AKAJ.IEMVIQ HAYK APMQHCKOM ccp
UHCTUTYT TOHKOM OPI“AHWIECKOM XHMMM

CYMHTE3DI
I'ETEPOLYKAZHFCKUX
COEJI/HEI//

BEITYyCK
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OT PEOJAKTOPA

Bropoii Buinyck ceput ,CHHTE3H TETEPOUMKIHIECKHX €O~
CAMHEHH", NM0J106HO HEePBOMY, COAEPKHT MATCPHATHL 1O CHH-
Te3y NPOH3BOAHBIX (DypaHa; B HEM TPHBOUITCSH ONHUCAHHE J1a-
60paTOPHBIX METO10B MO.IYHCHHS TPhILATH coeaHHeHlH 3ToTo
psaaa.

[1pu mnoiabope MaTepHaA.10B, ny6.1IKYeMbIX B BbYCKaX
HACTOALEH CepHH, PEIKOLIeTHS CTPEMHTCS 1aTh onfcaniie cho-
COBOB MOJIYUEHHSi COENMHEHHH, 4ACTO HCMO.1b3YEMBIX 1111 MOTY-~
HEX  ObiTb HCIO.1b30BAHHBIMH B Kaue(TBE MNPOMEKYTOUHLIX
BellecTB B jAadbHeliiux cHHTe3ax. MHcxois m3 sTHX coobOpa-
JKeHW#, B HACTOSLIHEI BBNYCK BK.IIOYEHbl TPONHCH 1Oy UCHN
HEKOTOPbIX TOMO.10TOB (hypaHa (2,3- 1nMeTHIQY paH, 2-Gensuidy-
pan), KapGOHH.ICOAePHALIAX NIPOH3BOIHBIX (auerodypan, dypitt-
aKpo.1eMH), MEePBHUHOTO, BTOPHUHOTO H  TPETHHUHOTO AMHHOB €
&y pdpypH/ioBbM PALHKAIOM (dby pdypr.iamiH, bypdypuabensni-
AMHH, GYPPYPHAANITHIAMHAH) H pila NPOU3BOAHBIX by pdypu-
J0BOTO CNHPTA, (PYPAHKAPOOHOBHX M (DVPHIKMPHLIX KHCIOT, 4
TAKKe UX 3(PUPOB H XJOPAHTHIAPHIOB, 3AMEUIEHHDIX B dhypanoBoM
WIH TeTparuipodypaHoBOM KO.IblE YT.ICBO10POAHBIMHA ocTaT-
KAMH M PaluKajlaMH, CONEPKALIMMH pa3.THUHBIE bynxuun (aro-
MBbl  [aJ40WA3, AMHMHO-, [HAHO-, KaPOOKCH-, &TKOKCH- 1 a.dKkH1-
MePKaNnTo-Tpynnel).

[Tpn cocrapiexnn pa3ienoB ,Jlpyrite ciocoGui Hoayueuns®
HCMO/b30Ba1aCh JauTeparypa a0 1955 rojaa BK.IIOUHTEIBHO.

AL MEJLKOSH



MnycTas CTpaHULa



COAEPXAHHE

cTp.
B-Avunoverundypan-2-kapooHoBag KHCAOTA . . . . . - . . . . . . 9
AueTtar 5-6eH3uaAPYPOYPHAOBOTO COHPTA . . . . . . « - « .« . « . . 13
ARETODYPAH . . . . o v v v e e e e e e e 14
2-Beuaungypan . . } . e e e e 17
5-Beunsunagypounn-2- THOCEVIHdeﬁdJH'l e e e e e e e e e e 19
5-Bensundypdypunonwii cnupr . . . 21
,"1;1-(5-Kap60Kcn¢_\'p¢_\'puﬂ)<C)’ﬂb¢i:1 . e e e e e e 28
23 THMETHADYPANL .+ . . e e e e e e e e e e e e e e 30
1,5-Invernadypan-2 hdpGOllOBdS{ KHCJO0Ta .. . 32
Jladypdypuasouenima . . L. e e e e e 31
JustHaoswil 3dup Terparnapody p¢)\plmuan0HOBou KHCAOTHL . . . . )
Juamnom,m 3¢up ¢vpOYPIUNUICHMANTOHOBOH KICIOTHL . . . . . . . 40
4-(5-KapGokcudypua-2)-nponnoHoBas Kuciora . . . e 42
MeTutonii s¢up S-meTnarerparuipodypan-2- I\dp60110n01| RICIOTH . . 45
Metunopnii sdup 4-xI0pMeTHI-5-MeTHAdGYPaH-2-KapboHoBoil KHCIOTH . 47
MeTHaoBbiil 3dup S-unanvernadypau-2-kapboHOBOH KHCAOTH . . . . 0
5-MeTundypdy PHAOBLA CIIMPT . . . . .« .« « o o o = o o o 53
DYPHAAKPHIOBAS KUCAOTA .+« .+ o o o o o o o e o e e e 55
dypHAAKPONIEHH . . . e e e e e e e e e e e e e 57
2-(Pypun-27)-1,3,4-0KCaINA30A-3-THOT . . .+ . . . . . C . . €0
4-(PypHA-2)-TPOMHOHOBAS KHCAOTA .« o .« . o« .« = o = o o o o 64
ByPHYPHAAMHH . . . . . . e e e e e e e e 67
GVPHYPHABEHIMAAMUH . . . . . . o e e e e e e e 70
GypOYPHAIUITHAAMHH . . . e e e e e e e e e e 74
S- ¢vp¢)vpnnwepl\amowenmd)\pdu Kapéouonaﬁ Kucaora . . . . . - 76
dyvphypuaosslit cniupr . . . . e e e e e e e e 79
XaopaHTHAPHI 56p0\1¢\pa|{2xdpéonoaou KHCHOTBl . « « & « o = « » 82
XJIopaHTHIpHI 5-NPONOKCHMCTHA(Y PaH-2- KapOoHOBOI KuCaoT . . . . 83
DTHN0BbI 3QHP 5-(2-XA0P3THA)-GyPpau-2-KapOoHOBOK KHCAOTH . . . . 85
5-dtuadypau-2-kapboHOBas KHCAOTA . . « . « « - o « o« =+ - - - 38



MnycTas CTpaHULa



5-AMHHOMETHJI®YPAH-2-KAPEOHOBASI KUCJIOTA

C!Cl"]g[l O ]‘ COOCQ!"S 7"‘ (CHQ)“N‘ -

(CHQV\(;N,-CICHQ‘OUCOOC:Il, * SHCI -+ 19C,H,0H —s
FICT- H,NCH, wcoocgu., 4 6CH,(OCyHy)s + 3NH,Cl
HCI-H ,NCH, ‘OUCOOCQH-, + NaOH —
HLNCH. OCOOCJIs»{— NaCl | 1,00
H.NCH, ’@cooc;u; + KOH —
H.NCH, Eo_/u COOK + CH,OF
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H.NCH. ‘ o \ COOH + CH,COOK

Mpeaaoxuan: A. /1. Muzxosu, B. B. losaarsu.
Mposepnau: A. A, Aposi, H. X, Xauarpau.

MoayuyeHHne

Imuaosus Pup S-aMuromemurPypan-2-kaploHo80L
kucaomes.. B ABYXJIMTPOBVIO 4HeTHIPEXTOP.1VIO KPYTIOAOHHYIO
K06y, CHAGKEHHYIO MEINAIKOH C PTYTHBIM 33aTBOPOM H obpat-
HBIM  XOJI0JAH.IBHHKOM C XJOPKAIbIHeBOH TPYOKOH, MOMelaioT
56,5 2 (0,3 Mo.1s) 3TH.10BOTO 3upa, 5-X.10pMeTHIdY pan-2-Kap-
6GOHOBOH KHCIOTH C T. KHIL. 112—114°/2 um (cM. ,Cunre3swl
reTepoOIHK.IHUeCKHX coelnHenuit I, eTp. 37), 46,2 2 (0,33 mo.q)
VPOTPONHHA U 75 M.1 cyxoro xiopodopma. Tlpn mepemeinHsanuy
KHMOATAT CMeChb Ha BOJIAHOHW OaHe B Tedyewue 2 4acom, Inocite
nero K 06pa3oBaBlIeiiCs UETBEPTHYHOH CO.1M (mpHMedanue 1
npubasasior 380 m.2 abCOTIOTHOTO CHOMPTA M, HE TNpekpaias
HarpeBaHHs 1 nepeMelldBaHus, TPONYyCKAIT B k0.16y uepe3
MPOMBIBHYIO CK.IAHKY C KOHIIeHTPHPOBAHHOH CEPHOH KHC.JI0TOH
GBLICTPHIH TOK X.10pHCTOro Bojgopoia. [locae HacHICHHS  XJ10-
PHCTHIM BOJ1OPO/IOM KHISTAT CMeCb B TedeHHe 1,5—2 uvacos, a
3aTeM AAKOT efl OX.JaIHTbCs N0 KOMHATHOH TeMIlepaTypbl, OTCA-
CHIBAIOT BHINABIUHI XJOPHCTHH AMMOHHI H M3 GHIbTpPAaTa ChHa-
yaJa npu arMoc(epHOM JaBJIEHMH, a 3aT€M B BaKyyMme BOLO-
CTPYHHOrO HACOCA MOJHOCTBIO OTTOHAIOT x.10podopM, COHPT H
JeTyune noGounble MpoiaykTbi. OCTATOK B N€PEroHHOH KoJi0e no
OXJIaKIeHHH TNPeBPAl@eTCsi B KPUCTALIMUECKYIO Maccy, COCTos-
Wyl B OCHOBHOM H3 X.JIOPHUCTOBOIOPOLHOH CO.1H 3TH/IOBOTO
spupa 5-aMuHOMeTH. 1Dy pan-2-kapGOHOBOH  KHCIOTHL. K o6pa3zo-
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Bapuiefics cosn npubaisior 180— 200 ua abco.1orHOTO  2dHpa
H OTCACHIBaOT (MpuMeuanue 2).

J1,19 BHIE/J1eHHA OCHOBAHHS, MO.IYUYEHHYIO COJb PACTBOPSAIOT
B 33 x4 BojaH, mnpubapiasior 150 .2 Oenzosra wn mpH ne-
BPepPHBHOM BCTPSIXHBAHHH If OX.14XIE€HHH XO.10HOil BOJ/OH He-
GOBHIMMH [TOPUMAMH 106aB.1siI0T oko.10 30 4.1 40°/,-noro pac-
TBOpa edKOro HaTpa. Ben3o.1bHbill C10f OTAE 10T OT BOAHOTO,
110C.1€1HHil IKCTPATHPYIOT ABYMS NOPUMsAMi GeH3oaa no 60 x4
1 OEH30.bHH# PACTBOP BLICY IHMBAIOT IPOKA.TEHHBIM CEPHOKHC-
auiM HaTpueM. [Tocse OTroHkH pacTBOPHTETst OCTAaTOK Iepero-
HAIOT B Bakyyme, cobupast ¢dpakuuio, Kunaulyio npy  116--
118°/3 mu. Tloayuaor 27,4 -29,3 ¢ (54,0—57,7°, reoperuue-
CKOTO.KOJHUCCTRA) 3THI0BOTO 3d1pa S-aMHHOMETHADYpaH-2-Kap-
GOHOBOH KHCIOTH B BH1e OecuBertHoil MOIBLKHOM KIIKOCTH
(upuMeuanne 3).

luopoans. B noayv.asrposyio KPYIOIOHRVIO K030y, ¢HAO-
JKEHHYI0 OOGPATHBIM  XOJ101H.IBHUKOM, TOMEeIaIoT 20,2 ¢ (0,36
\O.BS1) €1KOTO  Kaad, pacteopennoro B 90 .2 95%-toro u1i-
soporo crupra. K pacyBopy mpH  HOMCHINBAHII HEGOLIIHMI
nopuuaMi  mpitiusaor 507 2 (0,3 Mo.181) CBEKENepPerrHaniioro
3THAOBOIO 3(sipa H-aMHHOMETHIPY pan-2-KkapOOHOBOH  KHC/HOTHI.
Cumecb BATPERAIOT Ha BOI1sHOl Gane B Teuenne 4 wuacos, nocie
yero K obpa3oBaBuieficsi KPHCTALIHUECKOH Macce HPWIHBAKY
095 s 93°,-noro srtwiosoro cnupra o 90 M.z OB (1pH-
veuanue 4). PactBop (puabTpyioT I QUIb¥paT HOAKHCIAIOT
95--30 2 JesiHOi YKCYCHOIl KHCI0TH. BbraeuBinylocs KHCI0TY
OTCACHIBAIOT, HECKO.IbKO pa3 MPOoMbiBAIOT HeOGO.IbIUMH HOPUH-
AMH CIIMPTAa M BHICYLIIBAOT Ha BO31yXe (IpUMeuaHite 5); T, 1.
287 — 288 (C pas.IoKeHHeM).

Beixoa 33,0--36.,0 2 nmi 82,7--85,1°, TeopeTHyeckoro Ko-
JHYeCTBa.

5 - AmuHoMeTiadVpaH - 2 - kKapOOHOBAA KHCJIOTA, C,H,O3N,
vo.1. Bac 141,13, —6e.10e KpHCTATLIHUECKOE BelUleCTBO, YMEPEHHO
pacTBOPUMOE B POjJE H HE PACTBOPHMOE B CITHPTE, zpupe H
Genzose; T. i oxcasara 200 (¢ pas.ioxeHHeM).
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Npumevaunns

. KpucTa..TH1ecky0 4eTE@pPTHUHYIO CO.Ib MOMCHO OTAe.1HTb
npubasaeniiem 100—120 xa2 cyxoro x.10podopMa u QUILTPO-
BaHueM. BpIXO1 BBHICYIIEHHOTO Ha BO3AyXe peumectBa 95,0—
—97,3%; 1. m1. 188—189" (¢ pasnoxenuem).

2. Takum nyTtem ¢ 73--77%,-HBIM BLIXOZOM TO.1yudeTCst
Cyxasi, aHA.IHTHYECKH YHCTas X.T0PHCTOBOJI0POJIHAS CO.b 5TILIO-
BOTO 3¢upa H-aMHHOMETH.IPYpan-2-KapGOHOBOH KHC.1OTHI, 1.1aBsi-
wasca npu 127--128- ¢ pasmsiryenuem npu 125°.

BewecTro c1eayeT XpaHHUTh B BH.1E X.10PHCTOBOIOPO.IHOI
COJIH, TAK KAaK CBOGOHOE OCHOBAHWE MPH LTHTEIbHOM XpaHeHHII
110/Bepraercs H3MeHeHHIO.

3. Tleperonky mnpoaykrTa peaxuuu CieiyeT [POH3BOIHTH
cefiuac e nocie yiaa.leHus 6eH30.1a, TAK KAK MpH CTOSHHH
HeleperHaHHbIH NPOIVKT 3arycTeBaerT H B .laJbHelleM [pH 10-
MHTKe NeperoHKH OCMO.AeTCH.

4. Cumpt npubasisercs 1.1s OCAKIEHUS PACTBOPCHHON B
BOJE AMHHOKHCJIOTHI.

5. TTpoayKT BbIEJASETCH B NPAKTHUECKH UHCTOM RHJE;
MepeKpPHCTA LIH3alMsE M3  BOJAHOTO  CHHMPTA HE  OTpaKAeTCs
Ha TeMnepaType N.IaB.1eHHsl BEILECTBA.

Jpyrue cnocobul noayueuus
5-AMuHOMeTHADYpan-2-KapOOHOBAA KHC.I0TA Obl1a TAKKE
NOJIy4eHa CEPHOKHCIOTHBIM THIAPOJH30M 5TH.10BOro 3dupa 3-N-
XJ0paueTH.IaMHHOMeTH. Iy par-2-kapbonosoit  kucaoTe!. Onu-
CaHHBIil BbIUle MeTOa ofecrneunBaer Mo.1vueHue Gogee YHCTOTO

NMPOAYKTA C .IYYIIHM BBIXOJ10M.

! 0. Moldenhauer. W. Irion, H. Marwitz, A. 583, 37 (1953).
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ALETAT 5-BEH3WJ/I®Y®YPHJOBOIr0O CNHPTA

CH,‘ o |CH20H+(CH3CO)2O _CH,COo0Na

i
O

Mpensowxuan: A..l. Muzixonn, B. I'. Adpukan.
Tposepumt: 1. T. Tarenocsi, H. M. Jlusansau,

MoayuyeHnne

B 10.1v.IMHTPOBYIO KPYT-1010HHYIO k0.10y ¢ TyOycoMm, cHab-
JKEHHYIO MEHIAIKOH C PTVTHBIM 3aTBOPOM H O6pATHbiM XO0JIO-
JIMAbHHKOM € X.10 KA. 1b1IHE BOI TpyOKOf, MOMEHIAIoT 226 ¢
(0,12 wmoas) 5-6en3nady pdypu1oBoro Crupra (cm. crp. 21),
14 2 (0,14 mo.1s) YKCYCHOIO auruapuna, 5 2 (0,06 Mouist) pac-
1epToro B NOpouiox Ge3BoIHOTO v KCYCHOKHMC.TOTO HATPHS | 80 ma
cyxoro Gen3ouaa. Tlycrus B X014 MEIIATKY, KHIATAT PEaKIHOH-
b HAa BOJSIHOIl OaHe B TeUEHHE 6 uacos. llocae oOXx-

Hymo cmec
A10T B CTaka, COJlepXKaHiuil

M@ IeRHs COLepKHMOEe KO:10bi C.THR
100 m.1 xo.o0iaHOofl BOAH, OTAE.IAIOT 6eH30.I1bHbI €101 H JI1g
Va1eHnst H3OBITKA VKCYCHOTO AHTHIpH1E nepenocHt ero o6-
u, npuaun 30 aa 5/,-HOTO pa-

paTHO B PeaAKUHOHHYIO K016V
PeMelIHBaIoT HOY'ICHHYIO CMECh

cTBOpA VIVIEKHC.I0TO HATPHA, M€
iIpH KOMHATHOIl TeMmepaType B Teuenne 2 uacop. DBen3oabbiil
c10fl OTAEIAIOT OT LIeJOUHOTO PACTBOPA, MPOMBIBAIOT ero JByms
HopuusMH Boabl 1o 50 A BHICY LIMBAIOT HAJL GE3BOJHLIM CEP-
HOKHCJABIM HATpueM. [loce OTTOHKH pacTBOPHTEIA octatok Te-
orac.1uB oko10 1 M2 HauasbHOl dpak-
1148 —149°/2 mm.

13
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Boixon 23,6—24,0 2 w1 85,5-86,9%, TeoperHueckoro ko-
JHuecTBa.

Auerar 5-6ensnadypdypuiosoro cuupra, C,\H,,0; mo..
Bec 230,26,—1MMOHKO-Xe.1Tas NOABHKHAS HKHAKOCTD, HepacTBo-
pHMas B BOIE H PACTBOPAIONIAACA B OOHYHBIX OpPraHHuecKuxipa-
20 20
crBopureasx; dy 1,1227; np 1,5400.

Apyrue cnoco6bn noay4yeHus

Anerar 5-6ensu.1dypdypuaioBoro cnupra  Gbla noJayuen
TOJIbKO OIMHCAHHBIM Bhillie Coco6om!.

LA JL Mumkosn, B. T. Adpukan, JIAH ApmCCP 25, 20] (1957).

AUETO®YPAH

(Pypun-2-meTunikeron)

[I 0 ]l +4- (CH,4CO),0 _H_,_P&— [‘ o ]‘ cu:—CH3 + CH,COOH

O

Nposepuan: O. JI. Mutkosan, A. A. HoXukau,

loayuenne

B moayanrposyio wernpexrop.yio KPYTJIOJOHHYIO KOJXBY,
CHA0KEHHYI0O MelaIKOH C PTYTHHM 33TBOPOM, OOpATHHIM XO-
JI0/IHIBHIKOM € X.10pKaJbilHeBO# TPYyOKOil, TepMOMeTPOM H Ka-
ne1biol BOpPOHKOH, nomemawr 34z (0,5 mo.s) (bypana c
. K. 31—34°/745 mm (em. ,Craresn TeTePOUHK/IHICCKHX CO-
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eaunenu#t [, crp. 50) u 51 2 (0,5 Mo.11) cCBexeneperHaHHOro
YKCYCHOTO aHruapuia. [1yCcTHB B XO1 MeIa. kY H HArPeR CMech
A0 35°, 106aBIRIOT M3 KaNe.IbHOH BOPOHKH CMech 5 2 85%/,-Hoil
¢pochoproit kucI0TH M 50 2 95°/,-HOrO YKCYCHOrO aHTHAPHAA
(npuMedanne 1) C TakoH CKOpPOCTBIO, YUTOGH TeMNepaTypa CMecH
He MOoJAHHMAa.achb Buie 40°,

ITocsie npu6as.ienus, nojalepxuBas TeMIepaTypy B mpe-
adenax 53—60° (npumevaHHe 2), MPOIOIKAIT NepeMellHBAHHE
ewe 1,5 yaca, a 3ateM oxJaxaal0T cMech Huxe 20°, mpu6as-
asior 200 42 BOAH M NOCIE MO0.1y4aCOBOrO CTOSIHHSA 3KCTParH-
pylot Tpemsa nopuusamu 6ensosa no 100 x.1 kaxnas. CoelUHeHHBIE
GeH30/bHbIE BHITAXKH npoMbiBaloT 50 .2 Boaw, 10%,-HbiM pac-
TBOPOM YIJIEKHC/IOrO KdJHf, CHOBA TeM XK€ KOJHYECTBOM BOIHI,
H BHCYLIHBAIOT HAJ NPOKATCHHHM CEPHOKHC.IHM Hatpuem. Or-
FOHAIOT OGEH301 H OCTATOK MNEPErOHAIOT B BAKYyMe H3 KOJGB!
Krafisena c e.tounbiM aed.rermatopom (25 cu), cobupas ¢pak-
LHI0, KHnaulyio npd 64—66°/13 st

Buixoa auerodypana, no.yuaemoro B BuIe G6eCHBETHOMN
Macnoo6pasHoft KHIAKOCTH, coctaBaser 33,2—35 2 uan 60,4—
63,5°/, TeopeTHueckoro Ko.uyecrsa (mpuMeyauue 3).

Aueropypan, C;HgO,, mo.1. sec 110,11, xopouio pactBo-
psietcs B 3¢upe, GeH30.1e, CIHPTE H AUETOHE; MIOXO PACTBOPHM
B JHUIrpOHHE H BoJe.

Mpumevanus

1. CMecv PochOpHOH KHCAOTH M. YKCYCHOTO aHTHAPHAA
HeOOGXOAWMO NPHrOTOBHTb HAKAHYHE M OCTABHThL €€ Ha HOYb.

2. TloBeleHHe TeMnepaTypsl BeAET K CHHXKEHHIO BHIXOAa
anerodypana.

3. Ilpu ox.JaxeHWd .1b10M aueTOPYPaH KPHCTALIHIY-
€TCA; MOC/I€ NMepeKpPHCTA.IIM3a1H W3 GEH3HWHAa OH MIaBHTCA MpPH
30—32°. OnHcaHHbIA B TeKCTe NPOAYKT J10CTATOYHO YHCT AJH
JAaJbHEANIEr0 CHHTETHYECKOTO NpPHMEHEHHs.
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Jipyrue cnocodnl noJayueHHs

Auetodypan 06pa3yeTcs NPH CyXOH neperonke J1peBeCHHH
xBo#HbX nopoxl. OH MOxeT OHTb NO.TyYeH B3aHMO1eHCTBHEM
HHTpH.IA [HPOC.IH3SBOA KHMCIOTHL C MArHHAROAMETHIOM?  HIH
X/JJOPAHTHIPH1A TOIl Ke KHCIOTH C aaMeTHIKaAMHeM®, 1eHCTBHEM
ImasoMeTaHa Ha (ypdyport, npomyckaHueMm Mapos 3THIOBOTO
s¢upa MMPOC.1M3eBOl KUCIOTH yKCYCHOH KHCJIOTH HAJ OKHNCBIO
topuss upu 4607°, @ TaKxKe KETOHHDLIM pacuiern.iennem sdupa
PYpOHAYKCYCHOIl  KHCIOTH, B CBOWO oyepelb 101yUAMOTO
ca0xHOoGUPHO# KOHI2HCauHel 3(pupoB NHPOC.IH3€BOM H yKCyC-
HORt KHC3OT®.

O6biHBIM CHOCOGOM 1OJyueHns auerodypana fBIAETCA
KATAJIMTHYECKOe AleTH.IAPOBaHMe (ypaHa, OCVILECTBIAEMOE C
HHOMOIIBIO X.IOPHCTOTO aleT.Ia’, KereHa®, VCKYCHOH KHCTIOTH B
IPUCYTCTBUH  AHTHIPHAA TPHGTOPYKCYCHOfl KACIOTH® # TeTpa-
alerokcucnanal®, Haubo.iee 6.1aronpHATHbIE PE3V.IbTATEL NOAY=
Galorcst 1Ipil ALeTHIHPOBaHHM (ypaHa yECYCHBM aHTHIPILIOM B
IPHCYTCTBHH KHC.IBIX KATAJIH3aTOPOB, B KAUECTRE KAKOBBIX HC-
0/1b3YIOTC HOL M HOIMCTOBOI0POIHAA khcaorall, XJI0pHCTHI
nunk'?, dropuctoiil 60p H ero roMILTeKCH'?, ¢ochopHBI aHTH1-
pu1', xiophas kucloTal’, a rakmxe CepHad, 6opuasi, docdop-
nasi, ¢ocdopucrasg H ap. KHC.I0TBI'®.

[TpuBenenHast poOIKMCh Pa3paGoTaHa HA OCHOBAHHUH padoTHl
I'. lapraga n Kosaka'.

1 . Bouveault, C. r. 125, 1181 (1897); Bull. Soc. Chim. [3], 25,
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2 Y. Asahina, Y. Murovama. Arch. Pharn. 252, 443 (1914).
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55 L. A. Webb, J. D. Webb, J. Am. Chem. Soc. 71, 2285 (1949).

s L. Bouveault, C. r. 125, 1186 (1897); Bull. Soc. Chim. {3) 25,
440 (1901); R. Ciusa, Gazz. Chim. ltal. 52, 43(1922); {C. A. 17, 1473 (1923)].

7 T. Reichstein, Helv. Chim. Acta. 13, 336 (1930), 4. .1 Foaba-
¢ap6, 1. M. Cmoprouckuit, XKOX 8, 1523 (1938).
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10 10. K. IOpves, I'. B. Easkos, JJAH CCCP 86, 337 (1952).
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(1947).

