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3-AMHHONMUPHIAHUH

Qi
C—NH,
+ Bl'2 + 4NaOH -
=
N
| XHNH

*+ N8,CO, + 2NaBr + 2H,0
N

Mposepuan: B. T. Appukan, A. A. Joxuksm.

MoanyueHnHne

B suTpoBHil cTakaH, cHaOxeHHE Mewaixoft H porpy-
KeHHEI B 0aHIO CO CMeCbio JbJa H COJIH, NOMEWAIOT PAacTBOp
37,5 2 (0,935 wmoasa) eaxoro Hatpa B 400 wa Boaw. K atomy
pactBopy IpHGABAsiOT npuH mnepeMmewdsanun 47,9 ¢ (15,1 wma,
0,3 moan) Gpoma. Korma temneparypa cmecu nocruraer 07, x
Hell npu6GABAAOT B OIHH NPHEM, NPH CHABHOM lepeVelIMBaHHH,
30,0 2 (0,245 moss) mwxkoTuHamuia (nmpumedvanste 1). [locae
15-MHHYTHOIG nepeMeuiHBaHUs P4CTBOP CTAHOBHTCH 1PO3PAUHBIM.

BaHIO CcO JBJOM U COMBIO 3aMeHsiloT GaHeit ¢ BOAOH, Ha-
rperoil 10 75° ¥ pacTBOp NepeMeIuHBaOT NpH 31O TeMnepa-
Type B TeueHHe 45 MHHYT, nocje 'Nero OXJAaxk 13T A0 KOM-
HaTHON TeMNmepaTyprl, HACHIUAIOT XJIODHCTHIM HATPHEM (HA 4TO
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TpeGyeTcs 0k0aA0 85 2) H IKCTPATHPYIOT 3PUPOM B IKCTPAKTO-
pe HenpepslBHOrO JeficTBHA (mpHMetnaHue 2). JKCTPAarHpOBaHHE
sagumaeT oT 15 10 20 wacos. O6beM 3QUPHEIX BHITAKEK 10-
goxst 1o 0,5 4, cyuiar Haj TPaHyJ MPOBAHHEIM €AKHM HATPOM,
(HABTPYIOT ¥ OITOHAIOT PACTBOPWTEIb HA BOAsHOH Oane mpu
yMeHbHIEHHOM faBienud. OCTaTOK NpH OXJaXINEHHH 3AKPHCTAT-
JAH30BBLIBAETCH. BHiX0l TEMHO-KPACHBIX KPUCTAMLIOB ¢ T. mi1. 62°
cocrapaser 20—21.5 2 (85—93,6°, teopun).

JlAs OUHCTKH CHpOE BeIEeCTBO pacTBOPSIOT B CMecH
160 s Genzoaa n 40 m.a nerpoJeiinoro sdupa (r. xum §0—90°)
W HarpesaloT b TEYeHHE 30 MHHYT Ha BOJsIHON GaHe B Koabe,
CHAGKeHHON OBpATHHIM XOMOIWABHHKOM, C 2,5 2 aKTHBHPOBAH-
woro vras n 1,0 z rwipocyabdura uatpua. Pacteop duibt-
PYIOT B TOPS'IeM COCTOSIHHA Ge3 OTCAaCHBAHHS H (PHILTD 1BAK-
/1Bl IPOMBIBAIOT TOM K€ CMeChbld pACTBOPHTEJel, NMOPUUAMH MO
2530 ma (npumevanne 3). [laroT pactBOpy OXJAIHTbCA 10
KOMHATHON TEeMMePATY pbl, @ 3aT€M B TEYEHHE HOYH OCTABJAICT B
XoMoAnIbHOM kady. BeriesmiBieecs BeluecTso 0THHIBTPOBL -
BAIOT 6@3 OTCACHBAHHI, NpPOMBBAIOT Ha (uibrpe 25—30 sz
nerposefinoro shupa W Cyuwar B BAKYYM-3KCHKATOpe.

Brx0a 6eCUBETHHX KpHCTAMLI0B ¢ T. mia. 63—64" cocras-
asier 141—152 ¢ (61,4—65.8%, tcopuu). [IpH BHIMAPHBAHHH
COGJHHEHHBIX BueCTe (QUABTDATA H [POMBIBHBIX KHAKOCTEN M0
o6bema 150 .1 MOKHO JONOAHUTEABHO nOAYyuHTh 1—17 2
G.aeAH0-KenTuX Kpueraics ¢ r.on. 6264 O6uwnit  BBHXOL
3-aMunONHpPHIHHA COCTaBJsART 15,1—16,9 2 (65,3—73,1%, Tteo-
pun) (npumeuanue 4).

3-Auunomwtpuand, C;HgNa, voa. sec 94,11, —6ecuserioe
[UrPOCKOMHUCCKO® BEILECTBO, PACTBODHMOE B BOAE M OGHIUHBIX
OPTAHVIECKUX DACTROPUTEAAX. '

NMpnunmeuyuanuwd

1. HukoTHHAMHA caefyer pacTeperb B MeJKuil NOpOMOK,
4yTOOH 00.JTIHTL ero GHCTpoe pacTBOpeHue.

10

2. BH/I NDUMEHEH 3KCTPAKTOP HENPEPEIBHOTO JEHCTBHS,
©MKOCTbio B 1,5 .2, onncanHbil B c6ophnke ,CHHTE3H reTepoln-
KJIHYeCKHX coexmnenuii*, 1, crp. HS.

3. T1pOMBIBHYIO HUJAKOCTb OTAEJAAIOT U BBHICY ILHRBAIOT BMe-
€Te ¢ (PHIBTPATOM H TPOMBIBHEIMH KHIAKOCTAMH NOCAE OTAese-
HUS MHCTOrO NMPOLYKTA.

4, Hacrosuas nponuck pazpaGorana Y. Ataen u K. Boab-
bom’®.

Hpyrue cnocoGut noayuyeHus

3-AMuHonupuHy OBLT  TOJNYYeR HaTrpeBaHHEM HHUKOTHH-
AMHJA CO [UeJOUHLIM PACTBOPOM OPOMHOBATHCTOKHC/IOTO Kajus

~nnh2 o .
Ao 70777, ruapo/H30M 3-uHpdAWIyperana AnMsulell cepnofl ku-
caoToi®, pexapboxciinpoBaHiieM 3-aMHHOUHPUANHH-2-kapOoHO-

Boft kucaore npu 250°*, poccranoBaenueM  3-HWTpOmHpPHINHA
LHHKOM H COJISIHON KuC.10TOH H'HATpEBAHHEM 3-6poMAHpHIHHA
C AMMHAKOM 1 CEPHOKHCJOMl MeAblo B 3amasiiHoil TpyO6reS’; oH
6bl1 NOAYyueH Taxike THAPOIH30M OEH3WIOBOTO 3(HpPa NHPH-
aua-3-kap6aMuHOBON KHCI0THI®.

t R, Camps, Arch. Pharm. 240, 254 (1502).

