOTOA 27 c¢M M BHYTPEHNUM
anamerpoMm 11 mau, caywxamefi pJg yjanenust 06pasyiouiefics
NpH peakuuy BOIH H 33JePXKUBAHMA [1aDOB 0-aMHHOTHO(eHOa
(npumeuanne 10), upHcoesnteHHoff, B CBOIO 04epeih, K X0J0-
Awasanky, toMmemator 19,4 2 (0,155 Moasa) o-auunotHodeunosa
u 11,4 2 (0,15 Moast) rauKoaAeBoll KuC/AOTH (npuMmevaHue 11).
B xoaby ¢ yMepeHHO# CKOPOCTBIO MPONYCKAIOT CTPYIO YIIeKHC-
J0F0 T'a3a H HarpeBatoT ee ra3osofl ropefkoil tak, utoObl TeM-
epaTypy peaxkuHoHHON CMecH 3a HECKOJBKO MHHYT [OBHCHTh
10 150-160°, mopncpxusas ee B TedenHe 60—70 muuyrt. Tlpu
3TOM OTroHserTcs 4—»5 M4 BOAB I HECKOALKO KalCJb Ha 110-
BepxXHOCTH' BOAB O-aMuuoTHodeuona (npuMeuanne 12). Tlo
OKOHYAIIMY HarpeBanusd CHpolt 6eH30THA30MMIKAPOHIIOS DACTBO-
psaiotT B 46-—47 s.2 16%-n0oifi CoagHOl KHCJIOTH, 1arpeBaloT pac-
TBOp Ao 75—80° merpaxusawor ¢ 1 2 akTHBMDORAHHOTO yrad

B reuetite 10 MunyT u ¢uastpylor. M3 oxsaxuaensoro cuas-
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Tpata ocaxxiawor peutectso 3637 uma 20%-Horo pacrsopa ex-
KOro HaTpa (C/MabOLIeI0YHAA DEAKUHMA HA YHHBepCAJIbHbIH HH-
aukatop) (npumeuanue 13),

BeH30THa30/u/1-2-KapOHHOA BBIETACTCS B BHAE TSXEJAOr0
XEJATOBATOIO Macha, 3aTBEDAEBAIOILEr0 NPH ICPEMEIIHBARNY C
BOJOA B CePoBATO-6eJLIE KOMKH, KOTOPbE DacTHPAlOT B HOPO-
HIOK, OTCACHIBAIOT U NpOMbIBAIOT Ha (uabTpe 40-—50 M4 BoAwL.
Bbicymensoe Ha posjyxe semectso secuT 19,8 2. Ero npu na-
rpesanuy pactsopawr B 30 M4 Toayoda B LPHCYTCTBHH 1 2
AKTHBHPOBAHHOTO . YrJisl, OTQUILTPOBHIBAIOT H NPOMHBAIOT OCa-
A0K 3 MA OXAAWACHHOTO TOAYyOJaa U 3 4.4 neTponeiinoro sadupa.
M3 duabrpaTta npu OXaamAeHUH BHAEATIOTCS MEAKOUTOAbYAThIE

KpUCTaAABl C T. 1. 99--100°.
Baxon 17,3—17,5 2, uan 67,5—68,3% TeopeTHULCKOTO KOH -

yecrBa (npHmeuanue 14),

Beusornasoaua-2-xapbunoa,CgHNOS, moa. sec 165,21 —6ec-
1{BETHOE KPHCTa/lJIHYeCKOe BelEeCcTsO, PacTBOPAIOILEECT B BO-
JHBIX [AcTBOpPaX MMHEPaJbHHX KHCIOT I eJAKHX Iesoueil u B
G0JbITUHCTBE OpPraHuuecKkuX pacrsopureiefl. He pam‘abpﬂems{
B XOAOANOH BOAE W neTpoaefinom adupe.

Mpumevanuasn

1. ¥ no6Hee BCero moaL3NBATLCA LHAHHAPHIECKOT KacTpwoaelt
anameTpoM 20 M, H3TOTOBAEHHON #3 TLACTOIO JHCTOBOTO Ke-
J1€34.

2. Eakoe Kaan He JOJTHHO COAEDIHATh 3HAUNTEABHHX K04 -
MeCTB MOTAawa; YeM GoJblle HOCABAHErO, TEM TPYIAHee Npoao-

JAHTL OpOuecC naaB/JdeHud, BBHAY CHJALHOTO BCII€HHBAHHA, H TEM
HHXE BBIXOA O-aMl/lHOTHO(I)EHOJIB.

3. Miamepchue teMmeparypsl NPOH3BOIAT TEXHHYECKHM TEp-
MOMETPOM, HOKKA KOTOPOrO 3aKJI0UEH4 B IKEALIHYIO THAB3Y.

4. Ttpu Goace uH3Kofl TemuepaTy pe 148 HAMHHACT TBEDALTSH,
BCAEACTBHE Herp HA0Xo pactBopaercd. [pu no6asieddy Boanl
I ropsiyeMy IM1aBY 3KCOEPUMEHTATOD JA0/1kelr ObiTh oTAedell OT
npubopa 3AWATHHM 3KpaHoM. BOoay ¢ieiveT npiiuBaTe 1104eM-
HOTY 110 cTeHke KoTedxa. IIpiLinsanie BOIH, HeCMOTPS Ha Oy p-
HOE BCKIEAlIe, [10KIO 3audTh He Goaee 10 MuHvT,
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5. Guabrpopanue HeobXoauMo. ¥ a00Hee MPOU3BOMUTL €r0
B ropAyeM COCTOSIHMH, TaK KaK OCTHBIIAH IICA0YHOH pacTBOD
¢uapTpyeTcad ropaspo MmejjeuHee.

6. Hesib3%1 npuMeHATb TEXHHUECKYIO COJASHYI KHCAOTY, CO-
AepraimyIio Xxesaeso.

7. o-AMHHOTHODEHON MOXET OHTh BHJE/IEH H3 IIEJACUHOTG

pactsopa HedTpanusauuefl COAHOH KHCIOTOM, MO, BBHAY TOTO,
uTo BellleCTBO aMm(pOTEpHO, YAOOHee moJAb30BATHCsI ONHCaHHOM
MeTodukofl ¢ npumenenneM 6ukapboMara HATPHA

8. [pu sxcTpakupu, B caydae o6pa3oBaHHs Mex1y OeH3o-
JAOM ¥ BOJAHBLIM DACTBOPOM IIPOMEXYTOYMOR TPYAHO pacc/au-
BaoIefcst 30HE!, MOCASAHION OTJEAbHO (UALTPYIOT HA BOPOHKE
Bioxuepa yepe3 nJOTHHE CJI10# BaThi, CMOYEHHOA BONOI, mocae
yero pasjenerue MPOHCXOIHUT JErKo.

9. o-Amunoruodenon aeficTBYeT HA KOXY W CJAHSHCTHIE
oGoaouxu. Bce onepauuy LaHHOrG CHHTE32 NPOBOAAT B XOpOWO
aeficTByiomeM BuITkHOM wkady. Tnasa  skcnepaMeHTaTopa
JOMKHL OLITh 3aLIUUIEHB PeAOXPAaHUTENbUBIME OUKAMH, & PY-
Ki—PE3HHOBHIMH NepuaTkaMu. CAenyeT uMeTb B PHAY, 4TO He-
KOTOpbIE JIH1A NPOSBISIOT 0CO0Y10 BOCAPHAMYHBOCTE K IEHCTBHIO
o-amuHoTHOdEHOAA ¥ 3a80J€BaOT HECMOTPA Ha [IPHHATHE Me-
PH NPEJOCTOPOIKHOCTA OT JeficTBMsa 1apoB. 3JalosesaHue Hac-
tynaer uepes 2—5 aHell nocae paloTH, BHPANKAETCH B JOAB-
JIEHHU Ha KOMe, OOHUYHO PyK, Boaampell u ciasHoM 3yxe. Oxn-
Hako gepe3 5—10 anelt Bce GeccaelHO MPOXOIT. Berecrso
cjlefyer XpaHuTh B 3aNasHHBIX aMIy/daX, Ta¥ KiaK, OKHCAAACH
KHCAOPOAOM BO3jAyXa, OHO HPEBPAILAETCS B AHCY.1b(HI.

10. T'pH yMeHbIIeHHN UM Y BEIMYCHAH KOJHIUCCTB HCXOJIHBIX
BELLECTB COOTBETCTBEHIIO M3MEHSIOT PA3MCPH OTBOJAHOI U30THY-
Toll TPY6iKKH, urpawueil poib Aedaermaropa. B cayuae 3Haui-
TEAbHOrD YBEIHUEHUA 3ACPY3KH H3O0THYTYI) CTEKISAHHYIO TpyO-
Ky MOXHO 3aMelTh jiedaerMatopoM.

11, JlaHH®{ cancol KOMZeNcant o-amuHoTiodeno.ta ¢ Kie-
J0TaMil A0NyCKdeT [IpuMetenie IVHIKONEBOH  KHCINTDH, copep-
Kamed 10—13% BoAbL B Takoam ciyuae IPOoM3BOAAT COOTBET-
CTBYIOIKA nepecueT ua corepxanie 0,15 MOTI HHCTOR KHCTO-

Thl BO B3ATOM KO.I4yeCTBE.
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12. Boabuwast wacTh BOABI OTTOHsETCA yxXe B nepase 20
MHMHYT 110CTe Hauala HarpeBaHHsd.

13. BensoTuasouikapbuHO pPacTBOPALTCS B eAKHX IIe10-
uax, mosToMy npubasJeHHEe WIeN0YH [PeKPAIAT, KAK TOAbKO
pacTBOp CTAaHOBHTCA CAaGOLISNOUHBIM.

14. Tloeroprass nepexpHCTAINA3ALUHA TOBHIUIZET TeMMepa-
TYpy maaelenus po 101°, 0aHaKO OPOAYKT ZOCTATOUHO UMCT
NIt MCIOJIb30BAHHA €r0 B CHHTe3aX.

Apyrde cnoco6bl MoayyeHHs

Bensoruasonnn-2-xap6unon  6blm  mOJMyueH HarpeBaHueM
0-aMHHOTHO(eHONA C PJIMKOAEBOH KHCJIOTOH B TeueHne 3 wacos
npu remneparype 120—150°; BBIXOX NPOAYKTa aBTOpaMu He
vkasan.’ Hacrosuas nponucs paspaGorana B, M. 3y6aposcium.*

A. H. Kunpuanos, W. K. Ymenxo, A. JI. Teputyuc, XOX, 14, 872{1944):
W. K. Yuwenko, H. H, Ycenko, ¥Yxp. xum. x. 16, 443 {1950).
Amepuxauckult mat, 2504.616 (1950) [C. A. 44, 63152 (1950)].
B. M. By6aposcxnii, XKOX, 21, 2055 (1951); ¥xp. xum. x., 19, 413 (1933).

N KR X Y

N-THAPOKCHMETHIIKATIPOJIAKTAM
(N-METHJIOJIKANPOJIAKTAM)

CH, CH; CO\ KOH CH,CH,CO
NH 4 CHy0 ———» NCH,OH

CH,CH,CHy H,CH,CHY

MNpennoxuau: A. JI. Munxoan, M, I'. Uunxep.
Mposepnau: B. T. Appuksu, T. H. Bacuawena.

MonyuwueHnue

B nmosyauTpoBylo TPEXropaylo Koa0y, CHaOkeHHYI0 Me-
WIAKOH, TEPMOMETPOM H LUAPHKOBHIM XOAOAHIbHMKOM JUIHHOM
50 cx (upumeuanue 1), nomemator 113 2 (1 Moab) kanpoJak-
raMa ¢ T. oa. 71-—-73°, 45 2 (1,56 moasa) napadopmanbiersia,
2,8 2 (0,05 Moasa) exxoro xaan # 150 xa abconOTHOrO 3TaHO/A.

CozepxuMoe KOJGH [IpH INepeMeuidBaHWH 1arpesaloT Ha
dae Bypa mpu Temmeparype cmecu 150—1556° B Teurmme 6
yacos. [opsauuil pactBop fepenocart B k0.16y Biopua i oTrons-
I0T B BAKYyMe BOJZOCTPYilHOTO HACOCa BO3MOXHOE KOJAHYECTBO
pactsoputeaa (npuvedaduc 2). OcTaTok C/HIBAIOT B CTaxkaH I
OXJakKAAI0T B GaHe CO JbIOM H COJMbI0 (mpuMedanue 3). Bbi-
naBiIee B 0Caj0K BEIeCTBO OTCACHIBAIOT, XOPOWO OTHKHMAKT
i1 npoMsiBator Ha Bopouxe Dioxhepa 100 4.2 meTpoaeffiHOTO
spupa. M3 ¢uabrpara nyrem M0.1HOA OTTOHKH PaCTBODUTCAA H
OXJI2KALHAA BbIAAAIOT elie HeKOTOpoe KOJIH4EeCTBO BeulecTBa.
[Moc/ie BHICYWHBAHUA B 3KCHKATOPE HAL €NKHMH IIeT0YaMH Chl-
pofi npoaykr Becur 109,5—110 2, uto cooTBeTCTBYeT76,5—76,8%
reOpeTHIeCKOr0 KOHUeCTBA.

JA9 ouuCTKH OPOIYVKT HOMRULAT B KDYIJIOIOHHYIO KOJI-
OV, CHalxenuyw OOpATHBIM  XOJOAHAbHHKOM,  IPHAMBAKT
70—80 sz nmerpoaeitHoro 3Pupa, 10 M aueToOHa H HarpeBaloT
Ha BoasHofl Gaue so0 pacrBopertd. I'ycToit mMaci006pasublil
pacTBOP GHICTPD 0T 1bTPOBLIBAKT (npHMedanne 4), Qu1pTpar
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MePEHOCAT B CTaKaH M OXJAX/ACHHEM BbILEASTIOT BeIleCTBO,
KOTOpOE MOC/Ke BBICYIIWBAHHMA Haf EIKHMH INEJ0YAMH BECHT
87,1—88,2 z u nuasurcs apu 65—66°. Uz buabTpata orro-
HWiIOT DaCTBOPHTENb M OXJIaXJEHHEM BHIENSIOT 0CANOK, KOTO-
PHt KHOATAT B KOAGE C O6PATHEIM XO/MIOAHIbHHKOM ¢ 350— 400 4 4
abcoatornoro -aupa. Iocae buavTpaumn u ortrouxu adupa
paneasior eme 13,5—14,0 2 npoaykra ¢ . mr. 65°.

O6muft BHXOn cocTaBasieT 100,6—102,2 2, uau 70,3—71,4%
TEOPETHYECKOrO KOJAHYECTBA.

N-I'napokcamernaxanponaxrau, C,H;;NO,, mou1. Bec 143,18 —
GecuBeTHO® MeJKOKPHUCTAMIHUeCKOe BEWECTBO, XOpOLIO “pacT-
BOpMMOE B MeTHIOBOM, 3THIOBOM CNupTaX, aleTOHe, Boje,
HECKOJBKO Xyxe B GeHsone, TPYAHO pacTBOpuMOe B abupe u
HEPaCTBOPHMOE B MCTPO.IefiHOM 3chupe.

NpumMevwanpusq

1. Ynobuee noan3osathes IAPDUKOBLIM  XOJOAUALHUKOM C
UeabI0 yBeJHUEHHST [OBEDXHOCTH OXJAXK/ICHHUS H 1penoTBpaie-
Husg BHIGpOCa,

2. Tlapel pacTBOpUTENs waCTHUHO YHOCAT ¢ co60i M3BLITOK
napapopmanbaerniia, KOTOPHEl OCAXKAAETCA HA CTEHKAX X0J10-
DHJAbHH KA.

3. Ilnst yCKOPeHHS KpHCTAAAM3aLIK ci1enyert Bpems OT Bpe-
MEHH DaCTHpaTh 3arycTeBIIYIO MacCy CTeKJAHHON MAJOUKOIL.

4. ®uapTpauHio HEOGXOAMMO IIpOU3BOANTL OBICTPO, TaK
KaK BEINECTBO 3arycTeBaeT H 3aKPhIBA€T OTBEPCTHA GtoxHepos-
CKO! BOPOHKH.

Apyrue cnocobbl noayyenus

N-I'napoxcuveruikanposaktam Gbli 101y4YeH C BBIXOZOM
679 OT TeopIL 13 KanpoaakTaMa 1 napabopMAIbIETHAA C 1ICTOMn -
30BaHHEM enkOro Hartpa.l

Juteparypa

1. R, E. Benson, T. L. Catrns, I Am. Cliem. soc. 0, 2115 (1948).
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5-( §-THAPOKCHITHIITHO)-4-AMHHO-1,24-(4H)-TPHA3ON

/NHNH2
CS, + 2H,N—NH, —>  C:=% 4 H,S
\NHNH2
H,N—NH N—N
H - ] i I
0=C-—~NH,; + C=S e HC CSH+NH;-+H,O
NN~
NH |
| NH,
NH, .
N—N
] i
HC -CSH+4+-KOH-+CICH,CH,0H ——
\1|q/
NH,
N—N
It M
HC - C SCH,CH,0OH + KCI + H,0
\pf/
NH,

Mpennoxuan: A. JI. Munxosn, H. A. Ba6usu.
Mposepuau: 3. P. Barpacapan, H. X, Xauatpan.