13 J. V. Heid. R. Levine, J. Org. Chem. 13, 409 (1948); H. D. Har-
tough, A. I Kosak, J. Am. Chem. Soc. 70, 867 (1948); AMepuKauckuii nar.
2,515,123 (1950); [C. A. 44, 8955d (1950)].
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2.BEH3UJI®YP AH

@cm[ ]COOH < \CP /,Coz

Mpeanoxuru: A. JI. Munkosn, B. I. Appukan.
Mposepuau: T'. T. TareBocau, C. I1. IxMexAKAN.

Moayuenne

B aBsyropayio xpyraonousyio konby emkocrbio 100 s,
CHAaGXEHHYI0 OGPaTHHM XOJOIHJILHHKOM M TEDMOMETPOM, AO-
XOQAIIMM MOUTH 10 AHa Kk0.10H, noMemator 40,4 2 (0,2 moxs)
5-6en3undypan-2-kap6oHOBOA KHCAOTH ¢ T. ma. 104—105° (cm.
»CHHTE3H TeTepOUHK/IMYECKHX COeIHHeHHH* I, cTp. 11). I'lpu
HarpeBaHWH KHCIOTH yxe mpH 160—165° nauunaercs aekap6o-
KCHIHPOBaHHE, MPOTEKAlOUEe PABHOMEPHO H C J0CTATOUHOHN
ckopocTbio MpH  195—200° o1y TeMmnepaTypy moasepHBa-
10T B Teyenue 3,5—4 4acoB. K KOHUYy TeMnepaTypy MNOBHILAIOT
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10 205—210° u narpesaot euwe 25--30 wmunyT. O6pasosas-
UIYIOCH KHAKOCTb NEPeHOCAT B HEOO.IbWYI0 KO.16Y Knafizena u
OMOJIACKHBAIOT PeaKIUOHHYIO K0.16y 25—30 M.t cyxoro adupa,
KOTOPBIHl NPHCOEIHHAIOT K OCHOBHOMY npoaykry. ITocie oTrou-
KM pAacTBOpHTE.I OCTATOK NEPEroOHsIOT B BaKyyMe IpH 117 —
118°/24 mu. :

Buxoa 24,2—23,4 2, uro cocrasiser 76,4—80,2°, Teope-
THYECKOrO KOJHUECTBA.

9-Bensnadypan, C,H,,O0, moa. Bec 158,20,—6ecuscrHasd
JIerKONOABHKHA KHIKOCTb, HEPACTBODHMAs B BOJAE H pacTBoOps-

20
jonascs B OGHUHHX OpranHuueckux pacrsopureasx; di 1,0537;
n#® 1,5455. TIpu CTOSIHMU BELIECTBO XKe.ITeer.

Apyrue cnocoObl noayuyeHHs

2-BeH3n.1dpypaH ObLT NOAYUEH B3AHMOJAEHCTBHEM XJIOPHCTO-
ro ¢ypdypu.Ia ¢ (penuaMarHuiiGpomMnaom’, a Takxke JeHCTBHEM
¢dypdypo.1a Ha ¢deHnIMarHuAGpoOMHI ¢ nocaelylouleit aeruapa-
TapHell BTODHUHOTO CIHPTA H KATAJIHTHUECKUM THADHDPOBAHHEM
npoAyKTa Aeruaparauuu’.

TepMHueckoe AeKkapOOKCHIHPOBAHHE 5-6en3uadypan-2-kap-
60HOBOIl KHC.IOTH®, He CONPOBOXAdemMoe MOGOYHBIMH NpeBpa-
LleHHAMH, AaeT BBICOKHH BHIXOIL YHCTOTO MPOAYKTA.

1 R. Paul, C. r. 200, 1481 (1935).
z R. Paul. C. r. 202, 1444 (1936).
3 A 1. Mumxosu, B. T. Appuxan, [JTAH ApuCCP, 25,201 (1957).
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5-BEH3HJI®YPOUJI-2-THOCEMHKAPBA3H A

CsH N
CH, C—C! + H:NNH=C—NH,
07 4 I
0 S

07y I
Q) S

Mpeaaoxuau: A. JI. Mrepwosy, B. T, Adpuwsu,
IMposepuau: . T. TateBocsu, C. I'. Ar6aasu.

MMoayueHwue

B yerbipexrop.1yio Kpyr.10,10HHYIO KOI6Y eMKOCTbIO 250) 4.7,
CHaGXEeHHYIO MeIlaJIKOll ¢ PTYTHBHIM 3aTBOPOM, KANEJbHO} BO-
POHKOM1, X.10pKa/bUHEBON TPYOKOH H TEDMOMETDPOM, MOFPYKEH-
HEM B XHIKOCTb, noMemator 10 2 (0,11 Mo.a1s) THOCEMHKAP-
6azuaa u 70 ma cyxoro mupuinHa. CMeCh [PH MepeMelHBaHHK
OX.IAX 30T .IbAOM H COJbI0 A0 --7°, —6° Tlpu 3710#t Temie-
patrype mo kamisM npuansaioT 22,1 2 (0,1 Mmous) cBexenepe-
THAHHOTO X.10paHruapuna S-6eHsn1dypaun-2-kapboHOBOH KHC-
J0THE € T. KHIL. 183—1557/2 mm (cm. ,CHHTe3H TeTepoIHKIN-
YeCcKHX coeiuneHHi I, cTp. 66) C Takoii CkOpoCTBIO, HTOGL
TeMieparypa peaknHOHHO# CMeCH He mpeBnmimaita —4°, -3
(npuMeuanne [). Ha npu6asienHe BCero Ko.IHYeCTBa XJ0pan-
rHApnaa tpebyercs 1,6—2 waca. I'lo okonuaunu npubGasienus,
He yaalaf oXx.J1amjaloumed 6anH, nepeMeniHBadHHe NPOA0.1KAIoT
eule 3—4 uyaca, moka TeMNeparypa CMeCH HE IMOBHCHTCA 10
KOMHATHO, H OCTaBJAfIOT €€ HA HOYb

Peaknuonnyio cMeCb NpH NOMEIUIHBAHHH BJAMBAIOT B CTAKAH,
comepxamuii 300 #.2 neaanol BOJbl; 3aMelleHHbIH THOCeMHuKap-
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6a3u;1 oceldeT HA JHO B BHIE Mac/1a, KOTOpPOE€ MPH CTOAHHH B
Teyenne 2—3 wyacos 3arBepaeBaeT. BellecTso 0TCacHBAIOT H
TIIATE.IbHO MPOMBIBAIOT TpeMa TMOPLUHAMH JEeASHOH BOAW MO
50—60 M. kaxigas. [loc.le BHICYUIHBAHHA HA BO3/yXe CHPOWH
npoavkT, niassumiics npu 181—182°%, secur 22—22,9 2 (npu-
Meuande 2).

J1.18 OUHCTKH BELIECTBO MePeKPHUCTALIH30BEBaIOT H3 100 M.2
CMECH VKCYCHOH KHCIOTH H cnupTa (1:3) M Tmiare.1bHO Mnpo-
MbiBaioT ocatox 200 s a6co.qaoTHoro acdupa. Beixox wyHcTOrO
gemectsa ¢ T. mi. 190—191° 18,0—18,6 2 wniu 65,4—67,6%,
TEOPeTHUYECKOro KO.1HYeCTBa.

5-Bensuagyponi-2-ruoceMnkap6asun, Cp;pH;;0:N,S, moa.
Bec 275,33, —6ecuBeTHOE KPHCTANJIHYECKOE BEIeCTBO, pacTBOPH-
MOE B IMPHIHHE, YKCYCHOH KHCJ10TE H, B MeHbllieii CTeleHH, B
METH.I0BOM H 3THJIOBOM CIHHPTAX H ALETOHE; BEUIeCTBO Hepac-
TBOPHMO B BOje, 3dHpe H GeHso.e.

fipumeuvaHns

1. IoBBLIEHHE TeMNEparypu Bhime —3° NPHBOIMT K OC-
MO.IEHHIO, CH.IbHO CHHIKAIOUIEMY BHXOI.

2. Cuipoii 5-6eH3HadypOoHI-2-THOCEMHKAp6a3nl, o6pasy-
jommiics ¢ seixogom 80-—83,2%/, TeopeTHUeCKOro KO.JIHYECTBA,
BIIO.THE MPHrOAeH I8 uHKIH3auuH B 3-(5'-6ensuadypur-27)-5-
mepkantorpuaszo1 -1,24  (cMm. ,CHHTE3bl  IeTEpPOUHK.IHYECKHX
coeaunenuft* 1, crp. 13).

Apyrue cnocobbl noay4eHus

5-Bensnagypona-2-TnoceMurap6asna Obl.1 MO.IYYEH TOJBKO
ONMUCAHHBIM BbiE COCOGoM!.

1 A, 1 Muukosn, B. I'. Adppuksu, JTAH ApuCCP, 25, 201 (1957).
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5-BEH3U/1GYPGYPUIOBBIH CITHPT

@CH,[ o ]} COOCH; + H,0
2 @ CHJ o ]I COOCH,; + LiAlH, —

[</ \>CH,E o ]CH,O],(CH;,O),AIL}
[@cmﬂ o ]I CH20].(CH30),AIL1+4H,O —
2 @CHz [\ o ﬂ CH;OH -} 2CH;OH -+ AI(OH), + LIOH

Mpeanoxunn: A. Jl. MHaxkosn, B. I'. Adpuusu.
Ipoeepuau: T'. T. Tatesocau, C. Tl. JxmeKk1KsH.

floanyueHHne

Memuanosst 3gup 5-6enzurgpyparn-2-kapborosoa ruc-
aome. B 110.1yJHTPOBYIO TPexXropaylo KpyrJaoAOHHYIO K040y,
CHA0KEHHYIO MellaJKo# C PTYTHHM 3aTBOPOM, OGPATHHM X0.10-
AH.IBHHKOM H CTEK.JIAHHOH TpyOkoii, AoXxoAslled 10 AHA KOJOH,
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nomemator pacteop 40,4 2 (0,2 Mo.as) 5-6en3nadypan-2-kap-
60HOBOH" KHCIOTH C T. mi. 104—105° (cm. ,CuHTe3n rerepo-
unKIHYeckux coeauuennit* 1, crp. 11) B 200 .2 Ge3BOXHOTO
MeTHI0BOrO cnupra. [Ip nepeMeuHBIHHH HATPEBAIOT HA BOLS-
HOW O6aHe W B PABHOMEPHO KHNAIIHA pACTBOp B TEUECHHE 2,5—
3 yacoB NPONYCKAKT Yepe3 NPOMHBHYIO CKIAHKY C KOHUEHTPH:
pOBAHHOW CePHOM KHCIOTOH 6HCTPHHA TOK XJOPHCTOr0 BOLOPOAA.
[Mocre OXJa)cieHHA pacTBOp CIHBAOT B KOAOY, coaepxalyio
500 M4 XOJ0IHOH BOJH, OTIEIRIOT BHIEJIHBLIHACA Mac.1006-
pa3HbIl MPOAYKT, 4 BOJHH{l C.I0N 3KCTPArHpyioT TpeMH NOPnH-
amu adupa 1o 75 #4 kaxias. DPHPHHA SKCTPAKT NPHCOeHHS-
0T K OCHOBHOMY MpPOIYKTY, IPOMBIBAIOT 5°/p-HHM PAaCTBOPOM
VIVIEKHCIOTO HATPHS, 3aTeM BOJOH M CyWaT Hal IPOKA/1e€HHbIM
CepHOKHC/IBIM HarpueM. [locire OTTOHKH supa OCTATOK Nepe-
rousiloT B Bakyyme npu 160—162°/3 mat. Buxoa1 38,4—39,8 2
uaH 88,8—89,3%/, TeOpeTHYeCKOro KOJHYeCTBd.

5-Gensuagypdypuroseil cnupm. B IHTPOBYIO TPEXTOP-1YI0
KPYTJI0JOHHYIO KO.I6Y, CHAGXEHHYIO MelaJkoil C PTYTHHM 34T-
BOpPOM, KaneabHOH BOPOHKOH H 06pATHHM XO0/I0,[H.IbHHKOM C
X/10pKa/buHeBoil TPyOKOH, MNOMEIAIoT pacteop 4,5 2z (0,12
MOJIfi) QJMIOMOTHAPHIA JHTHA B 950 sa z¢upa (npumeuanue I).
lpu nepeMelUIHBAHWH [0 KaNlaaM MPHIHBAIOT pactBop 21,6 2
(0,1 ™oas) MeTHA0BOTO 3¢Hpa 5-6en3uady pat-2-kap60HOBOH
kucaoTH B 130 M4 cyxoro =zdupa ¢ TakOH CKOPOCTHIO, yTOOH
3¢Hp PaBHOMEPHO KHIET. [Mocae okonuanus npubGaBieHns ne-
peMetIHBaHHE NPOJO/IKAIOT eule B TeUEHHE OIHOTO yaca, noc-
Jle 4ero OCTABJAIOT PEAKIIHOHHYIO CMeCb HA HOUb. Ha caeny-
oMl AeHb, [PH NePeMeIlHBAHHH OCTOPOXKHO, MO KAIIAM MpH-
1npaor 40 x4 Boam (npumeuanne 2). Coxepxumoe KOJI6H
0T¢HIbTPOBHBAIOT H (PHILTD NPOMBBAIOT 4 popuusiMH CYXOro
spupa no 80 s xaxias. CoeguHenHne (HABTPATH BHCYIIH-
BAIOT HAJ 6€3BOAHKM CEPHOKHCIHM HAaTPHEM, OTFOHRIOT PaCTBO~
pHTEb H OCTATOK NEPErOHAIT B BAKyYME, coGupas BeLIECTBO,
kunsuee npu 143—145°/2 mu.

Buixona 16,2—16,4 2 uan 86,0 ~87,1°/, TEOPETHYECKOTO KO-
JHMYeCTBa.
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5-Bensundypdypuiosmit cnupr, C,.H;.02, Mo.1. BeC 183,22,
npeicrasaser co6oii GecluBETHYIO, BA3KYyIO XXHIKOCTb, Hepac-

TBOPHMYIO B BOJe H pacCcTBOpPAIOLIYIOCA B OOBIYHBIX OpPraHHYECKHX

pactsopureasnx; di 1,1231; nd 1,5705. Ilpu xpaseHun Bewe-

CTBO XeJ/TeeT.

fipumMeuanns

1. DdupHbifi pacTBop A TIOMOTHAPHIA .THTHS IOTOBHTCH MO
croco6y, pazpa6otasHomy (PaiHroIbTOM H COTPYIHHKaMH', B3d-
HMOJAEHCTBHEM THAPH/A JHTHR C OEe3BOAHHM X.JOPHCTBHIM a1i0-
munueM. [lng oGecrneuyenHs HEOOXOAHMOW CKOPOCTH peakKIHH
THAPHA JIHTHA 10.KeH ObiTh TOHKO H3MeE.J1bueH; H3Me/lbUeHHe
NpPOJARHOrO THAPHAA MPOH3BOAHTCA B IIAPOBOH MeTbHHIE C
noc1eaviouluM NpocedBanueM B 3akpoiTom cute Ne 100.

lTpuzomosaenue 3Pupr0z0 pacmsopa xA0pUCMO0 AAI0-
MUHIA. B JIATPOBYIO TPEXTOP.IyIO KPYIJIOAOHHYIO K0.6y, cHAG-
WKEHHYIO MelaJakoll ¢ PTYTHBIM 3daTBOPOM, Kale.1bHOW BOPOH-
KOH M OGPATHHIM XOJOXM.IBHHKOM C XJOpKa.IbllMeBON TPYyOKOH,
nomewaor 106,8 2 (0,8 M0.151) Cy6.IMMHPOBAHHOTO XJOPHCTOTO
A TIOMHHAS M NPH OXJIAXACHHH KOJA6H BOJAOYW MO KAaMasiM MpH-
6apasioT a6coaoTHHA 3¢Hp. [lepsme kanau adHpa npH6aBAAIOT
OYyeHb MEJJIEHHO, TAK KAK CHAYa1a MPOHCXOAHT KOMILIEKCO-
o6pasoBanue, COMPOBOMXAIEMOe CHABHBIM pasorpesanueM. [loc-
Je TOro Kak caMopasorpeBaHHe ocaabeer, MyCKAIOT B XOA Me-
WAJIKYy H YyCKOpsloT npubGasjeHue 3dHpPa; BCero NpHOABAAOT
450 M. sdupa. O6pasosaBuiniica B K06e TeMHO-KOpPHUHEBHIl
[pO3pauHbiil pacTBOP CAMBAIOT B CKJAAHKY C NPHTEPTO NMPOGKOH.

3areMm B TO# ke Ko.i6e TOTOBAT HECKO.IbKO Goaee pas-
6GaBJeHHH pacTBOP XJOPHCTOrO AJTIOMHHHS, HEOGXOAHMHH AAs
MPHTOTOBJAEHHS 3aTPaBKH; 3TOT PACTBOP [OTOBAT TaK Ke, KaK
ONHCaHO BHIUe, H3 24 2z Cy6.IHMHPOBAHHOIO XJ/IOPHCTOrO aJfio-
munug H 150 ma2 a6GcomotHOro 3adupa. Pacrsop, npeaHasHa-
YeHHHHA [ NPUMOTOBJEHHA 3aTPABKH, TakKXe COXPaHAIT B
CKJIAHKE C nputepTofl NPOOKOH.
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TTpuzomos.aenue 3IPupro0 pacmsope arMozudpuda
aumus. PacTBOop aMOMOTHAPHAA JMTHA TOTOBAT B YeThpeXx-
ropJof, Kpyr1010HHOH K0a6e A eMKOCTbIO 3 JHTpa (CM. pHC. 1),

CHAGXeHHO{l MemaJkof ¢ PTyTHHWM 3arsopoM b, TepMomerpoM
B, A0XOAALIHM MOYTH 10 JHA KO/GH, ra3oNpHBOAHOH TPyOGKOR
I, KOHuaIeiic! HECKOJbKO HHXEe OCHOBAaHHA TyGyca v C1y-
Kale#d 118 MPONYCKAHHs a30Ta, KameabHOM BOpOHKOH Il M 06-
PaTHHM XO.101H.1bHHKOM E ¢ XJ10pkanbineBoi TpyGkod. [lo Bue-

Puc. 1.

ceHHsl B Kosa6y nepBOil NMOPUHH 3aTPABKH BO3AYX H3 Hee BH-
TEeCHSIIOT a30TOM, MeJJIeHHHH TOK KOTOpPOro MpONycCKamoT uepes
KONI6y A0 OKOHYaHWH MPHTOTOBJEHHS PacTBOPAa AJIOMOTHAPHAA
JHTHS; a30T, MojaBaeMui H3 06an10Ha, MNPOMYCKAIOT CHavyazad
yepe3 ckasHky 2K, colepxkamyio KOHUEHTPHPOBAHHYIO CEPHYIO
KHCJAOTY, a 3areM uepe3 CKJAAHKY 3 C aGCOMIOTHHM a¢upoM.
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J/15 paBHOMEPROTO NPOTEKAHHS peakUMH HeOGXOAHMO C
CaMoOro Haya/1a UMeTb B K0J6e 3aTpaBKy —3(dHPHHH pPacTBOp He-
60/bLWIOTO KOJIH4YECTBA TOTOBOrO a1I0MOrHApHAa uTHA. [To npea-
J0XeHuio Mas® 3aTpaBKy FOTOBAT CA€AYIOUWHM 06Pa3oM: B MIOC-
KOROHRYIO KO0y eMrocTbio 200 #2 mnomewator 2,1 2 U3Meab-
YEHHOTO THAPHIA .IMTHA M TNPHIHBAIOT K HEMY  CHaya’aa
30 ma abconoTHoro 3upa, a 3aTem 30 M.z 3HPHOTO PAcTBOPA
XJIODHCTOTO AJIIOMHHHS, MPHTOTOBJIEHHOrO 18 TNOJYYEeHHA 3a-
TpaBkH. IIpH cMemlenMH HauuHaercs 6ypHas peakuHs, AJs-
wasicst 0,5—1 MHHYTY, 10 HCTEUEHHH KOTO POl CO1e PXKHMOEe KOJ6hl
C/IHBAIOT B PEAKLHOHHYIO KO0J6y A. 3areM Tak xe TOTOBAT H
CJIHMBAIOT B PEAKUHOHHYIO KO0y elle yeTHpe NOPUHH 3aTPABKH;
TaKkuM 06pa3oM, Ha IPUrOTOBJEHHE 3aTpaBku pacxonyercs 10,5 2
THApHAA JHTHS ¥ 24 2 XJOPHCTOro aliOMHHHS. B k0.46y BauBa-
o ewe 300 #.2 a6coMOTHOTO 3¢hHpa, NyCKAIOT B X0 MellaaKy
H TOoCTe nepeMellHBaHUs B TevyeHHe 10 MHHYT OCTOPOXKHO MO-
JOrpeBalOT CMeCb Ha NMPeiBAPHUTEJIBHO HArpeTOH BOAAHOH GaHe,
NOCTENEHHO 10BOAA TeMmepaTypy cMecH 10 30°. [lpoaepxas 3Ty
TeMnepaTypy B Te4YeHHe 3 —5 MHHYT, JaloT CMeCH OXJagHThCs
10 KOMHaTHOH TeMnepaTypH M, MpPO10.1Kas HepeMellHBaHHE,
BCHNAWT B K06y 35,2 2 ruApHIA .1MTHA. 33TeM ONATb OCTO-
POXKHO TNOJOrpeBalOT Ha BOAAHON GaHe 10 30° W CHOBAa JA4IOT
CMeCH OXJ/IaJAHTbCH, NMOCJA€e YEro HaYHHAIOT Me1JEeHHO, O KaIlIfM,
NPHUGABAATL PAaCTBOP XJOPHCTOTO A.TIOMHHHA; TIPH 3TOM TeMIe-
paTypa TmocTeneHHO nosnwaercd a0 27—28°. Ecau nocae
npubanieHus mnepBux 15—20 M pacTtBOpa X.10pHCTOrO aJio-
MHHHS TIOBHILIEHHS TeMIlepaTypn He Ha6.110JaeTcCs, NPHKalLBaA-
HHE TNpPeKpaulalT U OCTOPOKHO NOJOrpeBaldT CMeChb Ha BOJISA-
HOH Gane R0 27—28° (HAKONJIEHHE B CMeCH 3HAUYHTE.ILHOTO KO-
JIH4eCTBa HENpOPeardpoBaBlIero X JI0PHCTOTO AJIOMHHHUSA OGBIUHO
NPUBOJHT K OHCTPOTEYHOH OypHOiH peakuud, BO BpeMs KOTO-
po#t MPOHCXOAMT uyacCTHYHOe BHOPACHBAHHE PEAKLHOHHOM CMecH
H3 KO0JO6H). 3aTeM CHOBA HAUHHAIOT OCTOPOXKHOE TPHKANLIBAHHE
pacTBOpa XJOPHCTOTO aJIOMMHMs, H €CTH TeMIeparypad CMecH
(narpetoft no 27—28°) npu 3TOM He MOHHKAETCA, TO 5TO SB-
JAAeTcd TNMPH3HAKOM HauaBllledCsa peaxuHH. [Ipubas.ieHue B nanab-
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HellueM BeAYT C TaKOH CKOpPOCTbIO, 4YTOOH TeMNepaTypa Noji-
JepxkuBajach B npegenax 27—29°; B 3THX YCIOBHAX mnpuHbGas-
JleHHe BCEero 3aroTOBJIEHHOrO pacTBOPa X.IOPHCTOTO ATIOMHHHS
Tpebyer oko.a0 3,5—4 uyacoB. [lo okOHuaHHH TpHGaBJAEHHS,
Nnpoao/aXkada nepeMelllnpaHue, JatoT CMECH 0X.1aJHTbCA 10 KOM-
HATHOH TeMmnepaTypH, 3aTEM OCTOPOXKHO HArpeBalOT e€, TNOCTe-
neHHo 10BoAs TeMmneparypy 2o 30°, noiaepXHBAOT 3Ty TeM-
nepatypy B tTeueHne 30 MHHYT, CHOBa JalOT OXJalHTbCH, Npe-
KpalualT TNepeMelldBaHHe M OCTABIAIOT CMeCb Ha HOYb. Ha
'CAe1yIOIHA J1eHb OCTOPOXHO AEeKAHTHPYIOT 3(HPHHE pPacTBOp
C ocaika B TpPaJyHPOBAHHVIO VY3KVIO CKIAHKY C NPHTEPTOH
npo6koii. K ocaaky B k0.16e, COCTOAIEMY H3 X.JOPHCTOTO JH-
THA W HU36HTKA THApPHJIA IHTHA, mnpHauBaloT 150 M.z abcosaior-
Horo sgiipa, XOpoUIO MNepPEeMEINNHBAKT, AAl0T OTCTOATbLCA H CHOBA
J1eKaHTHPYIOT 3up B Ty Xe ckIaHKY. [locie npoMuiBaHHA ocal-
Ka eue JABYMA MOPuHAMH abcoaioTHoro 3¢Hpa no 150 xa B
CKAsAHKe moayyaerca 1200—1250 w2 s¢upHOro pacrsopa, co-
aepxawero 21,5—22,5 2 aaomoruapuaa .1urHa (57,7—60,3%,
TEOPETHUYECKOTO KO.JIHYeCTBA H3 pacueTta Ha B3ATOE€ B peaKIHIO
KOJIHUEeCTBO XJOPHCTOrO a.JIOMHHHI).

Oca10k, OCTaBUIHHACA B peakilHOHHOH KO0.16€e, VHHYTOXAIOT
NyTeM OCTOPOXKHOTO BHECeHHA ero HeGOJbIIHX KO.IHYECTB B
60Jb1110ff 06beM BOJHL.

[Ipid CTOSHHM pPACTBOPA MEJKHE YAaCTHUH, Nepeulepllse’ s
BHIe MYTH NpPH JeKaHTauHH 3¢pHpa, OCEeJal0T; TPH HCIO/Ib30-
BAHHH aJIOMOTHAPHAA .THTHA OCTOPOXHO CIHBAIOT H3 CKJIAHKH B
H3MEpPHTEIbHBH LHJAHHIDP HYXHHA 06beM pacTBOpa.

[Mpu BoccTaHOB.1eHHH 60.1bUIHX KO.JIHYECTB BELLECTB, B Iie-
JAf1X yMeHblIeHHs O06beMa peaxkIHOHHOH CMeCH, pacTBODP aJaloMo-
THAPHAA JHTHA MOXET OHTb CKOHUEHTPHPOBAH IIyTEM OTIOHKH
6oablleit yactu (g0 5/6 o6bema) adupa.