2 A. Philips, A. 288. 263 (1895).

3 Th. Curtius, E. Mohr, Ber. 31, 2494 (1898].

+ 8. Gabriel, J. Colman, Ber. 35, 2833 (1902).

3 A. Binz, C. Riith, A. 486, 95 (1931).

8 H, Maizsr-Bodc, Ber. 88 1534 (1936.

T H, P, L. Gilsels, ]. P. “Wibaut, Rec. trav, chim. 60, 176 (1941).

s Sh, Sugasawa, S. Akaboshi, S. Toda, H. Tomisawa, J. Pharm. Soc.
Japan, 72, 192 (1952) [C. A. 47, 6418d (1953}]. )

° Y. Anner, K. Boavd, .CHHTEe3bl OPTaHHYECKHX  [pemapaTon®, T. 4,
c1p. 44, U, Mocksa, 1953.
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2.ALLETAMHUJL0-3-[®YP HJI-(2’)]-AKPHJIOBA}I KHCJIOTA

(‘:OOH CO—"(l)
]
[‘ I]CHO + HZCNHCCHa —-r[l ]| CH=C\ /C CH; + 2H,Or
O il O N
O
COONa
] co—0 ] I
= NaOH - CH=C--NHCCH
[ . ]CH_C\N/CCHE—{— a [ 5 ] i ,

' COONa (‘ZOOH
‘ ) \ | ]
‘ \CH=C——NHCCH3+ HCl J ‘CH:C—NHCCH;,-}-
o7 I 0 1
0 0
NaCl

Mpenowxun: O. Moabnesrayep.
Mposepuau: A. A. Aposn, C. I'. Arbansu.

MoayuwueHHeE

9-Memun-4-gypdypu.luden-5-0KCa3010H. B rtpexropavio
KPYIJI0AOHHYIO KOJ0Y eMKONTBIO 300 az, cHAOKEHHYIO Mexa-
HHUECKOH MEemaJKofl C 3aTBOPOM, TEPMOMETDOM, AOXOIALLHM
MOYTH 1O AHA KOAGH, if XOJOLHJIBHAKOM, TNOMENaloT 144 ¢
(0,15 mons) csexenepernanioro Gypdypo-1a, pacTBOPEHHOTO &
45 2 (0,45 MO/Is) YKCYCHOTO aHTHApHAA (MpHMEudHHEe 1}, u xo-
pomio pacteptylo cmech 24,6 2 (0,3 M0.151) MAAR/IEHIOrO auera-
ta warpus ¢ 17,4 2 (0,15 mo.an) aueryposoit KHCAOTH € T- TLI.
206> (npumeuanne 2). CMech OCTOPOXKHO HATPEBAIOT HA BOLA-
Hoit Game no H0°, a 3aTeM BBHEDPKHBAIOT TP 50—60° Tpu ua-

12

€4 TpH HenpepLIBHOM nepeMellMBaHMH (nNpuMeuaHHe 3). Peax-
IIMOHHAsT Macca PHOGPETaeT BHI OPAHIKEBO-KPACHOM XHIKOCTH,
R KOTOPOIl B3BEWIEHH YaCTHYKH ANETATA HATPHA. Y6pas Boad-
Wy 6aHIO, JAI0T CMECH OXJ3JHTbCA A0 KOMHATHON TeMIepary-
pbl, 3aTeM OXJ2X/aIOT ee NPOTOYHOR BONON. O6pasopapuyiocs
KPHCTAITHUECKYI0 MAcCy OPAHKEeBOrO 1BeTa A1 PACTBOPEHHT
anerara uatpua pacrupaor co 100 4.2 xor0onHOW BOJAL, OCANOK
OT(HUILTPOBLBAIOT C OTCACHIBAHHEM H MPOMHBAKT HA  (UALTDE
yertpe pasa Bogol (mopunamm no 25 ma  kaxnas). Ceipod
npoaykr pecymusaor npy 30—40°. Cyxoi 2-mertua-4-pypdy-
PUAKIEH-5-0KCA30/40H IIPCACTABAAET CO0O0I0 KeqlThe Jerkue
KpHcTaMIR, naasanttecst npu 93° (mpumeuauue 4). Baxon7,4—
8,0 2 urn 28,0—30,2%, TeopeTuuecKoro Koaudecrsa (mpHme-
uaHue 9). )

Tudpoaus. 8 z (0,045 moast) CBEKENPHTOTOBAEHHOIO 2-Me-
Tia-4-bypPypuinien-5-oxcaszoniona ¢ r. na. 93° pacrsopaior
npu 50° B 110 w2 I N pacrsopa eKOTO HATPA U OT(HBTPOBbI-
patoT. PHABTPAT OXJIAKIAIOT CMECHIO b1 H COJH, 3aTeM 100aB-
asioT pasbaBaeHnylo coasuyio kueaory (1:2) no xuciofl peaxkuun
f1a kouro. Ha cieaywomuilt aeds OTQUALTPOBLIBAIOT BHNABIIYIO
KICIOTY M BhicymuBatoT ee iph 1107 aag paspylleHus Kpucraino-
rugpara. Cyxasa KHC.I0TA NPeICTdB/Ider co0O0I0 TBEpAble KpHC-
TALIB MeCOuHOTO yBeTa ¢ 7. 1. 186°. Bmixoa 7,8—7,9 ¢ wuin
88,5 89,69, teopernueckoro ko.anuecrsa. Ifocse nepekpucera-
aH3zanng B3 30 #a Boin noayyawor 6,9—7,1 2 KueAOTH ¢ T. NI
188> 178,5—80,6%,). TTocae mOBTOPHHIX TCPEKPHCTANNHIANHE 3
OB TeMlleparTypa maastenus nossuwaerca a0 189,5°.  Liser
U3MEHAETCH OT [1eCOUHOTO 10 CBETIO-KpeMOBOro (mpuMeua-
nue 6).

2-Anetamigo-3-[pypua-(2')]-axpuaosas kucaota, CHyNO,,
M0.1. sec 195,1, —MeJKOKPHCTAIIHUECKOE BELIEeCTBO CBETI0-Kpe-
MOROTO LBETA, XOPOIIO PACTBOpPHMOE B BOJAE M METHIOBOM
crupre, ropasio xyme—s Oenwsoae H sdupe.
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Mpumevuaunud

1. [lpu npuMCHEHHH NePeTHAHHOTO HAL IJIABACHHHM aue-
TaTOM HATpHs YKCYCHOTO AHFHAPHAA, BMECTO TPOAAXHOTO
979/,-HOTO, BBEIXOI 3AMEUEHHOTO OKCA30:10Ha NOBLIIAETCS A0
82 .

2. AuerypoBass KnCJAOTA [OJY4AETCHA  AllCTHAHPOBAHHEM
AMHHOYKCYCHOIT KUCJOTH H30LITKOM YKCYCHOTO aHrulpuia.
[Tocae Tpexuacoporo Harpesanus npu 100° auerypopas Kic.10-
T8 OT(UILTPOBLIBAETCH, MPOMBBAETCA X0/10AHOR BOXOM H nepe-
KpHCTa11M30BbiBaeTcs u3 250 Atz poaer. T. m1. 206°".