Hoayuenmne

Jueudpasud muoyzoabroir Kucaome. B JHTPOBYIO KDYyT-
noaormyio TPEXTOpAYI0 KOaly, cHalxceHHYIO OGPaTHBIM XO0J0-
AHALHHKOM, KanesAbHOH BODPOHKO M MewaJkoili ¢ 3aTBOpOM,
nomemaior 334 2 75%-uoro ruapara ruapasuua (5 moseii) u
85 #a BORBL. K noayucHHOMYy pacTBOpY u3 Kale.InHOR BODOH-
KM TpH XOpOoweM nNepeMellnBaHHu NOCTENEHHO NpHOaBJAIOT,
CoxpaHsas paHoMmepoe kunesue, 76,1 z (1 wmo1p) cepoyrae-
poaa (npumeuauie 1). 3ateMm peakUHOHHYID CMeCh CIOKOWHHO
KUNATAT Ha BOAAHOU Oave B Teuenne 20 muuyT. [lo oxnampae-
Huit  00pa3oBaBuiniicss  Iuruapasun 3aKPHUCTALTII30BBIBACTCS ;
€ro oTcacuhiBaloT #a (uabTpe, IpoMmBalor 250 M4 ITHAOBOFO
coipra ¢ sareM TphxAb adupom 1o 100 wa. [locac swicyup-
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BaHHS Ha BO3AyXe TMPOAYKT NepPeKpPHCTANIW30BLHIBAIOT H3
300—350 #.4 BOAH, MOAKHCAEHHON 4—5 KamasiMu KOHIEHTPH-
poBaHHOH coJstHOM kuca0ThL. [lonywator 51,0 2 BemecTsa; mia-
Bsulerocst npu 170—171°. Matounblit pacTBOD mNepeHOCAT B
peakHMOHHYIO K00y H K HeMy MNpH RnepeMellHBaHAM nphbas-
JSI0T, COXpaHsii paBHOMepHoe kumneuue, 76,1 2 (1 moub) cepo-
yraepoia. B paabHeiiuieM mocTynarT, Kak ONMHCaHO BbllIE, H 11OC-
Je JBYKpaTHOH epexpucTalin3aly noaydakwor ente 18,0—24,52
JIMTHAPA3HAA THOYTONBHOH KHCJAOTH € T. mA. 169--171°. OO
BHXOM cocTaBasier 70,0—76.5 2, nan 65,9—72,1% Tteopetuyec-
KOro koaupuectsa; T. 1. 169—171° (npumeyanue 2).

5-Mepranmo-4-anuno-1,2, 4-(4H)-mpuason. B AByrop-
1y10 k0a6y emkocTbio 150 ., cabmeHHyl0 Memalkod C 3aT-
BOPOM H OBDATHHIM XOJOIHAbHHKOM, IIOMEIIAIOT 16,02 (0,15
MOJSI) MUTHIPA3HAa THOYTOJAbHOR KHCAOTH H 15 sz  ¢opma-
Mmupaa. Copepxumoe K0AGH NpH TNepeMeMmMBaHHM HArpesarwoT
Ha koaGoHarpeBaTe.e A0 IIPeKpalleHHs BbIAeJEHHS aMMHaKa
(npiMedanne 3); 10 OXJaXACHHH BEUECTBO 3AKPHCTAN/IH30BbI-
Baetcst, [locre mnepexkpucraninsanuu H3 90%-HOro 3THIOBOTO
CiHpTa (pHMeuaHiie 4) MOJAyuaOT BemecTso ¢ T. 1. 167 —168".
Buixox 12,2—13,02, uau 69,7—74,3% TeOPETHYECKOTO KO.MI-
yecTBa(npuveyanne 5).

5-(3-Tudporcusmunmuo)-4-anuno-1,2, 4-(4H)-mpuasor. B
TPEXTOP.IyI0 KPYyrI0AOHHYIO KOIGY eMmKocTbio 250 ma, CHad-
KEeHHY10 06paTHhV XOJ0AHABHHKOM € XJAODKalbLUMEBOR TPYO-
KO, Kane/JbHOH BOPOHKOH H MeIaJkOH C 3aTBOPOM, MOMEMIANOT
10,5 2 (0,09 moas) 5-mepkanto-4-amuuo-1,2,4 (4H) tpuasora
¥ npuausaor pactsop 7,32 (0,13 moad) eaxoro kaau B 1354
abCONIOTHOTO METILIOBOTO CIHPTA.

PeakHOHHYI0 CMECh HArPeBAIOT Ha BOASHO OaHe 30—-40
MUHYT 1 K 00pa3s0oBaBIIEMYCS MepKAaNTHAY kaaid A00aBIfior
8,85 ¢ (0,11mo.s1) cBekemeperuannoro STHAGHXJIOPriLpHHa C
T. kum. 125°/680 war. Kunsitar npu nepesewmnsanid 3—4 va-
ca. To oxaamaeunn 06pa3oBaBiiiica XJIOPHCTHHT Kagdnid OT-
(HALTPOBBIBAIOT I HA  (UAbTPE [POMBIBAIOT ABAXKAbL 2041
abCoaI0THOr0 MeTiioBoro  coupta.  OT  ¢uaLTpaTa OTTOHANOT
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pacTBopuTeb. OcraBuleecs KPHCTaAAMUECKOE BeIeCTBO B KOJH-
yecTBe 14,52 ¢ T. 101 84~ 85° 1€ pexpHCTALIH30BLIBAIOT K3 60 4.2
aBGCOMOTHOTO 3THIOBOrO cupTa. Buxonx 9,0—9,52, nam 62,1—
65,5% TEOpPeTHYeCKOro KONHYEeCTBa; T. LT 94—95° (npumeua-
Hue 6).

5-(B-TuapokcuaTHATHO ) - 4 - amuHO - 1,2, 4 - (4 H) - Tpnazon
C,HgN,0S, wmoa. Bec 160, 20—Ges0e xpHCTalIHYeCKOe Belle-
CTBO, PaCTBOPHMOE B BOJE, METH/JOBOM CIIMpTe, NHPHAHHE, orpa-
HHUeHHO—B 3TaHOJ€ M HepacTBOpuMoe B 3bupe, Gendone H
netpoaefinom adupe.

Mpumeuwaunutd

1. Cxopoctb npuGaBIeHisl Cepoyriepoaa CIeayer pery.H-
poBathb, H3Gerast 10Tepb €ro BC/AEACTBHE 9K30TEPMHYHOCTH

peakIHH.
2. Jluruapasuj THOYTOAbHOM KHUCJAOTH MOAYY€H 1O METOAY

Ayaputa, Cxorra n Kunnypa.!
3. HarpeBaHue AJanTCA 0KOJO JABYX 4YacOB; B KOHUE peax-

LHOHHAA cMeCh KHISITHTCH B TeueHhe 40 MHHYT.
4. Ha 28 ¢ Heountennoro npoayxra tpeéyercs 150—200 42

9094 -HOr0 STHAOBOTO CIHPTA.

5. 5-Mepxanrto-4-avnto-1, 2, 4-(4 H)-tpia3on moayues mno
vetopy Baiiepa n Kporepa.?

6. [Tocne OTTOHKH pPACTBOpHTENS OT (DHJIBTPATa W BTODHY-
HOIT T1ePeKPHCTALINZALHI NOAYUaIT 0,0—0,6 2z Bewecrsa ¢

7. 1. 93—94.°

Mpyrue ciiocodbl nodydyeHus

5—(B-Funpo;ccnammuo)—4—a.mmo-1,2,4—(4H)-Tpna30ﬂ Gbia no-
JVUeH TOIbKO OIHCAHHHN B TEKCTE CIOCOGOM.

L. F. Audrieth, £. 5. Scott, P. 8. Kippur, J. Org. chem., 19, 733 (1954).
11 Beyer. C. F. Kroger, Ann.,, 633, 135 (1960).
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3,5-0MMETHJI-4-HHTPO30MHPA30J1

CH,COCH,COCH; + H,N—NH, -H,0 + NaNO, + HCl ——

CH;C——CNO
l I
N CCH, + NaCl 4-3H,0
N
H

Iposepunn: B. T. Adpuxsan, I'. A. Xopensi.

MNoanyvyeunne

B JHTPOBYIO KPYT.IOAOHHYIO HeTHIPEXTOpAyl Koaly, cHab-
KEHHYIO MeMmaKo#i, TePMOMETPOM, KanelbHO# BOPOHKON H BO3-
AYLIHBIM XOJ0AWAbHKHKOM, noMemalor 50 2 (0,5 Mo0J5) CBexe-
NeperHaHHoOro aueTHIalleToHa, 45 M2 KOHUEHTPHPOBaHHOH COJA-
HOM KHC/I0THI B 250 #.2 BOABI K NPH MepeMeNIkBaHHHU OXJ1aXAAloT
xK0106y cMecklo abjaa H coau. Korga temmepaTypa AOCTHraeT
0—5°, H3 KaneabHoH BopOHKH npuaxBaloT pacTsop 36 2 (0,52
Moad) HuTputa HaTpua B 100 Mz BOmM C TaKOH CKOpPOCThIO,
yTo6LI TeMIepaTypa peaxiuHoHHOH CMecH NOAAepPHHBa1aCh Ha
yposue 5—20° (10—15 muuyTt). [To oOxoHyaHuH npHOaBICHHA
cmech nepememnsaioT eme 20 MuHyT (npumevanue 1) H, He
Npexpamas nepeMemuBaHHA, MO KaliaM [PHIHBAWT 27,5 2
(0,55 moas) 85%-HOro THAPATa CHApAasNla, MOAAEPKUBAA TeM-
nepaTypy B npefenax 5—20° (npumeuanuc 2). [locie npubas-
JAeHHA BCEr0 KOJHYeCTBA, YIAIAIOT OXJaIHTeNbHYIO O0aHio,
BHOCHT B k016y 85 2 XxJOpUCTOro Hatpud (npuMeuanie 3) u
NPOA0IKAIOT NepeMeuInBaHie B TeUeH e N0JAYyTOPa 4acoB. Boije-
JHBUIIMECST KPHCTAAAbl OT(QHALTPOBBIBAKT, XOPOHIO OTKHMAKT
M CymaT Ha Bosagyxe. Cbpoil MpoIyKT, OxpameHHHH B CHHui

useT, Becut 75,0—~77,0 2, HO COACPKHT HEKOTOPOE KOJIHYECTBO
XJIODUCTOTO HAaTpHA.

JList ouuCTAl TPOYKT HOMELAIT B K0JO0Y, IPILIHBAIGT
800 4.1 2BcoOTHOTO Gei30.1a, KHTATAT C OOPATHBIM X0/10ULTbHI -
KOM B TeueHne 57 MuHYT. Fopstunii pactBop ObcTPO OTPIABTPO-
BEIBAIOT, QWALTPAT OX.J1ax1aleT A0 10, 0TCACHBAIOT RLLIEAUB-

muecda I\‘})HCTGJ.‘H)I, K()TOPHE noc.1e Bl;Z("yIllHBﬂlHlﬂ Hd BO3AYNE
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secAT 46,0 46,42 1 naasarca nph 128—129°. Ocanox Ha BO-
pouke DBioxHepa BO3BpalAIOT o6paTho B K0ACY, MpHAHBAIOT
¢uabTPaT, CHOBA KHIATAT H OTCACEIBAIOT (npumevanne 4). M3
oxaaxaeHHoro Ao 10° paCTBOpa BbULEIAIOT 9,8—10,0 2 Beme-
ctBa ¢ T. na. 127—128°.

O6muii BEIX0A cocTaBasieT 55,8—056,4 2, HaH 89,1—90,1%
TEOPETHYECKOr0 KOJAHYeCTBa.

3,5-JlnmMe THaA-4-HHTPO3ONKPas3oI, CsH;N,O, moxn .BeC 125,13—
3e/€HOBATONO LBCTA BEIIECTBO, PACTBOPHMOE B alETOHE, CIHDP-
Tax (METHJI0BOM, STHAOBOM), BOJAE, NDH HerpeRaHki B Geuso.e
W ¢ TPYAOM pacTBopsomleecss B adupe.

Mpumeuanund

1. 3a 3To BpeMA TeMneparypa cvecH oGbIYHO CIHHKAETCI.
He caenyer [tOHHKATb €€ HUKE 0°, Tak xak mpH—5H’ cMechb
saTBepleBaeT M lepeMelBaHHe 3aTPYAHACTCA.

9. (0 mepssix Kanesb npuOas.jeikd ruApaTa ritipashna TeM-

epaTypa cMecH ObICTPO 110BbINIACTCH, 103TOMY HEOO XOAIIMO
BHIMATEABHO CJAENHTh 32 HeH, T[OjIepiuBad ee B mpeienax

5--90°. Cpbiwe 20° upoTexaeT YaCTHYHO® BOCCTAHOBJICHHE HHUT-

p0O30 TrpyMilbt B aMHHHYIO. Ha npu6asenne 06biYHO Tpebyercs,
8 3aBHCHMOCTH OT HHTEHCHBHOCTH OXJaXICHHA, 20—30 MHHYT.

3 XoaopwcThiil HaTtpuil  BHOCHTCA C HEJBIO BbICAJIHBAHHS
POAYVKTA peakuHH.

4. He3aBucuMO OT KOJHUECTBA B3ATOTO PACTBOpHIEd X0~
pHCTHI HATPHI yaepKusaeT olpeje/eHHOe KO IHIeCTBO BEIIECT-

ga. B neqdax ymeibimieHua 00besa pacTBOpHTENA H npexoTBpa-~
esiid HoTepb, yaoOliee NPpOHU3BOAHTH IKCTPAKIIHIO TEM XKE feH-
30410M,

Jlpyrte cnocoObl notyveHHs

3,5- JlumMeT1-4-unTpO30iiHpaso Guia TMOyueH B3aHMONEd-
¢TBHEM .H3OHHTpO3OAUETIMIAeTONE cyabdaToy THApa3HHA B
pacteope KkapGomara HaTpud.’

Hacrodmad upotnch pazpadoraua C. ®. Topd, H.H. Kyn-
prosoin, H. B. NpoMsoBLM-BopIcosbit il T. A, Muxafiiosoil ®

1L, Wolff, Ann, 323, 193 {1902).
: (. @, Topd, L H. Kyapsuionsa, 11, B. Xposon -Gopucor u T A, Mu-

waitzosa, 2KOX, 82, 1710 (1962).
45



3,5-]LHMETHI-3,4,5,6-TETPATHAPOHOPrAPMAH

CH,
z |
/\l ICH,CHNH, H,S0,
PN + CH,cHO 2
H
AN N CH,
Lol NH ~ HHO
NN
|
CH,

[peraoxum: A. T'. Tepaann XK. I, Axonsi.

IMposepuan: M, 1. ¥Yuauan u 3. B. Ecasu.

Moanyueunne

Cwmecs 8,72 (0,05 Moas1) @-METHATPUNTAMHHA C T. 1. 97—
98°,375.m2 5 % -Horo pacTBopa aueTanbierixa u 32m.z 2N cep-
HOH KHCAOTH KMIATAT C 06paTILIM X010 AHABHHKOM B TeueHue 2 ya-
coe. [Toc.aie oxaaxneHust cMech moauLena yuBaor 10 % -HEM pacT-
BOPOM kapGouara xanus (35—40 x.2). Buiienusuwuecs xpucranist
OTCACHIBAIOT, PAacTBOPAIOT B 50 M4 10 % -HOH CONAHON KHCAOTHI,
npuGaBasioT 12 KUBOTHOTO yrid H GuIbTpyior. Caerao-xe-
TOrO 1{BeTA (PUILTPAT NOALLE/Ia UnBAIOT 10 % -HbIM PaCTBOPOM Kap-
Gonata xaaud. llle10uHOH PaCTBOP C BHLLAENHBIIMMHCA KPHCTAI-
JaMi TPHKAH  06paGaTHBalOT 3upom (o 80 ma). DdupHbii
pPacTBOp CyllaT €AKHM KaJd M nocJje yaajdenud 6oabuIol wacTu
aupa (n0 20 m ocTaBuwerocs 06beMa) BHACAHBUIMHCH AHME-
THATETPATHAPOHOPrapMaH OT(HHABTPOBHIBAIOT U BHICYNIABAIOT B
3KCHKaTope Hap eaxuyM Kaaw (npiiMevanue). [Toayvaor 8,2-9,0 2,
uan 82,5-90,6 % TeopeTliueckoro xoJuuecTsa 6eqaoro KPHCTA.1-
JIMYECKOro BellecTsa ¢ T. 1. 180182

3,5-/lnmetnsi-3,4,5,6,-rerparunponoprapman, Cy,HN,, Mo.1.
Bec 200,28, nemioro pacTBopuM B BOZE, XOPOUWIO PACTBOPHETCA
B KHC/J0TaX H B OOMUYHBIX OPraHHU€CKHX DPACTBOPUTEJAX,

46

MpumMewuaHHU A

JliMeTHJATeTPATHAPOHOPrapMaH, BHAENMBLWIHACH NDH MOA-
Me1auMBAHHH BOAHOTO DacTBOPA, MOXeT ObTh OTQHALTPOBEH,
NPOMBIT BOMOH M BhICylIeH B sxcuxatope. OnHAKO B 3TOM Cay-
yae BHIXOJ MPOAYKTa HECKOILKO CHIDkaeTcs (Ha 0,6-12), Tak kax
BEULeCTBO HEMIIOTO PAcTBOPHMO B BOZeE.