2, Pa3noxeHHe H3IOHTKA ajgIOMOTHApHAA JHTHA CjaepyeT
BECTH OYeHb OCTOPOXHO, PperyJHpys HpHIHBaHHe BOJH TAaK,
uTO6H 3dHp PABHOMEPHO KHIIE.
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Hdpyrue cnocobnl noayuexus

J-beusn.1dypdypuaoBHi CMHPT GHLT NMOJIYUYEH TOJILKO OIH-
CAaHHBIM BBIIIE CnocoboM®.

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

2 J. Mahe, J. Rollet, A. Wileemart, Bull. Soc. Chim. 481 (19419).

AL Muaxosu, B. T Adpukan, JAH ApmCCP 25, 201 (1957).



IH-(5-KAPBOKCHOYPOYPHI)-CYJIbPHIL

2CH;00C @ CH.Cl + NasS —
(CH,00C Ucn%s + 2NaCl
(ch,00cC [—J CHy) S + 2NaOH —=
(NaooC @ CH) S + 2CH,OH
(NaOOC OCH,)_‘ S -+ 2HCI —
HQOC OCHQ 5 CH, D’ COOH + 2NaCl

Mpennowuan: A. J1. Muxkosan, C. I, Ar6aass.
Mposepuan: B. I'. Adpuxan, 3. A. Mapkapsu.

Monyuenwne

HAu-(3-xapbmemorcudpypgypui)-cyavpud. K wnaxonpsue -
Mycsl B JUTPOBO# KoaGe pacrBopy 130,8 2 (0,75 moasa) MeTH-
10BOT0 3¢Hupa 5-xJ10pMeTH.IdYypaH-2-Kap6OHOBOH KHCIOTH C T.
kun. 114—116°/3 mm (cM. ,CHHTe3H reTepOLHK.IHUECKHX CO-
exunennit® I, crp. 36) B 300 M2 MeTHI0BOro cmMpTa npH noO-
MEIINBAHHH, B TeueHHe 1 daca no Kaniasm npH6aBIsiOT PacTBOP
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100 2 (0,42 mousn) kpucTanaHuecKoro cy.abhuaa HaTpusa (Na,S-
-9H,0) B 150 M2 BOAH; NpH 3TOM TeMnepaTypa PeaKiHOHHOII
cMecH mosuiaercs 10 50—55°. Uepes HekoTOpoe BpeMs Ha
JAHe Kos16H o06pa3yercsi MACJASHHCTH CJI0H, NOCTeNeHHO 3a-
TBepaeBalollHit. [To HcTeueHHH OHOrO Yaca 0CafloK OTCACH BAIOT,
NMPOMHBAWOT BOJ0H H BHCYUIHBAIOT; BeC HEOUHLIEHHOrO Tpo-
aykra 96,0—100,5 2. [Ilocae mepekpucraanrusauun 3 600 M.
3THJI0BOrO Crnupra mnoayuawor 82,5—84.,5 2 (70,9—72,7%, Teo-
PETHYECKOTO KOJHYEeCTBa) YHCTOro BemecTsa ¢ 1. na. 113°.
ludpoaus. B noay/HTPOBYIO KPYIJOAOHRYIO KO.6Y, CHAG-
KEHHYIO MelllaJKo#l ¢ PTYTHHM 3aTBOPOM H OGPATHHM XOJO-
JHJIBHHEOM, noMewmator 62 2 (0,2 moas) ﬂH-(5-Kap6MeTOKCH'-
dypdypua)-cyapduia u pacteop 202 (0,5 M0.1s) eaxoro Harpa
B 180 m2 Boan. Cmech NpH nepeMeUIHBAHHH HATPeBAIOT Ha
KHMAIeN BOASIHONH 6aHe 3 uyaca, Nocjae uyero OX.Ja)JAeHHH A0
KOMHATHOM TeMNeparypH [1eJ04YHOH pacTBOP TNPOMHBAIOT He-
60/IbLIMM KO.IHYeCTBOM 3(HpPa H NOAKHC.IAIOT pa3baBIeRHOil
COJNHOH KHCI0TOfl 10 KHCIOH peaknHH HA KOHro. Bumasmiylo
KHCJIOTY OTCACHBAIOT, HECKO.IbKO pa3 IPOMEIBAIOT BOAOH H Bhi-
CYUIHBAIOT HA BO3AYyXe; BeC CHporo mnpoaykra 52,5—555 q.

Jl18 OUMCTKM KHCIOTY pacTBOpPAOT B 1 .IMTpe KHNALLEro
3THJAOBOTO CMHPTA H NO.JVUEHHHH pacTBOP MeAJIeHHO TpH/IHBA-
10T K 3.1MTpaM BOJH; OCaXIAIOTCH Me.IkHe KPUCTA.1AH, KOTOpPHE
OT(H/IbTPOBHBAIOT, NPOMHIBAIOT BO10H M BHCYLIHBAIOT HA BO3-
ayxe; T. nia. 220°.

Buxon 45,5—48,0 2 un 80,6—85,0°%, TeopeTHueCKOro KO-
JHYeCTHa.

Hu-(5-kap6okcudy poypu.)-cvabspua, Cp.H,,0,S, Mo.1. Bec
282,28, npeicrapiser coboil moutu OGecuBeTHHe yelllyi{uaTHe
KPHCTA.1.1bl, HEPACTBOPIIMHE B BOJe H pPACTBOPSOUIHECA B ro-
PAYHX METH.IOBOM 1I 3TH.IOBOM CHHPTAaX.

Apyrue cnocobGbl noayyeHus

Au-(5-kap6okcudypdypH1 -cv.aabpHl ObLT MOJyUEH C BH-
xonom 42,3%,, Hapaly C ero 1HMETH.IOBHM 3(hHPOM, B3aHMO-
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AeHCTBHEM DACTBOPA H3OHTOYHOrO KO.THYECTBA CV.1b(iI1a HATPHE
C METH.IOBHIM 3(PHPOM S-X.10pmeTH.1dYpan-2-Kap6OHOBOIH  KIiC-
J10TH.

C 6o.1€€ BHCOKHMH BHIXO1aMH H i 60.1€e 4YHCTOM COCTO-
SIHHK 10/iyuaeTcs AH-(S5-kapGokcudypdypui)-cyabdhu1l no mpi-
" BeNeHHO# mpomuck?,

! O. Moldenhauer, G. Trautmann, R. Pfluger, H. Doscr, A. 580,
181 (1953).

2 A. JL. Muawosu, T. T. Tarenocau, C. . Ar6aaan, H. M. Musanan.
JAAH ApuCCP 25, 207 (1937).

2,3-IHMETHJ/I®YPAH

|COOH -~ CH, OJ+CO,

ol

[peanoxuan: A, T Mnmwoan, M. T. Fpuropan.
[1posepuan: B. I'. Adpurau, 3. A. Mapkapau.

Monyyenne

B neperounyo k0.16y emkocrbio 100 4.1, umeouiyio Tv6ve
AJ TepMOMETpa, NOXOAALEro 140 [AHa KO.a6bl, U BHCOKO pac-
MO 10XKEHHYIO IIHPOKYI0 OTBOAHYIO TpyOKy, noMeuiaior 28 2
(0,2 moas) 4,5-1uMeTHADY pan-2-Kap6OHOBOH KHC.IOTH € T. ILI.
156--157° (eM. crp. 32). Koaby sakpubaior npo6ko#, uepes
KOTOPY!0 HPOXOJHT CTeK.IfHHAA NajJouka, cayxauwas jaas cbpa-
ChiBaHHA cyO.auMHpYIouedica kHC10Te. OTBOAHYIO TPYVOKY KOJIOH
COe/IHUAIOT C XO.I0AHJIBHHKOM, K KOHIY KOTOPOrO NpPHCOEAHWHEH
L JIMHHBIA JJ0HXK, N1YOOKO NMOrpyXeHHHH B NPHEMHHK, OXJaX-
Jaembiii ,1eI9HOH BOJOH.
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[IpH HarpeBaHHH KHC.I0Ta CHaua.la ILIaBUTCH, a 3aTeM la-
UHHAeT pa3.iaratbcd. TeMmmepaTypy XKHAKOCTH Z0BOIAT 10 180~
190°; B 3TOM TeMmepaTypHOM HHTepBa.1e IPOHCXOAHT OHICTPOC
JexapObOKCHIHPOBaHHE H PABHOMEPHAA OTrOHKAa 06pasylolnerocs
4,5-numeTnagypana. Cy6.1HMHPYIOLIYIOCS H OCa)JaIoOILYyloCH Ha
ropJblllKe KO0 KHCJIOTY BpeMs OT BpeMeHH C6pachiBaior
CTeKJAAHHON nagoykoit o6patHo B k0.16y. K KOHuY onbita s
pa3/IoKeHHs] He3HAUHTE/1bHOTO KOJIHYeCTBa KHC.IOThi, OCTaBlleHCH
Ha BEePXHHX 4acTAX CTEHOK KO.I6bl, TeMIepaTypy NMOBHIIAIT 0
200—220°, npHKpHB BEPXHIOIO YAaCTb H TOPJBILKO KOJAOH JIHC-
TaMH ac6ecra. Beceb nmponecc nexapOOKCcH.IHpOBaHua 11utcd 40—
60 MHHYT. ‘

Co6paHHLIil B NpPHEeMHHKEe IIPOIYKT NMEPEeroHd0T BTOPHULO:
no.ayyaor 15,4—16,0 2 (80,2—83,3%, TeopeTHUeCKOTO KO.1k-
yecTBa) YHCTOrO Beulectsa ¢ T. kunm. 90—91°,

2,3-Iumernadpypan, C,H O, moa. Bec 96,13,--6ecuBerhis
XHIKOCTb, XOPOLIO pacTBOpuMas B OOBLIYHBLIX OPralHYeCKHX pac-
TBOPHTE/JIAX H HepacTBOPHMada B BOJIE; d3® 0,9048; nd’ 1,4452.
BeulectBo HecTOHKO; mNpPH CTOAHHH HA BO31yxXe OHO OKpallli-
BAeTCA W MOCTeNeHHO OCMOo.IAeTc.

[Apyrue cnocoObl noayvyeHus

Kpowme onucantoro Buule crnoco6a’ 2,3-anmetn.1dypan 6L
noayuyex aexapGokcH.aupoBaHuem 4,5-1uMerHadypan-2-xap6o-
HoBOH, 4,5-auMmeTHadypan-3-kapbonoBoit u 4,5-numeTHidypai-
2,3-1HKkap6OHOBOM KHCIOT HarpeBaHHEM B XHHO.IHHE B TNpPHCYT-
CTBHH MeaHOH 6pou3n a0 200—280°°

1 A, JI. Muaxosnn, B. T. Adpuxsn. M. T. Tpuropsu, 3. A. Mapxapsau.

JAH ApmCCP 25, 277 (1957).
2 T. Reichstein, A. Griissner, Helv., Chim. Acta, 16, 28 (1933).
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4,5-JHMETH/I®dYPAH-2-KAPBOHOBASl KHCJIOTA

CICH,T—-] CH,
CH,kO COOCH, —=-on CHak CCOCH,

CH.| | CH,I | |
CH3[ o ]COOCHa + NaOH —»CHa[ o ]COONa+CH,OH
CH,| ‘ CH, |

CH,[ o ]coom 4+ HCl — CH3[ o JCOOH + NaCl

[Ipeanoxuan: A. JI. Muawoau. M. T. Fpuropau.
[Tposepuau: B. I'. Adppukau. B. E. Bazanan.

Moayuenwne

Memuaosuir agpup 4,5-0umemuagypan-2-xapbonosod xuc-
“toméi. B xpyriononuyo koa6y ¢ ty6ycom, eMxocTbio 250 x4,
CHAGXKEHHYIO MeuaIkod M OGPATHHM XOJOIHJIBHHKOM, TNOMe-
maior 37,8 2 (0,2 M0.19) METHJIOBOTO 3¢HpPa 4-XJIOPMETHI-5-Me-
THAPYPaH-2-kap6OHOBOM KHCIOTH ¢ T. KHIN. 120—121°/3 mm
(M. cTp. 47) u 120 ma 90%,-HOM yKCYCHOH KHCJIOTH H NpH
llepeMelllHBAHHH HE6O.TbIIHMH NOPuUHAME BHOCAT 39,2 2 (0,6 2-am)
IIHHKOBOW mBL1M. [lo okOHuaHuWH npuGaBjeHHs, NPOROAKAs INe-
peMelllHBAHHE, HArpeBalOT HA KunsAule# BoasdHON O6aHe B Te-
YeHHe 4 4aCOB W NOC/Te OXJaXIACHHA CJAHBAIOT B CTAKaH, cojep-
wawnit 300 M2 xoa0aHOH Boaw. BHpeauBleecs Ha gHe Mac-
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-1006pa3Hoe BeulecTBO SKCTPATHPYIOT YeTHPbMS NOPIHAMH 3(Hpa
no 100 wma. CoennHeHHBe 3@HpPHHE 3KCTPAKTH MPOMBIBAIOT
BO10i1, 3aTeM 5% ,-HBIM pacTBOPOM JBYVI.1€KHC.I0rO HATPHA 10
NMOJHONX HeHTpPa.IH3a1HH VKCYCHOH KHC.IOTH. CHOBAa BOJOH H BHI-
CVUIHBAIOT CEPHOKHCAHM HaTpHeM. OCTartok 1ocl1e OTrOHKH
PACTBOPHTE/IS TNeperoHsiorT B Bakyyme. BellecTtBo neperonsercs
npu 78—80°/1 mm; BHXx0116,4—17,02 nin 53.2—55,1%/4 Teo-
PeTHYEeCKOTO KO.1HYecTBa.

ludpoauns. B kpyri1010Huvio k0.10y ¢ TY6VCOM, €MKOCTBIO
100 M., cHa6GXEHHYIO MelAaIKOH H OOpaTHBIM XO0.101H.1bHHKOM
novewaior 15,4 2 (0,1 Mo.a1) Meru.1080ro agupa 4,5- 1HMETHA-
dypan-2-kap6onosoit knciorel # 30 w2 20%/,-Horo pacTBOpa
enxoro Hatpa. CMechb NpH nepeMelIHBAHHH HATPEBAIOT HA BOJIS-
Hoit Gane B TeuenHe 1 uaca. [locie ox.1ax.1eHHs NPOMBIBAIOT
30 M. 3dHpa 11 NpH NOMEMIIBAHHH MOJKHC.IAIOT Pa36aBJeHHON
COJITHOH KHCI0TONl 10 KHCI0H peakuMH Ha koHro. Bwaesaus-
I YIOCS KHC.IOTY OTCAaCHIBAIOT H IPOMBIBAIOT HAa pu.ibTpe 15—20
JeasiHoOft BOJH. BhicyuleHHOe Ha BO31yXe BeleCcTBO IJIABHTCH
npu 156—157° (npumeuanue).

Buxoan 12,6 -13,02 wuam 90,0—92,8%, rteoperHueckoro
KO./IHUeCTBa.

4,5-1uvetn.1dypan-2-kapboHosas kucaora, C;HgO; Mon
pec 140,14, —GecuBeTHOE KPHCTA/NTHUECKOE BEUIECTBO, XOPOLIO
pPAcCTBOPHMOe B CIHPTe H 3hHpe H Majl0 pacTBOPHMOE B XO-
10HOH BoOxe.

Mpumevyanus
[ToBTOpHAs NepekpHCTA.11H3allA H3 BOAH HAa TeMOeparype
N.J1aBJ€HHA BelleCTBA He OTPAXAeTCH.
Apyrue cnocoObl noaydyeHus

J1.19 noayuyenns 4,5-1uMeTH.1¢dy paH-2-kapOOHOBOH KHCJAOTH,
KpOMe OIIHCAHHOTO BHLIe cnoco6a' HCIO.I1b30BAIACh TAKXKe pe-
aKUHA THAPO/H3A 4,3-1uMeTHa-2-bypounTpuaa®. C ToukH 3pe-
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HHA JAOCTYNMHOCTH HCXOAHMBIX BelecTB 60.1ee vao6eH OmHcau-
HHH B TeKCTe MEeTol.

! A. JL Muaxoan, B. T. Appuxan, M, T. Tpuropas, 3. A. Mapxapsu,
AOAH ApuCCP 23, 277 (1957).
? T. Reichstein, A. Griissner, Helv. Chim. Acta 16, 28 (1933).

AH®YPOYPHIIMOUYEBHHA

Q[I 0 ]l CH.NH,; + CI—C—~Cl 4 2NaOH —

I
@)

N o ]ICHzNH——C—NHCHz [’ o ]I +2NaCl +-2H,0

l
@)

Mpernoxunu: O. JI. Mumxosun, O. E. Facnapan.
Mposepuan: I'.T. Tatesocan, C. 1, DxmerTusH,

Moayuenne

B ueThpexrop.1yio kpyr.10,10u1yio K0.16y eMKOCTbIO 250 M,
CHaGXEHHYI0 MEIATKON C PTYTHHM 3aTBOPOM, 06paTHHM XC
MOAHJIBHHKOM, KaIeIbHOM BOPOHKOA H TepMOMeTpoM (mpuMe-
uanne), nomemawor 19,4 2 (0,2 Mo1s1) ¢vpdypuiamuna C T. kur.
83°/85 mm (cm. crp. 67) u 50 ma 20%,-woro BoaHOro pac-
TBOpa e1KOTO HaTpa. [Toanepxusas Temneparypy cMecu npu (0°
H TIDH HETNPepHBHOM MepeMEeINHBAHHH, NPHOABIAIOT H3 Kane.lb-
HOH BOpPOHKH B Teuenue 1—1,5 yacos pactrop 11—12 2 (0,11 —
0,12 moss) docrena B 100 m2 cyxoro 6eusona. Moc.ie OKOH-
YaHUA NpHOABJICHUS VIAIAIT OX.J1aXAA0WYI0 63aHIO H nepeme-
IIHBAIOT CMeCh TPH KOMHATHON TeMmepatype B TeuyenHe 2,5—3
yacos. BhnaBuiMe KpHCTANAH AMPYpPYPHIMOYE BHHE  OTPH.Tb-
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TPOBBIBAIOT, NPOMLIBAIOT HA ¢HIbTpe 20 4.7 BOIB I CYWAT HA
po3jyxe. Ilocie nepekpucra.iusdanun u3 200 M2 kunsiuiero
Gensoaa no.lvyaor 20,56—21,0 2 (93,2—95,4%, Teopernueckoro
KO.TIIYeCTBa) YHCTOro BeljecTtsa ¢ T. 1IL1. 126- 1287,
HudyvpdpypuamoueBuna, C,;H;20;N., Moa. Bec. 220,23,
npeacTas.IfeT coboil CBeTIO-KPEMOBOE KpPHCTALIHUECKOe Belle-
CTBO C MNep.IaMyTpPOBHIM O6.1eCKOM, XOpOUIO pPACTBOPHMOE B
3TH.IOBOM CIIHPTE 1l B ropsadeM O6eH3o.re. B xo.a01HoM Oenso.ie,
sdupe, x.1opodopie 1 COAe BEILeCTBO MII0 PacTBOPHMO.

[IlpuMedyaHusn

Onelt npoBOIHMTCS B XOPOUO efiCTBYIONIEM BBITSKIOM
wmkagdy.

Jpyrue cnocobpl noayueHust

JAudypdypriMoueBHHa 0. TYY3ETCA B3aHMO1eHCTBHEM (V-
dbypriaMuHa ¢ (POCreHOM B MNPUCYTCTBIH  H3OBITOUHOTO KO-
JHYeCTBa €1K0ro kadul, a takke woHIeHcaumeii &y phypii-
amunHa ¢ MmouenHoli npu 100—150° (BHx01 75%,) W.1n c unHTpO-
Guyperom®. [udypdypuiMmouesuHa obpa3yercs H 0pH  BOC-
CTAHOBHTE.IbHOM AMHHHMPOBAHHH GYyphypo.1a C HUKEJTEBBIM Ki-
TaJM3aTOPOM B IIPHCYTCTBMH MOUEBHHBI NIPH BHICOKOIl TeMnepa-
TVPE W BBICOKOM 1aBJeHHH®,

Konaencauns ¢yvpbypu.iaMuHa ¢ gocreHom, He COMpoBOXK-
JaeMasi KAKMUMIH-1HOO TNOOOYHBIMH TNpeRpaluenHsaiMil, SARJIACTCH
Haubosee vI10OHBIM MeTO10M .1a6OpPATOPHOTO TMOJYUYEHHN JI-
(bypdypuiMoueBHHb. O6CCNEUMBAIONIHM BBHICOKHE BBIXOIbLI MIIC-
TOTO IIPOIVKTA.

1 W. Marckwald. Ber. 23, 3207 (1890).

2 AsepukaHckHil nar. 2,595,492 (1952); [C. A. 46, 7820 a (1952)]; N. Clau-
son-Kaas, N. Elming, Z. Tyle, Acta Chem. Scand. 9, 1 (1955).

3 AwmepukaHckuii nar. 2,673.850 [1954); [C. A. 49, 4015 g (1955)].
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/U3 THJIOBbIA 3OUP TETPATHAPOGYPDYPUII-
MAJIOHOBOH KHCJIOTbI

I O ‘CH=C(C02C2F15‘2'_‘—[ OJCHQCH(COQC2H5)2

Mposepuau: O. 1. Munxosan, A. H. I'puropan.

lloayuyeHHe

B kaualommniics aBTOK.IaB A (cM. cxeMy Ha puc. 2), em-
rkocrnio 150 .z, nomemntator 30 2 (0.125 mo.1) CRexeneperHaH-
HOTO (py Py pHTILIEHMATOHOBOTO 3(upa ¢ T. kit 147- -148°/2
(cMm. crp. 40), 45 .7 6e3BOJIHOTO ITHJIOBOTO CIHPTA (NpHMeya-
mie 1Y 11 2,53 213—3,6° , oT 0611€TO KO.THHUECTBA 32T PYKCHHOTO
pacrsopa) nuke.1esoro karaausaropa Penes (npumeuanue 2). Tpn
BAKPHITHIX BEHTILIAX aBToK.1aBa B 1 B OTKPHIBAIOT BRIy CKHOIT BeH-
THIL | 6OMOB BOAOPOIHOTO KoMIpeccopa [ 1 HAMOJIHAIOT CO-
exnnnre.1bHvio TpyOKy E BolopoioMm. 3arteM 3aKpHBAlOT BeH-
Tiib I, MeL1eHHO OTKPBIBAWOT BNVCKHOM BeHTH.Ib B 11 3amo.i-
HAIOT ABFOKJIAB BOJOPOAOM 10 JdaBieHus 10—15 atM., noc.ie
YOI IAKPHIB BEHTH.Ib D H OCTOPOMXHO OTKPHIB BHITYCKHOH BeH-
b B (npumeuanne 3V, cnyckaoT 1aBJI€HNE B aBTOK.IaBe.

1Tpo:yBanie aprok.1aBa BOJ10PO10M TIOBTOPAIOT ele 2 pasa
GrpumMeuanie 4., a 3areM 101al0T B aBTOK.J1dB BOJ10POA J0 nep-
BOHAUAIBIOTO 1aBICHUA 125 aTM. H BK.TIOYAIOT O6OTPEB H MOTOP
kavaaki. [1pn nopbiieHun Ttemneparypel 10 130—135° 1amie-
nue B aprokaase aocrtiraer 160—165 atM.; B 3THX YCIOBHAX
HPOHCXOAMT GHICTpOE TOIMIOLEeHHe BO10poaa, uTO Hab.To13eTca
1o yMenbuieHuio 1asienus (xo 40 50 atM.), (HKRcupyeMoMy
maHomerpoM 7K. B TeueHue Bcero npouecca TNyTeM [1071a4H 113
6oM0bl KOoMIpeccopa [l HOBHEIX TMoOpuMil BO10pOJ1a CHOBA MOBHI-
[1aloT J1aBieHHe B aBrokaIaBe fo 160—165 arMm. n noafepc-
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BAIOT HA 3TOM VPOBHE IO KOHIA; NOC.IeiHHe NOPIHI RO10pOIA
noraowaircs Meatenso. Temnepatypa (130- 1357 peryanpy-
eTCsi ¢ MOMOWbI TepMoperyasaTtopa 3 (npHyeuaHue ).

[Toc.1e npexkpauieHus NOrJOLLIeHHs BoJOpoda (HpHMEydHHe
6), Ha uTO Tpebverca 5—3,5 UACOR, 1a10T ABTOK.1ABY OX.14,1IThCA
10 KOMHATHO# TeMnepaTtypel. OCTODOMXHO OTKPHIBAS BBHINYCKHOA
BeHTH.Ib B, MellenHo cnyckaioT AiBaeHHe (npumeuanne 3) u

T

=n

Puc. 2.

pasrpyXkaT aBTOK.IaB. PacTsop OTPHIBTPOBHBAIOT OT KaTa.1M-
satopa 1 npomsiBaiorT noc.ieinuii 10—15 x.2 cnupra. Ot ¢uib-
TpaTta OTFOHAIOT CHMPT H OCTATOK MEPErOHAT B BaKyyMe M3
KO.I6bl ¢ e.10uHBIM J1ed.ermatopom; npu 125—126°/1 ma cobu-
paror 25,5—26,0 ¢ (82,2—86,0%, TeopeTHyeckoro Ko.IMueCTBa)
tetparuapodypdypuamaionosoro sbupa, nocie uyero nepero-
HAeTcA OKO.I0 2—3 2 BHekunswed ¢pakuun (127—1387), co-
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crofillefi B OCHOBHOM H3 MCXOAHOrO (ypdyplilieHMa10HOBOTO
supa.

Jlnsrtunosniit 2pup rerparuipodypdypH.1vaIoneBoro supa,
C1:H:0s5, Moa. Bec 244,27, npeacrapasier coboft GeciBeTHYVIO
TIOABHACHYIO HUIKOCTb, XOPOLWIO PAaCTBOPHMYIO B CAlpie K 3dipe

n uepactrRopuMyio B Bode; dit 1,0796; np 1,4473.