3. ToBuiuesie Temneparyps BeJleT K CHH/KEHHIO BbXOAa
2-MerHI-4-pypdypranAeH-D-0KCa3010Ha BC.IeIACTBHE TPOTEKA-
Hust MOGOUHBLIX peaKiHil, HanpuMep, o6pasosanus 2{2-meTni-4'-
bypdypuinen-5-oxkcasornaen ) -MetHa-4 -y pdy puaneH-5-0x-
£a30.10Ha.

4. TlosyueHHBIH MPOAYKT MOXET GLITH OUHIULEH TEeperoH-
KOl B BAKyyMe WIH NMepeKpHCTadIudanHell u3 H6en30/a, OJHAKO
OH B CBEXKENpPUTOTOBJICHHOM BHAE JOCTATOUNO WYHCT A1 HOTy-
yenus 2-aneTamuno-3-[pypun-{2’)]-axpu.108oil KHCIOTH.

5. 2-Metua-4-pypdy puaHieH-5-0KCa30.104 ObLT  NMOIyHUel
C XYAUHM BHIXOAOM HENOCPEICTREHHO 13 AMHHOYKCYCHOM
KHC/TOTHI-

6. [1pu uaCTHYHOM HCHAPEHHH BO b H3 MA1OUHHKA MOWKET
6LITH TOJYUEHO JONOJAHHTEAbHO 0,5 2 kuciote ¢ 1. mi. 186 .

Ipyrue cnocoGbl moayuenus

2-Aneramu10-3-[dhypua-(2')]-akpunosas Knc10Ta 6ul1d n0-
AyU€HA TONBKO OMUCAHHLIM BBIIE ClIOCOGOM.

JUTEPATYPA

! R. Radenbausen, J. pract. Chem, [2]62, 437 (1895).
2 0. Moldenhauer, nconv6anukosanuas pafoTa.

5-BEH3HJI-2-ALETH/I®YPAH

el Vi icncopo o
O
@cmﬂ . ]llcl_cm + CH,COOH
i \

Npeaacunan: A. JL Muukosun, A. A. JoxiKsH.
Mpopepuan: O, JI. Muaxosn, O. E. Taciapss.

MoayueHnHue

B kpyraoa0HHyl Tpexropaylo koaly eMKoCTblo 200 m1,
CHAGXKEeHHYIO MeluankoH = 3aTROPOM H O6PAaTHBIM XOJ0MHABHU-
koM, momeuaioT 15,8 z (0,1 Moas1) CBeXeneperHaHHoro 5-6eH3nI-
dypana ¢ 1. kun. 117—118°/24mn (cu. ,CHHTE3H reTepoOLUKIH-
weckHx coenmuenuit“, 2, ctp. 17), n 20,42 (0,2 Moaa) yxcyc-
HOrO aHrHApHAA. [IyCTHB B XOA4 MellaJKy, OXJamiaiorT COAep-
sHMOe KOA6H ;0 07, BHocaT 0,8 2 KpPHCTALIHUECKOIT opropoc-
OpHOIl KHCIOTH H NePeMEUIHBAIOT CMeCh IIpH 370f TEMIEpaTy-
pe 30 munyT. Janee, npoiofkas nepeMelInBanie, HarpeBaloT
Ha xunswel BOAAHOA GaHe 3 uaca, NAIOT OXJAIHTHCH 10 KOM-
HaTHo TemmepaTyphi, mnpuinsaior 10044 BOAB 1 SKCTPArA®
pyIOT Tpems IOpiuaAMH 3(Hpa 1O 75 ma xaxnad. DdupHbii
3KCTPAakT NpOMBEaT 50 M2 BOJEL, 10%/,-HBEIM  paCTBOPOM YT~
JEKHCJAOrO HATPHsl H CHOBA TEM JKe KOJHYECTBOM BOIHL. Beicy-
[IMB HAZ NPOKAJEHHbLIM CeDHOKHCABIM HATPHEM, OTIOHAIOT aup
M OCTATOK NEPerOHAiOT B Baxyyme, coOupas HPOAYKT, KHITH-
wit npa 153—155 /3 s

Beixoa 12,1—13,0 2 um 60,5—65,0%, TeopeTuieckoro xo-
JMHYeCTBa.

5-Beusma-2-anernadypan, CipHpO, Moa. Bec 200,24,
di® 1,1096; n’  1,5686,— GecuperHas  0BHXHAA  OKILAKOCTDx
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pacTBOpUMad B OpPraHHUeCKHX PaCTBOPHUTENASX H HepacTBopuMas
B BOJe.

Hpyrue cnocoGbl moayueHus

5-Bensma-2-auetnadypan 6 MOAYYEH TOJBKO OIHCAH-
HBIM BEILIE CIIOCOOOM.

5- BEH3HJICY/Tb®OMETHJI ®YPAH-2-KAPROHOBASA KHCJOTA

CHQSCHﬂ o ]lCOOH + 2H,0, —
@CH —S—CH [' 5 ]l COOH + 2H,0

[pexsoxnan: A JI. Munuwoan, A, A, Aposu.
Mposepuan: Br T, Adpuxsn, A. H. Oranecsan.

Moayuenue

B uetwpexropayio koaby emxoctsio 250 44, cHaGxeHHYIO
MeliaakoH, 06paTHHIM XOA0WJALHUKOM, KaleJbHof BOPOHKOM H
TepMoMerpoM, nodmemaior 24,8 2 (0,1 moas) 5-6exsuamep-
KanromeTua1dypau-2-kapOoHOBOH KHCAOTH (CM. ,CHHTE3H rere-
POLU«JIHYECKHX cOefMHeHu#r*, 3, crp. 9) u 70 m4 nepsHol yi-
CYCHO# KHCJIOTHL.

Peaxyuonnyio cvech narpesawor Ha Boasuofi Gawe no pa-
CTBOPEHHSl KHC/IOTH. 3aTeM YaaAfioT BOAANYI0 GaHIO M, [O/-
RepXKUBAS TEMNEPATYPY peakyuonHoft cmecH B npeneaax 50—
60° (npumeuanuc 1), B teueune 10—15 MHHYT M3 KaneJbHOIl

te

BOPOHKH NpHIHBAOT 34 Mz 30°/-Horo mneprmiapona, comepxa-
wero 10,4 2 (0,3 mona) nepekucH BoxOpoAa (mpuMeuaHus 2
u 3).

Mocse OKOHUAHHA MPUIHBAHHA TEPEKHCH BOAOPOAA peax-
UHOHHYK CMECh HATPeBAIOT HA KHISWIEH BOAAHOH HaHe B Teue-
Hue 3-—4 YacoB; Mo OXJ2XACHHH NMOJYYeHHHIE KPHCTAJJAH OT-
€acpiBaloT U NpoMuiBaioT Bojoil. Chlpoll npolaykr Becur 23—24 2
H naapurca npu 228—230°. Tlepexpucrannusosadnas u3 120—
130 #2 nuokcana §-Geuswiacynbdomerundypau-2-Kap6oHopas
xucrora naasdtcs npu 230° (npumevanue 4).