[Apyrue crocoObi 1M0Jy4eHHs

3,5-lnmerna-3,4,5,6-terparuapoHoprapMad G nosyuel
TOJILKO OIHCAHHLIM CHOCOGOM. :



2-KETO0-1,2,34-TETPATHAPOXHHO/UH (FHAPOKAPBLOCTHPHN)

9

7
|+ CICOCH,CH,Cl — /\l HCl
t ANH, . _JNHCOCH,CH,CI

P
[/\l AICY (/\/CHZ\CH2
s NHCOCH,CH,Cl —> | .1_0 + HCI
) V\N /(‘*
i;

Mpoeepuau: H. A. BaGusn, A. T. Mxpruan.

Noanyuenwue

AHuaud B-xaopnponuonosoit  xucaoms.. B autposylo
Tpexrop/ay koa0y, cHabkxeHHYIO Mealxod, KamedabHOH BO-
POHKON M 06pPATHBLIM XOJOAMABHAKOM C XJOpPKaadbuHeBod TPyG-
KOH, CoOeJMHEHHOH C Ta3oBOH J0BYIMKOH, noMemator 63,52 (0,5
MOJI1) CBEXEIEPErHaHHOTD XJOPAHTHIAPHAA 3-XJOPIPONHOHOBOM
xucaotsl B 500 . abcomorHoro spupa. K cogepxumomy 1pu
nepeMenuBaHi U OXJaXAEHHH M0 KamJAM [PHAHBAIOT 71,6 2
(0,77 Moas) CBexeneperHaHworo aHiIHa (npnMeyanue 1), Pe-
AKIHOHHYI0 CMeChb KHNATAT Ha BOAsiofl Oade B TeueHue waca.
3atem o6pPaATHLl XOJOAHALIMK 33AMEHSIIOT HHCXOAALLHM, OTTO-
HstoT adup, a X OCTABMEMYCA KPHCTA/LIHURCKOMY NPOAYKTY MpH-~
auBatoT oxoqo 800 x.2 1 % -woro pacTBopa COJNAHOR KHCAOTLI 1O
c1a60KHCJI0H peAKIIHH.

Kpucrannuueckuil aHuaug otOHIbTPOBHBAKT, MPOMBIBAIOT
Ha ¢uabrpe 50—75 42 BOAH M N0OCIE BLICY HIMBAHHA HA BO3-
ayxe noaydawr 90,0—91,0 2 eutectsa, MIaBANIErOCA NIPH TEM-
nepatype 112—113".

[Tepexpiictaatuzauio npoenidar 3 500 --550 42 4) 5-uor)
3THJAOBOrO COHPTA. Kprucraamniyeckiii NPOAYKT IPOMLIBAIOT Ha
buabtpe 100 —125 s 10 Yy-HOUO 3TILIOBOrY  CHUPTA. BbIXOL

86,5---88,0 2, 111 98,1---99,8 25 Teoperinueckoro KO.THU2CTBA; T,
. 117 -118° (upuscuanuc 2).
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2-Kemo-(1,2,3, 4,-mempazudpoxurosur). B 1BYropaylo
KPyTJOAOHHYIO KOOy EMKOCTBIO 250 ma, cHaGxelUHyO Tep-
MOMETPOM, AOXOAAULHM X0 AHA Kkon6p1, © 06PATHHM XO0JIOAH/Ib-
HHKOM € XJOPKaJjbllHeBo# TPpyGKOH, TPHCORTHHEHHOH K ra3oBof
aosymke, nomewaor 21,72 (0,12 MOJA) aHUAHAA [-XJA0PIPO-
nHOHOBOH KHCaAOTHI H 43,42 cyGaMMHDOBAHHOTO — XJIOPHCTOrO
anoMuHusa. Cojepxumoe KOJAGH HArp2BAlOT B TEUEHHE 15—16
4acOB Ha MacJAsHofi GaHe, [DAACDXHBAsg TCMREPATypy peak-
IHOHHOE cMecH B mpefeaax 155 -160° (npuveuatne 3). 3a aTo0
BpeMs BbIIe/NCHHE XJAOPHCTOTO BOAOPOAA MPAKTHHECKH 3aKaH-
uHBaeTCs H, KOIAA PEAKUUOHHAA CMeCh MPHMET KOMHATHYIO
TeMnepaTypy, k Heil IpH OXJaXaeHuH BO10ft 1 mepaMelllnBa-
HHH CTEKJAAHHON MAJ04KOH, OCTIPIXKHD IPH.IHBAIOT 80—100 uaz
5—6 9%-HOrO pacTBOpa COJIAHON KHCJOTHI CO 100 2 KONOTOTO
Abga. ‘BuimaBue  KpHCTaAIbl OTQHJIBTPIBHBAIOT, MPIMbIBAIOT
Bax bl 50—75 M. BOAb H MOCJAe BHCYNIHBaHHA HA BO3AYXE
noayuaiot 18,8 ¢ poAyKTa, naapsameroca npu 157—1588° Tle-
pekpucTaandauui u3 150—175 x4 METHA0BOTO CHHPTA aaer
13,7—14,0 2 npoaykTa C T. 1. 162—163°. W3 ¢duabTpaTta KO-
MOAHUTEJBHO TIOC/J€e 1€ PeKPHCTAMIU3AUHH 0Ny 1ai0T 2,0—2,32
pemiecTsa ¢ T. maA. 162—163°. O6umuit BHIXOL 15,7—16,3 2, niu
90,8—94,2 % TeOpeTHYECKOro KOJAHYECTBA. .

2-KeTo - 1, 2, 3, 4-TeTparnApIXUH IIHH, C,H,NO, moxa. Bec
147,18 —KOpHUHEBO-KEJATOE KPHCTANTHYECKOE BEIECTBO, PACTBO
puMoe B abipe, CHPTE, OrPAHHUEHHO—B METAHO/IE H HEPACTBO=
pHMOe B BOJE.

MpumeuaHnHHnd

1. BeaeacTie sHepritgHofl 9K30TepMHUYECcKOil PEAKI!IH MpH-
Gapaende aHWAMHA, 0COBEHHO BHAuade, CAelyeT MPIBOAHTE OC-
TOPOMHO.

2. TMoayueHe anganAa S-XI0PIPITHOHOBIR KHCAOTH, HE-
CKOABKO H3MEHEHHOe B ASTAAsX, OCYUECTBIAIOCH MO CIacoby
Matfiepa, Bun-Lwordeuna 1 Puinnmca.t

3. Yraszauuyio Temilepatypy NOAAEPHIBAIOT C MOMOUILIO
TEPMOPETry. IATOPa; TEeMIEpATyPa MaCasHH fann OpH 3TOM CO-

otBeTcTByeT 180— 185",
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Apyrue cnoco6bl noayyenus

2-Kero-1, 2,3, 4-1€TparuipoXuHOIMH  MOKET OWTL MOJY-
YeH NpH JEACTBHH HA @-THADHHAOH AaMHMAa HAarpus® WiAH aM-
MHaka B Oensone’ B MNPHCYTCTBHM CEPHOH KHCJIOTH. Takike
KaTaJHTHYECKHM BOCCTaHOBIEHHEM HHKeleM Penes o-uutpoko-
DUYHOA KHCIOTH HAH ee MeTua0BOro adupa.! Boccranosrenue
kapGOCTHPHIA HAJ NAaJJajHeBLM KAaTalH3aTOPOM TNPHBOAHT K
MoJYY€HHIO THAPOKapGocTHpHaa.®

Hacrosamuit merox ocsoBan Ha paGore Maitepa, Bau-Llor-
tena u duannnca,!

1 F. Mayer, L. van-Zutphen, H. Philipps, Ber. 60, 861 (1927).

* 5. Sugasavva, K. Kakemi, J. Pharm Soc., Japan, 37, 745 (1987) [C. A,
31, 85355 (1937)). . .

3 L. H. Briggs, Gordon C.De Ath, I. Chem. Soc., 456 (1937) [C. A.
31, 3922 (1937)).

4+ E. R. Blout, D. C. Silverman, J. Am. Chem. Soc, 66, 1442 (1944).

® E. Spéth, F. Galinovsky, Ber., 69, 2059-c (1936).

2-METHJI-5-METOKCHBEH30®YPAH-3-KAPBOHOBAS KHCJIOTA

Ho/\ COOC,H; NaOH HO# > COOH
K_ 1H0 = { o deH, + CH0H

HO /\I [CooH NaOH

cHJo/\.I l OOH
N CHs + CHOSOSH

HNposepuan: H. X. Xauarpau, A. C. Asapan, M. A. Mpansu.

4

Moayuwuewnue

2-Memuan-5-oxcubensogpypan-3-xapbonosas xuczoma. B
NOJAYJAMTPOBYIO TPEXTropaylo koaly, CHaGXeHHYHO0 Mewanakod ¢
3aTBODOM M OGPaTHHM XOJOJHIbHMKOM, noMemapr 22,0 2
(0,1 moas) sruaosoro asdupa 2-meTua-5-okcuGensodypan-3-
KapGOHOBO KHCAOTH (CM. CTP. 79), 25 2 e1KOT0 HATPa, PACTBOPEH-
noro B 200 x2 stunosoro cmupra, v 50 4.4 Boawl. [lpu nepe-
MEIIHBAHHH CMeCh HarpeBalT HA BOAAHON GaHe B TeueHHe 3
yacoB. JloGasasior 10 2 aKTHUBHPOBAHHOTO YIAA K HarpeBaHHe
NPOA0AKAIOT elife 1 uac, 3aTeM OTPHAbTPOBHBAIOT U TEIIbIfl pacT-
BOp cauBawT Ha cMech 1002 k0a0TOro Abjaa v 100 44 KOHIEHT-
pHPOBaHHOH coasgHON KHCAOTH, OOCpa30BaBUWIMECA KPHCTANJIb
OThHALTPOBLIBAIOT H GHILTD NMOMelHBAIOT B CTakane ¢ 15042
BOAL, PHALTPYIOT, TILATENBHO OTKHMAIOT Ha (HALTPE W TNepe-
KpHCTaNMH30BbIBal0T H3 200 42 S0% -1101 yKCYCHO! KHCAOTLL

Buxon 13,0--14,0 2, wan 67,7 72, 8% T€OPETHUECLOTO KO-
JMYeCTBa; T. . Belwe 360° C pasloikeHHeM.

2-Memua-5-memorxcubensopypan-3-kaplonosas  KUCAO-
nia. B U0ayJANTPOBYI0 Tpexrapayio koafy, cHabuceHHYHO M-
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WaAKof C 3aTBOPOM, 0GDATHBIM XOJOAHABHHKOM H Kame/lbHOH
BOPOHKO#, nomemaior 19,2 2 (0,1 MoJst) 2-MeTHA-5-0KCH6eH30-
¢y paH-3-KapOOHOBOM KHCAOTH H 8 2 eAKOr0 HaTpa, pacTBOPEH-
noro B 150 .2 Boabl. [lpu mepeMelInBaHHH H3 KameabHOH BO-
POHKH MpH/IHBAIOT B TEUEHHE O MHHYT 10 M2 numeTnICy bda-
Ta. PeakiuOHHYIO cMeCh KHOATAT 20 MHHYT Ha 31eKTPHUECKOH
HTe, moc/ae Yero AaloT oxAaauTbes a0 50—60° H mpuiHBaioT
eme 10 42 puMeTHICYAbndaTa n 15 M4 quoxcana (mpuMeyaHue).
Coaepxumoe K0JIGH KumATAT 30 MHHYT, 3aT€M OXJAXAAIOT A0
50—60° u poGasasioT 172 eaxoro Hatpa. Harpesanue 1po-
ROKAIOT B TeueHHe OANOro 4YaCa H TOpAYMH pacTBOD B/MBA-
10T B cMech 100—15( 2 x00TOro Jibla H 75 MA KOHUEHTPH-
POBAHHOM COJIAHOH' KHCAOTH.
2-MeTu1-5-meToxCHben3odypan-3-kap6oHoBasg KHCA0Ta BHi-
nagaeT B BHAe GeNnX KPHCTALI0B, KOTOPhe OThHALTPOBHBAIOT,
pactupaloT B 150 sz BOAM M CHOBa (DUABTPYIOT. BRX0A CHIPO-
ro npoaykra 20,02. Tlocne nepexkprcTanau3alliid M3 200 ma
80%-HOA YKCYCHOA KHCAOTH Bhixol cocraBaser 16,5—17,0 e,
nad 80,0 — 82,5% TEeOpeTHYeCKOro KOJHYeCTBa; T. TMI. 212°.
: 2-MetH- 5- MeTOKCHOeH30(y paH - 3 - KapGOHOBadA  KHC/I0Ta,
CyHyoO;. Mo Bec 206,20—GecupeTHbie K pHCTaAJbI, XOPOIIO pac-
TBODUMBE B KHIAUWEM COHDPTe, HepaCTBOPHMbIE B BOJIE.

‘MpumedaHHue
[pn sToM BHRNajaeT OCAAOK, KOTOPbI paCTBOPARTCA IpH
AOGABAEHHH €KOT0 HAaTpa H AajbHeillleM HarpeBaHHH.
Jipyrue cnocoGbl moay4eHHs

[puBelenHad Bblile OPONHCh ABJAARTCA EJHHCTBEHHOH H
paspaGotana [punesbiM, [Tan Box XBapom H TepeHTHEBBIMY.

1 A. 11. Tpunce, Nau Boi Xsap, A. 1. Tepeutses, JKOX, 26, 2028 (1956).

HUTPHJ 5-BEH3HJ1®YPAH-2-KAPBOHOBOX KHCJIOTHI

7 Noen,l ]c' HO + NH,OH - HCI CH,CONG

_ /N + N CoHyN.. .
/’——‘ y
<>CH,,[' o Jen 21,0 +-Her

Mpennoxum: 3. A, Mapxkapas, B. I'. Adpuxan.
[Mposepuin: A. H. Orasecss, A. E. Kanafinxsan,

Moayueunwue

B ueTHipeXropiyl KpPYyTVIOAOHHYIO K040y —eMKOCTBIO
200 m2,cHa6meHH Y0 MeAAKOR, 06PAaTHHIM XOJIOARABHHKOM, TED-
MONETPOM H KameJbHOW BOPOHKOH, momemator 18,6 ¢ (0,1mo-
A1) 5-6eusuacypdypona (T. m1. 33—34°, cu. ,CHHTe3b reTe-
POLMKAHUECKHX Coeaunenuir, 3, cTp. 13), 122 (0,17 wMmoas)
XJ0prujpata ruapoxcuaamuna u 802 (78 #.4) Ge3BoAHOTO -
puiuna. [1ycTHB B XOA MEWaJKy, K DCAKUHOIHOM CMmeCH ro
karaayv npuausaior 51z (65 #2) (0,5 MOI4) YKCYCHOrO anruj-
puia Tax, uTofb TemmepaTypa ne mpesnmana 90—93° Ha 4TO
tpe6yerca 8—10 munyr (npumeuadue 1), Koraa camopasorpe-
BanMe 3akaHuyumBaercd, x0.40y HarpeBaloT Ha BOAHOH Gane npw
Temnepatype cmech 85—90° B Teuenne 1,5—2 uacos. [1o oxrax-
JNeHdl ee BJHMBAIOT B CTakaw, cojepxaiwmit 7002 nexdnoit
BoAbl. BrlAeaMBIUEECH Mac/i0 OTAEJAIOT, a BOAHBIA CJ0H 3KC-
TPArupyloT Tpemst nopunsMu adupa, mo 10042 kaxnad.