Npumeuanus

1. JI1g 1aunoro aBrok.1aBa o0uulil ¢ObeM 1 pUPYEMOro
BEHLECTBA 11 PACTBOPITEIS HE JOTKEH MpPeBLilnaTh 75 .W.1.

2. Kosepr 1 Azaxkuuc! Ja0T C1€1VI00IVIO HPONUCH RPITO-
TOBICHHST HUKe.1eBoro kataausaropa Penes:

K pactBopy 300 z 80%-Horo e1koro uwatpa B 1200 .
JHCTILLIHPOBAHHOIN BOABl, HAXOAAWEMYCd B H-/mIpoBoll Ganke,
IpH OXJAaXKLeHI J1e 18HOH BOJIOM 1l fepeieHBanIill B TeueHile
3-—3.5 uacoB HeGO.TBUIMMM TOPIHAMHU npubas.istior 300 2 TOHKO
H3ME.IbUEHHOro CIL1aBa HHKe.ld ¢ aTioMHHIeM. Tesueparypa upi
3TOM He JO0.1KHA npensiiate 25°. [loayuennvio cMech spiiep-
KHBaloT 4 uaca ¢ NepHOJMYECKHM TMepeMcinlipanies 1 nocle
ao6asacunst 400 a2 19%/-Horo pactBopa ¢ 1KOIro HATpa Harpe-
palor 1pH 112—120° B TeueHue 3 wacon; K 3TOMY BpEMeHlH
IIpeRpaiaeTcs Boae1eHe BoJopoia. CMeck pasdap 10T HCTILT-
JHPOBAHHO# BO10H 10 ob6beMa 3 .2, NPO3paulibii PAacTBOp a,110-
MHUHATA HATPHs C.IHBAIOT ¢ HHKEIA, Nocl1eriil 6 pa3 npoMpiRAIoT
LICTH I TMPOBAHHON BOTOH J1exkaHTauMell, 3a4TeM LCPEHOCHT HA
Qu.IbTP 1 NPOMBIBAIOT A0 TeX MOp, Noka GILILTP He CradeT Hell-
TpajbHBIM HA .JakMyc. B 3akjaioueHunn 3 pasa  1pOMBIBAIOT
95%,-HLIM CIIHPTOM.

Karasusarop XpadaT M0J CHHPTOM B CK.IfAHKe C NIPHTEPTOH
npoOKoil.

3. Cnyck aamieHusi KaKk BO BpeMs NPO1yBaHis aBTOKJABA,
TAK U B KOHHE ONKITa, HYMXKHO MNPOM3BOAMTb OUEHB OCTOPOMKHO
BO H30eaHWe 3aMETHHIX NOTepb BEILEeCTBA RBC.I€JICTBHe BHIOpa-
CHIBAHHA.
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4. Tlocse TpPexXKpaTHOTO TPO1YyBaHusi B ABTOKJaBe OCTa-
etcst oko.ao 0,5°/, Bo3ayxa.

5. Tepmopery.anpopanue NPOH3BOIILIOCHE € TNOMOUIBIO
MHPOMETPUUYECKOrO  Pery/Mpyiollero MH.ITMBO.IbTMETpa THMA
MPLUIITp —54.

6. Konen, peakuuu onpeieIseTcs NpeKpalleHHeM HOHH-
JKeHls JaBJAeHHA B aBTOK/1aBe; HA THAPOTEHII3aIHI0 B3ATOIO KO-
JnvecTBa (ypdypnaniedmasonosoro 3s¢pupa tpebyerca OKOJIO
8,4 .1 BOJOPOAA NPH HOPMAJLHHIX VCIOBHAX.

Jdpyrue cnoco6Gbl noayueHus

IustuioBulil  zdup Tetparungpody pdypHIMATOHOBOH KHC-
JOTH TI0.1VUAIOT KATATHTHUYECKOH ruiporenusamueil gypbypuau-
1eHMa 1080BOro 3dHpa B NPUCYTCTBUH HHKE.IEBOTO KATA.TH34TOPA
Penest npn BHICOKHX TeMmmepartype M 1aBieHin®. ITor 3¢up Guli
MOJIyueH Takxe KoHieHcauueil terparuipodypbypiixaopuid ¢
MAJTOHOBHIM 3bupom®.

1 L. Covert, H. Adkins, J. Am. Chem. Soc, 54, 4116 (1932).

2 A, Hinz, G. Mever, G. Schiicking, Ber. 76, 676 (1943): G. Barger.
R. Robinson, Y. Urushibara. J. Chem. Soc. 718 (1937).

3 R. Paul, G. Hillv, C. r. 208, 359 (1939).

39



JAN3THUIOBbIH 36HP ®YPSOYPHIHIEHMAIOHOBOH
KHCJIOTHI

‘ ° |(:Ho + CHy(COOC;H;), —

0 CH = C(COOC,Hy); + HO

Mpenaowuan: O. 1. Muawonn, 3. P. Barzacapau, A. H. puropsy.
Mposepuan: I'. T. Tarepocan, A. I. Tepann.

Moanyuyenne

A. B KpPYII010HHVIO K0AGY eMKOCThio 750 M.1, CHAGMKeH-
Hylo OOpaTHHM XO.01WIBbHHKOM C X.10PKA.1bUHEBOH TPYy6KOH,
nomemator 96 2 (1 Mo.1b) cBexeneperHaHHoro gypdypoa c T.
kun. 154—155°/680 4.4, 160 2 (1 MO.1b) MA10HOBOTO 3pHpa H
153 2 (1,5 moasa) ykcycuoro anruipuia. Cmech HarpesaioT Ha
Gane co cnaasoM Byia npu temneparype 175—180° (temnepa-
Typa 6aHu) B TeueHne 6 uyacoB. Tloc1e 0X.1aX1€HAA K PeaAKIHOH-
HOH cmecu pnoGamasior 200 M.t BOAB, BH1EIHBWHICA TeMHHIH
MAaC/JIAHUCTHI C/I0H OT1e.1410T, NEePEeHOCAT ero B CTAKAH eMKOCTbIO
B I IUTP M NPH NOMEUINBAHMM CTEK.IAHHON NA.I0YKOH mocreneH-
HO TNPUIMBAIOT HACHILEHHBII PACTBOP YT.IEKHCJIOTO HATPHA 10
crabo-uesounoil peakuun. Jlo6apisior k cMecn 100 #.2 3dupa,
OTAEJIAIOT BePXHHil C,1011, @ BOAHHIT 3KCTPATHPYIOT YeTHPbMSA NMOP-
uusamMu 3pupa no 100 m2 kaxnas. CoenuHenHble 3hUPHBE BHITH M -
KW NPOMBIBAOT BOAOH M BEICYIIMBAIOT 6€3BOJHHM CEPHOKHC.IBIM
HaTpueM. [locie OTroHKM pacTBOpHTE.I OCTATOK (DPAKIIHOHH-
PYIOT B BakyyMe H3 KOJAOGH ¢ HebGO.IbIIMM eJ04YHBM ded.ier-
MmatopoM. [o 147°/2 um co6upalor Hava.1bHYIO GPakuHIo, COC-
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TOSIILYI0O B OCHOBHOM M3 HENpopear#poBaBliero Ma.10HOBOIO
s¢pupa (npuMeuasnue), nocie uero npu 147 —1487/2 mm nepe-
rousiercst Oy phypHIHIEHMATOHOBHI 3(QHP B BHI1E CBET.I0-XKeJ-
TO#i XHAKOCTH.

Brixoa 169,0—173,0 ¢ nin 70,9—72.6°', reopeTnueckoro
KOJIHYECTBA.

B. B kpyvrioaouuyo koa6y c Ty6vcoM, eMkocTbio 300 m.1
cHabXeHHYI0 06PATHBEIM XO.1011.1IbHHKOM H Kane.1bHOii BOPOHKOII
nomewator 50 2 (0,52 Mo.151) csexxeneperHaHHoro ¢gypdypoaa 1
83,52 (0,52 Mo.151) 3TH.I0BOTO 3PHpa Ma.10HOBOM Kic.10TH. Ilpil
HArpeBAaHMM CMeCH Ha KHOsiweil BoasfHol GaHe W npH NoMeulil-
BaAHMHU Mo Kam.isam npubapistiorT Kk Heit 2,8 2 (0,03 moas) nunepu-
AnHa. Harpesanue npoao.1xkaioT B TeueHlie 6—7 yacos, nociac
4ero nepeHocsT cMech B k0.160y K.1afizeHa ¢ e.louHmM Jded.er-
MaTOPOM H (PPAKLHOHHPYIOT €€ B BakyyMe Kak oniicaHo Builue (A).

Brixox 99,5—105,0 2 uan 80,3—84,7%, TeopeTHueCKoro
KO.IMUecTBa.

Jlnatuaoseit  apup  PypdypH.IHIEHMAIOHOBON  KHC/IOTH
Ci2H1405, Moa. Bec 238,10, —cBeT.10-2K€.1Taf Mac.1006pas3Hast Ku1-
KOCTb, XOpollo pactBopsiiomascs B aupe, cnupre 11 GeHsone n
HepacTBOopuMast B BoJde. [IpH CTOSIHWM HA BO3JIVXe H Ha CBETY
NOCTENEHHO TeMHEerT.

lIlpumedyanus

IMepsyio dpakuuio MOXHO HCNO.IB30BAThH B KAueCTBe Ma-
JIOHOBOTO 3(pHpPa B TOBTODHOM ONKITE NO.1vVUeHHs ¢ypdypran-
AeHMaJI0HOBOTO 3(upa.

dpyrue cnocolbl noay4euus

JustHaoBelit adup by pdypHIHLEIIMATIOHOBON KHC.IOTH 110~
JdyualoT KoHaeHcauueil dypdypo.aa ¢ MaI0HOBHIM 3(HUPOM B NPH-
CYTCTBHM YKCYCHOTO aHrnAapuaa' u nunepuiuda®. Ilpumenenue ni-
nepHAHHA B KAueCcTBe KOHIEHCHPVIOWIEro CpeicTsa ynpowaet ob-
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pabOTKY PeaKkIMOHHON CMeCH H JaeT Jyullie BHXOAN NPOJLYKTa.
Onucannue Boille CNoco6H  pa3paboTaHH Ha OCHOBE pabor
I'mHua u cotpyaHukos! H Kuepenareas®.

1 W. Marckwald, Ber. 21, 1081 (1888); A. Hinz, G. Mever, G.
Schiicking, Ber. 76, 676 (1943).

2 E. Knoevenagel, Ber. 31, 2595 (1898); - B. Wojcik, H. Adkins,
J. Am. Chem. Soc. 56, 2424 (1931).

#-(5-KAPBOKCHDYPHI-2)-NTIPOMMTHOHOBAY KHCJIOTA

N
CH,C—CH,COCC,H, + CICHz[' o ]I COOCH; ————

Il CH3;0H
O

CH,C—CH—COOC.H,

e
CHZ‘ a lCOOCHs

CH4C—CH—ClH, “\0 | COOCHj; + 3NaOH —=

Il
NaOOC [‘ 0 ]‘ CH,CH,COONa

O
4-C,H;0H-+CH,;0H + CH,CQONa

CO,CH,



NaOOC I O/l CH,CH,COONa + 2HCl —

Mpeanoxuau: A, L. Mutwosiu, I'. JT. MManagy.
Hposepuau: I'. T, Taterocsn, H. M. lupausm,

Moaydyenmne

S-Rapmemorcu@yp@yvpu.iayemoyrcychai sgup. B noay-
JNTPOBYIO TDEXTODIVIO KPYLIOI0HHVIO KOJI6Y, CHAGKEHHVIO
MEUIATROM € PTYTHRIM 30TBOPOM, KANE.IbHON BOPONKOT I 06paT-
HBIM X010, IM.TbHIKOM, nomemaoT 150 sz cvxoro Meranoaa u
HeGoILInIMH  Kycoukamu BHocsat 10 2 (0,43 c-am) CBeXeHape-
3QHHOTO  METATTHUECKOro HaTpua. [Mocte pacrsopeHna ncero
HATPIA 1A10T PACTBOPY OX.1AIHTHCA 10 KOMHATHOI TeMIe paTy bl
H upi nepeMeinnBanun, OeictTpofl crpyefi, npmiusaor 80 2 (0,6
MO.1! CBe/K@NePerHAHHOTO  dUeTOYKCYCHOro sdupa . npHMeua-
Hite). TlepememuBanne npo10.kaoT eme 25— 30 MIHVT 11 3aTeM
H3 KAUe.1bHON BOPOHKH Me11eHHO npitnBalor 30 ¢ (0,17 mo.as)
METILTOBOTO 3(upa S-x.10pMeTiL1hy paH-2-kapOOHOBOI KIC.10T b
¢ T. kun. 114—116° 3 wa (cm. ,Cunresn reTepoIllK.IHYEeCKUX
coexunennii* I, crp. 36); npubap.ienue 3annmaer oxo.10 40 Mmii-
Hytr. Hpolo.okas nepeMeninBanue, KHAATAT PEAKIMONHYIO CMeCh
Ha BOI1AHOI 6aHe B Teuenne 2—2.5 4LCOR, NOC.IC UEro, 3aMEHHB
o6paTtHblil XO.T0AHIBHHK HHCXO1AILIIM, NO.THOCTHIO OTFOHSAIOT Me-
THIOBMIT cnupr. Tlocte oXJasxieHns NpUJIMBAIOT Kk OCTATKY B
ko.16e 100 M.z X0.101HOH BO1H, BHIEIHBHIRICA MAC.IAHHCTHH
C10fl  OTAe.THI0T, 8 BOAHHEIT HECKO.IbKO pa3 3KCTPATHPYIOT He-
Go.1bunMH nopuuaMH 3bupa, sPUPHBE IKCTPAKTH NPHCOETHHAKCT
K OCHOBHOMY MPOIVKTY H RHCYIIHBAIOT HA1 NPOKAJIEHHBIM cep-
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HOKHCIWM Hatpuem. lTocie OTrOHKH pacTBOpHTE.I OCTATOK lie-
PeTOHAIOT B Bakvyme, cobupas dpakuiio, kunauwyio npi 150—
180°/2 mu. Tlpu noBTOpHO# HeperoHke coOIIPAOT BellecTBO ¢
T. k{1, 152—157 2 M, Beixol d-wapOMerokcudypdy pu.iaiero-
VKCyeHoTo  3diipa, NpelcTaB.Isiomero coboil  CBET.I0-&KeITVIO
EKHIKOCTh, cocrasadgeT 25,5—27,8 2 1 53,4—60,5°, TeopaTii-
1CCKOr0 KO.TMUECTBA.

S-(d-Kapborcudypu.a-2)-nponuonosas vuc.aoma. b Tpex-
FOPIVIO KPYT.IOAOHHY IO KO.10Y, CHAOXKEHHYI0 MeIATKOII ¢ PTYT-
HHM 3aTBOPOM 1l OOPATHEIM XO.I01L1bHIKOM, nomemaor 26,8 2
(0,1 Moas1) S-wupOMerorcudyvpdypiIaLeToyKCyeHoro adupa
npuausaior pactsop 14 ¢ (0,35 moas) eaxoro uatpa B 30 .2
poianl. [lpH nepemeniMBaHHH HATPEBAIOT CMech HA  Kunsueil
RoxsiHoil Gane 3—3,5 uyaca, [0CIe OX.aXKI1eHUA NpPpOMLIBAIOT
me.o4noii pacrsop 20—25 M.z sbupa 1 NOIKHCIAIOr pasdin-
JIEHION COJAAHOA KHCIOTON 10 KHC.IOH peawiiill Ha KOHTO. Bhi-
ACHIBIIVIOCH  3-13-KapHoKcH(DY PILI-2 - TPONIIOHOBYIO  KHCIO0TY
oTcacuBaloT W npombipaioT 15—20 m.2 xo.101H010 BOAK. [loc.e
HepexpucraLidamn 13 50 4.7 BOIB MOaVHalT O2ciBeTHOE
penecTno ¢ .11 1807,

Buxo: 14,5—153 2 uau 78,8—83,1°/, TeOpPeTHYLCKOTO KO-
JHUEeCTBA.

4-(5-Kap6okendypua-2)-nponuonosas  kuc1ora,  Cgl,0;,
Moa. Bec 184,15,—6ecuseTHoe KPHCTA.LIHUYECKOC BCUIECTBO, XO-
POHIO PACTBOPUMOE B OGHIUHBIX OPraHHUEeCKHX PACTBOPHMTE.IHX H
B ropsueil BOI€; VMEPEHHO pacTBOPHMO II B XO0.,101HOI1 BO1E.

lIlpumMeyaHunsd

Hartpuii 1 aneroykcychnifi sdup OGepyrcs B 60abUIOM 13-
OHTKe; NPHMeHeHle HX MeHbUIHX KO.ITMYeCTB CHHIKAEeT BHIXOI Il
OTPaKAEeTCsl HE UKUCTOTE MNO.1Yy4HAEMOro Npoiy KTa.
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Apyrue cnoco6bl noayyeHus

3-(5-Kap6okcudypn.1-2)-nponuoHosas KHC.10Ta ObLIA MOJY -
ueHa ¢ 22,7°/,-HbBIM BHIX0O10M BOCCTAHOB.IEHHEM AMAIbLIAMON HAT-
pus 3-(5-kap6okcHdyY pH.1-2)-aKPU.IOBOK KHCIOTH, B CBOK Oue-
pelb, NMPUTOTOB.IEHHOH KOHIeHCAUHEl MAa.I0HOBOH KHUC.IOTH C O-
dopmu1dpypan-2-rap6onosoli kuc1otoitt. C Touku 3peHns J1o-
CTYMHOCTH HCXOIHBIX BeUECTB H BHIXOI0B MPOMEKVTOYHOTO N
KOHEUHOTO MPOIAVKTOB Go.1ee v106eH OnHCAHHEI BHIHE Cloco0.

1 E. VotoCek. A. Krosldk, Collection Czechoslov. Chem. Commun,
11, 17 (1930).

METHJIOBbI 3PHP 5-METUJITETPATHUIAPOGYPAH-2-
-KAPBOHOBOM KHCJOTbI

] o
CH, o COOCH; 4 2H, — CH;, O/COOCH,

Mpetaoxnan: A, L Muiwosn, B, I, Ndpus.
[Mposepua: 3. A. Mapraps.

Noaydyenne

B rayawiguiica aBTok.aIaB emrocthio 100 .7 nomeiaior
298 ¢ (0,2 Moast1 MeTua0Boro adupa S-meTtu.1dypaH-2-KapboHO-~
BOH KHCJIOTH € T. KHI. 97—99°/12 mu (cMm. ,CHHTE3H TeTepo-
uHraInueckHx coexunenuii® I, crp. 30), 30 2 GesBoanoro me-
THJIOBOTO CIHpPTa (npuMeuaHie 1) 11 3 2 KaTa.1M3aTOpPa ~-HHKEIS
HA OKICH XpoMma (npuMedanue 2.
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[Tocsie y1a.1enHsg  BO3IVXa H3 aBTOK.IaBA 3allC.IHAIOT €ro
BOJOPOOM 10 TepBOHAyaabHOro 1aB.1eHHs 100 arm.. mocte yero
BKJI04AI0T MOTOD Kauaaxku W oforpeB {npumeuanue 3;. [lpu no-
BEIIIEHHU TeMIepatypel 10 160° 1aBiedie B aBTOK.1aBe 10CTH-
raer 155—160 arM., HO BCKOpe HauHHAaeT MOHMKATHCA BC.Ie1-
¢TBHE OHICTPOro mor/jolleHuss Boropoia. [lvrem molaun B aB-
TOKJaB HOBHIX IOPIHH BOAOPOJAa B jajlbHefilmleM [011epxKil-
palor napaenue B Hureppaile 130—150 arm., perv.mupys uarpe-
sarue (160°) ¢ nomoubio TepMopery.iupyioluero npubopa. flocte
HpeKpauleHns NorJouleHus Bo10polda (npuMeuanue 4), Ha 4TO
Tpebyercsa 3,5—4 yaca, 1al0T aBTOK.14BY OX.TAJAHTHCH 10 KOMHATHO]
TeMIepaTypPH ¥ OCTOPOKHO CNYyCKaloT 1aBieHue. Pasrpy3ur as-
TOKJIaB, OT(PUILTPOBHBAIOT PACTBOP OT KaTa.IH3aTOPA H NPOMBIBA-
ior nocaeuufi 10—15 ma wmerniosoro cnupra. Pacrsopure.in
OTTOHAIOT MOl YMeHbUIeHHBIM 1aBI1eHHeM {BOJOCTPYITHHIl HacoC,,
{4 OCTAaTOK TNeperoHsiloT B BakyyMe M3 KO.16Bl C eJ1OYHBIM 1€-
(piermatopoM, cobupas BeulecTso, Kunsinee npu 83 —86°/12 wm.

Brixon 22.0—23,4 2z, uro cocrapiser 76,4—81,2°, reope-
THUECKOTO KO.1HYecCTBa.

MernaoBHit 3¢gup 5-MeTn.rerpariipodypas-2-kap6oOHOBOMR
kucaors, C;H;203, Moa. mec 144,17,—O6ecuBeTHast XUIKOCTh,
XOpOIIO pacTBOpPHMAST B CnHpTa, 3(huUpe H 1p. OPraHHYeCKHX

20 = 20 -
pacTBOpHTe.s1X H nepacTBopuMas B Bode; dy’ 1,0509; n7, 1,4350.

[IpumevaHnusd

1. JLis1 1aunoro aBToK.1aBa o6iHH o6beM THIPHPYEMOTO
BeIEeCTBA H PACTBOPHTE.AA HE 10JXKeH MpeBuuarh 75 MA.

2. Bastoe xo.1M4YeCTBO Karaaiu3aropa cocrapaser 5%, or
06illero KO.114eCTBA HCXOIHOTO 3pHpa M pacTBOpHTE.IA; .10
yiorpeG.aeniist Karaau3aTop 10.1:xKeH OHTh TILATE.1bHO H3ME1bUEH.

3. CxeMy H onHcaHHe VCTAHOBKH KAYAOLErocd aBTOKJIABA
M 3ano.ueHus ero BOJAOPO1OM CM. cTp. 36—37.

4. KoHell peakuuH onpejeasiercs TMpeKpaweHHeM nNoHH-
XKEHHS JaBJIeHUs B aBTOK.1aBe; HA THIPOTEHH3ALHI0 B3ATOrO KO-
JHUeCTBA 3(pHPA METHINHPOC.1M3eBON KuCAOTH Tpefyercs 8,96 2
BOAOPO/a NPH HOPMAJAbHBIX YC/JOBHSX.

46



Apyrue cnocobbl noay4eHHus

Metuaosnit aup 5-merunarerparuapodypan-2-KkapGoHOBOIL
KHCJIOTH OHJI IOJYYeH TO.1bKO 1O NPHRBE1eHHOMH BLIUIe nporicul.

1 A.JI. Maaxkosu, B. T Adpukan, M. T. Ipuropsin, 3. A. Mapxapsn,
JAH ApmCCP 25, 277 (1937).

METHJIOBBIA 3®HP 4-XJOPMETHJI-5-METHJI®YPAH-2-
-KAPBOHOBOH KHUCJIOTbI

l l ZnClz
CH, 0 COOCH; + CH,0 + HClI
CICH, ‘
CH3[ o ]COOCH3+H,O

Mpernoxnmt: A. 1. Muaxosn, M. T. Fpuropan.
[posepunu: I'. T. Taterocan, C. I'. Ar6aasn.

Moayuenune

B uertnipexrop.1yio Kpyr1010HHYI0 K016y eMKOCTbIo 250 4.7
CHaGXKeHHYI0 Meua.IKOi, H30THYTOH CTeK.ISHHOII TpyOKOH, A0-
XOAAWeH 10 1Ha KOAGH H CIyXaulefh 115 BBOJAA X.OPHCTOTO
BOAOPOAA, Ta30OTBOAHOK TPYGKO{l M TepMOMETPOM, NOMeulaloT
14 2 (0,1 moss) Meru10BOrO 3hnpa 5-meTH.1dypau-2-kap6ono-
BOM KHCJAOTH C T. Kum. 97—99°/12 ma (cm. ,Cunresn rerepo-
LUHKIHYeCKHX coelnHeHHI* | crp. 30), 80 ma cyxoro xaopo-
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tpopma (npumevanue 1), 4,5 2 napadopmaasbiernia (0,15 moasa B
nepecyere Ha ¢dop™aabaerul) u 3.4z (0,025 mo.asa) GespoaHoro
XJIODHCTOTO IHHKA.

[lepeMenineas cMech, NPONYCKAIOT B KO.16V yepe3 Mpo-
MBLIBHYIO CK.IIHKY ¢ CepPHOH KHCIOTOH OBICTPHIH TOK X.JI0PHCTOrO
BOAOPOA |MpHMEeuaHHe 2); IPH 3TOM TeMmepaTypa CMecH MNo-
CcTeneHHo MNOBHILAeTca. Bo u3bexaHue ocMo.eHHS peakiluio
cJeayeT Becr nOpH Temieparype, He mnpepslmwatpouied 5—7°
(upumeuanue 3), 115 yero Heo6XOIHMO OX.1aXK1aTb KO.I6Y OX-
Ja/MTeAbHOM cMechlo. [IponyckaHHe X.10pUCTOr0 BOJAOPOAA TPO-
J0KAI0T 0K0.10 40—60 MHHYT ;10 NO.IHOTO Nepexoja B PacTBOD
BCET0 KOJHYeCTBA mnapadopmalbilersia; NpH 3TOM Camopaso-
rpeBaliMe NOCTeNeHHO NpPeKpailllaeTcs H CMeCh NMPHHIIMaeT CBeT-
J0-Kpactyio okpacky. Ox.1axaanouyio 6aHIo y1adI0T ¥ PORO.1-
KAIOT MepeMelliiBaHHe 10 TeX Nop, HOKa CMeCh He IIPUMCT
KOMHATHYIO TeMnepaTrypy (npumeuanue 4).

Peakunonsyio cmech cimpalor B 100 a2 X0.101HOH BOAH,
OT/Ie.I910T HHKHHIT X.10p0odOpMeHHbii C.10i1, npoMuiBatoT ero 30 M2
XO0.T0HOH BO/b (NMpUMeYaHHe 5) H BHICYUIHBAIOT X.JOPHCTBHIM
kaabimeM. [locie OTrOHKM pacTBOpUTE.Iss OCTAaTOK MePeroHsioT
B BaKyyMe, coGHpasi XKHAKOCTb, kumsiuiyio npu 108—1097/1 sm,
120—121°/3 mm. Brixoa 16,5—16,7 ¢ nam 87,5—88,6°, teope-
THUCCKOTO KO.1MuecTBa [fnpHMeuaHue 6).

[Tpu crosinuu BeulecTBO Kpucra.liu3yercs; T. m1. 42—43°.

Meru0Buil 3dup 4-xJ0pMeTH.I-5-MeTuapy paH-2-kapboHO-
Bo#t kucaore, CgHy,O;Cl, moa. sec 188,60,—6eciiBeTHb® UT0Jb-
M4THE KPHCTAJ.IBl, HEPAaCTBOPHMEIE B BOJe H pacCTBOPSIONIHECS B
OOBIUHBIX OPFAHHYEeCKHX DPACTBOPHTE.ISAX.