Buixox 21,6—22,5 z i 77,1— 80 ,8%/;, TEOPETHIECKOro Ko-
JHYeCTBa.

5-Beunauacynbpomerundypan-2-kap6oHoBast KHCIOTA,
C,5H1,05S, Moa. sec 280,3, kpucTaanru3ye1ca B BHAe 6€CIBETHHIX
MEIKO3€ DHUCTBIX GJIECTSLUX KPHCTA/IOB, paCTBOPUMBIX B BOAE,
CoupTe, 6eH30/Ie U YKCYCHOIl KUCAGTE.

[IpumeuvuaHnnsd

1. Huxe yxa3aHHOH TeMiepaTyphl H3 PEAKIUOHHOH Cpenkl
BH/IS/ILI0TCSL KPHCTALIB  D-GeH3uamepranToMeTundypan-2-xap-
60HOBOH KHCJIOTH, 8 NpH Oo/1ee BBICOKOHN TEMIIepaType OKuc-
JieHHe MPOHCXOAHT OueHb GypHO H  KOHTPOJAHDOBAaTh TeHEHHE
PeaKLHH 3aTPYAHUTEIbHO.

2. Has oxuciedus OHJI NPUMEHEH NPOLAXKHBIA NePTUIPO.

3. Peaxuus CHAbHO 3K30TEPMHHYHA;, IO3TOMY COAEDIKHMOE
KOJAOH HEeoGXOAHMO BpeMsl OT BPEMEHH OXJaXAaTb BOAOH.

4. Toayuennoe koanuectBo 5-6ensuicyibdomeTurdypan-
2-xap60o1oBOY KHCAOTH MOXeT ObiTh NEPEKPHCTANIH30BaHO U
u3 500 a2 nenstHoft YKCYCHOI KHCAOQTHI.

Jlpyrde crnocodbi MOJyueHHd

[ moayvedna  5-GeHanacyabdhoMeTnadypaH-2-kapGoHo-
BOMl KHCAOTBH MPEAAOKEH TOJAbKO ONWMCAHHBIA BEHIIP Croco6’.

v A JI. Mamkoss, A. A. Aposn, Hse. AH ApuCCP, XH, 12, 63 (1959).
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5-BEH3HJA®YPOYPAJNBANETOH

B I " NaOH

I ]
CH, O/CH=CHc":CH,+H20,

' O

Opennoxuan: A. 1. Muaxoan, A, A, Hoxuxau,
Mposepuan: O. JI. MunwosH, 3. P. Bariacapsau.

Hodyuenue

B Tpexropayio KpyrioaoHiyio koady emkocteio 200 4.z,
cHabxeHHyl0 MeWmaakoil ¢ 3aTBOpoM, OODATHHM XOJOIHIbHH-
KOM W TeDMOMETPOM, IIOTPYKEHHHM B IKHAKOCTb, [OMELAIoT
18,6 2 (0,1 moas) 5-6ensuadypopypora (cM. ,CuHTe3w rerepo-
LWHKAHYECKHX coefuHennit*, 3, crp. 13), 11,6 2 (0,2 mo.a) aue-
TO0Ha U 70 M2 BOAHL.

Peaxi(uOHHYI0 CMECH TNPH NepeMelnBaHHH OXJI2)K1310T 10
10”7 u, 3aMeHHB TEPMOMCTD KAaleabilod BOPOHKOH, NMPUIHBAICT B
Teuenue 5 MHHYT 2 42 30°, pacTBOpa CAKOrO HATpPa; YKasaH-
HYIO TeMNepaTypy mnoNiepXusBaloT B teucHHe 1,0—2 wacos.
V 1ansioT ox/1axaaoulyio 6aHio 1 TepeMellHBaloT cMech eule 4 9a-
ca, uocae dero npuBasasior 10%-Hyl0 cepHyio KHCAOTY 10
KUCA0#l peakunn Ha aaxMyc. [puiusaior 30 —40 s adupa. or-
Aeqaior 3pupHuI CA0H, BOAHHIL 3KkcTparupytor 3 pasa 3hHPOM,,
nopuuaMu mo 50 M., MPHCOEIMHAIOT K OCHOBHOMY MPOIYVKTY Iv
BHICYLIHBAIOT HAaJ TNMPOKAICHHLIM CepHOKHCJIBIM H4TpHEM.

QOcCTAaTOK NOC1€ OTrOHKH pPACTBOPUTEJsl IIEPEroHsiorT B Ba-
Kyyme, cobupas npoaykrt, kunsuui npu 160—1667/1 .

Buxoa 14,0—147 ¢ wi 61,9--65,0%, reopeTnuecxoro xo-
JAMYECTBA.
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5-bensnaoypdypannvanerod, CiHy, O, moa. pec 226,27,
di’“ 1,0991; nﬁ01,6158,m— CBETJO-XKeATAsA KHIKOCTb DACTBOPH--

Mast B OpTaHHUYECKHX pPACTBOPHUTENAX H HEpACTBOPHMAA B BOAE;
[IpH CTOSIHHH TeMHeeT.

IOpyrte croco6u mogyueHus

5-Beusundypdypanbaueton Obl1 NOAYy4eH TOJALKO IO ONH-
CaHHOMY Bhille cnocoly.

2,3-BEH30®YPAH
{Kymapon)

CuO .
COOH — o’ " CO,

Mpenpaoxuan: A. JI. Munxosn, A. A. Aposu, H. X. Xauarpan.
fIpoepuan: B. T. Adpukan, A. H. Oranecsqn.

Hoayuenmwue

B neperounyio ko016y emrocrbio 100 #.2 ¢ pedermaro-
pom amunoil 10—I12 ca (npumeuanue) u  GOKOBHM TYOycoM
{koa6a Pasopcroro) uomewawr 24,3 2 (0,15 moaa) Genzody-
paH-2-kapGoHoBOI KHCAOTH ¢ T. na. 189—190" {cMm. crp. 49)
n 1,0 z oxucH Menn.

Kon6y 3axpeiBaior npo6Koil ¢ TepMOMETpOM, OTBOAHYIO
TPYOKY NMPHCOSAMHSIIOT K BO3AYIIHOMY  NXOJOAUJABHHKY JJHHOM
40—>350 c u HarpesawT COAepXKIMOe KOAOLI Ha MeTaIIHUeCKOH
fare. Korza remneparypa Oanu tocruraer 200—210°, 6ensody-
paH-2-rkapboyoBas xucaora 1aasures, a npH 240° uwawudaercs
NeKapOOKCU/IMPOBAHMe I OTroHKa ofpasopasuierocs Gensody-
paxa. Temueparypa OTXOIAUUIX [APOB B TeuelHe BCETO NepHo-
13 aexkapOoKcHAnpOBaHiA ocraeTcss B npenpesax 150--155°, [le-
xapOOKCHIHPOBANIME NPOTEXAET DPABIOMEPHO H B OCHOBHOM 3a-
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KAHYMBACTCS B Te4yeHHe OAHOro yaca. K kouuy peaxuum tem-
nepaTypy MeTaaJnueckoi 6aHH noswwmator a0 270°, Peakuuou-
HYI0 K00y W XOJOAHABHHK Onoackupaior 50 #. adupa, npu-
COeMHUHSIOT K OCHOBHOMY NPOAYKTY, BBICYHIHBAWT HAKL TNPOKa-
JICHHBIM CEPHOKHC/ILIM HATPHEM, OTTOHSIOT PACTBODHUTENb, d OC-
TATOK TEPETOHSIOT, COGHpas BelleCTBO, KHMsilllee npd 164 —
166°/680 wx. Buixon 12,5—13,1 2 wru 70,6—74,0%, Tteoperu-
YECKOTO KOJHYECTRA.