AbupHbiil SKCTPAKT MPHCOSRHHAIT K MACIAHICTOMY CJIO0IO,
CywaT Haa IPOKAIeHHBIM CEePIOKHCIBIM HATPHEM, OTTOHSIOT
pacTBOPUTEdb M OCTATOK TNCPErolfdioT B Bakyyme, coGupas
Ppaximio, kungmywo npu 136—1397/2 aru.

Boixo;r 14,6--15,4 2, nan 79,8 —84,2 ") TeopeTiueCcKOro Ko-
Jmiectsa (upumeuate 2).

Hutpua 5-6ensiidy pan-2-kapoononoii kncaotn, CuHNO,
MO, Bec 183,21 — GecuneTHasi JKIFIKOCTL, PaCTBOPHMAsT B Opra-
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HHYECKHX pacCTBOPHUTENSIX u HepacTBopuMast B Bome; d,*°
1,1041 oy 1,5612.

NpuMevyanmud

1. Tlpu nosblileHun TeMmepaTypsl GoJjee 95° cmech cie-
JlyeT OXJAaAuTh XOJNOAHOH BOXOH.

2. AuanoruuHboiM 00pa3oM NPHUMEPHO C TeMH XKe BhHIXOaa-
MH NOJAY4YaeTcHd HUTPHA 5-MeToxcuben3uadypan-2-kapGoHOBOH
KUC/IOTHI.

JApyrue cnoco6bl MOJAy4eHHS

Hutpun 5-Geusuadypan-2-xkap60HOBOH  KHC/IOTH 1Oy U€H
TOJBKO OMUCAHHBIM CROCOOOM.

6-HUTPO-1,2,34-TETPATHAPOXHHOJIHH

NN N TN
{ l | +cHcoct —> |7 || + HCI
RN o \N
H |
COCH,
NN O.NA NN
Sl +HNO;, —> ° |k |+ H,0
ENFQNY X NS
| !
COCH, COCH;
, SN N
OzN(\l )+H20 —_— O”N?” |+ CH,COOH
X \N X NN
| H '
COCH,

Mpenaowyan: A. JI. Muokosu, A. C.Asapan.
Mposepuan: A. A. Apoan, M. A. Hpansan.

Moayuwenmue

1-Ayemua-1, 2, 3, 4-mempazuopoxunoaur. B nsyropayio
KPYTJAOAOHHYIO KONGY eMKoCTbio 250 M., CHaGXKeHHYIO Kanelb-
HOH BOPOHKOA M 06paTHHIM XOJOAHJBHHKOM C XJOpKaJabliue-
Bofi TpyOxofi, nowmemator 26,6 2 (0,2 moas) 1,2,3,4-rerpa-
THAPOXHHOMHHA (CM. , CHHTe3bl FeTePOIUKIHYECKHX COeHHEHHA",
4, ctp. 80) B 25 ma aGcomotHoro Oenszona. Koaby oxnaxna-
10T JbJOM U H3 KaneabHOH BOpPOHKH B TeueHue 10 MHHYT npu-
AuBaloT cMech 15,7 2 (0,2 MOIA) XJ10pUCTOrO aueTHaa (NpHve-
uyanue 1) u 25 sz abeomoTHOro Gensosna. Copepmumoe K0aGb
HaCpeBalOT Ha xunsiuedl BOAsIHON Gaue B Teuenue 3 dacos. [lo
OX.JaXIEeHUH BJMBAIOT B CrakaH, coxepxauuit 50 .2 BOALL,
HedTpaau3yior 10%;-1biM PacTBOPOM YIVIEKHCJIOTO KaJuf (0KO-
710 80 #.4) W akeTparnpyioT Tpemst mopuuaMy adupa mo 50 ma
Kamaas. DPHPHBIA 3KCTPAaKT BLICYWIHBAIOT HAX MPOKAJIEHHBIM
L‘EPHOI\'HCJlbIM HaTpueM, OTroHstor S(lﬂrlp it OCTAaTOK 11ePeroddaioT
B BakyyMe, cobupast npoAyKT, sumsiugil upit 138--140 /3 s
Beixox 27,6 —-28.8 2, it 79,1--82,2% TeOPETHUECKOTO KO.ikH-

ecTBa.
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1-Agemua-6-numpo-1,2,3,4-mempazudpoxunosur. B tpex-
ropayio Koa6y emkocTbio 200 4., CHAGKEHHYIO Memaikoli ¢
3aTBOPOM, BO3AYWHHIM XOJOJHIbHMKOM M KalleJlbHOM BOPOH-
kolt, noMemawr 17,52 (0,1 moaa) 1-amernn-1,2,3,4-terparui-
poxuHoansa 1 26,1 2 (0,26 MOJd) yxCyCHoro aHrHupunia. Ilpu
pepeMelIHBaHHH H OXJaX/IeHHH JbAOM B TeyeHhe 30 MHHYT u3
Kale bHO BOPOHKH MpHAHBAKT cMech 9,8 #ma 70%-HO#t a30T-
Hofi KHCAOTH (YA. Beca 1,41) u 26,12 yKCycHOTO aHTrHIpHAA
(npameuanue 2). YanidioT Jea M OCTaBJAAIOT PeaKIHOHHYIO
cMech Ha HOYL NpPH KOMHATHOfi TeMmeparype. 3atem BJAHBalOT
B cTakaH, cojepxamnii 100 4.2 JefsgHoft BOABI, H 3KCTParupy-
10T uYeTbipbmsl mopuuamu OGeusoda no 100 x4 xaxnaa. Ben-
30/bHLIH 3KCTPAKT NPOMHIBAIOT 5% -1ILIM DPacTBOPOM COAH, BO-
Io#, BHICYIIHBAIOT HAA MPOKATCHHBIM CEPHOKHCABIM HATPHEM K
OTFOHAIOT pacTBopHTeds. |-AueTwsi-6-nutpo-1,2, 3, 4-TeTparus-
POXHHOJKH, OCTAIOMHACA B Buje ryCToil MacChl KPacCHOro 1Be-
Ta, 6e3 jgajabHelilell OYHCTKH UCIOIB3YIOT L4d cacaylowed cra-
JAHH. Bwixog cwiporo mpoayxra 21,0220 e.

ludpoans. B kpyrioaoHuyio koafy eMrOCThio 250 #a,
cuabxeHHy10 OODaTHEIM XOJOAHJIBHHKOM, BepXHUH KOHell KO-
TOPOro coelHHeH Co cxasgHkofl Tumenko, coaepxanlesi pacTBop
wresoyd, nomemant 22 2 cuporo  l-apmeTtwsa-6-autpo-1,2,3,4-
-TETPAruAPOXHHOANMHA M 150 M.1 KOHUEHTPHPOBAHHOA COAAHON
KHCJIOTHI.

CuMech HarpeBaloT Ha kunsmell BoAsHOfl Oade B TedeHue
oaHoro vaca. 3areM cofepxiiMoe KO.10bl BAKBAIOT B CTaKaH H,
oxJAaXaas BOAOH W nepeMelliBas, [IPHJIHBAIOT HACBILEHHbIA
PacTBOp YIVIEKHCAOr0o Kaausl 10 LIeM0UHOH peaklUHH H4 KOHID.

OOpasoBaBUIMACA KeaTh{l €10 SKCTPArupyioT Tpems Mop-
uusmu 6enzosa 1o 100 s#x raxnad. Coeaunennbie 6Cl30/1bHbE
SKCTPAKTH BHICYIUHBAIOT HAA HPOKA.TEHHBIM CEDHOKHCIBIM HATPH-
eM I OTIOHSIIOT Ge30a B BakVVie BoAOCTpPYHHOTro iacoca. Oc-
TATO K, cuipofi 6-1u1tpo-1,2,3,4-TeTparti APOXHHOIH B KOAHYECTEE
14,3—14.72 (80,3--82,6%) c 1.1, 159— 160", ueperpuctaannso-
BRIBAWOT 13 7O #a DUV -HO vECvenofl Kicaots. Brixos nepe-
KPHCTA LINBORAHHOTO HPOAYKTa ¢ T, i 161— 1627 cocrasiner
13,1—13,5 2, wan 73,6—75,8% TCOPeTHUCCKOTO KOMIECTBY.
55

6-Hurpo-1,2, 3, 4-terparuapoxutonus, CgHypN,O,, Moi. Bec
178,19, npeicraBisieT COOOA TeMHO-KEJTO® KPHCTANIHYECKOe
BELIeCTBO, PACTBOPHMOE B aleToHe, Gen3ole, IMIOX0—B CIHPTE,
HepacTBOpUMOE B BOJeE.

Mpumeyanus

1. BMeCTO XJOPHCTOrO aleTH1a MOXHO HCI0JAb30BaTh CO-
OTBETCTBYIOUIEE KOJIMYECTBO YKCYCHOrO aHTHApHAa, OJHAXO Mph
3ToM  BbIXOL l-amertun-1,2,3,4-TeTpariAPOXHHOIHHA CHHXa-
etca Ha 10—159%.

2. Tlpn 3toM HaGalonaetcss OypHoe BblJeeHHe OKHCIOB
430Ta, MO3TOMY PEaKIHIO HYMXHO NPOBOAHTh MOA TATOH. Tpn
NpUMEHEHHH a30THOH KHCAOTH HH3KOH KOHIEHTpAUHH BHIXOA
NPOAYKTa PeaKlHH CHHXKAETCA,

Jpyrue crnocobu noayHeHus

6-Hurpo-1, 2, 3, 4-TeTparHApPOXHUIIOAHKE NOAYYeH u3 1-HATPO-
30-6-HuTpO-1,2,3,4-TeTParHAPOXHHOIHHA HarpeBaHHEM C JIbIMA-
el CoJMSHOIl KHCAOTOR B 3amasnHoi TpyGxel, a TakXe B3aH-
MofeiicTBieM aTuiaoBoro sohupa 6-uurpo-1,2,3,4-T€TparHApoOXHU-
HOJHH-1-kap6o1HOBOM} KHCJIOTH C CIMPTOBHIM DACTBOROM STHIATA
HaTpud’.

Omnucan Takxe MeTop HUTpauuu l-anetwi-1,2,3,4-terparua-
POXHHOJIHHA, KOTOPBLIH NPHBOLHT K o6pasosanuio  cMmecn 20 %
7-uuTpOo- U 37% 6-HUTPOIPOH3BOMHBIX’.

1 R. Stoermer, Ber. 31, 2537 (1898).
2 K. Dorp, Rec. trav. chim. 23, 307 (1904).
3 M. Kulka, R. Manske, Can. J. Chem. 30, 720 (1952).



2-OKCHXHHOJIHH

22NN
o | y + C4H;COONa - NaCl -~ H,0

NS N/’O

Nposepuan: O. JI. Munwosr, B. Y. Ulrefiman,
JI. M. Tockynuna,

HMoayuenumne

B Tpexropayio KPYTJIOAOHHYIO KOJAOY eMKocThio 260 i,
CH%G)KGHHYIO Mewankoi, ODDATHBIM XOJIOAHALHHKOM, Kalleap-
HOH BODOHKO# W1 TepuoMmeTpowm, IOrPYXEeUHBIM B IKHAKOCTD,

H?:n;eTma}or 18,1 2 (0,1 wmoas) N-okHCH XHHOIMHA (cM.
H
» €3bl IeTEPOLHKIHYECKHX COeAHHeHUA", 5, cTp. 37) H pact-

Bop 12 2 (0,3 moas) eaxoro Hatpa B 240 Ma Boaw. Tlpu uu-

TE%CHBHOM ne?ememxmaﬂnu K CMeCH MeAJeHHO Mo KalisM
nobasagwr 16,9 2 (0,12 mo.sn) XJ0pucToro Gensouaa (npuve-

yaHue). [lpu artom TEMOepaTypa mOBuuiaeTcss o 45-—50°.

gome NPUGABAEHHS [OMTH BCEero KOJAHYECTBA XJOPHCTOrQ
CH30RMA BRIAC/CTCA TeMHBI KaurMueoOpasuwil ocagok. [le-
PEMEIIHBAHHE POJOIKAIOT 4 uaca NP KOMHATION TeMiepary-

pe, nocsie yero 0Caj0K OTQUILTPOBBIBAIOT, ABAMK AbI NpoMbIBa-
10T XO0M0AHOIT BOAO#H 110 25—30 M BLICYIIH BAJOT HA BO3AY-

xe.ﬁl‘loayqa}or 10,8—10,9 2 npoaykra, naassmerocs npu 176--
I78° Tlocie nepexpucranriuzanuy us METHJIOBOTQ CHMPTa BRIXO,

?642?9{832 w11 64,8—65,59% TEOPETHUYRCKOr0 KOJAHYECTBA; T. M.

2-Oxeuxnnoand, C,H.NO, moa. pec 145,16,—06ypoe kpwuc-
TAMMIUECKOR BCILECTBO, PACTBODHMOE B 3(Hpe, STHA0BOM CrIHpTe,
Xy®e-— B METAHO/C, MJAOXO—B XO0J0AHOH BOIe.

Mpumeuanunagq

ﬂlznyemmcn CBEICNEPEIHAHNBLIL  XJOPHCTHA GeH30T ¢ T.
ki 196% B rowm cayuae, ecan HUPOARKILIT XJTOPUCTH GeH30M
o8

OKa3bIBAaeTCH HEeKaYeCTBEHHHIM, ero oGpabaThiBAOT CJelYIOWHM
o6pasom: pacteop 300 x#2 (363 2) xJ0pHCTOro GeH30KAa
B 200 #a 6eH3oaa NPOMbLIBAIOT ABAXAB XOJOAHBIM 5% -HEIM
pacTBOpoMm KapOoxaTa HaTpud nopuuamu mo 100 msa, 6Genszoins-
HbI CA0#l OTAENAIOT, CYWAT Hajg XJOPHCTHIM KalbhUHeM M me-
perousiior. Co6upaotT OTroH ¢ T. kum. 196°.

Hdpyrue crniocoOb noaydenus

2-OKCHXMHOAMH MOXeT ObITh MOJYYEH CEMHYACOBHIM K-
ngyeHneM 2-GeH3UJAOKCHXHHOJIHMHA B IPUCYTCTBHH 6 N cosanof
Kueaotel wan 20%-HOoro BOAHOTO pacTBOpa eAxoro Hatpa’,
HarpeBaHHeM aHHIAAA KOPHUHOH KHCIOTHE ¢ H3ObTKOM (1:3)
XJOPHCTOrO aMMOHHS C nocaepywowell nukandauuedt. 2-Oxcn-
XHHOAHMH TIOJYYaeTCs TakXe peaxkuned N-OKHCH XHHOAHPA ¢
YKCYCHBIM  aHTHAPHAOM® HAH  Napa-TONYO0JACYAbDHOXA0PHAOM:,
Peaxnust N-~OKHCHE XIHOJAMHE W XJA0DHCTOrO GeH30Haa B npH-
CYTCTBUH e/IKOTO Kaadi MPHBOAHT K 06Pa30BAHHIO 2-OKCHXHHO-
JIHHa®, 2-OKCHXHHOMHII NOJYYaeTcA THJPOIH30M 2-DTOPXHHONU-
Ha B KHCAOR cpefe’, TakxXe HarpeBaHHeM XHHOJAHHA C eAKHM
Kaaun npu 22577 wam ¢ 10%-noft cepiioft KHCAQTOMR®,

Hacrtosawm#i Merox ocHoBaH Ha padorte I'enue®.

tH. Gilman, J. Zarember, J. A, Bell, J. Am. Chem. Soc., 74, 3177 (1952).

? J. Colonge. R. Chambard, Bull, Soc. Chim (France), 982 (1953).

3 E. Ochial, T. Okamolo, J. Pharm, Soc. Japan, 68, 85 (1948) [CA. 47,
8073e (1953)]. F. Montanarl, L. Peutimalli, Gazz. Chim. tal., 83,278 (1953).

4 M. Muracami, . Matsumura, J. Chem. Soc. Jaran, 72, 509 (1950) [C. A.
16, 6648h (1952)].

5 M. Henze, Ber., 69 B, 1566 (1936).

5 W. K. Miller, S. B. Knight, A. Roe, . Am. Chem. Soc., 72, 4765 (1950).

" A. E. Unundaduu, WPPXO, 55,7 (1924) [C. A. 1915721 (1925)].

8 T. Ogala, I. Hishtki, M. Banno, Bull. Phys. Chem. Research, 22, 913
(1943), [C. A, 41, 38811 (1947)].
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2-OKCH-3(y-XJIOPKPOTHJI)-4-OKCOTOMONMUPUMHIA3 0

C2H5ONa
CH,CCl=CHCH,CI -+ CHy(COOC,Hy), — -

CH;CCI=CHCH,CH(COOC,Hy), - HCl

COOC,H,
/\, NH !
il 2 4 CHCH,CH=CCICH; —>

! |

7 COOC,H,

//\]/N\ OH

AN CH,CH=CCICH, + 2C,H,0H
i

0

Mpenaoxuan: A, T, Tepasn u XK. T. Axonsu.
Iposepuan: M. [. Ynanan u 3. B. Ecasnu.