Mpumeuanusn
1. B kauecrBe pacTBOpuTeJsi, BMECTO X.10pO(OPMA, MOXKHO

NMPUMEHATb JHXJIOP3TAaH, TeTpax.10p3TaH H quupexxnopHCTuﬁ
yrjaepona; BbeIXOA NPOAYKTA NPH 3TOM NOUTH HE H3MEHdeTCd.
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[TpenmyiecTso X/10poopmMa MO CPABHEHHIO C MePeHUCTEH-
HHMH DACTBOPUTEJIAMH 3aKJIIOUACTCS B €ro 6oJee HU3KOH TeM-
Tneparype KumeHus.

2. lns nonyuyeHust XJOPHCTOrO BOAOPOAA K KOHLEHTPH-
-POBAHHOMN CepHOH KucCJI0Te, HaXolAelics B .IMTPOBOH Neperown-
HOH KOJGe, MO KamIaM TNPuUGABIAIOT KOHUEHTPUPOBAHHYIO CO-
JAAHYIO KHCIOTY H3 KameJbHOH BODOHKM, KOHell KOTOpPOi, oTTd-
HYTBH#l B KaNW.LIADP, AOXOAMT A0 [AHA KO.IOHL.

L1 noyuenust 601bUIMX KO.IMYECTB X.IOPUCTOrO BOAO-
poaa yjno6GHee MOJIb30BATHCH CJAEAVIOIMM CHOCOGOM: K MOBa-
PEHHOH COJIM, HAXOAAEHCA B NEPErOHHON KOJ6e ¥ MNOKPHTOl
KOHUEHTPHPOBAHHOH COJAIHOH KHC/JIOTOH, H3 Kane.bHO{l BOPOHKH
NPUAHBAIOT KOHUEHTPHPOBAHHYIO CEPHVIO KIIC.IOTY.

3. TloBbilleHHe TeMmepaTyphi NPUBOAMT K OCMOJIEHUIO, CHH-
KAIEMY BHIXO/.

4. O6paboTka peaklMOHHOI CMeCH HeMmocCpeACTBEHHO Nocje
NpeKpaileHns MPONyCKaHUA XJIOPHCTOrO BOAOPO/Ja CHUXKAET BH-
xoxn no 75—75,5°,.

5. Metusiosuii 3¢up 4-x10pMeTn-5- MeTHADY pan-2-kap6o-
HOBOH KUCJAOTH pa3iapakaer CIM3HCTYIO 060.10uKy. [Tostomy Bee
paboTH, CBA3aHHbIe C CHHTE30M M BHAEJEHHEM 3TOr0 BellecTsa,
CJeNyeT MPOBOAHUTHL MOJ TSITOi.

6. AHa.1OoruuHbBIM 06pa3oM, C TaKuUM Ke MPUGJIM3UTEJLHO
BHXOJOM MOXeT ObiTb OCYLIECTBJ€HO GPOMMETHIMpPOBAHHE Me-
THJIOBOTO 3upa 5-meru/dypaH-2-kap6OHOBOH KHCJAOTH.

Apyrue cnocoObl noayueHus

MetunoBuil 3(up 4-XJ0pMeTHI-5-MeTu1dypaH-2-Kkap6oHo-
BOH KHCIOTH 6Ll NOAYHEH TOJIbKO OMUCAHUBIM CHOCOOOM!.

1 A, JI. Muaxosau, B. I'. Adpuxan, M. T. I'puropsn, 3. A. Mapkapswy,
JdAH ApmCCP 25, 277 (1957).
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METHJIOBBIH 3®UP 5-IHAHMETHJ$YPAH-2-KAPBOHOBOM
KHCJI0Thbl

CICHgl o |coocHﬂL KCN —=

NC—CH2| o ‘COOCH,—H(C!

Mposepuau: I'. T. Tatesocan, O. E. 'acnapsn.

[loayuenwune

B .iuTpoByIi0o TPEXropayio KpyrIOIOHHVIO KO0y, cnal-
KEHHYIO MeHIATKOH C PTVTHHM 3aTBOPOM, Kame.1bHOH BOPUHKOI
U TepMOMETpPOM, nomenlatroT pacrBop 174 2 (=1 moab) Meril-
Ja0801r0 3dupa S-xaopmertiidypan-2-kapsoHOBOIl KHCIOTH € T.
kuil. 114—1167/3 uam (cM. ,CuHTE3bl TeTepouHK.IHYeCKHX coe-
aunenuit I, crp. 36) B 400 a2 MeTH.10BOTO cnupra o K HeMv
lipil nepeMeInBAHHH OBICTPOM CTpy el npuanpalor pacrsop 100 2
{=~1,5 M0.18) TeXHHUECKOTO UHAHHCTOTO Ka.1Hs B 200 4.1 BOIMI;
[pY 3TOM TeMmIlepaTtypa cmecu nopHmaercs 10 25—-30°. 3arem
CMeCh M010rpeBatT Ha BoasiHoil Oane 10 30—35° u, noxzep-
KABAsA TeMIeparvpy B 3TOM HHTEepBa.e, npoao.1xKakoT lrepeMein-
BaHue B TeueHHe 6 4yacos.

Ox.1a%1€HHYI0 10 KOMHATHOH TeMNepaTyphl PeakilMOHHYIO
CMeCb CaHBAOT B K010y, colepxauyio 1 .HTP X0.101HOI BO1bl
M BbLIEJHBIIEECH TaXKel10€ MACI0 ¢ nomoiubio 200 a.z sdupa
OTe1810T OT BOAHOTrO ciaos. [llociexHuit 3KCTParupylor AByms
nopuusimu 3pupa no 100 xa, coeauHennnili 3pupHb pacTBOp
TPHUAKIB IPOMBIBAIOT BOAOH (10 30 Ma} W cyliaT Ge3BOAHBIM
CePHOKHUC.IBIM HATPHEM.
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[Toc.ic OTrOHKH pACTBOpHTE.ISt OCTATOK NEPCTOHAIOT B Iil-
rkvyvMe u3 k0166 KaafizeHa ¢ HeGOJBUIMM €a0UHLIM Jded.ierma-
topom. o 131—132°/4 mu neperouserca 62—64 2 xc.aroil
AHIKOCTI - ilpuMeuanune). Bropyvio ¢pakudio cobHpalor s TeM-
repatypioM untepsate 132—1407/4 ex, npiueM OCHOBHAS MdCTD
nentectna nepexonnt npu 134—136 /4 mu; Bec sroil Phpakuyn
54—55 2. B roab6e ocraercd 0k0.10 25—30 2 OCMOIHBIICTOCH
BeuleCTBa.

[Toc.te  HenpoaO0.1XKNTEIBHOTO CTOSIHUSL BTOPAS  (ppaKIiise
NO.THOCTBIO 3AKpHCTAL1H30BbIBACTCA. Bemecrno nepewpucra-
JU30BLIBAIOT B3 50 #.2 MEeTH.IOBOrO CIHPTA: mo.avualor 31--32¢
GeClBeTHOrO BelecTsa ¢ T. 1. 54—537; noc.e ucnapeiust 60.1n-
meil nacTt 06beMa MaTouHHka ocawiaercda eute 9,0-—10 ¢ unce-
toro semecrsa. O6wwmil Bexog 40,0—42,0 2 nan 24,5 -25,4Y/,
TEOPeTHUeCKOro KO.1H4eCTBa.

Mernosmit 3gup S-unanMeri Iy pan-2-kapGoHOBOIT  Kilc-
qdotel, CgH.O,N, Mo, Bec 165,15, kpuctarinavercst n3 cnuprd
B Buae 6eCUBEeTHBIX AJINHHBIX HIV1 CO CIA0BIM  HINPPILTBHLING 3i-
IAXOM, XOpPOHIO PACTBOPHMBIX B OOBIYHBIX OPTAHNUCCKIN pPid-
CTBOPUTEISX 1I HEPACTBOPHMHX B BO.C.

MpumMeuaHnus

ITepras ¢gpakuus, cocrofias, B OCHOBHOM, H3 HENpPOpearH-
pOBAaBIIETr0 HCXOIHOTO 3(1PA, CONEpKUT TaKKe 3HAUYUTEABIBIEC
KO.TMYeCTBA NPOJAYKTA peakuuH. dra dpakuus 6O6e3 naabHelilieit
OUHCTKI MO/KeT GbITh HCHOJAb30BAHA B NMOBTOPHOM CHHTE3e Me-
TUJIOBOTO 3ipa S-iHaHMeTHADY paH-2-KapGOHOBOH KHC.IOTH: TIPH
3TOM MPOJAVKT MOJYUYaeTCH C BBIXOA0OM, HECKO.IbKO 1peBnhiUaio-
IIIHM YKAa3aHHBIH B TeKCTe.
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JdpyrHe cnocobbl moayyeHHs

MetunoBHil 3(up S-unanmeritipypan-2-kap60HOBOR KHC-
JOTH OBLT TOJAYYEeH TO.IBKO ONHCAHHHM BHIIE CrOco6oM, Npei-
aoxennnM O. MosbaeHayepoM It cOTPYAHIKAMi!,

1 O, Moldenhauer. G. Trautmann, W. lrion, R. Pfluger, H. Ddse~
D. Mastaglio. H. Marwitz, R. Schulie, A, 580, 169 (1953).



E-METHJI®YPOYPHJIOBbLIH CIIUPT

2CH: N6 COOCH;, + LiAlH, —

CH;, o CH.O] (CH,;0).AlLi
2

CH, | o ‘ CH.O| (CH,0),AlLi + 4H.0 —
2

9CH, I o lCHgOH + 9CH,OH + AI(OH), + LiOH

Hpetroxwua: A, 1. Mutkosn, M. V. Tpuropsu.
Mposepuaa: H. A. Babusn.

[ToayuyeHHe

B tpexrop.ayio Kpyr.IO10HHYIO KO a6V eMKCCThIo 750 M
CHAGKEHHYI0 MEeUAIKOM C PIVTHBIM 33TBOPOM, rane.1bHOIl BO-
POHKON H OODPATHBIM XO.JOIMIBHHKOM C X.TOPKAIBIEBOIT TPy O-
Kkoii, momemator pactop 8.4 ¢ (= 0,22 Moas) aTOMOFIIpHIA
auTua B 480 mu sdupa (npumeuanne 1) Tlycrun B Xoi Me-
MKy, MO KamisM OpWINBaloT pacTsop 28 ¢ (0.2 mMo.s} Mme-
TH10BOTO 3pupa 3-merH.1dy paH-2-kapGOHOBOIT KHC.TOTBL € T. KHIT.
97—99°/12 mm (cM. ,CHHT@3B TeTepOLHK.IIMeCKHX COe UHeHIT"
I, crp. 30) B 150 M.z cyxoro sdupa, ¢ TaKOil CKOPOCTHIO, HTO-
6B 3(Up PABHOMEPHO KHIE.T.

PeakIMOHHYIO CMeCh OCTABIAIOT HA HOUB, 4 A C.JIe1yI0LH
AeHb MpH TlepeMelluBaHHU MO KailiaM MpubaBIfAoT OKO.10 40 mn
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8018 (1puMedanue 2). CoaepixuMoe KOJI06H OT(ILIBTPOBBIBAIOT I
GIILTP IPOMHBAIOT 3—4 nopuuaMil cyxoro sdipa no 50—73 ma
rax1ast. Coennnennble GIIbTPAThl BHICY IIMBAIOT HA1 6C3BOMHLIM
CEePHOKICIBIM HATpHeM, OTFOHAIOT PACTBOPHTE.IL Il OCTATOK Ile-
PeroHsIIOT B BAaKyyMe: BelleCTBO KHINUT NpH 78— 79 /12 ww.

Beixonr 18,6—19.2 2 nan 83,0—85,7%, Teoperinueckoro
KO.THUECTRA.

5>-Mertuadypdyvpuaosmii cnupr, C;H;O,, Mo.1. Rec 112,13, —
GecIlBeTHAST KUIKOCTh, PACTROPHMAA B OOBIYHBLIX OPraHIMECKHX

pacreopureaax; di 1,0838; np 1,4890.

NpumMmeuaunusn

1. IMpurcrop.extte 3chHpHOro pacTrOpa a.1IOMOTHIPHIA K-
THA M. CTP. 23.

2. Paztoxente u30HTKA a1I0MOTIIPHIA .IHTHS CleIveT
TPOI3BONTE OUEHB OCTOPOKHO. pery.Iupya NPHIHBAHIE BOIH
TAK, YTOOH 3P1p paBHOMepHO KHNE.T.

Jpyrne cnocoObi noay4eHus

3-MeTiadyvpdypu1oBblil  CHHPT OBLT MOIVYEH BOCCTAHOB-
JendeM 5-okcnMeTHadgypdypoTa ruapaToM ripasHHal, a takxe
KATAINTIIYECKHM BOCCTAHOR.JIEHIeM d-MeTHAQVpd Y PO.1a HAL MeT-
HO-XPOMOBBIM  KaTa.1H3aTOPOM INPH BHCOKOIl TeMmeparype H
101 1anteHnes’.

[Tpure1eHnas pelle NPONHCh BOCCTAHOB.IEHIS METILIOBOTO
spupa S-MeTHIPypan-2-kap6OHOBOIl KHC.I0TH® NPeICTaBaseT Co-
Goit npocroit 11 V.106HHI cnocol NOJyuyeHIs 3TOrO BEULECTBA.

1 T, Reichstein, H. Zschokke, Helv. Chim. Acta, 15, 249 (1932).

2 1), Dinelli, G. B. Marini-Bettolo. Gazz. Chim. [Ital. 71, 117 (1941);
1C. A, 36, 19286 (1942)].

4 A, A, Muaxosu, B. . Appukan, M. T. Ipuropsit, 2. Ao Mapxapsn.
JIAH ApuCCP 25, 277 (1957).
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SYPHUIIAKPHIIOBAS KHCIIOTA

| o lCHO + CHa(COOH), —
CH=CH—COOH + CO, + H,0

Hposepuan: B. . Adpuxan, B, E. banaasu,

MMoayueHnne

B JMTPOBYIO KPYIIOTOHHYIO KO.I6Y, CHAGKEHHYIO 06PATHHIM
XOJI0IHIbHHKOM, noMmemaroT 192 2 /2 M0.19) CBeKENCPeTHaHioro
hypdypora, 208 2 (2 Mo.Ia) BHCYIIEHHOH NPl 100° ma.jononoft
KHCIOTHL M 96 .2 (1,2 Mo.asi} BRCYIIEHIIOTO HAA €1KHM KiJaH
nupuauHa. CMech HATpeBaloT B TeYEHHE 2 yacos Ha KHusHEedN
ROIAHON GaHe, MOC.Ie uero OX.JIaXIAloT 10 KOMHATHOMH rTemme-
patypul u 106asasor Z00 4.7 BOIBL. 3aTeM MpH MOMeHIUBIIRI
NpuGAaB.IAIOT K CMECH KOHUEHTPHPOBAHHH BOJMHHIT AMMHAK 10
MPAKTHUECKH TIOTHOTO PACTBOPEHHA KHCIOThI, PACTBOP oThu/ib-
TPOBBIBAIOT 1 MPOMBIBAIOT (hU.IbTP HEGOIBIIIM  KOJHICCTROM
BOAN. PHILTPAT NMPH MOMEIIHBAHIN MOAKHCIAT PA3GABICHHON
COaANON KUCIOTOH 10 KHCI0H peakulidH Ha KOHIO, OCTap/asfior
cvech Ha 1,5—2 yaca B .1easHOi Gane. OTPHILTPOBHIBAIOT BbI-
naBwy QypPUIAKPHIOBYIO KHCIOTY. MPOMBIBAIOT ce TpeMs nop-
1HAMH BOAbI no 80 M.l ¥ cylIaT B IKCHKATOPC HAL X.TOPHCTLIM
xaablgieM. [loavuaior 252—254 2 (91 92%/, TeoperTHucCKOro
Ko.TidecTna) 6eCHBETHHX HFOTbYATHX KPHCTALIOB C T. mt. 141°
(npuMeuanue).

dypuiaxpuiosas wucaora, C;HgO; Mo1. Bec 138,12, xo-
pouio pacTBopsiercid B 3bHPE H IEIHOI VKCYCHOI1 KHCJOTE,
HEeCKOJIbKO XyXe--B CIHPTe H ropsiueil Boje H oueHp MJIOXO—B
XO0JONHOH BOIe, JHTPOHHE H cepoyvriepoie.
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NMpumevanus

[Toayuennnit npenapar J0CTATOYHO UHCT 18 1AJAbHEHILEro
CHHTETHYECKOTO fMPHMEHEeHHA W, B YaCTHOCTH, AJA BOCCTAHOB-
JleHust B QypPHANPONHOHOBYIO KHCJIOTY (CM. cTp. 64). Ecau  He-
O6XOIHMO HMeTb Go/ee YHCTYIO KHCIOTY, TO €€ PacTBOPAIOT
IpH HarpeBaHun B He6O.1bWIOM H30BTKEe (OKoJa0 | aurpa)
50°/¢-HOTO CMHPTA, KUMATAT PACTBOP C KHUBOTHHM YIJIeM, OT-
(GHABTPOBHBAIOT B TopsvYeM COCTOSAHWH, QUIBTPAT Pa36aB.IAIOT
XOJIOAHOH BONOHW 10 BHIEJEHHS KPHCTAJIOB, CHOBA HArpeBaloT
40 KHNEHHs, MeATeHHO OX.1aXJAAI0T H MOMEeLIAloT HA HeCKOJIbKO
4aCoOB B XOJOIMJAbHHI mKad.

Apyrue cnocoGbl noayueHns

dypuaakpuaIoBas KHCIOTA 06pasyeTcs NPH OKHCJAEHHH
(GypHIAKPOTEHHA KHCIOPOIOM B NMPUCYTCTBHH CePeOPSAHOro Ka-
TA/JH3aTOPa, COAEPHKALLero OKMCb MeaH', a TaKXKe NMPH OKUCJIe-
HHM PypdypuanieHaneToHa XJopHON u3BecTbio®. OO6HYHKI cno-
€06 noayuenus OypH.IaKPH.IOBOH KHCIOTH 3aKJI0YAeTCH B KOH-
AeHcauun no Ilepkuny dypdyposa ¢ yKCYCHOKHCINM HATpHEM®
HIH KalHeM* B MPHCYTCTBHH yKCYCHOTO AHTMAPHMAA MK YKCYC-
HOH KHMCJOTH H MUPHAKHA®. Y A0GHWM CnoCoGOM CHHTe3a ¢ypH.-
AKPWJIOBOI KHCJIOTH ABJIfeTcs  KoOHAeHcauusa ¢ypdypoaa ¢
MaJIOHOBOW KHCJIOTOH, OCYIecTBIseMasi B OPHCYTCTBHH aMMHa-
ka® uIn nupuanHa’. [lpuBeneHnas BHIIe NMPOMHCh NpeLI0XKeHa
C. Panxaronaianom n I'l. Pamanom®.

1 J. G. Schmidt, Ber. 13, 2344 (1880); Lliseackuii nat. 118,461 (1947);
(C. A. 42, 223d (1948)]; A. Scipioni, Chimica e industria (Milan) 34, 78
(1952); [C. A. 46, 7813b (1952)].

2 C.D. Hurd, C. L. Thomas, J. Am. Chem. Soc. 55, 1646 (1933);
M. E. Eroposa, M. A. A6pamosa, XKIIX 23, 1311 (1950).

3 A. Bayer, Ber. 10, 357 (1877); W. Marckwald, Ber. 20, 2812 (1887);
Gibson, Kahnweiler, Am. Chem. J. 12, 314 (1890); M. M. Koron, A. I Bo-
THHOBA, ®. C. Paopuuckuii, XKIIX 14, 181 (1941); L. Galimberti, Boll. sci.
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facolta chim. ind. Bologna, 351 (1940); [C. A. 37, 3410% (1943)}; A. Mora,
J. Infiesta, Combustibles (Zaragoza) 7, no 37, 27 (1947); [C. A. 42, 8519g
(1948)]: Y. Hachihama., M. lmoto, K. Kawata, J. Soc. Chem. Ind. Japan,
45, Suppl. binding, 189 (1942); [C. A. 44, 9721e (1950)].

¢ A. Scipioni, V. Borsetto, Ann, Chim. (Rome) 42, 185 (1952): [C. A.
47, 3293h (1953)]; A. M. Lllyp, A. H. Mouceenko, XIIX 27, 405 (1951).

5 S. Matura, K. Endo, K. Ota, Bull Natt. Hvg. Lab. (Japan) 67, 157
(1950).

6 E. Knoevenagel, Ber. 31, 2614 (1898).

7 S, Dutt, Quart. J. Chem. Soc. 1, 297 (1925); [C. A. 19, 24754(1925)];
P. N. Kurien, K. C. Pandyva, V. R. Surange. J. Indian Chem. Soc. 11, 823
(1934); [C. A. 29, 33255 (1935)].

8 S. Rajagopalan, Proc. Indian. Acad. Sci. 16A, 163 (1942); [C. A.
37, 1423% (1943)]; C. Paaxaronaaas, T1. Paman, C6opHuk ,CHHTe3n opramu-
yeckHXx npemapartor* T. 3, crp. 456, I1.1, Mockma, 1952 r.

$YPHIIAKPOJIEHH

l N4OH | l
o CHO + CH,CHO —= 0 CiHH{=CH-CHO + 11,0

Mporepuau: O. 1. Muvkosn. H. A. BatGusn,

MMoanyueHune

B ueTmpexropayio KpPYyr.IOAOHHYIO r0.10y, CHabXeHHYI
MEIAaJKOR C PTYTHHM 3aTBOPOM, OOPATHHIM XO.IO0IM/IBHHKOM,
KaneJbHO! BOPOHKOH H TepmoMerpoM, nmomemaior 1400 #. Bo-
A u 7 2 (0,175 moas) eaxkoro Harpa. Peakuuonnyio ro0.a0y
nomewaoT B 6aHio CO JbiOM H coaplo. Koraa Ttemnepatypa
pacTBopa nouusutcs g0 0°, K HeMy NpH nepeMeliBaHHl (TPH-
meuanue 1) no6asasior B8 Teuernne 30 munyr 100 2 (1,04 moust).
cBexenepersanioro ¢ypoypoaa (npumeyanue 2). Ilocie upn-
6asnenuss ¢ypdypoaa, npoio.1kKas IHEPTHYHOE NepeMeliHBaHHe
H MOAAepxuBad TeMmneparypy npu —1, 0°, HAUHHAIOT MEJIEHHO,
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mo KamisM npu6aB.IsTh pacTtsop 66 2 (1,5 moast) aueraab-
seruaa B 330 M.z BoaAw (npuMeuanHe 3); npuGaB.IeHHE BCETO KO-
JM4eCTBA PAacTBOPA alleTAJAbIern1a 3aKaHuHBAaIOT B Teiyepue 8—
10 vacos (mpumeuauns 4 n 3).

[lo oxkoHuaHHH npHOAEB.IEHUs aleTa.IblerHia nepeMenin-
naHue npr 07 MPOI0.TXKAIOT elle M0.144cd, 3aTeM KPHCTaLTHe-
CKH#l DYpH.IGKPO.T€HH OT(HHILTPOBBIBAIOT H MPOMBIBAIOT MATHIO
nopuusmi 1ei1sHoil Boasl no 200 m.2. Tmare.1bHO OTXKIIMAIOT
Ha BOPOHKe, 3areM JIBax.1bi—Ha (. IbTPOBA.IBHOR OvMare u cy-
AT B BAKYYM-3KCHKATOpe HAJ X.TOPHCTHM Ka.ibuneM. [locte
JBYXAHEBHOH Cviukn npo.aydawor 98,0—102,0 2 (77,0—80,0%,
TEOPETHUHECKOTO KO.THYECTBAa) *e.ITHX KPHCTA.LIOB ¢ T. m.1. bl —
52° (npumeuyaunune 6).

dypurakpo.aenn, C.H,O., mo.1. Bec 122,10, npeacrasisier
¢c0B0i1 CBET.TO-KE.IThie HIO.1bYaTbhie KPHCTALIBl TPYIHO PACTBO-
psiiotlinecst B XC.T0IHOI BOJe 1T XOPOUIO PaCTBOPHMbiE B CIPTE,
aiipe u Gensore. IIpn CTOHMH HA BO3AYXE H HA CBeTYV Belle-
€TRO Oypcer.

MpnMmevauns

1. TlepemeinuBaniie c.1e1yeT MPOH3BOTHTb IHEPTHYHO, 10-
OUBasiCh MOJIYHEHHA TOHKO{ 3aMy.IbCHH dypdypoaa B BoIC.

2. KavectBo ncxoaHoro dypdypo.1a oOTpazkaeTcs Ha BLI-
x01e GypH.I1aKpO.IeHHa; C.1el1veT 1CNO.1b30BATH CBEKENeperHaH-
et Gypdypo.a, KUNAUA B y3KOM TeMNepaTypHOM HHTepBa.le
(156 —158°/680 u.4).

3. Boaunlit pacTBOp auerta.Ibjaernia COXpPaHsIT B .IeIAHOI
BOJe, BJAWBAF €ro B KaneIbHYI0 BOPOHKY HEOO.IbUIRMH NOP-
R

4. Cokpaineiine BpeMeHH npubaBIeHHs NMPHBOJHT K MOJTY-
YeHHI0 HEeKPHCTA.LIHYECKOTO HWJIH TO.JIbKO YaCTHYHO 3aKPHCTAT-
JIM30BaBLIETOCS NPOIYKTA, NMPHYSM 3aMETHO CHHXKAETCs W BH-
x0,1 dypH.IaKPO.1€HHA. .
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5. Tlpu6ap.1eHue anera.iblernia C.lelyer MPOH3BOAHTD Td~
KHM 06pa3oM, uTOOb HAKOMLIEHHA €ro B peaxiHonHoN KoJjbe
He npoxcxomL1o. Ecait kpucTanin3anms o6pa3opaBinerocs gy pui-
aKpoaeHHa He HACTYnaeT, npubap.IeHie auera’ibjeriia cie-
AyeT TMPeKpaTHTb i nepeMeutnsanueM n.ii 100aBICHHEM 3aTPaB-
KH KpHCTA.LI0B (ypH.IaKPO.TEHHA JOOHTBCH  KPHCTATIH3AIHH.
[Mpi xopoiueM MepeMeliHBani 1 co6.11010HRE  HEOOX0HMOIH
temneparypsl (—1, 07, KpHCTA.LIU3ALHA MPOHUCXOJHT Yepes
1,5-—2 yaca noc.1e npuOaBIeHNs OKO.10 50 w1 pactpopa auer-
a.1b.1eria.