Bensodypan, CsH;O, mon. sec 118,13,—6ecuseruas wuj-
'KOCTb, XOPOLIO PACTBOPUMAS B CHOHPTE, OeH30Je K sdupe,
n10X0—B BOje; T. Kun. 170°/760 . a3’ 1,0971; n}) 1,5630.

IMIpumeuaHnts

ITpu npuMeHeHHH NEPErOHHOM KOAOb C KOPOTKHM aeduer-
MaTOpOM BMeCTe ¢ GeH30()ypaHOM CyGJIHMHPYETCS H HEKOTOpPOe
K0.1M49eCTB0 0eH30(ypaH-2-Kap6oHOBOH KHCJAOTHL.

Hpyrue crocobul moayuenus

2,3-bensodypan obpaayercst NMpu Cyxofi neperoHke xa-
MEHHOTO YTl H NOAY4YacTcs H3 (PAaKUMHH KAMEHHOYTOIbHOI
CMOBl, kunsuedt npa 168—175,

BuMecre ¢ ApyruMu noanMepHHMH NpOAYKTaMH KyMapoH
©00pasyercst NpH HarpesaHHd (GpeHoKCHANeTaAbAETHAA C 33% -HBIM
PICTBOPOM X.IODHCTOTO UHHKA B JeJSHOH YKCyCHOR KHeaore?,
4 TAKXe NpH B3aHMOLeHCTBHH Ge3BONHON WABCAEBON KHCJIOTH
< jgmaruaaueraseM (PEHOKCHYKCYCHOTO anbjaeruaa®. 2,3-Beuso-
(ypaH MomeT OHITh mMoJayueH HarpesaHuneMm 2-0opmuadeHoKCH-
YKCYCHOH KHCIOTBI C YKCYCHHM AHTHADHAOM H GE3BOIHLIM ale-
TATOM HATPHsY, & TAKKe CYXOH neperonkoft Kymapou-2-kapGo-
HOBOH KHCJIOTH C H3BECTbIO®.

JleriapOuHKIN3aAUH 0-3THIPEH0Ma B IPHCYTCTBHI HEKO-
TOPHIX METITHYECKAX M OKHCHBIX K4ATaIH3ATOPOB TaKKe HpH-
BOIHT K 0Opasosanuio 2,3-6ensodypanad’
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' G. Kraemer, A. Spilker, Ber, 23, 78 (1R90).

* R, Stoermer, A. 312, 261 (1900); Ber. 30, 1703 (1597).

* R. Stoermer, A. 312, 262 (1900).

* A. Réssing, Ber. 17, 3000 (1884).

5 R. Fittig, G. Ebert, A. 216, 168 (1883).

¢ C. Hansch, W. Saltonstalt, J. Settle, J. Am. Chem. Soc. T1, 943.
(1949, C. Hansch, C. Scott, H. Keller, Ind. Eng. Chem. 42, 2114 (1950),
C. Hansch, G. Helkamp, J. Am. Chem. Soc. 73, 3080 (195i).

7 B. B. Corson. H. E. Tiefenthal, . E. Nickels, W. J. Heintzelman,
J. Am. Chem. Soc. 77, 5428 (1935).

BEH30®YPO®YPUIIMETHIIAMHH

> . I
@R_JCOOH +S0Ck o/ cocl 50, + HC

_ )
‘ + 2CH,NH, -
cocl CONHCH, +
o7 - 0
CH,NH,-HC}
o ] + LiAlH, —
A CONHCH,
0
~ . LiA}(OH)
S CHNHCH, | g
L Y 2

.LiA 2H,0 -
@CHNHCHJ LIAIOH), + 2H,

2



2 + LiOH + Al(OH),
CH,NHCH,

Mpexaoxunm A. 71 Mumpxoss, M. A. Kaazpuss.
Mporpepuan: O. JI. Munaxosn, I'. M. Torocas.

Moayuenwune

Xaoparneudpud 6ensodypan-2-xapborosod Kucaomel. B
KPYJIOAOHHY 0 KOAGY eMKoCThio 250 ., cna0KenHyio obpar-
HHM XOJOMHJIBHHKOM € XJOpxaJbuieBoft TpyOko#, nomematwoT
40,52 (0,25 moast)  Genszodypan-2-KapGoHOBOH  KHCIOTH  C
7.1, 189—190° (cu. crp.49) 38,62 (23 x4, 0,32 MOAA) XJIODPH-
CTOFO THOHMA u 75 Ma cyxoro Oensona. Bepxuuit xoHen
XJ0pKanbuuesoll TpyOKku COCAHHAOT co CkaAsHKoN ThueHKo,
cogepxaulefl pacTBOp WEJIOUH M CAVKAUECH J1Ad IOMIOMeHHS
BLITE/IAIOMHXCH [PH PeakuHH XJOPUCTOTO BOAOPOIA H CEPHH-
CTOro aHTHAPHIA.

Cmech XanaraT #a Boasnoli Gawe B Teueude 6 dacos,
NOC/AE YEro COABPKHMOE KOIOH TepeHocaT B K016y Knafizena,
OTTOHSIIOT B BAKYYME BOJOCTPYHHOrO Hacocd H3OHTOK XIOPHCTO-
ro THOHHJIA H 6eHso4. OCTaTOK NepPeroHsioT B BAKYYMe, COOH-
pas  Beilectro, Kunsmee npE  124—126%2  wa. Brxox
41,4—492.8 2 uau 91,9-95,1°, TeopernuecKoro KO.THYECTBA.