MoayueHnue

Y~Xnoprpomuamnaronoseit sgup. B JAHTPOBOA Tpexrop-
JIOA KPYTJI0Z0HHOH KOaABe, CHAGKEeHHOH MeIa1Koi C 3aTBOPOM,
oépajﬂblM XOJOAHIBHHKOM C XJ0pKaJdhuMeBOH TPyOKOA U ka-
neJbHO#H BOPOHKOMH, TrOTOBAT PacTBOp a/IKOTOJISITA HATPUS U3 2,32
(0,1rp-aTom) HaTpust n 34 4.4 GessogHoro cuupra. [1o oxaamx-
A€HHH pacTBOpa x HeMy mpiausaloT 202 (0,125 Moas) caexe-
NEPEFHAHHOTO MaJOHOBOYO 3dupa M MOCIE MOJYYacoOBOro nepe-
MCIUHBaHUS 10 wanaaM npuineaior 12,52 (0,1 Moas) 1,3-gu-
xnopbyteHa—2cr. kui. 124—125° 680 sm. Tocae npudasaeHus
AMXA0POyTeHa peaKuoHHy0 CyMech MpH THepeMemHBAHHE KHIIs-
TAT Ha BOJAHOH OaHe B rteyeHHe 3 yacOB M 34TeM OCTABJSIOT
Ha woub. Ha caenyomuil aerb noAHOCTBIO OTFOHSIOT CHHDPT, 4 K
OCTaTky B K0J0€ 1PuAHBaT +0 M2 MOAKUCACHHON BOABI (1%-
HOML - cotAnoil  wucaoTH) 11s pacTBOpeHHS 00pa30BaBLIerOC
XJIOPHUCTOTO HATPIS.

Coepsiyoe o 160 MEPeHoCHT B ACTHTCILIYIO BOPOHKY 1y
OTAEMMIOT MaCATHHCTLHT €100 o1 BOAHOrO. Boaupil ca0fi ABANK-~
60

JbE- 3KCTparupylorT adupoMm (mo 30 #.2), sbuUpHBE KCTPAKTH

COeAHHSAIOT C MACJ/SHHCTBIM CJ10eM, OpOoMbBaOT 10 Ma BOAH,
TeM ke 06heMOM 5% -HOoro pacTBopa xkap6oHaTa Ka/us, CHOBA BO-
JOfi U BBICYIIMBAIOT Haj NPOKAJEHHLIM CEePHOKHC/LIM HaTPHEM,
Ynpanus adup, 0CTATOK NeperoHsior B Bakyyme. [Tocae oTronxu
H36LITKA MaJ0HOBOTO 3hupa B uurepsase 118-130°/5 muxm cobu-
parot 14,9—15,8 2 ocnoBHoro npoaykra. [Tocae BTopaundi nepe-
roHku noayvaior 11,7—12,32 (47,2—50,09% Teo peTHUECKOr0 KO-
JHYECTBA) YMCTOrO XJA0PKPOITHIMAIOHOBOrO- 3upa B Buae Gec-
NBeTHON KuAKOCTH! (mpumeuanue 1).

“Huxausayus. Cvecs 3,76 2 (0,04 Mo.a1s1) @-aMHHONMPHAHHA
¢ 1. m1. 60° n 10 2 (0,05 Mons) XMOPKPOTHAMAMOHOBOrO 3dupa,
HaXOAALLYIOCA B KPYIIOAOHHOA KOoaGe €MKOCTLIO B 25 #Ma,
CHa6M@HHON BO3AYIIHLIM XOJ0JHIBLHHKOM, HACPEBAIOT Ha Mac-
AAHOA CaHe B TeueHue 2 uacoB, MONJNEPKHBAR TEMOEparypy
Gann B npegenax 200—210°. 3ateM 0GpaTHBI XOMOAHALHHK
3aMelsloT HHCXOASIIMM BO3AYWIHBIM X010 IHIbHUKOM U IpOAOJI-
JKAK0T . HarpeBaHHe I0pH TOH xe rtemmepaType emle OKQJIO0 MO-
Jyuyaca; 3a 370 BpeMs 1te6oabuofi H36HITOK HEHpOpearHpoBaB-
wWero-y-XJ10PK poTHAMaIoHOoBOro  adupa  ynaaserca. [Tocae
OXJaXAeHHT TBEpP/Ll NPOJAYKT Peaki(HH NepeHOCAT B CTYMNKY,
xopouro pactupawt ero co 100 a2 3dupa, oTPuaAbLTPIBHBAIOT
1 upoMbiBaorT duabTp 50 M2 TOro xe pactsopuress. [loayua-
ot 5,0—5,2 2 cbipOro NpoxyKTa rpsA3HO-KEITOro usera. s
HpeNBapUTEbHON 0UHCTKI BEINECTBO KINATAT C 35 #.4 TUPUAHHA H
1HOC/I€ OXJIaXK Aell A paCTBOPHTENb OTdILILTpoBHBalOT, OCTaBlIeRCH
Ha pubTpe BemecTso pactsopsioT 8 200 M2 KHUIAEro NHPHAH-
Ha, pacTBOpP OT(RHILTPORHLIRAIOT B ropsiyeM COCTIAHHH U TOCIae
OXJan aerus guaptpata pasbasadior ero 800—1000 az adipa.
Boigesisiieecs BeuecTso OTQHAbTPIBEIBAIOT, MPIMBIBAIOT ABY-
va nopunami adupa no 30 K2 H BHICYWIABAIOT HA BO3LAyXeE.
[Moayuator 3,8--3,962(37,5-—399% rteopaTideckoro KoJaH4ecTsa)
qiICTOTO MPUJIYKTA B BILIE IKEITHIX I(pIICTH.'I,'IOB, HAaBsLIITXCS
pn 258—260" (npitveudanie 2).

2-Oxcn-3- (Y-xaoprpotia)-4-oxcorosoi pumuaazont, C,Hy,O,
NLCI, moa. sec 250,50, nepactsopuy 8 Boge I 3dupe, ouetb Ma-
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JI0 paCTBOPHM B CIHpTE, aueToHe, Oensofe U xJaopodopme, Xo-
pomo pacTBOPHM B IeJ0YaX, a TaKXe B JeidHOH YKCYCHOM
KKCJ0Te U B ropsdeM NHPHAHHe,

NpuMedyaHHnsn

1. TlpuBeseHHass NPONKCH NPUFOTOBAEHHS ¥-XJI0PKPOTHIMA-
JI0HOBOTO 3dupa ocHoBana ua paGore O. Buxtepael.

2. TpuBeseHHas NMPOMKHCH MOJYUeHHS 2-0KCH-3-(Y-XJA0PKPO-
TH)-4-0KCOrOMONHPHMH/A30/1a pa3paboTaHa Ha OCHOBE O6LIero
cnocoba noayyeHus 3aMelleHHBIX 2-0KCH-4-0KCOrOMONHPHMHAA-
307108, npeasaoxenHoro Byy—Xo# u Iekaepx®.

Apyrue cnocoGbl noayueHus
2-OkcH-3- (7-XJ0PKPOTHI)-4-OKCOrOMONHPHMHU1A30.1 OB IO~

JdydyeH TOJbKO ONMUCAHHBIM B TEKCTe crnocoboM.

1. O. Wichterle, Chem. Listy 37, 180 (1943) [C. A. 39, 1841? (1945)].
% Ng. Ph. Buu-Hoi, M. Declerg, Rec. trav, chim 73, 376 (1954).

4-0KCO-2-HMHHOTHA30J1 HAHJ-5-YKCYCHASE KHCJIOTA
(MICEBROTHOTHIXAHTOHH-5-YKCYCHASI KHCIIOTA)

0
CH—t NH—0=0
’ |
” Y £ NH,CSNH, —> HN=C  CH—CH,COOH
CH—C N~
I
0

[Mposepuan: P. I1I. Apwaksu, T. P. Oscensin_

Nonydvuenne

B noayauTpoByi0 KpyraoaoHHYIO k0a0y, cHabxeHHY0 06-
paTHRIM XOJOAHJAbLHHKOM, noMemator 7,6 2 (0,1 moas) tiomo-
yeBHHH ¥ 325 M4 MeTwIsTHIKeTOHa (npuMeuande 1). Cogep-
®HUMOe KOJIOH HarpeBaioT Ha .BOAAHON GaHe 10 PaCTBOpPEHHS
THOMOuYEeBHHH, 3aTem npubasasior 9,8 2 (0,1 moad) MaledHo-
BOTO @HTHAPHAA H CMeCh KHIATAT HA BOASHON GaHe B TeueHHe
5—6 yacos. Ilo oXJaxJAeHWH OTCACHIBAIOT MOJYUEHHBIE KpHUC-
Ta/Mlbnl ¥ cymat na Bosgyxe. T. ma. 245—246° c pa3dnoxeHueM
(npuMeuanue 2).

Boixoa 15,6—16,8 2, uwin 89,0—96,5% TeopeTHyeckoro Ko-
JHyecTBa.

4-OKCco-2-UMHHOTHA30AUANI-5-yKeycHas kucaoTa, CsHeN,O,S.
Mo, Bec 174,18 —6enoe Kk pHCTALIHYECKOe BEILECTBO, 10X0 pacT-
BOpHMOE B OOBIYHBIX OpraHuueCcKHX pacTBOpUTeJAX.

MpumMeuaunus

1. Tlpumenenne GOJBIIOTO  KOJHYECTBa  pacTBOpUTENd
06yCa0BJIHBAETCS HAOXOH PAaCTBOPHMOCTHIO THOMOUEBHHH B Me€-
taaTuaketoHe. OTpalOTaHHBIH METHJASTHAKETOH MOMHO HC-
M0K30BaTh 19 [OBTOPHBLIX CHHTE30B.

2. TIpOAYKT MOXHO 1€ PeKpUCTAATH30BLIBATL W3  OQUEeHb
60/bUIOTO KO.IHYecTBa 3Tanoas (100 wa srtanoaa wa 1 2 npo-
LYKTa), OAAKO 3TO He OTPANKACTCA HA TeMUEPaTVPE IIaBIeHHd

BelLecTBa.
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Jdpyrue cnoco6Gbl noayvyeHus

4-0Kco-2-HMUHOTHA30AH AHA-D-YKCYCHAs KucaoTa Obia 1o-
JyyeHa HarpesaHHeM THOMOYEBWHBLI M OPOMSHTAPHOH KHCIOTHI
B BOAHOH cpenel, a Take IIpH HAarpeBaHuH THOMOUEBUHHI,
(ymapoBOi WAM MAaJEHHOBOH KHUCIOTH M HeGOJbIIOrO KoaH-
yecTBa BOAB Ha BOAAHOH Gave? waH B 3amasiHHOH TpyOke?,

BuimapuBaHide BOJHOrO pacTBOPa THOAGJIOUHOA KHCAOTH U
[MaHaMMu1a WAH BOCCTAHOBJAEHWEe 11eJOUlbIX pacTBOPOB S-Kap-
60oKCHMeTUIeHIICeBAOTUAAHTOHHA aMaJjbraMoi HATpHUA TaKxKe npu-
BOJUT K 4-0KCO-2-MMHUOHOTHA3DAHANI-5-YKCyCHOH KkucloTe 4,5.
lpuBesenHan Bhlllle Npomuch oCHOBaHa Ha paboTe ApakeasHa,
Iyuna u Kosemana®.

1 R. Namvach. A. 280, 235 (1894).

2 R. Andreasch, Mon. 16, 790 (1895).

3 H. Jonson, B, Ambler. J] Am. Chem. Soc. 48, 201 (1912).

4 R. Andreasch, Mon. 16, 793 (1895).

5 R, Andreasch, Mon. 18, 81 (1897).

8 A. N. Arakelian, H. Dunn, L.L. Crteshammer, L. E. Coleman, J. Orq.
Chem. 25, 465 (1960).
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ﬁ-(l,2,3,4-TETPAl‘H11POXHHOJ'I HJ1-1)-TPOMHOHOBASL KHCJIOTA

yd CH,COOH - &
] + CH=CHCN ——— | |
XN\ NN

H f
CH,CH,CN
4 r,‘/
| +KOH + H,0 —> | | 1+NH3
NN DNNS :
i |
CH,CH,CN CH,CH,COOK
Qa (]
L 9HCl —> - HCI + KCI
Xy ‘\N/'—1 RN NN~ +K
| |
CH,CH,COOK CH,CH.COOH
(/\/\
| |. HCI - CH,COONa ——>
\/\1?/ T
CH,CH,COOH
AA
K/l\ | + CH,COOH + Nacl
CH,CH,COOH

Mposepuan: A. A. Aposu, A. C. Asapsan.

Monrnyueunune

B-(1,2,34-Tempazudpoxunoau 1-1)-nponuonumpur. B xpyr-
-IOAOHHYIO TPEXTOPIYIO KO.I6Y eMKOoCThio 250 M4, chabuennyto
MEIMAaaKOH, OGPaTHHM XOTOAILIBHAKOM H KameibHOH BOPOHKOM,
nomematot 26,62 (0,2 moas) 1,2,3,4-TeTparuapixutoiuna (cum.
»CHHTE3b TeTePOUUKIHILCKUX coeannewtin”, 4, ctp. 80) u 50 #a
VKCyCHOR kucaoThr. TlycTuB B X01 mewanaxy, B Tedenine 10 mu-
HYT U3 kanegenofl Boponku npitinsaiot 21,2 2 (0,4 Moaa) cee-
KeNepPerHanHoro awpuIonnTpiLia ¢ T. Kum. 78 —797/760 sm.

TTo oxonuanuu HpHOABIEIHIT CMECH HATPCBANOT HA METAJAK-
neckoit Gane mpu 125—1307 (temneparypa Gann) B TeucHue 5—06
wacop. 3ateM Cojepminioe k0.I0b mepenocar B koaly {aafize-
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Ha H OTrOHAIOT B BAKYYMC BOROCTPYHHOIrO HacoCa He BOMIEIt
B PEAKLHMIO AKPHIAOHHTPUJI U YKCYCHYIO wuciory. Octatok ne-
peroHAIOT B BaKyyMe, coOupasa ¢pakuuio, kinamyo opu 190—
192°/10 m.

Buxon 30,2—30,8 2, un 81,1 —82,6 % TteopeTuueckoro ko-
auuectra; di° 1,0869; np® 1,5778.

Xaopeudpam B-(1,2,3,4-mempazudpoxunoanr-1)-nponito-
H080il Kucaomsl. B KPYTIogoHHYIO K0AGY eMKocTbio 500 4,
cHa0KeHRYI0 Memaaxod U oOpaTHbIM XOJOAUJABHUKOM, MOMe-
mator 24,2 2 (0,13 moas) §-(1,2,3,4-rerparuapoxutonni-1) npo-
mionutpuaa u 2504 10 % -Horo pactsopa egkoro kaau. CMech
npy nepemenIMBaHUH HATpPEeBAlOT HA KoJA0oHarpeBatefe B Teye-
Hue 3—3,5 uaces. I1pu 3T70M MaCIAHUCTHIA .10/ NOJHOCTBIO HCYe-
saer (npuMeuanne 1). [Nocae oXyaxaenns K IEJTOYHOMY - pact-
BOPY MNOCTEMEHNO, NMPH NOMENIMBAHUH H OXJKAEHHH JdegaHoll
BoAOH, npuauBator 100 M4 KOHUEHTPUPOBAHHON COJAAHOR KuC-
adotst (mpuMeuanue 2). Cozepxumoe koa0GH OCTABIAIOT B Jend-
HOt BOJAe B TEYEHHE OJHOTO YaCAa W TMOJIVYEHHble KPHUCTAIAbL
orcacbiBalor. Brixoa Xxaopruaparta §-(1,2,3,4-terparuapoxuno-
aua-1)- nponuoHoBoit kucaore 25,9—26,4 2, wau 82,6—84,1 %
TEOpPeTHUEeCKOro KOJHYeCTBa; T. ma. 172—173° (npumeuanue 3).

B-(1,2,3,4-Tempazudpoxunorun-1)-nponuonosas rucio-
ma. B xoundeckyio wkoaby emixoctblo 250 M4 momeulaior
150 # 10 %-noro BOJAHOTO pacTBOpa AauUETaTa HATPUA H NpH
noMemuBanul npubasasior 24,22 (0,1 moas) xaopruapara -1,
2,3,4-TeTparuaApoxXuHoana-1)-nponHoHOBOA kHCAOTH. [loayueH-
HOE MAacJO TIMATENABHO PACTHPAIOT CTEKJAAHHON 1aaouxkofl 1o 3a-
BepILEeHUA KPHCTALIH3ALHH.