6. TMoayudeHHblil MPOIVKT 10CTATOWHO UNCT 179 OOBIUIOTO
CHHTETHUCCKOTO MpiMeHeHHs. FECIn HEoOXOIAMO HMeTDh Boaec
yyCTHIl Mpenapar, TO ero MOXHO OYHCTHTDL e pe kPHCTALIIL-
3aiueit 1.1 neperovkoil B pakyyMe. TleperpHCTALMIBANNIO PO
H3BO1AT 13 pasbamIenHoro chupra (2 wacTH CHHPTA 1 b aactb
BOALI; 11111 113 CMeCH .IerKoro Gensina (1. K. 70—38071 ¢ Geu-
30.70M (9 uacreit Gensuna 1 1 uyacre Genzo.aa'. [Tlepewpucrall-
1130BAHKBLE (YPILTAKPOIENH OIYUAETCH B BILAE CBET10-KEI-
THX LIMHHEX LI C 7. M1 23—954, Ho npyu 3TOM 3HAUNTEh:
HAs 1ACTb BEIECTBA OCTAeTCs B MaTouiike. MeHblie HpoOUCXO-
ANT notepb OpH  NEPEerOHKe B BAKYVME (99— 103°/6 msmi, 110
OUNIEeHHDLIT TakuM 00pasoM TPOIYKT MCHUE  VCTOHUIIB, 'CM
meperplcraLIN30Ban bl NP XpaHeHI Ol 3naUHTe.1bIO OhIC-
Tpee nPHOOPeTAeT TEMHYIO OKPACKY I OCMO.15€eTCH.

Jlpyrne cnocoGbi noay4eHns

by pH.IAKPO.IEHH 110.1y4aeTcs rougencaitielt gypoypona ¢
AUeTABIETIIOM B TPIHCYTCTBIH BOLHOTO pacTBOpa €IAROTO nar-
pal. On GH.T mo.Iy4eH ¢ BHXOIOM 57°/, 1POMYCKAHHEM CMECH
napos Qypdypo.1a 1 anera.Ibiernia yepes KBapuenylo TPYOKY
C OKHCbIO MArHusi Ha Ki3eJIbrype MpH 35072,

Builie HM3.I0KeHa I1pOmich, paspaborannasn B- M. Jlixo-
1IepCTOBHM H cOTpyAHHKAMH®, HECKO.TbKO M3MEHEHHAs B JICTAIAX;
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NpOL.TeHO BpeMs NpubasieHHs aueTa.ibaernia u B3at 10%,-nmil
H36HTOK MMOCJAEIHEro N0 CPaBHEHHIO C KO.THYECTBOM, HCMO.Ib3Y-
©MbIM YKAa3aHHBIMH aBTODaAMH.

1 J. G. Schmidt. Ber. 13, 2342 (1880); H. Réhmer. Ber. 31. 283 (1898):
I'epmanckuii nat. 330,358 (1919); [C. A.15,21028(1921)}; W. Ko6nig, Ber. 58, 2559
(1925); A. Hinz, G. Mever, G. Schiicking, Ber. 76, 676 (1943); AmepHKaHCKHii
nat. 2,527.714 (1950); [C. A. 45, 2715d (1951)]; A. A. Moxomapes, 3. B Tuav,
B. B. 3enenxona, 2KOX 20, 1085 (1950); A. Scipioni, Chimica e industria
(Milan) 34, 78 (1952); [C. A. 46, 7813c (1952)].

2 Snouckuit nat. 4881 ('52) (1954) [C. A. 48, 9406f (1954)].

3 M. B. Jluxomepcros, A. A. Apcenik, E. @. 3e6epr, H. B. Kopun-
kast, XKOX 20, 627 (1930).

2-(®YPHI-2')-1,34-0KCATNHA30J1-5-THOJI

[ o ]CONHNH: + CH,OH

|
<, ICONHNHe 4 CS; + KOH —

L o ‘ CONH—NH—CS:K+H,0
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\ S\\ s \ 0 HCI
\ - CO C—SK ._—_H_’_. o —-C/ \C-—SK—'—*
o T | ]
NH—NH N—N
l —c/ Oxcsu
.
hpemomumi: A. Jl. Muaxosy, . T. Tarepocsu.

[Mposepuan: B. I, Adpuxan, A, A, Aposn.

Moayuenne

Tudpasud gypan-2-xapbornosoi ricaoms. B kpyr.i010H-
Hylo Koa6y eMKkoCTbIO 200 .2, CHAGXEHHYIO BO3AYNIHBIM X0J0-
JUIbHHKOM, mnoMemawnr 37,8 2 (0,3 Mo.as) MeTHJI0ROTO 3dupa
by pan-2-xkap6oHOBOf KHC.IOTH C T. KHM. 1817/760 sm (cm. ,CuH-
Tessl TEeTePOIHK.INYEeCKHX coexnHenuii“, 1. crp. 34) u 25 2
85%,-Horo ruipara riiapasuHa (= 0,4 mo.st). CMeCh HATPEBAIOT
Ha kunaumeil Bo1AHOH OaHe B TeueHHe 6 uacon, mOCie UCro B
ropsiueM COCTOSAHIII CIHB3IOT B $aphoPOBYIO HANIKY I 1ipH i10-
MEIUMBAHHH CTEK.ISHHOMl NA.104KO0fl BHINAPHBAIOT HA NecouHofl
Hane (npumeuanne 1). Bcrope nocie Hauala BeilapMBAHHA Ha-
UHHAeTCsl Bbile.1eHtie OeJblX MapoB; BeIMapuUBanHe HPOAO0.1XKAIOT
eme 0k0.10 35—40 MHHVT, 10 TeX 1Op, I0Ka XHAKOCTb B ualil-
Ke He [puMeT TNpH OX.JaXIEeHHH 10 KOMHATHO{l TeMmeparyps
KOHCHCTEHIHMIO TVCTOTO CHPONA, Moc.1e Yero OCTAaB.IAI0T KPUCTaJ-
JM30BaThCs (mpuMevanie 2). Ha creaviowuil AeHb TOJHOCTHIO
3aKPHCTA.LTII30BABHIEeCs BEIIeCTBO H3ME.1b4AI0T M BRICY IIHBAIOT
Ha BO3avXe; mo.ayvuaor 34—35 2 Chporo nponykré B BH/E HOY-
TH 6eCiBeTHOro KPHCTAJIJIHYeckoro mailectsa. Bemecrtso ouH-
1AIOT TIEPETOHKO{ B Bakyyme (mpuMeuanne 3). Oypouiruipasun

61



neperonsercs npn 146 —148°/ 3 wu B Bile Gecusernoit aii-
KOCTH, Cefiuac K€ KPHCTATLIH3YIOHIEACs B NpHEeMHIKe; T. MLI.
74-—76". Bumxox 27,0—28,0 2 wau 71,4—74,1%/, TeopeTu4ecikoro
ko.dnvectsa (npiiMeyanne 4).

2-PDypur-okcaduas3on-9-muod. B noay.ImTpoByio Kpyr.i10-
JOHHYIO KO0V, CHaGXKeHHYI0 OOpaTHbIM XO.10IH.I1bHIIKOM. 110~
smeriaor pactsop 25,2 2 (0,2 MOIs) eperHaHHOro (ypoiIrii-
pasnaa B 150 a2 cnnpra k mpuGaBisioT K HeMy 13,22 (0,2
MO.15i) 113ME.1bYENHOI0 €1KOro KAaIH i1 45 M.1 cepoyr.iepoid.
CMech KHHOATAT 1ia BolsiHoit Gade B rtewenne 30—32 wacos.
Ocajlok, 00pa3yioimHiicss B KO.1G€ B 1epBble YacH HArpeBanis,
K KOHILY yk‘a3am10ro cpoKa MTOUYTH MO. THOCTLIO HCYe3adaer, a 3anax
BBLLE S IONLCTOCH CepoBO10poia ociabesaer. O6Gparnplii Xxo0.10-
JHIBIIK 3AMEHAIT HHCXOISIUHM 1 PacTBOPHTE.Ib MO THOCTBIO OT-
ronsiior. Teepamit ocrarok pacrtopsitoT B 200 4.2 BO1bl, PACTBOP
OT(OUILTPOBHIBAIOT 1l MOKHCIAIOT Pa30aB.IEHHON COAANIOIN KIIC.10-
7Ol 10 KHC.IOH peaxiMil Ha KOHIO; BhiNMaiaeT OObBEMUCThIT Oca-
10K, KOTODbit OT(HILTPOBLIBAIOT H IMPOMBIBAIOT Ha (IILTPC
JABYMs TOPIHAMIT BOAbl no 90 M.

BuicyiileHHOe HAa BO31yXe BEIEeCTBO NepPeKPHCTALIN30Bb -
BaioT #3 200 4.7 METHIOBOTO CNMPTA; MPH OXJAKICHHH OT(HIb-
TPOBAHHOTO pacTBOpa Bbinalaer 17,5—18 2 GecuBeTHBIX HTO.Ib-
YATHIX KPHCTA110B, MIABAIMIMHXCA TPH 172-173°. Tloc1e yaa.e-
HHa 2/3 06beMa MaTOYHHKA ocax1aercs ewme 4,5—6,8 2 yucroro
BELIECTBa, TL1ABSIUIETOCst IpH TOR Ke Temneparype (NpHMea-
HHe 5).

Buixo1 22,0—24,8 2 nin 65,4—73,8°, TeopeTHUECKOTO KO-
JIMUeCTRA.

2-(dbypu.1-2')-1,3,4-oxca1uazo.n-5-tnoa, CgH,O:2NoS. Mo,
gec 168,18, pacTBOpHM B OOCHYHBHIX OPraHHYECKHX PACTROPH-
TesiiXx H B I11€.10MaX; B BOIE BEUIECTBO HEPACTBOPHMO.

MMpunMevyaunns

1. Harpesaune ua necouHoii 6aHe nPOH3BOAHTCS A1 3a-
BepLIeHNs pearii o6pa3osaHns THAPA3Ha H VIS Yy 1a1€HHA BOAK.
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0. HeounileHHuH ¢QypPOHJITHAPASHL YacTO He KPHCTAI-
JH3yeTcs M UpPH 10.roM CTOSHHH. B srux cayuasx cieiyer
pacteperTb Ha YaCOBOM CTE€K.I€ HECKO.IbRO Kame.lb Macso00pas-
HOTO MPoAyKTa ¢ He(GO.1bUIHM KO.THHEeCTBOM BROIb H ,3apasure®
06pa30BaBUINMHCA KPHCTA1.1aMH OCHOBHYIO MACCY BelleCTsa.

3. TTeperouky c.Ie1yer MPOH3BOANTDL 113 KO.IOLI K.aftzena ¢
LIHPOKOH OTBOAHOH TPYyOKOH, a B KayeCTBe HpHEMHHKA 11pH-
MeHATb HE6O0.IbLIYIO MEePEeroHHYIo KO.IOYV.

4. ITpuselenHast npomuch no.ayueHs (ypOHITHAPASILIA
ocHoBaHa Ha paGote I'. Kappapa u COTpyIHHKOBL

5. TMoc.ie moJIHOrO yia.deHHss PACTBOPHTEAS H3 MATOMHIIK]
OCTAeTCH OKOJO 3 2 HEUHMCTOrOo BelllecTsa, IL1aBdIierocs B Ipe-
neqax 165—170°.

Jdpyrne cnocoObi noJayueHHs

2-(Pbypua-2')-1,3,4-0Kkca11a30.1-5-THO1 OLIT HOTYVUEH TO.1h-
KO OMHCAHHHM crnocoboM?.

1 G. Carrara, F. M. Chiancone, V. D'Amato. E. Ginoulhiac, C. Mar-
tinuzzi, U. M. Teotino, N. Visconti, Gazz. Chim. Ital. 82, 652 (1952); [C. A,
48, 64234 (1954)].

2 A J. Mumxosau, I'. T. TareBocan. C.TI. Ar6aasu, . M. Jlusansi,
JAH ApuCCP 25, 207 (1957). '
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3-{(dYPUJI-2)-MTPONHOHOBAS KHCJIOTA

|

0

(Na-Hg)
CH=CHCOOH + 2(H) ———

o CHy—CH,COOH

fIposepuan: B. I'. Adpukau, B. E. Baiansan.

MoayueHnue

B /anTpoBHil CTEK.TAHHBI UMAMHAD C NPUTEPTOH TPOGKOH
nomemant 41,4 2 (0,3 Moas) ¢ypna-2-akpuioBoll KHCAOTH €
T. 11, 1417 (em. crp. 83), 115 #ma 10%,-noro pacrsopa enKoro
Hatpa #u 300 #2 Boan H B36AJTHIBAIOT CMeCb [0 MOJHOTO pac-
TBOPEHHs (ypPUIAKPUIOBOH KHC.TOTH. 3ateM HeGOJbUIMMH NOp-
nuusaMu Buocat 552 2 (0,72 mouss) 3°/,-HO# aMasnbramMel HaTpHs
(npumevyanne 1), Ha utOo Tpebyerca okoao 2,5—3 uacos. [lo
OKOH4YaHHH NPHOABIEHHs LIEI0UHON PACTBOP OTAESIOT OT PTYTH,
GHABTPYIOT H MPH  OXJAXIEHHH JeAAHOH BONOH MOLKHC/ASIOT
KOHIIEHTPHPOBAHHON COJSHON KHC/JIOTOH 10 KHCJ0H peakiuH Ha
KOHTO (npumeuande 2). BoaHwuit ci0#l ¢ ocaskoM Bugeausuefics
KHC10TH 06pabarthBaior 3—4 nopuusamu sdupa no 100 ma kax-
nas. CoeanHeHHble 3GHPHBIE 3KCTPAKTH POMBIBAJOT HEGOdb-
IINM . KOJHYECTBOM BO/IbI H BHICYLIHBAIOT Hajg O€3BOAHBIM CEPHO-
KHCHIM HaTpHem. ITocsie OTrOHKH pacTBOpHTENs OCTATOK Nepe-
TOHAIOT B Bakyyme, CoOHpas BelleCTBO, Kunsulee npu 134—
136°/12 mm; B. npuemHHKe (YPHANPONHOHOBAS KHCJAOTA MOJ-
HOCTBIO KDHCTa/Aiu3yeTcsd; T. ma. 58° (mpuMmeuanue 3). .

Buxoa 30,56—31,5 2 uan 72,6 -75,0°,, TeopeTHYECKOIO KO-
JM4eCTBa. '
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B-(®ypuai-2)-npomuonosas kuciora, C,HO,; wmoa. mec
140,14, xopomo pacTBOpMMAa B OGHUHHX OpPrAHHUYECKHX pa-
CTBOPUTE/IAX; 3aMEeTHO pacTBOPHMA H B BOJE.

TpumMevanus

1. Kakayio HOBYIO NOPIHIO aMA.1bIAMBl BHOCST HOCJAE TOTO
KaK Mpeinayilas Mo.THOCTHIO NPOopearupyer, Ha uto Tpebdyercs
2—3 MunyTh. TlpH BOCCTAHORIEHHH COJAEPKUMOE HHAHIpA
NOCTOSAHHO B30a.1THIBAIOT.

2. 2-OypuInponioHoOBas KHCJIOTA BHIOAIACT B OCAL0K, KO-
TOPBLIH MOMHO OTOH.ILTPOBATH, HPOMBITH ICISTHOI BOJOH H BH-
CVIIUTH B 3kcukarope. OIHAKO 3TO He YCTpaHser HeOGXORH-
MOCTIl KCTPArHpPOBAHUS PACTBOPEHHOII B BOJe KHCIOTHI; Kpome
TOTO, BLIMABILAA B OCANOK KHCIOTA HEIO0CTATOUYHO UHCTA; OHA
ILIABHTC HE Bulnle 52° M Ha BO31yXe OKPaillBAETCH B KOPHY-
HEBBIA BeT.

3. Ileperonka HavaapHO{l (pakiun He 1aer; remireparTypa
cpasy noaHuMaercd 10 134° u HauymHaercs OTroHka Qypuanpo-
TTHOHOBOI KHCTOTH; KOHEIL ePerOHKH Onpe1e.I9I0T OABJACHHEeM
IIEPROIl KaILIH, OKPAIIeHHON B KOPHUHEBHIi i1ReT.

Jpyrue cnocobbi noJyueHus

@ ypH.INPONHOHOBaS KHCJI0TA NO.TYYAETCA BOCCTAHOBACHHEM
(hypuIaKPH.IOBOH KHCTOTH AMa. 1braMoil HATPHS B BOANOI cpenel.
Boccranonienne QypuIakpuIOBOil KHCIOTBL MOXET OblTh OCy-
IECTBJIEHO H 3.IEKTPOJHTHYECKHM NyTeM?, a TAKKe KaTaJHTHYeC-
KH HAJ CKEJICTHLIM HHKe.1eM? WM K€ Hal Ha.1IalHeBLIM KATaJaH-
3atopom®. TIpOH3BOIH.IOCH TAKKE BOCCTAHOBIEHIE 3pupa Gypu.-
AKPU.IOBOH KHCJIOTH aMaJabramMoil HATPHA B CHHPTOROH cpenel

$ypuanponuoHoBas KucioTa Obl.1a NQIYUYEHA NePeroirkok
B BakyyMme ¢ypdypuamaionosoii® u ¢ypuasurapuoil’ kueaor, a
TAKXe B3auMoaefcTBHeM Y pHASTHIMATHHAXIOPHAA C ABYOKHUCHIO
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yraepona®. C 10BO.TbHO XOpOIIMMH BHIXOJ1aMH OHa o0pasyerca
NPH KHCJAOTHOM paclueilieHuu 2-PypdypHIaueToyKCycHoro sgu-
pa®, a Takxke Npu OKHCIEHHH’ 3-(DypH.1)-TPONHOHOBOTO a.1ble-
rujia okuchbio cepebpal®.

C.TOYKH 3peHHs OCTYIHOCTH HCXOIZHHWX BEIIECTB, HaH-
6osee y106HHMH CJI€AYET NMPHU3HATh CNOCOOH, OCHOBaHHHE Ha
BOCCTaHOB.JIeHWH (DYyPR.IAKPH.IOBOH KHCIOTHI.

1 A. Bayer, Ber. 10, 357 (1877); W. Marckwald, Ber. 20, 2812 (1887):
J. J. Sudborough, J. M. Gittins, J. Chem. Soc. 95, 320 (1909).

2 A. B. Hurepcoa, Co6ophik ,CuHHTE3B OpraHHuecKHX TIpenapaToB*
1. 1, cTp. 163, MJI, Mocksa, 1949 r.

1 P, Lambert, P. Mastaglio, C. r. 235, 626 (1952).

4 R. J. Rallings, J. C. Smith, J. Chem. Soc. 618 (1953).

5 Y, Asahina, B.Shibata, J. Pharm. Soc. Japan, No. 423, 391 (1917);
[C. A. 11, 2457 (1917)].
W. Marckwald, Ber. 21, 1083 (1888).
S. S. Sandelin, Ber. 31, 1121 (1898).
E. D. Amstutz, J. Plucker, J. Am. Chem. Soc. 63, 206 (1941).
W. R. Kirner, G. H. Richter, J. Am. Chem. Soc. 51, 3131 (1929).
C. M. liepaun, A. §. Bepaun, T. H. Cepe6peunxosa, XKOX 8 7

[
7
8
9

1)



$YPOYPUIAMUH

[‘ o ]CHO +4 NH,OH . HC! + Na,CO, —
[‘ o ]l CH=NOH + NaCl + NaHCO; + H,0
Q‘L o }CH=NOH+LiA|H4 —
[[l ]l CHZNHJ LiAl(OH),
O 2
O 2
2 [l o ]l CH.NH; 4+ AI(OH), -+ LiOH

Mpernoxumi: A, JI. Muxkoan, A. A. JloxHksaiL,
lMposepuau: I'. T. Tatesocau. C. I'. ArGaasi.

MoayueHnwue

Oxcum gypdypora. B noayantpoByio Tpexropayio Kpyr-
JIONIOHHYI0 KOJI0Y, CHAGXKEHHYIO MENIAIKOf C PTYTHHM 3aTROPOM,
O6pPaTHHIM XOJOZHJILHHKOM U KANE.TbHOMH BOPOHKOH, NOMelanT
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pacrBop 34,8 2 (0,5 MO0.1) COJIAHOKHC.IOFO  THIPOKCILTAMHNA
8 60 4.1 Boaw n 38,4 2 (0,4 Mo.17) CcRemeneperHanHoro ¢yphy-
po.ia.

B peakunonuyio k0.16y npH mepeMmenimBaHui IPHIABAIOT B
rteveHne 2 wacos pacteop 26,5 2 (0,25 M0.151) VILIEKHCI0TO Hat-
pust 8100 4.2 Boasl. Cmech HarpesaloT Ha BOINIOI Oame B npo-
JAOTKCHHE 5 4ACOR, J1a10T efl OX.1aTUTECH 1T SKCTPATHPYIOT TPeMS
nopisiMu aipa 010 100 sz, COeTHHEHHLIC 3KCTPAKTHL HPOMbi-
BAIOT HeGO.BIIEM  KOJIHYECTBOM BOJIbl, BLICVIIHBAOT HA1 HPO-
KOIEHHBM  CEeDHOKHCIBIM HATPHEM, OTrOHSIIOT PACTROpHTE.b i
OCIaTOK NepPeroHsioT B BAKyyMe, co6lipast BellecTBO, NCpero-
nsoieccs np 96—97°/5 au (npuMmeuanie 1); pewectno B api-
eMiiiKe kpucrainsyercs. Buxon 41,4—42,0 2 i 93.2—94,5°,
TEOPCTHYECKOTO KO.IH4YeCTBA (npuMeuadiie 3).

Dypoypuramun. B IMTPOBYIO TPEXTOPIVIO KPYT10.10HHY (0
KO.I0Y, CHAGKEHIIYI0 MEIHATKO{ C PTYTHHM 3aTBOPOM, Kane.lh-
HOI BOPOHKOIl 1 OGPATHLIM XOJOMILTIBHIKOM € X.TOPKA.TbLHEBOIT
TpyOrOil, nomemalor pactop 8,4 2 (= 0,22 MOI5) A.TIOMOTILI-
pitta ot B 480 M sdupa (npumeuanie 4).

[fycrus B X071 Mewaaxky, B teuenite 2—9 5 wacon HUpILTH-
Baor pacrsop 22,2 2 (0,2 Moas) okcuma Gypdypoaa B 100 .z
Cyxorq 3(upa, nocie uero OCTaBAAIOT PeaKLIIOHHYVIO CMeCh Hil
toub. Ha cireayionuni 1euwb, npu ox.aaxIeHlH KO.I0B X0.10110{t
BOJOIl, 11O KANJAAM OCTOPOKHO NPUTHBAIOT K cMech 40 4.7 BOTH |
(mpuseyatite 51, IPUPHHIL pacTBOP OTGUILTPOBHIBAIOT 11 MpO-
MBIBAIOT OCA10K TpeMs nopuusaMe 3dupa no 100 s kauxias.
Cocaniennsle BIIbTPATL BHICY IIBAIOT GE3BOIHBIM VI KIC.ThIM
KA11eM, OTTOHSIOT PACTBOPHTEIb (mpuMeuande 61 11 oCTaTOK e -
peTOHAIOT B BaKyyMe, COOHpas BeULeCTBO, Kinsiiiiee npit 837/85 i,

Brixoa 12,6—13,2 2 nau 64,8—67,5%/, Teopetnueckoro ro-
JHHYECCTBA, *

®ypdypuaavun, C;H,ON, mo.a. Bec 97,11,—6ecusernas
RHAKOCTB, PACTBOPHMAH B OSHUYHBIX OPTAHHUYECKHX PaCTBOPHTC-
JX H B Bosge: di° 1,0505; n?? 1,4906; 7. kun. 141—142°/680 mu.
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[IpumeuaHHusn

OTtrousieMblii OKCHM cefiyac ke KpHCTaJLIHU3YeT s, 110~
5TOMY LEPerOHKY ¢IeayeT NPOH3BOAHTH C BOIYHIHBIM XO0J0-
THIBHMKOM, HCIIOAB3Ysl B KAuCCTBE NpHeMHHKA K00y Biopua.

2. OxkcuMm ¢ypdypola CyHECTBYET B ABYX IIPOCTPAHCTBEH-
HO-H30MepHHX dopmax—ciH (1. 1. 91—92°1 u anrn (r. 1.
75—76°). Tloavuennnil mnpenapar NpeicTaB.IdeT co06Ol cMech
5THX ABYX H30MEpOB, MiaBsilylocs B npeietax 57 -73".

3. IlpuBeienHas Bbllle NPONHCh MOJyUeHHS OKCIMA dhyp-
dypo.aa ockosana na pagorax Oiepuraiimepa' H FoabaurMira®,

4. TlpuroToBieHHe 3QUPHOTO PACTBOPA AJTIOMOTHAPHAA Jili-
THA CM. cTp. 23.

5. Pasiomxende H36BITKA agIOMOTHIAPHAA JHTHSA CJACAYCT
NPOM3BOAUTh OUEHL OCTOPOKHO, Pery.1Hpysl HPHIHBAHHE BO/DL
tak, 4ToOB 3hup PABHOMEPHO KHME.I.

6. Tipu orroxke s¢ipa Nape €ro yHOCAT 3AMETHBIC KO.1il-
yectsa (ypdypHIaMHHA; TO3TOMY OTTOHKY PACTBOpHTCAH CIC-
Aver NPOH3BOJUTbL C Aed.1erMaTopoM.

I pyrue crnocoObt nojgyuyeHHs

®yphyprIaMdi NONyYaeTCs KAaTATHTHICCKHM  BOCCTANOR-
JendeM ¢ypdypoaa B cpese KHAKOTO aMMHAKA B MPHCYTCTBHH
nukeas Penes®. DTOT aMuH INOay4aeTcsds H BOCCTAHOBJIEHHEM
okcuMa ¢ypdypo.a 25"/0-HOP’1 aMa.JIbLraMofl HATPHsS B COHPTOBO=
VKCYCHOKHC/IOM pacTBope?, aMaabraMoi adloMHHHSA B BOLHO-
cnuproBod cpene’, aMmajgbraMon aMMOHHA®, 4 TaKKe KaTaJlHTH-
YeCKHM BOCCTAHOBJEHHEM B NPHCYTCTBHH TNALTAZHEROTO H HI-
ke1eBoro® karaausaTopos.

®yphypuaamud 06pa3yercst NpH  BOCCTAHOBJACHHH Q)euu'l-
rugpa3osa ¢ypdyposa HarpHeM B CNHPTOBOM pacrBope’ HJll
2,5%,-HOI1 aMa/ibraMofi HaTpHUf B CNHPTOBO- YKCYCHOKHCJIOH cpe-
Ae® M OpH BOCCTAHOBJAEHHH HHTDHJIA MHPOCTH3EBOH KHCAOTH
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IIHHKOM B CEepHON KuCT10Te!®, a Tarke KaTaJHTHUECKHM BOCCTa-
HOBJIerueMm ¢ HukeseM Peneg!l.