Xaopaurunpua Geusodypan-2-kapGoHOBOM  KHCAOTH  TIPH
CTOstHHE DOMHOCThIO KpHCTALIN3yercs; T. ma. o0—3517

Memuaamnud 6ensodypan-2-kapGorosolt Kucaome. B no-
AVIARTPOBYIO KPYIOAOHHYI0 K010y NOMEIAIoT 36,1 2 (0,2 Moaa)
xaopauruapuaa Gensodypau-2-kapOOHOBOH KHCIOTH H 200 M
cyxoro Genzoaa. Koafy B3apemMBaloT i LpH OXJMQMICHHY  XO-
A04HOf BOAGH HIPONYCKAIOT B HEE TOK CYXOro METILIAMUHY
(npumcuanne 1) 7o ysennuenus seca na 20 2. 3arem xoaly
IpUCOeAMHAIT K 00paTHOMY XOJI0AHABHHKY C X 10pKa’bLUHERBOK
TpyOKON H KHNATAT pEAKUKOHHYIO CMECH HA BOISHO GaHe B
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TeueHue 4--5 uacop. [Tlocie OXJaXACHHA CMECH IO  KOMHAT-
Holl teMmmeparypel OTQHAbTPOBHBAIT 0HPAIZOBABIIHACH XJOp-
FUAPAT METHAAMIHA H (HIBTD NpOMEBaIT 3-—4 pasa CyXum
GensoaoM, mopunamu 1o 25— 30 sz kaxaas. M3 ¢uastpara or-
rousiorT 6eH30a 10 o6bema 45 30 M1, OCTATOX CAHBAIOT B CTa-
KaH 1f OXAAXKAAWOT BOJOH. 33KpUCTAAIU3OBABIIHACA MeTHAAMUL
Sensodypan-2-kapGoHOBOR KHCJIOTH OT(HIBTPOBHIBAIOT H [IpO-
MBIBAIOT HA PuAbLTPE 1eB0AbIIEM KOJHUYECTBOM AafCOTIOTHOrO
adupa.

Bexoa 27,9—28,7 2 unu 79,8—82,0°, TeOpeTHULCKOrO KO-
auuecrea; 1. m1. 104—105° (npuveyauve 2).

benzogypdypuasmemuiasus, B JAHTPOBYIO TPEXropaylo
KPYLIOI0HHYI0O K0A0y, CHAGKEHRYIO MeXAHHUECKOH MCulanxkoh
1 XOJOAHILHHEOM C XJ0pKadbliMeBod TpyOKoil, movewmaior 11,4 2
(0,3 Moas) aAlOMOrHApHAA JAuTHS, pacrsoperHoro 8 300 ..z ad-
coqiotHoro sdupa (npumeuanue 3). [lpu nepemelnusanuy Hepes
O0KOBOIl TyGyC MaJCHBKHMH nopu,fmml B reuenue 4-x yacos
npubasaaor 26,2 ¢ (0,15 moas) Mertunavupa Gensodypad-2-
KapboHOBOfl KUCIOTH. [locae npHOasBieHill BCEro KOJAHUYECTRA
AMHAZ PeAKHHMOHHYI0 CMEChb KMMATAT Ha BOAsAHOf 0ane B Te-
yenue 18 wacos. 3atem u3 KANEJbHON BOPOHKH MPUOABIAIOT NI
NepeMeiiuBaHAY H OXJaK1eHHH B Teuenue 23—30 munyT 30 sz
BoIbl (rMpUMeuanne 4).

Ocai10k OTHHJALTPOBHBAIOT H NPOMBIBAIOT MIHATHIO MTOPIMSIMI
a6c0.110THOTO »dupa no 75 a2 raxaas. PuisTpPaT BHCYUIHBAOT
0e3BO/AHBIM CEPHOKHC/ABIM HATPHEM, OTTOHAIOT PACTROPHTEb, &
OCTaTOK fBPeroHsoT B BakyyMe, cobupas $pakunio, KUrsiylo
npi 106--108%/3 ma. Bmxox 15,5—16,2 ¢ mau  63,065,8%
TEOPEeTHYECKOr0 KOJAH4YeCTBa {npuMedanue o

Beusodypdypuamermaiamun, C,pH, 0N, voa. sec 196,20,
d7" 1,0877, n% 1,5675.—G6ecuBeTHAT KUIKOCTD, XOpOouIo  pac-
TBOPHMAS B OGHMHBIX OPTAHIYECKIX PACTBODPHTE/NX 1T HEPACIBO-
pHMAs B BOJC.



llpramMeuaHHH

1. MpaGop A9 MOJYy4EHHA CyXOro METHJIAMUHA NPHBEICH
Ha pucyHke. B JMTPOBYIO KPYyI.OAOHHYIO KOIOY @ noMewaoT
10 NOAOBUHH 06beMa KOJGH H3MeJNbuyeHHBIH eAKHI HAaTp n ue-
pe3 KamedipHylo BOPOHKY /. mo Kamisim npr6aBaA0T BOAHbIH
pacTBOD METHJIAMHHA MIH XJOPHCTOBOAODOAHOTO METHIaMHHA.
BLiIe/AHBIIAICS AMHH uepe3 OOPATHHIA XO/AO0THIbHHK H TPYOKY
p MEPEXOHT B KOJOHKY K, HANOJIHEHHYIO FPAHY/HDOBAHHBIM €11~
KHM HATPOM.

OC’BO(")O}KJEHHHﬁ OT BJATH METHAIMHH 4Yepe3 npeoxpa-
HHUTC/Ib 6 TIePeXOAHT B PeakLIOHHYIO K0.I6Y ¢, Colepkallyio GeH-
30/bHBLI PACTBOO XJopauruipiula OeHsodypau-2-KapooHOBOH
KHCIOTH. B Havwane peakuun B pesy.1sTaTe Oy PHOTO MOMIOHLEHHS
METH.IaMHHA B CUCTEMe HHOTJAa najaeT Aas/jeHHe, u LiA Npet-
OTBpALICHUS Mepexoa peaxknuoHund cmect B X010y 6 Heob6xo-
AUMO OTKpBIBATH KpaH Kp.
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9. Merunamus GeH30dy paH-2-kapbOHOBOH KHCAOTE MOXKHO
NepeKpPHCTATIN30BATE U3 a6conoTHOro GeHso.aa; nocie nepe-
KPHCTAAIH3AIAN TEMIEPATy pa niasicHud nosumaetca Ao 106—
107°. Onuako MOJyYeHHLH ONKCasHBIM BBIIE cnoco6oM  npo-
AYKT AOCTATOMHO 4HCT M 6e3 najbueliinell nepexKprucTasIn3anun
MO3KeT GBITh BOCCTaHOBNEH B GeH30DypdYpHIMETHAAMHAH.

3. TMpurotosiesue 3pnupHOIO PacTBOpPA 4JIOMOTHADHAA JIH-
THsi cM. ,CHHTe3b TeTePOUHKIMUECKHX coegmuHennitt, 3,
crp. 20.

4. Tlpu npuOaB.IeHAH METHIAMUIA Gensody paH-2-xapGo-
HOBOH KHMCJAOTHI, @ TAKXKe NPH DABIOKEHHH KOMIIEKCA M Ho-
6LITKA AMIOMOTHAPHIA JHTHA HEoGX0IAMO coBA1aTh 0COGYI0
OCTOPOKHOCTb, TAK KAK IMPH 3TOM BCAEACTBHE 3K30TEPMHUECKOIl
peaKUH: NPOHCXOAHT CHAbHOE HCMAPEHHE s¢upa.

5 [locae oTroHkH OensodyplhypuiMeTHIaMinHa B xosbe
Kaiisena ocraeTcsd OKOJO O 2 HEBOCCTAHOBJIEHHOTO aMmuaa, Ko-
TOPHLl NOC/E NMEPEKPHCTANTA3ANNA U3 6eH30.14 MOXKHO HCIOJL-
302aThb 110BTOPHO.