[TpoayKkT 0TCACHBAIOT, TPOMBIBAIOT Ha QILILTPE ABYMA NMOp-
UMAMH X0a0AH0R Boabt (no 50 M) w cymat Ha Bo3ayxe. Br-
xon 18,6—19,02, uan 90,7—92,7 % TeopeTHuecKoro KoJaAn4ecTna;
1. ma. 71—73° (npumeuanue 4).

B-(1,2,3,4-Tetparuapoxnnoaud - 1) - nponuoHOBas KKCAOTA,
CyoHsNQ,, Mo, Bec 205,26—cBeT10-KpeMOBble KPUCTAABE, pac-

TBOpitMEle B OeH3o.e, cnnpre, sdipe, IIOX0—B BOJE.
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Mpumeuyuaunns

1. Konlery peakuun onpenensieTcq npekpamelineM Bhijeaeus
aMMHaka.

2. llpuBaBaenveM TOYHO PaCCUHTAHHOTO KOJAHYECTBA COJAs-
HOH KHCJOTH MOXKHO ocaxjaath ceoboanyio §-(1,2,3,4-rerparua-
POXHHO.IILI-1)-TPONHOHOBY0 KHCJAOTY, OAHAKO NPH 3TOM TPYAHO
u3beraTb MOTEPb.

3. NepekpucraanuzoBanubiil 43 125 ML YyKCYCHOH KUCJAOTHI
xaopruapart §-(1,2,3,4-reTparupoxHHOAUI-1)-NIPOIHOHOBON KHC-
JAOTH MAaBHTCA npH 173—174°.

4.8-(1,2,3,4-TerparnapoXuHOAKI- 1) - IPOMHOHOBYIO KHCIOTY
MOXHO TeDeKPHCTANNU30BATh U3 OUeHb OOJbIIOrO KOJAMYECTBA
BoAbi. [lepeKpUCTaN1U30BAHELI TPOAYKT TJAaBUTCH npH 74°,
Tax Kax BemecTBO NP4 CTOAHUHM OKPAMIUBAETCS B PO3OBHIT
user, uenecoo0pasHo XPaHUTH €T0 B BHAE XJOpruapara.

Apyree cnocoGbl moayyexus

8-(1,2,3,4-Terparuapoxunoaui-1)-IponHoHoBas KICI0Ta I0-
AYYeHa TONLKO BHIIEOTMCAHHBIM MeToAoM. [IpuBeseHHad Bbille
npomuch paspaloTana mna ocHoBe paGorhi Butmopa, Mosepa
u ap.}, mostopeHHoil 3ateM PaunnckuM, Caasayepckoit i1 Co-
BaJIKOBOII®.

1 F, C. Whitmore, H. S. Mosher, R. R. Adams, R. B. Taylor, E. C.
Chapin, Ch. Weisel, Wm. Ganko, J. Am. Chem. Soc. 66, 725 (1944).

2 &, 10. Paunnckuii, H. M. Caasauesckas, JI. K. Cosaaxosa, KOX. 31,
2751 (1961).
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1-0OPMHUJI-4-BEH3HATIHTIEPA3HH

S\ /~\H
il /NH—[— HCOOC,Hs —» {  NC=0 4 C,H;OH

—\H 7 Na,CO S\ H
< Ye—o + 7 Nema =57 ¢ Nenyf }\IC:O+HC1
HN ) \

[Tpennoxwunu: A. JI. Mngxosn, M. T. I'puropsau.
[posepuan: B..I'. Adpukan, C. X, IeBopusan.

Moanyuenue

1-Gopmuanunepasur. B cTeKAdHHYI0 TPYOKY NOMeIatoT
cmech 34,4 2 (0,4 moas) GespogHOro numepasuHa ¢ T. mi. 106°
1 29,6 2 (0,4 Moast) 3THAOBOrO 3pHPa MYPaBbHHOH KHCIOTHE
¢ T. kum. 54°/760 mx (npumeuanve 1). TpyOky 3amauBaioT u
HarpesaloT B Kunsilell BoxdHofl Gane B Teuenwe 6—7 uacos.
[To oxJaxjeHud ColepxuMmoe TpyOxku IepeHOCAT B KoaAOy
Kaafisena (npumeuanne 2), onoaackusaiotr ee 40—50 s ac-
€oaTHOro GeH30aa, CAHBAIOT TYAa Xe, OTrOHAIOT PacCTBOpPH-
Tejb M He BOUWEAWAA B PCaKIHI0 3THAOBLIH 3(HP MYpaBLHHOA
KHCJIOTH B Bakyyme BOZOCTpYitHoro hacoca. OcCraTok ncpero-
HAIOT B BakyyMe; CHauyana BO3FOHSACTCS HENPOpPEearHpoOBaBILHii-
Cs nunepastu, (mpamedanue 3), a 3ateM MOHOobopMHIIUNEpa-
3un ¢ T. kun. 132—135°/5 ma.

Buixon 24,0—24,5 2, uan 52,6 —-53,6% TeopeTHYECKOrO
KOJHUeCTBa.

1-@opuua-4-6enzuanunepasur, B Kpyriogonayo xoady
evioctsio 400 #a nomewmaior 34,2 2 (0,3 moas) 1-dopmuann-
nepasuta H npuansaior pactBop 25,3 2 (0,2 Moasi) XJAOpHCTOTO
Geusnaa 3 150 s abcomwotHoro Geusona. Koady cHabxalor

0BpaTiL X042 UIALINIKOM 1 HArPEBAIOT 1A BOJAHO{ OaHe B
reuenne 4—95 1acoB.
Mo oxaasyennit oGpaBateiBaloT 250 w2 20%-doro pacr-

BOpa KapéoHaTa HATPHH, OPUIHBAIOT 4 -5 Kanedb KOHUCHTPI -
88

POBaHHOrO pacTBOpa 'eRKOro Hatpa, OTARIAIOT GeH30AbHHI}
C/J0f, 2 BOAHMIA JABaXJbl 3KCTPATHPYIOT 3(GHPOM, NOPLHAMH
no 80—100 sa. CoeguHEHHHE pacTBOPHl BHCYHIHBAIOT Hajl
NpoKaJeHHBIM Cy/ab(aToM HATpHd, OTTOHAIOT pacTBOPHTE]b
OCTATOK MEepPerOHAT B BakyyMme, cobupas (ppakuuio, KHILULY Ko
npu 173°/3 ssm. OTroH OPH CTOAHHH KPHCTALIM3YeTCA W IIas
BuTCA npu 59—60° (nmpumeuanus 4). Brixon 28,6—29,4 2, uan
70,1--72,0% TeopeTHueCKOro KOJHYECTBA.
1-®opmua-4-6ensuanunepasut, C,H;(N,O, Moa. Bec 204,27 —
6eCuBeTHOE BEIleCTBO, XOPOIIO PaCTBOPHMOE B OPraHHYeCKHX
pacTBopUTeafX. ‘ -

MpumeuaHnus

1. IMpu npubapaeHnd 3Tu/I0BOro adupa MypaBbUHOM KHC-
JIOTHl HA MHIIePa3HH CMeCh pasorpesaercs u uepes 15 —20 vMuHyT
N1Te pa3iH INOJHOCTBIO PACTBOPSETCH.

2. MHoraa HexoTtopoe kKoauuectBo AndOpMHITHIEpa3HHA
B BHJE KPHCTALTHUECKOTO NPOAYKTE OCTaeTCd Ha JiHe TpyOKI.
Ero XOpoumo npoMuiBaioT aGCOMIOTHBM (el30.10M H HPUCOEH-
HAIOT mocaenHufi x NPORYKTY peakiui.

3. HenpopearupoBapuniics nunepasuH, BO3TOHASICh, OCaX-
LaeTcs Ha CreHKaXx Koa6bl XOJOAUABHHKA H HPHEMHHKH.
CaenyeT mpepsath HarpeBaHNC, 3aMCHHTh KOJAOY M XOJAOAHIL-
HHK C [NPHEeMHHKOM 4YHCTBIMH W TOJEKO [OTOM Ha4zTh Hefe-
rouky. HekoTtopeie ucciegosaresu® CYHTAIOT, UYTO OCAAOK,
KOTOPHIFl ITOTOM TNOABJASETCA B lieperHaHHOM MoHO(OpMiaNH-
nepasine—sto  kapbonar, 00pa3yIOWMICA BCJAeACTBHE 110rJa-
IenHss BelecrsoM YIVIeKHCAOTH H BJZTH. Mo HaHIUM JNGHHLIM,
0Caj0K npejcTaBaser coboli uHuepasun, KoTophifl He uepexo-
JUT B BELLECTBO, €CAW 2aMeHuth amnmapatypy umuctofl. Jawke
MPpH AJMUTETLHOM X[onenuu oOpa30Banite coqn He HaO0J0k-
ercd.

4. Tlepekpncraainsonsuroe u3 JUFLOMHA BeINECTBO ILd-
BUTCA 1IPH 63 - 64°, ojHarno aast MCHOJAE30BAUHS €10 B CHIlTE-
34X Het HEO().\'OJM].\AOCTH B llePQKPHCTHJIJIHBQILHH.
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Apyrde cnoco®st nmoayuyeuns

1-®opmua-4-0eHsuanunepasd Obl1 MOAyueH HarpeBaHHeM
1-¢popMuaIMIepa3uHa € MypaBbHHOA KHCIOTOR H Oensaabjae-
" rHAoOMY, a Takke GopMUIHpOBaHHEM 1-Gen3uanuIepasuuHa Me-
THAGOPMHATOM B KaualOUIEMCH aBTOKJABE IIPH TEMIEpaType
100—110°.2

1 K. Ful, K. Tomino, H. Watanbe, J. Pharm. Soc. Japan, 74, 1049 (1954)
IC. A. 49, 116661 (1955).

2 B. W. Horrom, M. Fretfelder, I. R. Stone, Am. Chem, Soc., 7%, 753
(1955). '

2-dYPHICYKUHHHMH ],

o
‘I\o/“ CH—COOH + CH,COCl —>

CH,—COOH
i len
kO)TH_ C'OB + CH,COOH + HCl
CH, —co/
(O ]ICH-CO 4 NH, —> LO I]cn_co\ L Hyo
l d [ NH
CH,—co” CH—co”

Mpennomunu: O. JI. Mukosn, H.A. Babnsn.
Mposepuan: 3. P. Baraacapan, A. A. FamGypsn.

Moanyuenue

AHeudpud Pypursumaprou  Kucaonbi. B KPyraoAoHHYIO
-ko0y eMkocTbio 250 4.2, cHabXeHHYI0 0OpPATHLIM XOJ0AHIb-

HIKOM C OTBOAHO# Tpy6Kofi, npucoegnHeHHod K rasdsoil Jo-
sywke, nomewaior 30 2 (0,16 moaa) 2-dypuagutapHoll KHC-
Jotbl (cM. ,CHHTE3bl FeTepOHHKAHUECKHX cOoelHnenuit 5, cTp.
61) u 60 2 xaopucroro aperusta. PeakuHOHHYIO CMeCk OCTaB-
AAI0T CTOATH NMPH KOMHATHOH TeMmeparype Ha noub. [Ipn aToum
2-GypuasHTapHas kucaora nepexosur B pactsop. Coxepxivoc

K0A0bI KHTIATAT HA BoAHOH Oane 1 uac, 3areM 0OpaTHBIA XO-
JOJHABHUK 3aMEHAI0T HHCXOMAUHM U H30BITOK XJA0OpUCTOTO ale-

Tia OTFOHAIOT B C1aboM BakyyMe BogoctTpyiitoro macoca. Oc-
TATOK TepPeroHAlOT B BaKyyme; T. kdnm. 160—-1627/4 mu. Bbixos

19.5--20,6 2, mau 72,0-—76,2% TeopeTHIECKOTD KOJIHYECTBA.

2-¢pypuscyryunnsmid. B koaby Biopua ¢ BHICOKUM OTBO-
oM eMiocThio 100 ma, cinaGxEeHHYI0 TEpPMOMETPOM it NpHEM-

HIEKOM C OTBOXOM, romentator 16,6 2 (0,1 noax) auruapuaa
D-(y puasHTaphOit KHEAOTH. K nemy npn oxJlaxaeHud KOJGbI
UPOTOYHOM BONOA HPUAHBAIOT B TeueHHe 5—10 munyT (mpnme-
yanne 1) 30 ma 28%-noro aumuara (ya. sec 0,90). Coxep-
AKEMOC KOJOBE OCTABASIIOT CTOSITHL Ha HOUb Il 3aTeM BarpeBatoy
Ha Macaauoil Cane J0 TeX 1fop, 10Ka NOUTH [IOJIHOCTHIO HE

HPEKPATHTCH OTrOHKa BOALL HPH ITOM OTFOHACTCH OKOJAO 20—
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25 #a puctuanata. OCTaToK CAMBAIOT B Kk0a0y KaafseHa em-
KocTslo 50 M, B 0AHH TyOYC KOTOpOHl BMECTO KanmHalspa mo-
MEIIeH TePMOMETp, NOrPYKEHHH B peak IHOHHYIO CMeCh. 3arem

Kko/10y HarpeBaloT Ha MacAgHO# OaHe IO Tex Mop, MOKa TeM-
nepatypa peakiHOHHOH CMmecH He pocTurHer 215—220° (mpu-

meuande 2). Ha ato rtpe6verca okoiao 3—4 nacos. [To goctv-
WEHUH YKa3aHHO TeMmepaTtypul HarpeBaHHe Tpekpauwaior. Tep-

MOMETP 3aMEHSAOT Kanu/aJsipoM H OCTAaTOK MEepEeroHsioT B BaKy-
yuMe, coGupast BelUleCTBO, Neperousomeecs npu 166—172°/2 sn.

2-Qy puacYKUHHUMUL OHCTPO 3aKPHCTANTH3OBLIBAETCSH, IIO3TOMY
nocae OTIOHKH ero CJAUBAIOT B CTaKaH H IIPH IIOMeIHBaHHK

CTeKAAHHON nanoukol aobasagior okolo 30—35 ma abCoaoT-
noro atupa. [Moayuennbiil Geabiit HAH CBETIO-XKeATHH KPHCTAI-

JHUECKHA Xpynkiil nopoilok OTQHALTPOBBLIBAIOT H Ha (DHALTPE
npomuiBator 20 -25 ma abcoaloruoro sdupa; t. mi. 90—91 .

Buxoa 12,0—13,0r, wau 72,7—78,7% TeopeTHIECKOr0 KOJii-
yectBa (mpuMeuanne 3).

[Tepexpucrarin3auua u3 25 #a aGcodiothoro Oen3ona no-

BHIIAET TEMmeparypy miaasiledus [0 93—94°, oaHako H Ge3s
ePeKPUCTANTH3ALIH POLYKT KOCTATOUHO UHCT.

2-®ypuacyruwinumun, CgHNO;, wmoa. Bec 165,15—6e10¢
KPHCTAWJIHUECKOe BEILeCTBO, PacTBOPHMOe B BOAC, aleTole.

cIupre, xyxe—B G€H304€e H HepacTBopnMoe B adupe.
[IpumMeyaHnHus

1. TlpubaBaeniie aMMuaxka CaIeAYyeT NPOBOJHTb OCTOPOKHO.
npu oxaaxcaenni ko.16st nportounofl Bogo#. Bropad noaosnHa

AMMHuauiioro pacTsopa MoxeT ObiThb npuOaBaend Cpasy.

2. [lpu noBbIWERIH TeMNepaTypbl MPOAOIANKAETCH OTTOHK
BOAL. JlocTHaene YKa3aHHOR TeMnepaTypbl HEOOXOLHMO, TaK
K4K HHAue CHHKAETCH BBIXOJ TMPOAYKTA peariiH.

3. 2-OypIICVKIHUHMIA MOXHO TOJIYUHThL TaKKe Hepnoc-
pencteenno u3 2-QypuadHTapiofl  KHCIOTHI, MUHYS CTAAHIO TO-
Jdyuentis aHTHAPILL, OJHAKO B 3TOM CIYU4C BHXOX POAYKTY
peakii CHIKAETCH.