OnucaHHHN €noco6 BOCCTAlOBJAEHHS OkcuMma dypdypo.ia
AJTIOMOTHAPHIAOM JHUTHA SABIAETCH YNOOHBIM .1a60PAaTOPHHM Me-
TO/IOM noayueHus ¢ypdypuiaMuHa.

1 E. Odernheimer, Ber. 16, 2938 (1883).

2 H. Goldschmidt, F. Zanoli, Ber. 25, 2574 (1892).

3 E. J. Schwoegler, H. Adkins, J. Am. Chem. Soc. 61, 3499 (1939);
Jlx. Po6uncou, X. Cuaitiep, C6opHuk ,CHHTE3hl OPraHH4eCKHX 11PenapaTtoB*,
1. 3, crp. 449, KU1, Mocksa, 1952 r.

4+ H. Goldschmidt, Ber. 20, 730 (1887).

5 Chao-Lun Tseng, Chi Chang, Scieace Repts. Natl. Univ. Peking,
1, No 3, 19, (1936); [C. A. 31, 952 (1937)].

¢ S. Takaki, T. Ueda, J. Pharm. Soc. Japan 58, 276 (1935); {C. A. 32,
53767 (1928)].

7 H. B. Buanauc, JJAH CCCP 523 (1€30).

s R. Paul, Bull. Soc. Chim. [5] 4, 1121 (1937).

9 ). Tafel, Ber. 20, 399 (1887).

10 (G. I.. Ciamician, M. Dennstedt, Ber. 14, 1059, 1475 (I1881).

11 W, Huber, J. Am. Chem. Soc. 66, 876 (1944).

SYPOYPUIBEH3HIIAMHH

[‘ ]ICHNHn Cl—-C —
0 N+ i
o
[ ]CH,NHC<\ >+HC|



[ ]CH NHC @ + LiAlH, —

[I o ]‘ CH.NHCH @ ]um(om,
— 2
[l o ]I«CHzNHCHQ LiAI(OH); + 2H,0 —
2

Q[l o }I cmwcm@ + LiOH + AI(OH),

Npeanowunn: A. JI. Mutxony, B. T. Adpuxsu, A. A. Joxuxsu.
Mposepunu: . T. Tatesocsu, C. I'. ArGansu.

MMoayuyeHHE

N-®yppypusrben3anud. B THTPOBYIO TPEXTOPIYK KpPyr-
JIOLOHHYIO KOJIGY, CHaGXeHHYI0 MeIaJKOH ¢ PTY THBIM 3aTBOPOM,
Kane/ bHOH BOPOHKOH H OOPATHBIM XOJOLHUJIbHHKOM C XJOPKAJb-
uneBoit Tpy6koit, nomewattr pacreop 29 2 (0.3 moas) bypoypHI-
aMHHa ¢ T. kun. 141—142°/680 mm (cMm. cTp. 67) B 460 Mn
cyxoro GeH30/.a H NpPH NepeMeliMBaHHH MO KAllIAM NPHIMBAIOT
pactBop 28 2 (0,2 MO/If) CBeXeNeperHaHHoTO X.JIOPHCTOTO Gew-
souna B 140 ma toro xe pactBoputeas. Ilocne OKOH4AHHA
npuGapaenusi, Ha 4o TpeGyerca okoqao 1,5—2 uacos, mponon-
’asi mepeMellMBaHHe, KHUNATAT PEAKUHOHHYIO CMeCh HA BOLSHOH
6aHe B TeueHHe 1 uaca, OXJaXZIAOT N0 KOMHATHO# TeMnepa-
TYypbl, NPOMBIBAIOT 100 #2 Bomn, 3areMm 100 w2z 10°,-Horo
pacTBOpa YraeKHCaIoro Hatpus M cHosa 100 s Boxn (npume-
yauue 1). BraxHbill 6eH30JbHBE PaCTBOpP, HMEIOUHH XKeITYIo
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OKpacKy, MEPEHOCAT B JHTPOBYIO NEPEroHHyio koa0y M OTro-
HaT 6eu3don xo obobweMa 120—140 ma. OcraBmuiica B ko.be
tenanf O6eH30/bHBH pacTBOp MENLJEHHO 1P NOMEIUHBAHHH
cauBaloT B kKoaby, coxepxaumlyio 300 #4 nerpo.eitHoro adu-
pa (1. kun. 70—90°). QcaxpgaoTcd UYeWyHuaTHe KPUCTAIIb
KPEMOBOTO WBETAa; HMX OTGH.ILTPOBHBAIOT M NPOMBIBAIOT HA
GbuabTpe ABYMS NOpUMAMH neTpoJeitHoro adupa no 50 ..

Buxoa 12,6—13,5 2 u.1n 58,5—62,6%, TeopeTHueckoro ko-
aduecrsa; T. wi. 101° (npumeuanue 2).

Boccmanosaenue amuda. B tpexropaylo Kpyr.0JI0HHYIO
Koa6y emkoctbio 0,5 .1MTpa, CHAGXKEHHYIO MEIAMKOH ¢ PTYTHHM
3aTBOPOM, KaleJbHOH BOPOHKOH M OOPAaTHHM XO.TOLHM/JIBHHKOM C
xJ0opKaabuHeBod TpyOkoit, nomemalor pacrBop 2,85 z (0,075
MoJs) adwoMoruapuia Jautusa B 160 w2 abco.otHoro ascupa
(npumeuanne 3). Ha Tensoit BOfAHOH 6aHe OTroHAWT 3¢up RO
ocrarouHoro o6wema 30—35 sz U npubabaswr 50 M.z cyxoro
6en3zona. [llyctuB B xon Meinaixky, B TeueHue 10—15 MuHyT
npu6aBaaOT M3 Kane.1bHO#l Boponku pactBop 10,05 2 (0,05 mo.19)
bypdypuabensamuia B 250 ua cyxoro Gendona. Cmech yMepeH-
HO KMIATAT HAa BOAAHON 6aHe B TeueHHe 4 yacoB, MOC.ie YETO
NMpH OXJAMXJEHHH BOJOH M NepeMellMBaAHMM MO KanaaMm npubas-
aaT 30 44 BOAW (npuMeuadHue 4) u 3aTeM NPONO.TKAKT Ne-
peMeluBaHHe €lle B TEYEHHe OJHOro uaca. BeH3oqabHHH pac-
TBOP MAEKAHTHPYIOT C Ocagka H ©CaZOK TINATEIBHO PAacTHPAKOT
C TpeMa nopuustMH cyxoro 3sdupa no 75 ua. CoenHHeHHHe
3¢HpHHE PACTBOPH BHCYHIHBAKOT HAl NPOKAJTEHHHIM CEPHOKHC-
JBM HATPHEM, OTTOHSIOT PACTBOPHTEJNb M OCTATOK NEPEroHSIOT
B BaKyyMe, cobupas BellecTBO, kunsuiee npu 125—127°/4 mm.

Buxon 8,1—8,3 2 nau 86,5—88,7%, TeopeTHUECKOro KO-
JM4ecTBa.

®ypoypuabensniramut, CiaHisON, moa. sec 187,22,—6ec-

LBETHAA JXHAKOCTb, pPAacTBOpPHMAas B OOGHUYHKX OPraHHUECKHX

pacTBOpUTeNaX M HePAaCTBOpHMAas B BOIE; d? 1,0710; ny 1,5490-
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lTpumMeyaununs

1. Pacrsop npommiBaercs 115 yi1a1enus Xaopruapata ¢yp-
pypuraMuHa M HENPOPEATHPOBABLWIETO X.I0PHCTOrO GeH30UAA.

2. TMoayuennnifi aMu1 6e3 1aibHelliliel OUMCTKH MOXET
GHTb BOCCTAHOBIEH B (hypdypH.16eH3H.1aMHH.

3. Ipurotosaenne sdupnoro pacrsopa ATIOMOTIHIPHA JIH-
THA CM. CTp. 23.

4. Pazioxenne wu36BITKA alIOMOTHIPHIA JIHTHA CIeiycr
NPOHU3BOLHTL OCTOPOXKHO, H36eras GYpHOH peaxiiH.

Apyrue cnocoOut nojsyyeuus

®ypdypuabensnraMud Ol NOJAYYEH BOCCTAHOBACHHEM
bypdypuanseHGeH3uIAMUHA B A6COTIOTHOM 3THI0BOM CIHpPTE 1
NPHCYTCTBHH CKEJIETHOTO HHUKEJIEBOro kKartaausaropal. [lpuse-
JenHast BbIIIE NPONUCh BOCCTAHOB.I€HHA QypdypHuiabensamuaa
ATIOMOTHADHUAOM JIMTHS  ABASETCA YJI100HBIM CNOCOBOM {101y -
ueHus QypdypuidensmiaMuHa.

1 K. N. Campbell, J. F. Ackerman, B. K. Campbell, 1. Am. Chen.
Soc. 71, 2905 (1949); Amepukanckuii nar, 2,640,828, [C. A, 48, 4001¢ (1954)].
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dYPOYPHIAHITHIAMHH

o CH:N(C3Hy); + €Oz + HiO

Mposepuan: O. JI. Maxtxkosn, H. A. BaGusn.

[ToayueHnHue

B Tpexrop.1yi KpyTr.I0A0HHYIO KOGy eMkocTbio 750 Mz,
CHAGXKEHHYI0O MEIIAIKOH C PTYTHHM 3aTBOPOM, KameJbHO{ BO-
POHKOI H OGPATHHM XOJIOAWJIBHHKOM, NOMemaior 108 z (2 Moua)
85%/,-HOi MypaBbHHON KHCJIOTH W K Heil, IpH nepeMellnBaHAH
M OXJAKICHHH JeNsHOf BOnROii, B TeueHue 2,5—3 uacos, npu-
Gapasior 146 2 (2 mo.s) AusTuaaMuHa (npumeuaHue 1). 3aTeM
0o6paTHHil XOJIOAH/IBHHK 3aMEHSIOT HHCXOAAUMM H OTTOHSIOT OT
peakLHOHHON CMeCH XHAKOCTb, NMEPETOHAIOIYIOCH 10 135°. Co-
JIePKHMOMY KOAOH AT OX.1aAuTbC 1O KOMHATHOH TeMnepa-
Typhl, CHOBA NPHCOENMHAIOT OGPATHHI XOJONH.IbHHK H u€pes3
Kane/bHyl0 BOPOHKY no6Gapiswor 38,4 2 (0,4 moas) cBexenepe-
rHaHHOrO Gypoypoia ¢ T. kum. 159—161°/680 mu.

PeakHOHHYIO CMeCb TNpH TNEePeMEeMIMBAHAH HArpeBaioT B
reyeHue 4—6 yacoB Ha MAacafHON GaHe, TeMIepaTypy KOTOpPOH
nonzepxkuBalT B npeneaax 165—170°; npu sTol Temmeparype
HMeeT MecTo paBHoMepHoe kuneHue. [locae npexpalleHus Har-
peBaHusl NAIOT CMECH OXJAAMThCA A0 KOMHATHOH TeMIEpaTypHl



H npuiuBaoT K Hed 400 #2 soam. 2Kuakocts caupaior B 1,5—
JIMTPOBYIO  KPYr/IOJOHHYI0 KOOy, NPH OXJAaXKAEHHH BOAOH H
NMOMEUIHBAHHH HEGOIbIIHMH NOpUHAMH TipuGasasioT 100 2 teep-
A0r0 €AKOro Hatpa (nmpumevaHHe 2) M 3aTeM NPOU3BOJAT MNe-
PEroHKY peakLHOHHOH CMecH C BoAAHHM napom. Ilocse otromku
He MeHee OLHOTO JIHTpA XKHAKOCTH (npHMevaHHe 3) meperoHky
TIPEKPAUAIOT H OTTOH CHJIBHO NMOALIEJAYHBAIOT PACTBOPEHHEM B
HeMm enkoro Hartpa (okoso 100120 2 NaOH) zo noaxoro pac-
CT0eHHA. Bepxuuit c10it npoaykra peakimuu OTAEJAA10T, 4 BOJ-
HBIH — TPHX Bl 3KCTPATHPYIOT 3(DUPOM, TOpLUAMH 0 100—150 .z
Kaxj1aa. OCHOBHOH NPOAYKT H 3(HPHHE BHTANKKH, COELHHEH-
Hble BMECTE, BBICYWIHBAIOT €AKHM HaTpoM. JdHp OTrOHAWT H
OCTaTOK 11€PErOHAIOT NPH aTMOCHEPHOM IaBACHHH; BHAUa e COOH-
PawT NPOAYKT, NeperoHaommica B Hutepsaie 164—1727/680 m,
a4 3aTeM pa3roHAIOT BTOPHUYHO, cOo6Hpas BELLECTBO, KHUsillee
npu 166—169°/680 .

Buixox d¢ypdypuianstuaamnna 37,5-40,0 2 nau 61,2 -
65,2°/y TEOPETHUECKOrO KO.IHYeCTBA, CUHTAas HA B3ATOE B peak-
LHIO KO.1HYecTBO ¢ypdypo.ia.

dy pdypuraustutamun, C,H,;NO, moa. sec 153,22,- - crer-
710-XKe/1Tas XHAKOCTb, XOpPOLIO PAaCTBOPHMAA B OGHUYHBIX Opra-
HHuecknx pacrsoputeasx; di 0,9308, n} 1,4630. [Tpn crosiuun
BEUIECTRO TeMHeeT.

Mpumeuauns

1. Tlpu6ap/ieHie AHSTHIAMHHA BHI3BIBAET SHEPTHUHYIO pe-
AKIHIO; [IO3TOMY BHaAyaJje c1elyeTr NpHOABIATH AM3THIAMUH Me]-
JieHHO. B nasbHeiiiieM CKOpoCTb NpHOGAaB/JIEHHS MOXeT ObITh 3HA-
YHTEJbHO YBe/JIHYEHa.

2. Tlpu npu6Gap/ieHHH YKA3aHHOTO KOIHYECTRA €1KOTO HATPa
NPOUCXOJHT TIOJHOE PACC/ACEHHE pEeaKIHOHHOH CMeCH.

3. ®ypdypu.IIHITHIAMHH TNOJHOCTBI) OTIOHSETCA C YKa-
3aHHBIM KO/JIHYECTBOM JHCTHAJIATA.
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Jpyrue cnocobbl noayuyenus

®DyphypHaInITHIAMHE GBI MO.IY4Y€H TO.1bKO ONHCAHHBIM
BHIIE CNOCOOOM, OCHOBAHHBIM HA paboTe BeiiibMencrepa n
Kopaauna'.

1 E. A. Weilmuenster, C. N. Jordan, J. Am. Chem. Soc. 67, 415 (1945).

5-PYPOYPHIIMEPKATITOMETU/I®GYPAH-2-KAPBOHOBAS
KHCJIOTA

2 UCH SH +2Na — 2 mcmswa +H,
UCH ,SNa -~ CICH, UCO'OCH .

UCH SCHQ‘U COOCH, + NaCl
Ocn SCH, | o | COOCH, - NaOH —-

I 5 |CHQSCH.3 [' o ]l COONa 4 CH,OH
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' OJCHzSCHzl o ‘COONa+HCI —
o

O

CH.SCH; COOH -+ NaCl

~0

Hperaouwuan: A, 1. Mutkoan, H. M. Jumanan.
IMposepuau: . T. Taresocsn, C. T1. Jxvewvxsan.

MNoaydenue

Memunoswtit 3goup 3-O\NPPYPUIMEPRANMOMCMU NP VPAH-2-
KapOoHosoh Kuc.iomel. B Tpexropivio KpyrioioiHvio koaoy,
eMKOCTBIO 250 #.7, CHAOAEHHVIO MCUIAIKON ¢ PTYTHBIM  3a%-
BOPOM, KamnelbHoil BOPOHKOI 11 O0pPATHBIM  XOIOAHJALIIKOM ¢
XJ10pKaablieBoil Tpyoroil, nomemaor 150 v cyxoro 6ensona
n 2,32 (0,1 2-am) natpueso#i nposo.1okH. F3 kane.buoil soponku
nocrenenHo npuansaoT 12,6 2 (0,15 moas) by pdypramepkan-
Tana ¢ 1. Knm. 160°/759 ww (npuMeuanue). [lociae oxonuanmus
npubapIeHls NP VMEPEHIOM MepeMeliHBaBui Kiisis’ CMecCh
Ha BOJIAHOM 6ane 10 HO.THOTO HCUe3HOBEHISt HATPH, HOCJIe YCTQ
0X.1aX1a10T K010y BOAOH H., IPOI0.1XKAA HePEeMeHIUBAHLC, 110
Kam1saM  npubaBIsior pacrBop 17,5 2 (0,1 Mosas) MeTHIOBOFO
acipa  S-xaopMernadypan-2-kapbOHOBOIT  KUCI0TH ¢ T. KHI.
114—1167/3 wmu (cMm. ,CuHTe3B TeTepoIHKANYEeCKHX COCJIH-
Hennit* I, crp. 36) B 250 w1 cyxoro 6ensona. Peakunioniymwo
CMEeCh KIMATAT AP NepeMeniBanill 3 4aca, 1H0C1e Hero OXJa% -
Jal0T 10 KOMHATHOH TeMmneparypel 1 HPILIHRAIOT 75 4.2 BOJLL.
Ben30.1bHbBIIT C.I0H OT1e.810T OT BOJHOTO, NOCJACHINI 3KCTPa-
rupyvior adupom (D0 a.1), KOTOPHIT NPHCOEHHAIOT K O€U30Jb-
HOMY PacTBOpPY, HPOMBIBAIOT HEBO.IBIIIIM KOMIUECTBOM BOJAL H
CVIIAT HAJ TPOKATEHHBIM CEPHOKHC.IBIM HaTPHEM. Tlocae OTron-
Kil PAacTBOPHTE.I OCTATOK [eperoHstoT B Rakyyme; 1o 1757/2 um
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cobupatoT 0K0a0 5—6 M HauabHOM (pakiMH, mOC.Te Yero npu
175--176"/2 mm neperounsercs MeTH/0BHIf adup 5-dypdypua-
MepKanToMerHadypan-2-kap60HOBO#l KHCJIOTH B BHAE CBET.10-
XKeJITOro MmacJja.

Beixox 20,5—22,0 2 nan 81,0—86,9%/, reopeTHueckoro ko-
JHYeCTBa (M3 pacueTa Ha B3ATOE B PEAKLHIO KO.THYECTBO 3dlipa
5-xs0pMeTHAPypaH-2-kapOOHOBOH KHCJIOTH).

l'udpoaus. K pacropy 5 2 (0,125 Moas) eaxoro Hartpa
8 150 ma 50°/,-HOTO CnHpTa, HAXOAALIEMYCS B KpPYI.IOAOHHOII
Kos6e eMmkocTbio 250 M., cHaGxkeHHOH OO6pPaTHBIM XO.10/iH.1b-
uukom, mpuausalor 20,2 2z (0,08 mo.19) MeTuJj0BOYO 3dHpa 5-
dhypdypuamepkanroMeTniadypaH-2-kap6oHoBoi KHCA0TH. CMech
KHOATAT HA BOAsAHOH OaHe B TeyeHHe 3 yacos, mocJse yero 06-
paTHBI XOJ01H/bHHK 3aMEHAIOT HIICXOASIIHM 1 NOJHOCTBIO OT-
roHsioT cnupr. OcraslIvics B K0.16€ LIEJI0YHBIH PacTBOp mocCIe
OXJ/IAX/IEHHST NMPOMBIBAIOT 3(HPOM H TNOAKHCJAAIOT CO.IsHON KiC-
J0TO# 10 KHMC/JIOH peakiuu Ha koHro. S5-Pypdypuiamepkantome-
TH/IGYpaH-2-kapOOHOBast KHCJIOTA BBIAEJAAETCA B BHAE MAaca,
BCKOpe KpHCTalau3ywouerocs. BemecTBo OTGH.IbTPOBHIBAIOT H
IPOMBIBAIOT HA (PHAbTPE ABYMS NOPUHMAMH BOAH no 20 #4 u cy-
at Ha Bosayxe. [Tocre nepexpucrasiausanun us 15001700 s
aerkoro 6en3uHa (r. kun. 90—100°) moayuaor 17,0—17,35 2
(89,4—90,9°/, TeopeTHUECKOr0 KO.IHYeCTBA) OGeClUBETHHX KpH-
CTaJ/10B C T. mia. 89°.

5-PypdhypuaMepkanToMeTHIdypaH-2-kap6oOHOBAS KHCAOTa,
C;iH1404S, moa. Bec 238,26, xpucraiaau3dyercs B BHIe GeclBer-
HBIX HIJI, PacTBOPSAIOMIUXCH B cnupre, 3gupe u GeH3lose, MI10X0
pPacTBOPAIOUINXCA B NETPOJICAHOM 3hH pe H He paCTBOPHMBIX B BOJE.

NMpumeuanuns

dypoypuiamepkanrad 6b.1 noayueH no crnocoby I'. Kogo-
Aa! B3auMopeiicrasueM ¢ypdypHI0BOTO COHPTA € THOMOYEBHHOI
B IIPHCYTCTBHH COJITHOH KHCJIOTHI.
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Jdpyrue cnocoGbl noay4yeHus

5-®PypdypuamepkantoMeTu1dypaH-2-kap6oHoBasi KHCa0TA
6bl1a NOJyYyeHa TOJAbKO ONUCAHHBIM BHILE CNOCOGOME.

1 H. Kofod, Acta Chem. Scand. 7, 1302 (1953).
2 A, JI, Mugxosan, I'. T. Tatesocan, C. I'. ArGaaan, H. M. Jlusansn,
IAH ApuCCP 25, 207 (1957).

&YPOYPHIIOBBIH CNHUPT

tojCHO + CH,O + NaOH —

Lo ]CH,.OH + HCOONa

IMposepuau: O. /. Murtxoan, A. H. I'puropan,

[loayyenne

B AuTpOBYIO YeTHPEXTOPJAYIO KPYTJI0J0HHYIO KO/16Y, CHAG~
XKEHHYIO MELAJKOH C PTYTHHM 3aTBOPOM, KanejbHO# BOpPOHKOH,
TEPMOMETPOM H OGPaTHBIM XOJOJHJABHHKOM, mnoMewmawr 96 2
(1 mosb) cBexenepersanHoro ¢ypdypoaa (npumeyanue 1),
250 #2 soaM u 250 x2 (3,46 moasn) 40%,-Horo pactBopa dopm-
aabgernaa (mpuMeuanue 2).

CMech OXJaXJalOT 10 5°, NOC/e 4ero NOCTEMEeHHO B Te-
yerue 25—30 MHHYT, NpH HENPEPLIBHOM NEpeMEeUInBAHHH, NpH-
6aeasaioT M3 KaneabHOH BOpoHkH 230 2 50%,-Horo BoaHOro
pactBopa eaxoro Hatpa (2,87 Mo0.1), noaldepxHBas IIPH 3TOM
TEMNepaTypy peakLHOHHOH cMecH B npefesax 15—20° (npumeya-
HHe 3), 4TO JOCTHTAeTCA HAPYXHBIM OXJAaXAeHHEM KOJOH Jejsi~
HOH BOJOH H pery/iHpOBAHHEM CKOPOCTH NpuOaBJAEHHA ILETOUH.
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[Tocae 1piibaBienns Bcero Ko.1MYeCTBA PAacTBOPA €IKOTO
HATpa, NPO10./1XKas NepeMelHBaHHe, CMeCb HarpeBaloT B TEUEHHE
natn wacoB npu 40—45° (TeMnepatypa peakUHOHHOH CMeCH)
(npuMeuanue 3) H OCTABIAOT CTOATh NPH KOMHATHOH TeMmnepa-
rype 15—18 vacos (npuMeuanue 4), noc.1ie 4ero 3KCTPAarHPyIOT
naTbio nopuliaMu sdpupa no 150 .z waxnaa. M3 coenmHeHHBIX
3(puPHBIX BHTAKEK, NOCIE BHCYIIHBAHHA HAa1 GE3BOJMBIM cep-
HOKIHC/ABIM HATPHEM, OTFOHAIOT pPacTBOPHTE.Tb H OCTATOK Nepe-
rousior B BakyvyMe. Jlo 75°/15 mm meperousiercs oko.ao 10 .2
HAY4.1bHOIl (PPAKIHH, COCTORWIEH B OCHOBHOM M3 HeNpopearu-
poapuiero ¢y pdypo.ia; sarem cobupaot Gy pdypuIoBuil CnupT,
kunanil npu 75—76°/15 mu. Buxox 80,0—82,0 2 uau 81,6—
83,6%, TeOpeTHYeCKOT0 KO.IH4eCTBa.

®ypdypiaoswit cnupr, C;HgO,, Mo.1. Bec 98,05, npen-
crapasgeT coGoil OeCIBETHYIO KHAKOCTb CO CBOeoOpa3iibiM 3a-
aXOM, XOpOIlo  pacTBOPUMYIO B Bode, chnupre H 3dupe;
a2’ 1,1282; nff'7 1,4851. Ilpi CTOssHUH HAa BO3AyXe BelECTBO
HPHIHMAeT CBET.I0-KEeITYI0 OKPacKy.

NpumMmevyaHnus

1. Ilpumenenue texunveckoro dypdypo.aa He oTpaxaercs
3UMeTHBIM 00pa30M Ha BoIX0Je (ypdypHIOBOTO CNHPTA.

2. TlpuMeHeHHe 3KBHMOJEKY.IAPHBIX KO.JIHYECTB pPeareHTOR
CHHXkaeT BwXx01 ¢ypdypuiosoro cuupra 10 53—55%/, Teopertu-
YeCcKOTO KoauvyecTBa. [IpH COKpalleHHMH Ke YKa3aHHBIX B TEKCTe
Ko.ivecTB opMaabaeruaa Ao 1,5 Mo1g u eakoro varpa 10 1,8
MO.17 HAa 0IHH Moab Qypdypo.aa ¢ypdypuIOBEH CHHPT NOAY-
naetcs ¢ BeXoxomM 71—73%, Hekotopoe cumxeHue BHXO01A
KOMNEHCHPYeTCs, 0 1HAKO, TeM, UTO [PH 3TOM KO.IHYECTBEHHOM
COOTHOUIEHHH KOMIIOHEHTOB IPOIOJIKHTEJbHOCTb pPeaKIHH CO-
craBiser pcero 3—3,5 yaca (onTHMAa.IbHas Temneparypa 15—
257); ocraBaenne cmecH Ha 15—18 uacos, B 3TOM cJyuae, He
H3MeHseT Bbixoaa ¢GypdypHIOBOTO COHpPTA.
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3. Mpu Gosee BBHICOKHX TeMmeparyvpax BuXOX ¢ypdypn-
JI0BOTO CNMPTA COKPALLAETC 32 CueT 00Pa3oBAHHA 1IOJHUMEPHbIX
I POJAYKTOB.