Hdpyrvie crocoGbl NOJyyeHHs

Benszodypdy puaMeTUIaMUH 6LlT NOIYWMeH TOIBKO ONHCAH-
HBIM BBilllE CIIOCOOOM.



2,3-NUMETUJTUHA0J1-5-KAPBOHOBAS KHCJIOTA

HGOC T HN
T()r) - —
NH, 2+ HCI
HOOC
+ 2H,0
N,Cl
HOOC =+ 2H,30, + 2H,0 —
N,ClI
HOOC
\N/NH,-HCI -+ 2H,50,
H
‘HOOC (I:H2CH3
|y NHe HOE+ OC—CH, + CH,0H 2%
H
CQHE,OOC CHJ
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N
H
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' }, —
CH, + KOH

H

KOOC CH,
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ey, T CiHOH
N
H

KOOC CH

3
HCI —
CH, +
N
H
HOOC CH, + KCl
CH,
N
H

Mpexaowuau: A. JI. Mutxosu, A. [. Tepsan, [. T. Tatenocsn.
Mposepnau: . JI. Tlanasy, H. M. OranikausH.

lMonyuyeHHeE

Coasnorucaslii n-kapboxcugeruseudpasut. B muTpoRy10
KPYTJIOAOHHYIO TPEXTODIYI0 KQ10y, cHA0XeHHYIo MemaaKkoil,
TepMOMETPOM H Kane1bHoli BOPONKOfl C JAJMHHON OTTAHYTOH
TpyGKoil, nomemaior 21 2 (0,15 Moas1) n-aMHHOOEH30HHOM KHC-
ot u 150 m.z sompt. OxsaxiaiorT Kkoaly AbLOM H COJIBLIO,
NyckaloT B XOJ MEUA/JKy ¥ B ONHH IPUEM npaGasasior 170 ma
KOHIEHTPUPOBAHHON COJSIHON KICAOTH B xosGe o6pasyeTcs
Kamgyga C OCALKOM XJOPruipara N-aMUHOBEH30HHOA KNCTOTHL.
Cmech oxaaxiaor 10 —2—0" 1 u3 Kane/bHOH BODPOHKH,
KOHel KOTOpOfi 10/KeH OHTh NOTPYHKEH B COLEpPKNMOE KOIObI,
nocrenenno npubasisior pacrsop 10.8 2 (0,15 wmouss) asoTu-
croxucaoro Hartpust B 150 404 BOIH. [TpubanieHue BeayT C
TaKofl CKOPOCTBIO, YTOOH TEMIEPATYpA CMEBLH HE TNOAHHMAAch
pue 0°—2°. Tlocae npubapiektis a30TUCTOKWCIOrO  HaTpus
MPOJO.TKAIOT 1epeMellBatie elle 15 MHHYT 1 3aTem pa36aB-
JAIOT MpO3paunbiit 6yphil pacTBOp 75 M/ BOIBL

B nATHANTPOBYID KOOy C NOTPYMKEHHBIM B HEE TEPMO-
MCTPOM /st HU3KHX TreMmneparyp, HaXOARULylOCsd B faHe co
JbAOM H COJABK, MOMEWLAnT 1200 ua sopbi. [locae oxjaaxze-
Hust 10 U—3° npoOmycKaioT B Hee OHICTPEIE TOK CEPHAUCTOTO
aHrmApnia W3 0ajjiOHa, CIead 31 TeM, yTOOL TEMmepaTypa
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NOLKEPXHHBATACL B HHTepBaste 5—10°. [locae waceiwedus pa-
CTBOPA, NOLLEPKHUBAA Ty XKe TEMNEPATYPY M NPOAOLKAR MPOTY-
CKaTh CH/IbHBIH TOK CEPHUCTOrO AHTUADHIA, K COAEPKUMOMY
KOJObI B TEYEHHE 10JAyvyacd NPHOABASIOT XO.JIO0AHHE PACTBOP
COJM HUA30HHA, TOPUMAMHA TO 75 MA; IpH STOM pPEAKUHMOHHAA
cﬂmer OKpAUIMBAETCH B TEMHO-KpPAaCHBIA LBeT (mpuMeuauue 1).
banjo CO JIBJOM OTCTABAAIOT, MPOLOJKAOT [IPONYCKATH CepHA-
CTHII @HFHAPHA €lle B TEYEHHE MOJAYHACA H OCTABIAIOT CMeCh

Ha 12 yacos mpu KOMHATHOH Temmepartype. [lo neTcueHun yvka- -

3aHHOI:.O BpeMeHu HprOaBAAOT K cMecH 1,5 .z wOHUEHTPHpO-
BAHHOMN (iommoﬁ KHCIOTHE; IIPH 3TOM 06DA3yeTCs OCAZ0K COJsA-
HOKHC/IOH CO/H n-KapOokcHbennarnapasuna. Cvech oxaak1a10T
JbAOM B oAbl 10 0--57, ocanok OTGHALTPOBHIBAIOT, MPOMEI-
BAIOT €ro Ha buabTpe 1BYyMA MOPLHMAMY XOJM01HOH pazbap.iex-
HOW CONAHOR KuCIOTH (1:1) Mo 25 M4 U BHICYMIMBAIOT HA BO3-
ayxe. Ionywaor 24—24,5 2 (82,5—84,2%/, -TEOPE‘I‘H‘KBCKOFO
KOMMYECTBA) KPHCTALIHUYECKOI'O BeIECTBA  CBRTIO-KPEMOBOFO
uBera ¢ T. m1. 243—245° (npumeuaune 2).

[oayuennan conb Ges ganbHeiiulefi OYUCTKH HCMOIb3yeTEd
B cuntese 2,3-1UMeTHI-5-KapOaTOKCHUHA0A.

2,3-AJusmemun-5-xap6amoxcuundon. B xpyraoa0HHoil KO-
e eMKoCThio 250 M., cHAGKeHHOH 06DATHLIM XOJOIH.IbHUKOM
R redenne 12 wacoB kumsrat cmech 23,6 ¢ (0,125 moas) co:
IAHOKHCI0M coau m-kapGokcudennaruipasnna, 14,5 2 (0,2 moas)
Metwastiiakerona, 130 s aGeoatornoro cnupra u 10 .2 KoH-
HEHTPHPOBaHHON cepHOl Kuc/a0TH. [locle oXxaamkieHus TeMHO-
OKpauleHHLl pacTBOP ¢ 0CaaAKOM OOpa30BaBIIe{iCH aMMOHHEBOI
comd sansawotr B 400 w.r ge1auoil Bonsl. Beieansmeecs mpo-
MTHTAHHOE MAC10M KPHCTATIHUECKOE BELUEeCTBO TPHIKB =FCTpa-
rapyior sthupoy, nopuuami no 100 s, sdupnbiii pactBop mpo-
MBIBAIOT pa3daBJenHbM DACTBOPOM COAH, 38TeM BOJOH 10 ueii-
TPATHLHOR pearui i1 BHCYHIHBAIOT CEPHOKHCABM Harpuey. [To-
GIe yraiediis 3(pupa OCTABlUIEECA KPHCTAAANUECKOE BEILECTBO
pactipaior co 100 s nerpoacfinoro sdupa, oTQGUABTPOBHBAIOT
H HpOMBIBAIOT Ha (duabTpe 50 .1 TOro e pacrsopireas, [lo-
Ayuvaior 19,0 -19,2 2 uau 70,0—70,8Y, Teoperitdeckoro Ko.ii-
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YecTBA BHICYUIEHHOTO HA BO3AYXe KPHCTAIIHYECKOrO ReUecTBd
KpeMOBOTO LseT ¢ T. I 118,5° (npumeuanne 3), Koropoe 6e3
nagbHefieil OUHCTKYH ONXBEPraloT THAPOAH3Y.