Apyrue cmocofbl nMonydyeHUs

2-OypuACYKIPHIMILL OLT HOTVUEH TOALKO OMHCARHBIM P

TCKCTE CIIOCOBOM.
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[tposepuau: O. JI. Muaxosin, B. W. lreiiman, JI. M. Tockyanna.
MMoanyuyeHnue

B KpyriaoaoHHyIo NONYJAMTPOBYIO  TPexropaylo koady,
CHaGKEeHHYI0 MelATKoll C 3aTBOPOM, KameabHOH BOPOHKOH M
0GPaTHBLIM XOJOAHILHAKOM C XJ0PKaJIbLHeBOH Tpy0OKo#l, nome-
mator 3,36 2 (0,14 2-ar.) cTpyKeK MarHus, HPOMBITHIX aGco-
AIOTHbIM  cnupToM  u sdupov. K coxepxumoMy n00GaBaSIOT
OAHY ueTBEpPTYIO 4acTb 3(HPHOIO pacTBOPa 19,2 2 (0,14 moas)
fioquctoro Metwaa B 50 a4 abcomoreoro apupa. B ciyuae
HeoOXOAHMOCTH PeakUHOHHYID CMeCh HOAOTpeRaioT Temjoft BO-
X0 M, KOrjJa peakuds Hauiercss, A00aBJASIOT H3 KalneabioH
BOPOHKH OCTaBlLtfica pacTsop HAORMCTOrO MeTHAd C TaKof
CKOPOCTHIO, 4ToGbt 3GHP PaBHOMEPHO KHIes. Jag 3aBepuiedust
peaKUHH TPOAOIKAIOT KINAUCHAC HA BOJSHOI faHe A0 pact-
BOpeHust MarHus. 3atem lpH HenpepbiBHOM TepeMEeNUBAHNHA
npuanBzi0T OHCTPO MO KanaAM pacrBop 15,4 2 (0,1 moag) nut-
puaa  xmuaabauuosoli  kucaote (cM. ,Cinreshl FCTepOLKIN-
qeckux coemmennitt, 5, crp. 34) B 300 ama adcomoTuoro  upu-
pa. TTo mepe aoGaBaeniist pacTBOPA peAKIIOHIAA CMECH P~
o6petaeT TeMHO-KOpHUHEBYI0 Okpacky. Koraa Bech uuTPHI
npubassen, nepemeniipaniie 1po10DKaI0T B Teuete 8 uacos
apu teaeparype 30 - 357 peaxiiounoil caecn; 10 OXIaM/e-

OAM 0 KOMNATHOf  Temnepatypsl UpInBalor pactsop 302
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XJTOPHCTOTO aMMoHHA B 150 4.4 BOAW M NepeMeuuBaioT IpH
KOMHATHOH TeMmnepaType B Tedende 5 dacos, Bepxuuit adup-
HEIl ca0fi 1o Mepe npubaB/JeHHd pacTBOpa XJOPUCTOrO aMMo-
HHSl OKpalldBaeTcd B TeMHO-KpacHuill 1BeT. Ero orgensor, a
BOJHBIA — 3KCTPAarHPYIOT YeTHPbMA MOPUHAMH 3dupa, 1o 200 #a
kaxaada. CoeauHennbie 3pUPHLe SKCTPAKTH CYINAT Haj 06e3Bo-
HEHHHM CyabdaToM HATpHA. Sdup OTrOHAOT, a OCTATOK mepe-
TOHAIOT B BakyyMe, cobupad ¢pakudio ¢ 1. kul. 142—145°/2
#m. Brxon 11,3—11,7 2, uau 66,0—68,3% TeOpeTHUECKOTO KO-
andectsa. [loaydyeHHoe xesn1Toe wMaci006pasHoe BelleCTBO IIPH
CTOSHHH 3aKPUCTATAH30BHBaeTCH; T. i 47 —48° (npumeuanue).

2-Xunomuameruiaxkeron, C;;H,NO, moa. Bec 171,20—xkpuc-
Ta/1duecKoe BemecTBO, XOPOIIO pPacTBOPHMOE B METHJIOBOM H

3THI0BOM CHUPTAX, 3(QHpe, N1OX0—B JUTPOHHE H HEPACTBOPH-
MOe B Boje,

MTpumeuyanusd

Ilepexpucranauzoratuuift U3 30 %-110ro0 3THAOBOTO CHHPTA
H BHICYNIeHHBII HA BO3AyXe NOPOAYKT MJAaBHTCA HOpH 50—51°,

ONHAKO H 0e3 nepexpucranau3dauuit OH AOCTATOYHO HIHCT U
nIpUrojeH Aad JajbHeAlero HCnoJb30BaHUd.

Apyrue crnocoObt nogyuexHus

2-X MHOIMAMETHAKETOH MOXET OblThb MOJYYeH U3 3THA0BO
ro spupa XHHAAbAOANYKCYCHOH KHCJAOTHL MOCJAe THAPOIW3A
pa3GaBJeHHON KHCAOTON U fajbHeilluero gexapOioKCHAHPOBAHUA
Harpesanue 2-3THAXUIIONNHA C YKCYCHOKHCJALIM  HaTpuem H
pactBopoM 6GpoMa B YKCYCHOH KHCJOTE NOCJAE THAPOJdH3a TIPH-
BOJHT K NOJYYEHHIO XHHOJHJAMeTILIKeToHa®. ECTb yKasaHHe, uTO
2-XHHOMMAMETHAKETOH OBl MOJYUYeH aHAaJOTHUHO 2-aueTuailu-
PHAMHY H3 HHTPILTA XUIAJALIHHOBOH KICJOTH J€HCTBHEM Me-
THIMarahioma 8 albcomordom apupe’. TlpisesenHas Bbillle
NPONHCh OCHOBAaHA Ha 3TOM pabore,

1 K. N. Campbell, C. H. Helbing, J. Am. Chem. Soc., 68, 1840 (1946).
2 B. R Bronn, J: Chem. Soc., 2577 (1949).
3 T. Nakashima, 1. Zasshi, 77, 1208 (1957) [C. A. 52, 6345 (1938)].

2-XJJOPJIENTHAHH

CH, (M
AN

LY ). 4rpocy —> 2 (\I! |+ HPO, #HCL
) L
\/\NVOH NN

Mposepuan: T. P. Oscenan, M. A. Kannpukas.

oayueunmne

B KpyraoaoHHy!0o KOAGY eMKoCTbio 200 4, CHaGKEeHHYIO
OGPAaTHLIM  BO3AYIIHHIM  XOJOJHIBHHKOM C XJOPKaIbliHeBoH
tpy6Koit, nomewmant 15,9 2 (0,1 Moada) 2-okCHAenHiHHa (cm.
.CHHTE3Bl reTepoHHKAHYIEeCKHX coenunennit*, 5, crp. 39) u18,52
(0,12 moas) cBexenepersanoii xaopoxucu gocpopa (nprmeya-
ae 1 n 2). CMech HarpesaloT Ha BojdHol GaHe mpu TeMmepa-
type Ganu 80—85° no Tex Hop, 1MOKa 60.bluast 4aCTh TBEPLOTO
BewecTsa He pactBopHTca (oKodo 15 MunyT). 3arTem ColepKH-
Vo€ K0AGH OCTOPOXHO HATPeBalOT B TedeHne ewe 15 MUHYT
Ha MeTa/J.HUeCKOft ceTke, MoKa pacTBOpeHHE He 3aKOHYUTCHA
1101HOCThIO. [opAuYIo peaKiHOHHYIO CMeCh BJMBAIOT B CTAKaH,
copepxkaiuii 20044 Boabl u 2002 KOJOTOro JbIa. Bhijeans-
meecss Macao 2—3 paza 3KCTPArHpyloT 3(UPOM, MOPUHIMHA NO
150 M2 xaxpad, 3pupubi 3KCTPakT B36aTHBAIOT C ABYMH NMOP-
1AMd BoaW nmo 30 4.4, a 3ateM CylaT I0oTamIeM. [Tocae oT-
roHKH 3pHpPa OCTATOK MEPeroHsIOT B BaKyyMe, cobupas Belecr-
B0, Kuistiee npu 129—130°7/ s, Tlpu cTOAHKN 2-XM0PAECNHAHH
KpHcTaasnsyercsi; v, 1. 58—59° (npumeuaine 3). Beixoa 15,6 —
16.2 2, nau 87,8 —91,29; TeopeTuueCKOro KO.IHUECTBA.

2-Xaopaenuani, C,HiCIN, mon. Bec 177,64—kpucTtainm-
qeCKOEe BeNlecTBO 0esoro IBeTa, pactTsOpHMOe B OPranHveckux
PACTBOPHTE/NX W 1@PACTBOPIMOE B BOJC.

INpuMeuaHHuHd

1. IMpuvenenie HecsesxeeperHanoil XJ0poOKHCH docdopa
SUAYHTEALHD CHIDKAET BhXOMK.
2. 2-Xuopaermiit MO0 HOAYUHTh, [PIMEHss ITIX10-
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pucthii docop, HO MpH 3TOM BHXOX coctaBaser 75—80°%
TeOPeTHIeCKOro KoJHUYecTBa.

3. O6GbiuHO MoAyYaeTCst MMCTHA INPOAYKT; NpH Heo6XOaU-
MOCTH €r0 MOXHO MePeKpPHCTaANH30BaTh K3 metpoJelHoro sdu-
pa. [Oag storo 2-XJOPJACIMAMH PACIAABJSIOT M CJAHBAIOT B
30 #2 nerpoaeitHoro adupa (1. xun. 40—50°), 3atem pacrsop
MOMEIAT B OXJA2AHTEJNbHY CMeCh, BblIEJAUBIIHECS KPHCTALTL
OTCACHLIBAIOT H CYmIaT B BaKyyM-3KCHKATOpeE.

JApyrue cnocoObt MoxydeHus

2-Xaopaemiaun 6bI1 MOAyYeH B3aHMOAEHCTBHEM 2-OKCHae-
MHAHHA € TSTHXJIOPHCTRM (ochOopOoM B UPHCYTCTBHH HeGOJIb-
IIMX KOAM4eCTB XJA0pokucH ¢ocdopal, a takike INpu Harpesa-
HHK 2-OKCHJEMUAHHA C XJOPHCTHIM GeH30HI0M®.

HauGonee ynoOHbIM MeTOLOM MOAYYEHHS 2-XJ0pJenuanHa
siBasieTcd MeTo1 Knoppa', yaydmenunii MuxafiioBuM?®, a Tak-
xe APYTHMH aBTOpaMu?, 3aka0UaoHicTd BO B3aUMOEIICTBHIL
2-oKCHJeNMnAMHA € XJA0PoKKChIo docdopa. BuaouaMenenunem 3to-
ro MeToaa As/ierTcd OMHCAHHLHI Bhillle coco0, paspaloTaHiblil
Ka3zaoy u Jlayspowm®.

L. Knorr, Ann. 236, 98 (1886).

Ellinger, Riesser, Ber. 42, 3338 (1909).

Muzxaitaos, KOX, 6, 511 (1936).

* S. F. Krahler, A. Burger, J. Am. Cheni. Soc. 63, 2368 (1941).

5 ,Canressl opraunuecikHX npenaparos*, 3, crp. 480. WJI. M,, 1952,

T
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ATHJIOBbIM 3DHP 1-3THJ-2-METHJI-5-OKCHHH0JI-
3-KAPBOHOBOH KHCJIOTb!

CH,COCH,COOC,H; + C,HsNH,y ~——> CH3C=CHCOOC,H, -+ H:0

NHC,H;
o N '
74 .
| HO| | ESOCZHJ 1,0
C O+ CH3(13=CHCOOL2H5 — Ny Ot
” NHC,H, CoHy
]

Mposepuan: A. A. Aposm, A. C. Azaps, M. A. Wpanan.

MNMoayueHHe

Imurossilt 3up N-3mur-pamiHoOKPOMOHOOL KUCLOMYL.
B 110AyAHTPOBYIO KPYLIOAOHHYIO K00y, CHAGXKEHHYIO BOAOOT-
1equTeqeM, KOTOPHIi CoelHHEH € OOpaTHBIM XO.JI0AMIbHHKOM,
romematoT 65 2 (0,5 Moaf) CBexeneperHaHHoro aneroykcyc-
noro adupa, 22,5 2 (0,5 moas) stuaamuHa, 100 wxa abcontor-
noro Gensosa, |4 qeisnofl YKCYCHOR KMCAOTH H CMeCh Har-
peBaloT CHauajga na Boadxoii OaHe B TedeHHe uaca, a 3aTEM
Ha meTaaadueckofi 6ane B TeueHue 3—4 4acoB, MOAREPKHBAT
TeMIeparypy Oanit B npenenax 105—110°. 3a 3t0 BpeMd B BO-
nooTaeanTee cobupiercs OKoao 9 M BOABL Ororuas B Ba-
KyyMe BOgoCTpyitHoro Hacoca OeH30J, OCTaTOK MEPEHOCAT B
koa16y Krajizena ¢ e1ounnim nedaermatopom Aauuoi 10—12cm
H MepPeroHAIOT B BAKyyMe; CHauana meperoxsercd He BOLICAUIH{T
B peakudIo aueToyKCyclinil 3dup, a 3ateM MpH 88-—90°/2 mm
9THA0BLH 5P N-3Ti1--a MHHOKPOTOHOBOH  KHCAOTEL. Buxoa
64,7—66.5 2, nan &2.:F 8479 TEODPeTHIeCKOro KOJH1€eCTRBA.

Amuaosey  3gup -5 a-2-meniia-5-0KCuuHIo A-3-Kap-
Gownosotr xucaomer. B Tpexrop.ayio ko10y eMKOCTbIO 250 s,
cHabxeHHylo Meiainoll ¢ 3aTBOPOM, 00paTHLIM XOJA0AHABHH -

KoM I KamedpHofl sopoukofi, momewmaior 21,6 2 (0,2 moaq)
(1-6el30X1HI0HA, PACTBOPENOro B 70 2 CYyXOr0 aueroua. 3a-
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TeM, OXJaXK/Jafd PacTBOD JbJOM, HPH NEPEMElNHBAHHM B Teye-
Hue 30 MHHYT M3 KAaneabHOH BOPOMKH npuwinsar 37,7 ¢
(0,24 mosa) 3THIOBOTO a¢npa N-31ua--aMHHOKPOTOHOBOK KHC-
JOTHL. ¥ A3aafi0T Jel M pPeaKUMOHHVIO CMeCh OCTABJSIOT pu
KOMHAaTHOH TeMneparype. [lpn 3TOM HAuMHAaeTCA peakuus w
CMEeCh pasorpenaerca A0 kumeinsi. [focie OKOHuYaHHS KuneHus
TEMHO-KDACHbLl PACTBOD HArpeBalOT HA KMMALLEd BOAAHON G6a-
He B TeveHHe 1,0 yaca M OCTaBIAIOT HA HOub, K o0pa3onasn-
LIMMCA KpHCTaniam npuauBaior 1590 44 abcomotHoro adwpa,
XODOIIO NCPeMeIIUBAIOT CTEKJAAHHON NaJOouKoH W OTCACHIBAIOT.

Beixon celporo Bemiectsa ¢ 1. ma. 184—185° cocrapaser
37,0—38,0 2. IMpoayKr, nepekpuCTaIIH30BaAHHEHT H3 150 4.4 CrHp-
ta (npumeuanue 1), naasurca npn 186°. Buixox 33,7 -35,5 2,
un 68,2—71,8% TeopeTHUECKOro Ko.1luecTsa (mpumeuvanne 2).

ITuaoBLI  adup 1-3TH/I-2-MeTH1-5- OKCHHH01-3-Ka pOOHO-
BoH-knc1otel, C H.NO;, moa. Bec 247,28 —Geane KPHCTAJLIBI,
XOpOWO pacCTBOPHMLIE B AUETOHC, KUMALLEM CIHPTE H AHOKCA-
ne, mI0Xo—B adipe,

Mpumeuanuas

1. ITpopyKT MOXHO mNepeKpHCTalNH30BbBATL TAKKE H3
JIMOKCaHa,

2. AwamoruuHelM 06pasoM, NpPUMEHAs STUIOBH adup
N-MeTha-B-aMHIOKPOTOHOBOH KHCIOTBI, MOXHO NOJYYHTHL 3TH-
A0BbIA 3QHp 1,2-11MeTHA-5—0KCHIHA01-3-KapGOHOBOH KHCIOTH.
Beixon 53 —-55%; 1. ma. 210°

lpyrue cnocoObl noayueHus

dtunosuit  adup 1-5THA-2-MeTHI-5-0KCHUHAO/-3-Ka PG oHO-
BOH KHUCJOTH  ObLI NOJAYUYeH TOJbKO OMHCAlIHLIM BHIIIE CHO-
coBou?,

1 A. H. I'puues, H. E. Ponsesnu, A.Il. Tepeutbes, XKOX, 27, 1650 (1957).
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3THJOBLIA 3¢HP 2-METHJI-5-OKCHBEH304YPAH-
3-KAPBOHOBON KHCJIOTH

0

1 .
<N CH,COOC,H, HOZ ™\, COOC,Hs
[ —> 0 T + H,0
.~  CCH, v N CHa

] |

0 0

Mposepuan: A. A. Aposu, A. C. Asapsan, H. X. Xavatpsu.

MNoanyueunmune

Peaxuuio mnpoBondar B akcTpakrope Ges cHpoHZ eMKOCTBIO
250 #ma. IlaTpoH 3KcTpaktopa poaxkeH umerb 06bheM 70-—80
M (cM. puc. 1).

B koa6y sxctpakropa nomemaror 652 (0,5 Moas) aueroyx-
cycHoro aupa, 352 0e3BOAHOT0 XJOPHCTOTO WHHKA H 40 Ma
aGCoNIOTHOTO 3TaHOJA.