4. Tlpu wenmocpeacTBenHoit 06paGoTke, Be3 oOCTaBaeHHs
peaknuoHHOH cMecH Ha 15—18 uacos. Bex01 ¢Vpdypuaonoro
cuupra nounxaercs a0 70%,.

Jpyrue cnocoObl Moay4YeHus

®ypdypHaOBLIH CHIHPT MOXHO TO.IVUHTh BOCCTAHOBICHHEM
¢ypdypoaa amaibramoit Hatpus'. KataiuTuueckoe BOCCTAHOB-
Jenne pypbypoaa OCyUecTBIfeTcs B XKuinoi dase nox nas-
JeyneM, npu temmeparypax nopaika 130—160 B npuCyTCTBHE
MeIHOT0? H MeaHO-XpPOMOBOro® Kara.M3aTtopoB, COAepPXKAIIMX
OKHCH 111€/I04YHO3eMeIbHBIX MeTa. 1.10B. Py pdypH.10Bbifl CIHPT OB
110.1y4eH C BbiX010M 85°/, BOCCTAHOBICHUEM NHPOCIH3EBOH KiHC-
J1O0TH a11IoMOTHAPHAOM .uTHAY. ucmyrauusa ¢dypdypoaa, ocy-
1IeCTBASEMAsl C TOMOIIL IO AMH,18 HATPUA® H PACTBOPOB iLeNouei’,
NPHBOAHT K 06pasoBandio ¢ypdypu.10BOT0 CIIUPTa 1 HHPOC/IH-
3eBOil KHC.10TH. Bbixox ¢ypdypHi0Boro cnupra Moxer ObiThb
NOBHILIEH NyTeM HpOBeaeHHs HepekpecTHOd peakuun Kanuun-
napo co cmecoo dypbypoaa u dopmaipaeruaa; NpHBEICHHaRA
splle mponuch npeasoxena A. M. Bepkenreiivom u T. ®. Jlau-
KOBOI1”.

1 Schmelz, F. Beilstein, A. Suppl. 3, 275 (1864—65).

2 Awmepuxauckuit nar. 2,077,409; (C. A. 31, 3944¢ (1937)]; J. G. M.
Bremner, R. K. F. Keeyvs, J. Chem. Soc. 1068 (1947); Asctpaaufickuit nart.
135,530 (1949); [C. A. 44, 4932i (1950)].

3 G. Roberti, Ann. Chim. Applicata, 25, 530 (1935); [C. A. 30, 41657
1936)]; Amepuxanckuit nar. 2,094,975; [C. A. 31, 8519¢ (1937)]; 2,400.959;
[C. A. 40, 48608 (1946)]; J. Mizuguchi, M. lwase, J. Soc. Chem. Ind. Japan,
46, 1037 (1943); [C. A. 42, 6353i (1948)]; K. Tsuda, S. Yoshida, M. Yamada,
Y.'Maruya, J. Pharm. Soc. Japan 66, 58 (1946); [C. A. 45, 6182e (1951)]:
Mraabauckuii nat. 461,821 (1951); [C. A. 46, 2842i (1952)].

¢ R. F. Nystrom, W. G. Brown, J. Am. Chem. Soc. 69, 8548 (1947).

5 1. Kasiwagi, Bull. Chem. Soc. Japan, 1, 66 (1926); [C. A. 20, 2491
(1926)].
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& H. Limoricht, A. 165, 279, 300 (1873); K. Bieler, B. Tollens, A. 258,
119 (1890); E. Erdmann, Ber. 35, 1855 (1602); H. Gilman, C. C. Vernon, J.
Am. Chem. Soc. 46, 2576 (1924).

7 A. M. Bepreunreiin, T. ®. Jauxona, dKOX 9, 924 (1939).

XJIOPAHTUPU]L 5-BPOM®YPAH-2-KAPBOHOBOH KUCJIOTHI

ll /hCOOH socl -»Br!k !‘mﬂ-wo + HCl
Br 0 +- 2 O/ o o

Mpearoxuan: A. JI. 'Muzkosu, B. I'. Adpuksan,
Mposepuan: M. T. I'puropsn, 10. O. Maprapocsn.

ToayuyeHnHe

B KpyrJI040HHYIO KO.I6Y eMKoCTbio 300 4.2, CHaGKEHHYIO
06 paTHBIM XO0.101H.1bHHKOM C X.10pKaJbLUHEBOH TPYGKOH, nmoMme-
watot pacreop 57,3 2 (0,3 moas) 5-6pomdy pan-2-kap6oHOBOL
kucsaoThl ¢ 1. ma. 182—183° (¢cM. ,CHHTE3H reTepoOUHKIHYECKHX
coeaunenuit* I, crp. 15) B 150 442 cyxoro 6€H30.1a H NpPHIHBAIOT
428 2 (0,36 MO.19) CBEXeNeperHaHHoro X.10pUCTOTO TiOHUJA.

Jlns y.1aB1nBaHus BBLIEIAIOLMXCA NPH PEAKUHH CEPHHCTO-
ro aHTHAPHJA H X.JOPHCTOTO BOAOPOAA KOHEIl X/IOpKaablLHeBOH
TPYOKH COEJHHAIOT €O CKJIAHKOH THIEHKO, cojepxaumen pa-
CTBOp LLe.10uH.

CMech KHUATAT HA BOJAAHOH Gawe B Teuenue 13— 15 vacos,
[oC.1e 4ero H3GHTOK XJ/OPHCTOrO THOHH/IA H $EH30. OTTOHAIOT
NpH yMEeHbIIEHHOM AaB/JeHHH (BojaoCTpyHubii Hacoc). OcraTox
neperoHsIoT B BaKyyMe, COOHpas BeulecTso, Kunsmee npu 110—
111°/18 m#. OrorHanHoe Mac/10 NpH CTOAHHH DNOJHOCTBIO 3d-
KPHCTA/LTH30BBBACTCA; T. M1, 54—55.

Buxoa 54,0—55,0 2 nan 85,9—87,5%, TeopeTHueCKOro KO-

JIHYE€CTBA.
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X10paHTHApHL 5 - 6poMbypaH - 2 - KapGOHOBOH  KHCAOTH,
C;H:0,:BrCl, mo1. Bec 209,49, npeacrasisger co60#l KpucTasi-
JHUE CKOE BellleCTBO CBET.I0-XKEJATOr0 I BeTa.

Jdpyrue cnocoGbi noaydeHus

X10paHruapul  5-6poMdy pan-2-kapGoHOBOI KHC.TOTH N0~
JAYu4deTcst B3aUMOAEHCTBHEM KHCJIOTBL C H3OBITHOM  N.IOPUCTOrO
THOHHW/IAa B MHEPTHOM pACTBOpHUTE.iC .

Omnucaunnas BBlite Nponich npestoxena A. 1. Mupkosnon®

1 L. C. Raiford, W. Gi. Huey, J. Org. Chem. 6, 8% (1941); I. R. Wil-
lard, C. S. Hamilton, J. Am. Chem. Soc. 73, 2370 (1933).
2 A, 7L Muukoss, dKOX 16, 751 (1946).

XJIOPAHTHIAPH], 5-NPONOKCUMETH/I®YPAH-2-XAPBOHOBOM
KHUCJOThbI

C3H7OCH2[‘ o ]l COOH + SOCl, —
C,H,0CH, [l o Jcoo + SO, + HCl

Mpexsowunn: A, JI. Muukosu, : I L Mauasn..
[Tposepumu: B. I'. Adpuran, 10. O. Maprupocsn.

Monyuenmue

B kpyraononuyio k0.16y emkoctsio 200 ez, CHAOKEHHYIO
O6GpPaTHHM XOJIOAHIbHHKOM C X.JOPKa.JbIlHE BOM TpyOKOH, nome-
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mawor pacreop 18,4 2 (0,1 mo.19) 5-nponokcumertnady paun-2-kap-
6OHOBOH KHC.I0TBI ¢ T. 1. 43—44° (cM. ,CHHTe3bl reTepoLiik-
JUINECKUX coeftMHenuit* I, ctp. 46) B 50 M. cyxoro 6ensona it
nprmBaior 13,1 ¢ (0,11 Mo.1s1) cBeskenepernanuoro XJA0PHCTOTO
THonnad, pacrpopednoro B 30 w2 a6coal0THOTO GeH30.1a.

Cumech KHDATAT HA BOASHOA Gane B TeueHHe 5—6 4aCcoB;
BBL1EIROIKEC TPH PEAKUHH Taspl OTBOAAT B CKAAHKY THIeH-
RO, COdepxainyio pacysop uie.10ud. Ilo okonuanHu HarpeBaHus
H30MTOK XJOPHCTOTO THOHHIA H GeH304 OTTOHSIOT NPH yMeHb-
HIGHHOM AdB.IeHHIL (BOJXOCTPYHHBIE Hacoc), a OCTaTOK repero-
A0T B Bakyyme npu 112—115° 8 mu.

Boixox 17,4—18,3 2 nan 86,4—90,9%, TEOPETHYECKOTO KO-
JHUYeCTBA.

X.1opauruipna 5-nponoxcnMemmbypau-E-Kap6onosoﬁ Kuc-
aorbi, CyH,;,0;Cl, Mo.1. Bec 202,64,—6ecupeTHan, NOABHXKHAs

20 20
KHAKOCTL ¢ pe3koM 3amaxoM; di 1,1710; np 1,5000.

[pyrue cnocobbt noayuyeHus

XJ10paHTHAPH.T 3-MponoKcuMeTHIdY paH-2-Kkap6OHOBOII KHC-
JOTH GBI/ MOTYYeH TOJMBKO OMHCAHHLIM Bhillie CNOCOGOML.

VAL Mugwosu, B. I Appuxan, A. A. Joxmksm, . JL. [Tanaau,
JAH ApuCCP, 17, 145 (1953).
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3THJAOBBIN 3OUP 5-(2-XJAOPITHJI}-dYPAH-2-KAPEOHOBOMH
KHCJI0ThI

ZnC|z
COOC,H, + CH;CHO + HCI -

Cl | |
|
CH,CH ko COOC,H, -~ HO

Mpearoxitan: A. /1. Muxoan, A. A. Aposin,
Mposepuan: O. 1. Muaxosn, H. A. Babusn.

MMoayueuune

B noayJHTPOBYIO YEeTHIPEXFOPAYI0 KPYT.I0J0HHYIO KOJOY,
CHAOXKEHHYI0O MelaIKOofl C PTYTHRIM 3aTBOPOM, TEPMOMETPOM,
Kane.TbHOM BOPOHKO#A M Ta300TBOAHON TPy6KOi, nomeniaior 70 2
(0,5 Mo.a1s) atn10BOTO 3pupa pypan-2-kapOOHOBON KHCAOTH, 16 2
(e3BOJAHOr0 XJOPHCTOro UMHKAa U 150 #2 x.10podopma (npume-
nanne 1). Cozep:xuMoe KOJGH NPH NepeMeuBaHil 0X.1dKAA10T
¢Mechio Abga u coau a0 —1°, 0°, u B teuenue 30—40 muuvr
npuaupaoT 44 2 (1 Moap) aueraawilernia (upumedanne 2) ¢
Takoli CKOPOCTbIO, UTOOB TeMMeparypa CMeCH He IOJIHIMaIach
soine 4—5° (npumeuanue 3). Iloc1e npibaBienust BCEro Ko.1H-
UecTBa AlleTAJIbJETHAa Kane /bHYI0O BOPOHKY 3aMEHAIOT H30THYTOI
CTeK.TAHHON TPy6Kkoifl, Joxoasulell 10 AHA KO.JI6H, H, TPOJO.DKAK
3HePTHYHOe TMepeMelliBaHue, TPONYCKAIOT uYepe3 TPOMBIBHYIO
CKJAAHKY € CepHONl KHCJIOTON ObICTPHIlT TOK X.IOPHCTOTO BOAO-
po1a; npu 3TOM TeMNepaTtypy CMecH MOJLIEPKUBAOT He Boile
4—5° (npumeuanue 4). Tlocae Hachimlenus, Ha uTO Tpebyercs
1—1,5 waca, B TeueHHe OJHOTO Yaca MpPOJ0.1XKAIT NPONYyCKATh
G6oaee MeAJeHHHH TOK XJOPHCTOrO BOAOPOJA, MOC.Ie 4Yero Jaior
TeMrnepaTtype CMeCH TNocTeneHHo (B TeueHue 45—50 MuHyT)
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NO;IHATLCA 10 KOMHATHOM, H NMPO10.1XKAKT NepeMeuBanie e
2.5—3 uaca. 3a4TeM COJ1EPKUMOE KO0./16bI BIMBAIOT B CTAKaH, CO-
aepakaui 100 4.7 J1e19HOR BOABL, OTAL.IAIOT X.10poopMEHHBLE
€101, @ BO/AHBI— zKCTPATHPYIOT X.T0pdopMoM (25 #.2), KOTOPHIIi
TIPHCOEIIHAIOT K OCHOBHOMY MNPOAYKTY. X.10podopMennniil pii-
CTBOpP npoMmpBalOT 2—3 pasa 1eIaHOil BOIO{, nopuuaMu 1o
100 .2 kax1as, THIATEJIBHO OTAEIAIOT BOIHHIT CI10f (MpHMe-
nanHe 5), OTFOHSIOT PACTBOPHTE.Ib B BAKYYME BOJOCTPYITHOTO
H4cOCa, 4 OCTATOK MNEePeroHsioT 8 Bakyyme, cobnpas NpOIVKT.
leperonsiionidiica B ocHosHoM nipu 117 -121°/3 s, Bropuunoi
PA3rOHKOH OT.1€.IS10T BEIeC1BO, KHilAllee nph 118---120/3 .y
(upurcuanne 6).

Buxo: 72,6 78,6 2 nan 71,8—77,7%, TeOpeTHIECKOTO KO-
JuecTsa (LpliMedanne 7).

STu0BHI 3up 5-(2-x.10p3T11)-pYpan-2-KapOOHOBOIT KIIC-
a0thh. CoH,,O5CH Mo Bec 202,64, —CBET.10-K€.1Tas HHAKOCTD.
XOpOIIO PACTBOPSIONAACA B OObIUHBIX OPTAHUYECKHX PACTBOpH-
TedX M He pacTBOpAIoUlasncs B BOE; dy° 1,1840; np 1,5040.

MMpumeuanuns

1. B kauecrse pacTBOPHTEIR, BMECTO X.10pO(OpMd, MOKHO
NpuUMEHATh UIXJAOPITAH.

9. BMecTo aueTaIbiAerinja MoxerT OblTb HCHO.IL3OBAH f1ap-
aiplelHd, NPHMEHEeHHe KOTOpPOro TMOuTH HE OTpaxaercs Hd
BBIXO€ HPO1VRTA PedKLHUU.

3. PacrBopeHHe aueraablernia B x.10poopme COnpoBOK-
AeTCH  BHIIEJEHHEM 3HAUHTEILHOrO Ko.uuecTsa renaa. [as
Npe1oTBPAIeHHA  YACTHYHOTO  HCTApeHHs AUeTaIblernaa, 4
TAKKE OCMO.JIEHNS HEeOO6X0AHUMO MNOIAEPKHUBATH TEMNEPATYpY HE
poiie 4 --5°. B c.ivuae npHMEHeHUst napaJblernia pe3xoro HoBhl-
1IeHHa TeMNEepaTypsl He HabJaaaeTcs.

4. EcaM XJ0P3THIHPOBAHUE TPOBOIUTCA NpH 6OJICE BHICO-
koit temneparype {12—17°), To B pe3y.abrare naasHeflux npe-
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BpalleHH1 06pa3yioUIerocs MpOoYKTA M0.1y4aeTcs 3HAYHTeAbHO.
KO.IHYeCTBO BRICOKOKHOAme ¢paruiy.

5. He peroMeH1yeTCss BHCYIIHBATH X.10PO(OPMEHHBI pa-
CTBOP XJOPHCTBIM KaJbIMEM, TAK KAK HHOT1A, NPIH CTOAHHU B
TeyeHHe HOYH, NPOHCXOTHUT 4MACTHUHOE OCMO.JIEHHE TMPOJYKTa
peakuiin ¢ BHJ1€.1€HHeM X.JIOPHCTOTO BOJOpoOaa. Jlyuure peero
OCTaBUTb PACTBOp B JeIHTEIbHON BopoHke na 10 - 15 munyr,
TILATE.IbHO OTIEJIUTh OT BOJbl, NPOCVIIHTL HaL CEPHOKUCILIM
HaTpueM B TeuyeHHe 10 MHHYT, OTGHILTPOBATL I NIEPETHATh 1B TOT
Ke JE€Hb.

6. Tlpoaywr, cogep:rauwiil c.1eabl HCXOHOTO iipa I nap-
ATb1erHaa, NpH CTOSTHUH B TEUEHHE HECKO.IbKHX [1Hell TeMHeer.
B uicroM cocTtosHHN 3TWIOBBIE 3dmp 5-(2-x.a0p3Tint)-dypan-
2-kap6oHOBOH KIC.10TH 60.1ee yCTOIuHB.

7. AnajoruunsiM 06pa3oM, € TAKHMH ke HpHGIN3HTeALHO
BHIXOJAMH, MOXHO X.JIOP3THIHPOBATH MCTIL10BbIT 3duip hypan-
2-Kan60HOBOH KHC.TOThI.

Apyrre cnocoObl nmoayuetus

Iruosuifl 3pup 5-(2-XJA0PITH.I)-ypaH-2-rapOOHOBOH KHUC-
JI0TH 6B MOJAYYEH TOJBKO MO NMPHBEI1EHHOI Bl NPONUCH!.

1 A UL Muaxonn, A. A, Aposx, JAH ApuCCP 25, 267 (19571,
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5-3THJI®YPAH-2-KAPBOHOBASI KUCJIOTA

Cl | ‘
| CH,COOH
CH,CH [ Ojcooc,&,, + HClI + Zn —
C2H5 [' 0 ﬂ COOC2H5 + ZnCTz

CEHS [ o ]COOCsz + NﬂOH -
C.H, [I o }COON;} + C,H,OH

C.H, [ o H COONa + HCl — Cznj o ]l COCH + Nacl

Mpemaoxuan: A, JI. Muakosu, A. A, Aposu.
Mposepuan: O. 1. Muaxonn, H. A. Ba6bnan.

MMoanyuyeHHe

Amunoseiit 3GuUp 5-3mMuUAPYPan-2-kapObOHOEOL KUCAOMbI.
B noay uTpOBYI0 HETHPEXTrOp.1yio KPYrJI010HHYIO K016y, CHa(-
KEeHHYI0 MEIIaJIKOll C PTYTHHM 3aTBOPOM, O6PATHBIM XOJIOUIb~
HUKOM C ra300TBOJHOINl TpyOKOfl, TepMOMETPOM H CTEK.IAHHOII
Tpy6KOH, jo0xoadiledi 10 JHA KOJIOH M CayXamed AJas BBO1A
XJIOpHCTOTrO BOjaopoaa, momemaior 50,6 2 (0,25 Moas) stu.toBOrO
spupa 5-(a-xaA0p3THA)-Pypan-2-KkapGOHOBOA KHCAOTH C T. KHIL
108—110°/0,5 mm (cM. cTp. 85) u 150 M4 1e1HOM yKCyCHOH
KHCAOTH. TIpH sHepriuHOM mepeMemdBAHEH B Tewenue 20—30
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MHHYT HeGO/IbIIMMH TIOPUUAMH BHOCAT B PEAKIHOHHYIO KOJIOY
49 2 (0,75 z-am) unukosolt nbL1M (npumeuanue 1). TNocae mpu-
GaBjieHHsl BCEIO KOJHMYECTBA UHHKA B CMeCh NMPOMYCKAIT B Te-
yeHue 3,5—4 4acOB TOK CYXOro X.IOPHCTOrO BOAOpPOAA (TpuMe-
YaHHe 2) C TAKOH CKOPOCTBIO, YTOOGH TEMIeparypa CMecH He
noaHuMazach Buie 55—60° (npuMeuanue 3). Ioce HachieHus
peaKuuOHHOA CMECH XJOPHCTHIM BOJOPOJOM HArpeBalOT Ha BO-
AsHOK GaHe B TedeHue 20—30 MuHyT (npuMevanue 4).

IMocne ox.aamxaenus cmMech CAMBAKOT B CTAKAH, cozepxauluil
400 w2 BOoAW CO AbAOM. Bepxhnuil c10fi ¢ noMowno sdupa or-
AeASOT OT BOAHOTO U MOCAEAHUIl TPUMK Bl IKCTPATHPYIOT 3PUPOM,
nopuusiMu no 75—100 ma. CoegvHeHuble 3pupHBIE 3KCTPAKTH
JBaxKAbl NMPOMBIBAIOT BOJOM, 3aTeM pacTBOPOM IABVYIIEKUCAIOTO
HaTpusi, CHOBA BO10M U CyWIAaT HAJ 06e3BOKEHHBHIM CEPHOKHCIHIM
HaTpueM. [locie OTrOHKH pacTBOpHTEAst OCTATOK MePeroHAoT B
BaKyyMe, cobupas BellecTBO, Kunsuiee npu 75—76°/0,5 mm
(npumeuanue 5).

Buxoa 32,5—33,7 2 wiu 77,6—80,1°/, Teoperinueckoro ko-
JIHIeCTBa.

ludpoaus. B KpyrioioHnyo KO.JI6Y eMKOCTbIO 250 a1,
CHaGXKEeHHYI0 MEeUIATKOH C PTYTHBHIM 3aTBOPOM H OOPATHBIM XO-
JTOAHIBHUKOM, | moMelaot 33,6 2 (0,2 M0.1) 3TII0BOrO  3pupa
9-3tuAdy pan-2-kapboHosoit kuc1otet 1 120 aa 10%,-noro Bo-
HOrO pacTBOpa eIKOro HaTpa. PeakUHOHHYIO cMeCh NpH MOCTO-
AHHOM nepeMellMBAHHH HArpeBaloOT HA KUNsiUEll BoasiHoil Gate
B Teuenue 1—1,5 yacos. 3arem cogepKUMOe KO.IOb OXJIAKAAIOT,
NPOMBIBAIOT HEGO/IbIIHM KOJIHYECTBOM 3Hpa I NpH NepeMeiiil-
BAHHH W OXJAXKAEHUH BOLOH (mpuMedanue 6) 110IKHCAAOT CO-
JSHOH KHUCJOTOH 10 KMCJIOH Peaxkuid Ha KOHro. Buime.nsuiywocs
5-3Tudypan-2-kap6OHOBYIO KHCIOTY OTCACHIBAIOT, NMPOMBIBAIOT
50 M4 xoa0fHOH BOJAB W CyiUaT Ha BO3avxe; T. mi. 92—93’
(nmpuMeuanue 7).

Brixon 23,4—24,3 2 nau 83,5—86,8%/, reopeTuueckoro ko-
Audectsa (mpumeuanue 8).

5-3tundypan-2-kapbonosas kucaora, C,HgO; Moa. Bec
140,13,—6ecupeTHoe KPUCTAIAHYECKOE BELIECTBO, XOPOINO Pac-
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TBOPUMOE B METHJIOBOM M 3THIOBOM CNHPTAX, YMEPEHHO-B
6en3ose, M10X0—B BOJIe.

MMpumeyaHund

1. [lpu BHeceHu! UWHKOBOI NBLTH, OCOGEHHO BHaua.1e, TeM-
leparypa cMecH pe3ko noswiaercs. [losToMy ee ciaelryer npu-
6aBagTb OCTOPOAHO, HeGOIBIUHMH NOPIUHUAMH, TOLAEPIKUBAT TEM-
neparypy B ko.16e He Bhime 60—65".

2. BoccraHopIeHHe MOXKHO npoBecTdH € 35—60°/-HBIM BHI-
X0Z0M H 6e3 NpHMeHeHHst X.JI0pPHCTOro Bojgopoaa. OnaHako, B
5TOM CJayudae J.18 3aBeplleHHs nmpouecca TpedyeTcs NPOLOJIKH-
TesApHoe KHIslUeHHe PeakiHOHHOH cMech (He meHee 25—30 ua-
coB). B 3TOM cIyuade CyuleCTBEHHOE 3HAUeHHE IIMEET TaKxke
YUCTOTA HCMO.1b3VEMOTO UHHKA; NPH NPIIMEHEHIIH HeJl0CTaTouHO
YHCTOM UUHKOBOI NBLTH NPOLYKT Peakuuu MNo.Tydaercs ¢ MeHb-
INIIM BHIXO0OM 11 neperonsercs B 60.1ee WHPOKOM IIHTepBa.1e
TeMneparyp

3. Tpu 6o.1ee BBHICOKOI TeMNepaType BOCCTAHOBJIEHHE 1IpO-
TekaeT 6bICTpee, HO NPH 3TOM HMEET MEeCTO HEeKOTOpoe CHI-
KeHHe BBIXO01A.

4. Tlpu HArpeBaHUH COJEPKUMOE KO.I0bi NPHHHMAeT CBRT-
JI0-KOPHUHEBYIO OKPAcKy, KOTOpas HCUYe3aeT NpPH OXJ1aXAEHHH.

5. OnucaHHHM Cnoco6OM, C TAKHM e NpUG.IU3UTEbHO BhI-
XOJOM, MOkeT GHTb NOJAVUeH MeTHJI0BHIT aup 5-3TH.IdypaH-2-
Kap6OHOBOH KHC.IOTHI'.

6. IMepemeniuBaHue H OX.JaxeHHe HeOOXOAMMO I nO-
JYUEHHST MeJAKHX, OJHOPOAHBIX KPHCTA.110B; B NIPOTHBHOM C1ydae
KHMC/I0TA BBHAEISIETCH B BUAE MAcaa, KOTOPOe 3aCTHBaeT B CILIOW-
HYI0 KPUCTALIMUECKYIO MAacCy.

7. BemecTBo moJjyuaercs B UMCTOM BHIE; MEpPeKPHCTANIU-
3anua u3 50°/,-HOro MEeTH.I0BOrO.CNUPTA H.IH H3 6EeH30/a HA TeM-
nepaType MNJaBJIeHHs He OTPAKAETCH.

8. AHasoruyHeM 06pa3oM, C TAKUM e INPHMEPHO BHXO-
10M, b-atuadypaH-2-kap60OHOBAA KHCJIOTA NOJAyYaeTcs Npu OMH-
JEeHHH ee MeTHI0BOro 3dupa.
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Jdpyrue cnoco6bl noayueHus

5-3ti1dypan-2-xkap6oHOBAT KHC.10TA OH.IA HOIYULILL TOAb~
KO 10 npuBeleHHoii Buile nponucul.

1 A 'L Mumukosan, A. A, Aposx, JAH ApuCCP 25, 207 (1957).
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