B naTpoH 3KCTPAaKTOpa MOMEIAIOT THAL3Y 3 (PHALTPOBAHHOM
Gymaru, comepxamylo 27 2 (0,25 Moaq) n-Genzoxdauona u 40—
50 ma abcoatotnoro s¢upa (npumeuanue 1), Koaby narperaior
na MmacasHoli OGane B Tcuenne 18-—20 uacos, moOAAEpKHBAA
Temnepatypy OGaHM TpH TOMOIUM TepMOpery.1d41opa B Ipelenax
110—1156°. Heo6xoauMo, uToOb 33 Becb MepHOA peaKIHH K3
skcTpakTopa cmyckanock 50—60 kamenb 3a 01HY MHHYTY (nmpH-
MeuaHue 2).

[ocae toro xak sech n-GeH3OXMHOH lepeiiger B kouaGy,
PEAKUHOHHYIO CMeCh OXJaXJaloT, oTPUILTPOBBIBAIOT 00pa3o-
BABINMICA OCAZOK M MPOMBIBAIOT 15 abconoTHOro GeHzona.
Bbl)‘(OlL 45,0—48,02. M3 MaTouyHoro pacTBopa Mocae HCHdpeHHd
apupa mnoayuaerca ewe 3,0—4,0 Bemecrsa. OOwHE BHXOA
cplporo mpoayxra ¢ T. m1. 130—132° cocrasaser 48,051,022

(87,2—92,7%).
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[Toc.1e mepeKpuHCTaNIH3aUHH 13

50 #a 60%-HOTO 3TAHO/1A BEIXOJ
oTHA0BOrO 3dupa 2-meTna-5-

oxcnGen3ody paH - 3 - kap6oHOBOH
KHCa0TH ¢ T. na. 137° cocras-
aser 42,0—45,0 2, wau 76,3—

81,8 % TeopeTHueCKoro KoOJH-
yecTRa.

Stuaosni adup 2-merusa-5-

oxcubensodypai- 3 -kap6oHOBOM
kucaots, Cp,H0,, Mol Bec

220,22 —cBeTa0-pO30BLIE  KPU-
CTaJl/ibl, XOPOWO PaCTBOPUMEIE B
adupe, 6eH3one, KuldmeM CIup-
Te, HePacTBODHMHIE B BOJE.

MpumMmeuyaunusd

1. Koauuectso sdupa 3aBu-
CHT OT 00LEMa MaTpoHa 3KCTpaK-
Topa. [1oBepXHOCTD 3hupa Ko1K+
H2 JOXOAMTb 10 YDOBHHL OTBO-
na natpora 3xCTpakTtopa. Bo
BpEMSI DEAKIMH BCJIEACTBHE HC-
HAPEHUS  KOJMYECTBO  adupa
YMEHBUIACTCS, IO3TOMY BpeMa 0T Puc. 1
BpeMeHH uepe3 XO.10AH.IbHHK npubasagior 2 3 #.4 aGCOTOTHO-
ro adupa.

2. Perymuposanue ckopoctd coyckaHua Kanedabn B k0aGy
HMEET BaXKHOe 3nayeHue. [lpu Gosee GHCTPOM COYCKAHHH B

PeaKunoHHON KoabGe yBeJaMUYHBAETCA KOJIMUECTBO MN-G2H30XMHO-
Ha, YTO NPHBOJHT K CHUIKEHHIO BHIXOAA OCHOBHOrO MPoAyKTa
peakui 3a cuet o6Gpasosauita JuaTHaoBOro 3dupa 2,6-gume-

Thi6ens0-(1,2-b;4,5-b") -y pan-3,7-11Ka peOHOBOIT KHCAOTHL.

Jlpyrue crnocoOsl modyyeHus

dtuioseiit 3QUp  5-0KCH - 2-MeTHA6eH30 Py paH- 3-KapBOHO-
BOW KHCIOTH Gbll NOJAYy4eH HarpeBaHHEM SKBHMOJACKYAADIbIX

KOJIHYeCTB M-GeH30XHHOHA 1 ALETOYKCYCHoro adlipa B mpi-
80

cytctBHH 50%-HOro pacTBOpPa XJ10PUCTOrO LHMHKA B abcoaior-
HOM 3TaHonae!’,

MMpusenenHsiit Boime crmoco6 paszpadortan [punesbin, [lan
Bon Xsapom n TepeurpesbiM®,?.

1 M. Ikuta, J. Prakt. Chem. [2], 45, 78 (1892).

2 C. Graebe, S. Levy, A. 283, 245 (i894).

3 A, H.I'punues, Man Bon Xeap. A.[l. Tepeurnes, AKOX, 26, 2428 (1956).
4 A, H. I'puues, Man Bon Xsap, A. IL Tepeutscs, 2KOX, 27, 1087 1957).



1-n1-3TOKCHBEH3HJ-5-0KCO-MUPPOJIHIAHH
3-KAPBOHOBASI KHCJIOTA

CH,—_C__ COOH

| H - NHQCHQ(\\OCQHs —
COOH CH, / .

. %M Lo

”\N/ .

i N
CH2< >OC2H5

Mpewiownm AL L Moakosh, B.- I". Adpuksi,
Mporepian: A, 3, Kasapai, C. N. Iesopksy.

Noayyeunwue

B xpyriogoHuyio kuiby esroctbio 150 .2, CHAOKEHHYIO
o0paTHBIM  XOJOQMIBHHEOM, nOMelnaloT 19,5 2 (0,15 wmoas)
HTAKOHOBOH KHCI0TH € T. 111, 162 165" (upuseuaniel) u 227 2
(0,15 moas) n-sroxcudensiiaMiHa ¢ T, kit 128 —130%/9 .eu
(npumedanne 2). CwmeCh HATPEBAOT HA OTKPHITON MLIHTKE B
teyeHne 2 uyaco. [lpn 3TOM KDHCTALIHYECKAs Macca npe-
BPALIAeTCs B KIHJKOCTb, i Ha NOBEPXHOCTH HaBIl01aeTCAd BbLe-
JeHHe My3bipbkoB, K KOHIY pedriiii Bhle1€eHine [1V3bPLROR
npexpalaeTcss, 11 10 CTeHkaM Ko10bl CTEKAIOT KAC1bKi BO1H
(npumeuanne 3). [opsunii pactop cinsatorT B 200 2 BOINI
co JapdoM (1:1) u pacTipaloT Maccy CrekAaHHOfl ma1o4xoi
10 Kpuactaripsamii. [IPOIVKT OTCACHIBAIOT 1T NPOMBIBAIOT HA
diabrpe 100 2 X0.101H06 BOAKL.

Jas OuHCTKH  BEILeCTBO NPH HarpeBaiiii  PacTBOPSIOT B
100 s 10%-H0ro pacteopa eikoro Hartpa M kumarar ¢ 2 -3 2
KUBOTHOTO yras B rteuenne 10 MuyT. OTOQHIBTPOBLIBAIOT,
npoMuiBaioT uaALTp 15 -20 w4 ropadyeii BOAH I MO ONJIamIE-
HHH NOAKHCIAIOT COAfHOfl KiCI0Tofl 10 Kucaoft  peakiuini na
KOHTO. Brrgeansmviocs KHCIOTY OTCACBIBAIOT M TIPOMbIBAIOT
X0J0MHON BOAOM 10 HelTPAILHOd  Pedriliil  HPOMBIBHLIN  BOL
§2

BriCyIIeHHOe Ha BO3AyXe BeLIeCTBO MIaBHTCA NpH 159--160°
(npumeuanue 4). Beixoa 32,3-32,7 ¢, wan 81,8-82,8% teo-
pPeTHUYECKOTO KOJHYeCTBa.

1-m-IToKcHben31/1-5-0KCO-11H PPO.TH IHH-3-KapOOHOBasA  KuC-
aota. C,,H,.NO,. moa. Bec 263,29 —becusetHoe xpucTaaaHuec-
KO€ BEllecTBO, XOPOIIO PACTBOPHMOE B METH/IOBOM, 3THJAOBOM
coMprax, 2ueToHe, ¢ TPYJAOM pacTBopslolleecd B Gensose,
z¢ure, nerpoaefiHoM 2pHpPe W HEPACTBOPUMOE B BoOJe.

MpumMeyaunusd

I. MtakoHOBast KuCA0TA NOJYy4YEHA H3 HTAKOHOBOTO AHTHJ-
puja IO METOAY. NPEAIONKEHHOMY llpaiinepoM u ap.t

2. n-3TOKCHOEH3UAAMHI TIOTYUYEH 113 dMHAA COOTBETCTBYIO-
el KHCJIOTB BOCCTAHOBIEHHEM 4.TI0MOTHAPHLOM THTHA,

B 6eH30.1bHBIl PACTBOP XJIOPAHTIAPHAA [M-3TOKCHOEH30#-
HOH KHC/AOTH [POIMYCKAIOT aMMHAak A0 NPEeKPalleHHsT BhIAeJeHU
ocaaka. OTCaCHBAaIOT, MEPEHOCAT 0CAZOK B CTAKaH, XOpOIUO
IPOTHPAKT C TENA0H BOAOIl, CHOBAa OTCACHIBAIOT H NPOMBIBAIOT
¢uabtp remioit BoAoil. [lepexpHcTalin3oOBaHHBI W3 cuMpTa
NPOAYKT naaButca nph 202 --203°. Belxoa 75% TeopeTHuecko-
IO KOJHYeCTBA.

BocctanoBaenHe aMiaa MpPOH3BOIAT B 3DHPHOM pacTBOpe
2. TOMOTHAPIAA  JWTHS, B3ATOrO C ABVNKPATHHM H3OBITKOM.
Beixon uuctoro amuua 63 % ot teopiil, T kum. 128—130°/9mm,

3. Koaby Heo6XOmuMO YCTAHOBHTH OT IOBEDXHOCTH ILIH-
Thi Ha paccrofdud 8 -10 ¢, B UPOTHBHOM C/AYyuYde peaxuud

HAuHHaeTcs Cpas3y. nporexkaer OypHo U TeMnepatypa nJjasae-
HUSL KHCJIOTHl CHHXKaeTcs,

4. Kuciora nojvuaercs B 4lCTOM BIe, IPHTOAHAA IJd HC-
MOJB30BANNA B AapHENWNX CTaausy ciunrteda. [lepekpucranai-

30BakHasg 113 0eH30.1a oHa miasuTest npi 160-161

Jdpyrde crnocoGbi moaydyeHHa

1-n-3T0KCHOEH3HA-3-0KCO- M PPO.1HTHE-3-KapOoHOBag  KHC-
J0Ta IOJYYeHa TOJAbKO MDUBEICHHBIM BhiIIE METO/IOM:

1C60punk _CHHTE3b Opraundeckny npenapatos®, 2, 290, W1, M, (1949).
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2-3TOKCH-3-TPHXJIOPMETHJIMEPKANTO-TETPATHIPOPYPAH

H,C —CH H,C — CHSCCl,
| HCI ;
H,C  CH - CCLSCl ——» H,C  CHCI
o~ No”
H,C — CHSCCI, H.C —— CHSCCl,

‘ : | |
i,C CHCl - CG.H,0H ——» H.C CHOC.H; — HCl
~No No~

Mpeaaosknan: A, 3enmmur, C. O. JlaBeccoH.
[posepnam: I . Arodeen, ' Jlynx.

HoayuyueHnmne

3 TpexropIvio KPYLIOIONHVIO KOI0V eMKoCThio 290 w1,
CHAGKREHHYIO METAIKOI ¢ 3aTBOPOM, 0OPATHHIM XOJOAWTBHIKOM
¢ XT0PKAIbUIEBON TPYOKOI I KaneIbHOil BOPOUKOM, 110Meliaor

282 (0,4 moa1q) 2.3-inrnapodyvpada (puseuamie 1). Cousep-
Kilvoe Koa0bl 0X.1ax 13T B .1eigdoii 6aHe Ao 0 i, IYCTHB B

NOI MEEIKY, [PURANbBAIT 0JHY KallO KOHIEHTPHDPOBAHHOI
coasiHoll kie.10Thl. He mepecrasas nepesemnsarh. [pHIHBAIOT

13 raneabroil BopoHkil B tevenue 20 wmudvT 37.2 2 (0,2 moas)
TpuxIopMeTancyabdeninIXioptiaa (ipivedanne 2). floce 10-
OOTNITETLHOTO  1D-MUHVTHOTO — HepesellnBaliis  1pUOABIAIOT

B reuenne 15—20 wwyT 8,42 (04 so14) 3TII0BOIO cuupra.
[Tepevemnsanie Npo10.1/Ka0T 2 4aca, 3aTeM COACPKIMOE KO.1-
Gbl MePeHOCAT B A€ THTE U0 BOPOHKY 1 IKCTPArHpyIOT 2—3 pa-
3a sdupos,nopiszn 1o 100 w7 waxias. Coeivnennble sQup-
Hble IKCTPAKTBL [IPOMbIBAIUT CHE1a.1a 1015 M2 HUCHULEHHOTO Ha
X001y PacTBOPA 1BVYT.I€KHCIOIO HATPHA H 1BaXKAb 15—20.4
AMCTILIINPOBAHHOI BOIB (11piMeuanne 3). [locae BLICYINHBAHHA
Haj NPOKAIeHHBIM CV.IR(QATOM Marntis OTrOHSIOT PacTBOPHTED

I[ OCTATOK MEePeransioT B Bakyvie. cobupas GpaklHio, KIMKILVI0
npu 135—142/15 am (mpnveuanue +).

Brixo1 35,1 —35.2¢. wan 66.1—66,2% Te0opeTHIeCcKOT0 KO.TH-
qecTsa.
81

2-3T0KCH -3-TPUXJAOPMETHAMEPKANTO-TETPAriAPopypan,Mo.1.
Bec 265,60 —xe1TOBaTas KHAKOCTh, PACTBOPHMAs B OpraHHuec-
KHMX PACTBOPHTEJIAX M HePACTROPHMAA B BOJe; N » 1,5101; 1,5114
(npumeuanue 5).

Mpumevyanund

1, HMcnoan3oBad npojamxubfi AHruipodypa.

2. Tpux.10pMETAHCY ILPEHHIXTOPHL-—ALOBHTOE BRILRCTBO C
HerpusTibIM 3aMaxoM. Bce onmepauuu C HiM, BKIouadg H B3Re-
[HBAHHE, [[POBOIAT B XOPOIO IeHACTBYIOEM BBITAAHOM WIKA-
dy. Beuwecrso neficrByer Ha KOXHBIA NOKPOB, IMOSTOMY MeCTO
MPUKOCHOBEHIIsE HeoOXOIHMO HEMELAEHH0 MPOMbBITL * CIHPTOM.
Mcnoan3oBan  KOMMEPUECKH{T TPHXJIOPMETAHCYab(peHH IX.T0PILL
BLICOKOTO KauecTBa.

3. Do¢upHsiit pacTBop NPOLYKTA [OCJA€ 1IPDOMBIBAHNA PACT-
BODOM ABVVIIEKNCIONO HATPUA W BOJOH A3a€T He3HAUNTeIHUVID
KHCJAYIO PEaRLUIo, 0HAKO 3TO He OTPANKAeTCs 1A MOCIeayio-
meft craamn cudre3da. J[laxe MnoroxparHoe npombiBaliie e 1a-
eT 1oauoil neiirpasausaumir.

4. Cosepuieand 4nucrsiii 2-3TOKCH-3-TPHXJIOPMETILIMEPKAN-
To-TeTpariIpodypai MOKIO HOAYUITH NOCTe BTOPHUIOLN Hepe-
rotkn npi 138 20 e B osrom cayuae i’ 1,5101 0,000,

5. Mposepstougiie apomucns 1. M. flko6een u I'. Jlyu1 yra-
3BIBAIOT, UTO wWHCTHIA Hpoaykr ¢ 1y 1,5099__0,0002 ¢ peixoaou
78-819 're()peruqeu(ofo KOJHMECTBA MOXHO NOJIYUHTD, eC.Til
pectH neperonxy upi 91 -93 /0.2 MM.

Jdpyrue cnocoObi MOAYYEHHS
2-rOKRCH-3-T PUXIOPMETILIMEePKAITO-TeTPariapody pait Gt
HOTVYeH TOJILKO 110 [TPIBELeNouy Buille ¢iocody’, iposepe-
oMYy B XUMUUECKOM  HHCTHTYTe  AapyccKoro  VHuBepCHTeTd

([lauus)

1 Senning A., LawessonS. O., Acta Chem. Scand.. 15, 1203 (1961) Tet-
rahedron, 19, 695 (1963).
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Llesa ¢ nepenaetom 43 xom.

Jumuanauickas THriorpacus Mspareancrsa
Axanemun nayk Apmsuckoi CCP.