ludpo.ausz. B kpyrao1oHHO# ko6e eukocrpio 200 w4,
CHAGKEeHHOIl OGPATHBIM XOJNOJHIBHHKOM, KMMATAT B TeUEHHE
3 gacos cMech 21,7 2 (0.1 mona) 9,3- IHMeTH.I-5-1kap63TOKCHHH-
nona 1 85 st 10°,-HOro pacrTaopa eaKOro Kajid B MeTHI10BOM
crupre, NOCIe Uero TMpHIBAIoT 100 m.2 BOXEI, 3aMeHAIOT 06GpaT-
HEIL XOMOAUABHIE BHCXONSIUHM H TOJHOCTbIO OTTOHAIT METH-
OB cnupr. T10C/e OXIAmAEHMA WE/OUHOH pacTBOp NPOMEL-
BAIOT HEGOIbIIIM KOJIHUeCTBOM 3(hupa U KUIATAT 10 Munyr ¢
1—92 2 WHUBOTHOFO YyFrif. PacTBop OTQHIBTPOBHBIIOT H INOL-
KHCAAIOT (PUIBTpAT YKCYCHOf KHCAOTOH 10 craboxucaon peax-
UMM BBbiAEIMBUIEECH KDPHCTAJIHYECKOe BeIIeCTBO OT(UABTPO-
BBLIBAIOT, UPOMBIRAIOT HA (UIBTPe ABYMA NOPUHAMA BOLBL MO
95 M1 M BHCyuniBawoT Ha Bo3ayxe. [locre nepekpucraiinsa-
wsn 13 250 wa  50%,-HOTO . METHIOBOTO CIMPTA MOMYHAOT
16,0—16,4 2 uau 85,0—87,0°/, TeopeTHyeCKOro  KOJMYECTBA
CRETIO-KPEMOBEIX KPHCTAII0B € T. IUIL. 238 —240°.

2,3- JIEMeTUIMHAO0I-5-KapOoHoBas  KACIOTa, Cy HinO:N,
moa. Bec 189,21, —xopouwo pacTsBOpAMa B CIUPTE, a¢upe H alle-

TOHE H HepacTsopsMa B BOIE.
MpuMeuaHns

1. B HekoTOpbX ONHITax Ha 3TOH CTALWH o6pasyercs
KpACHOTO UBETa Kpncmmmccmnfi 0Caj0K, KOTOpHIHA, O1HAKO,
npu nocjeiyouem npubasaeHHH COTABON KHCAOTH TOJHOCTHIO
NepexoiuT B XJOPTHApAT n-kap6oxcudenHaruipasnua.

2. Tlpure1eHuds Bbillie INPOMACH AHATOTHIHA crnocoby no-
JyucHHs O-KapOOKCH(ERHITHIPA3HHA, NPEATOKRIHOMY 3. Cre-
(pencont.

3. Iloce mepexpHCTALIN3AUMN B3 CMEPTA 2,3- quMeTII-H-
KApOSTOKCHIIHAOA NOJy4aercs B BHIE fecuBeTHBX KPHCTAMIOB,

maassxes npu 121—122°



Hdpyrde crioco6sl moiyueHHst

Las noaygenns 2,3- 1HMeTHIHELO0M-3-KapOOHOBOH KUCJIOTHI,
KPOME OMUCAHHOTO BhilIE cnoco6a, HCMOJB30BANACH TAKIKE KOH-
AeHcanus I-KapOOKCH(PEHHITHAPA3HHA C METHASTUIKETOHOM B
NPUCYTCTBHM COJSTHON KHC/AOTBI B VKCYCHOKHC/IOM pacTsope’.

1 3. Credencon, B c6opHHke ,CHUTE3Bl OPTaHAYECKHX HPENaparoB,
4, cTp. 262, NJI, Mockna, 1953 r.

2 U. M. Brown, P. H. Carter M. Tomlinson, J. Chem. Soc. 1843.
'1958).

2,5-AH-(OKCHMETHJT)-TETPATHAPOSYPAH

Ni/C zos i
HOCHiI o ]' CH,OH+2H, /& HOCHZ[ o ]CHZOH

Opeaaomuan: A, J. Manxonn, A. A. Joxuwa.
MMposepnan: A. A. Aposu, A. C. AsapsaH.

Monyuswenue

B rauaoniuica aBTOKJAAB eMKkOCThio 100 4.2 momemanr
12,8 2 (0,1 moua) 2,5-au-(okcumern1)-pypana ¢ T. mi. 79—80°
(cM. ,CHHTe3B TeTepOUMKJIMYECKHX coefnHenuii, 3, crp.33)
60 M. a6COIOTHOTO 3THAOBOTO chuprd # 3—3,5 2 KaTaJIH3aTo-
pa—HuKEIb HA OKUCH XpoMa (mpuMmeuauue 1), B a4BTOK1A2B 10G-
nawot BolopoA (npuMeuarue 2) g0 100 ar™., BKAIOUAIOT Kaya-
HUe u 06OTpeB M N0HUMAIOT Temnepatypy 1o 160°; ipu atoM
Aasjenune nopsinaercs 10 120—140 atm. [Toriouenke Bo10pOAa
HaunHaeTca ¢ 140° w nporekacT murencusno npu 150—160°.
[lo Mepe morjouiennss AgasjieHUC 11afaeT; [OTOMY BpeMs OT
BpeMeHH B aBTOK.aB MOAAI0T BOJIOPOA Add HOAACPKAHUA J1aB-
aenust B npefenax 120—140 arm. Heob6xoamvoe 114 peariui
KO.IHYeCTBO BOgopoxa (4.4 4) nmoraowaercd 3a 2 uaca,
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[Tocae OKOHYAHHA PeaKIUH AAIOT ABTOKAABY MPHHATH KOM-
HATHYIO TEMMEpPaTypy, OCTOPOXKHO CHYCKAT AaBleHHE, CAHBAIOT
THAPOTEHU3aT B CTAKAH, ONOJACKuBalOT aBToK/1as 100 m. abeo-
JTIOTHOTO 3TAHOJA ¥ IIPUCOEJUHAIOT €0 K OCHOBHOMY NDOAYKTY.
CruproBeiii pacTBop OTHU/IBTPOBHBAKT OT KAaTAJIU34TOpA, MpPo-
MBIBAIOT NOCJAEIHUA HA (uabTPe 2 pa3a aGCOMIOTHHM CIHPTOM,
MOPLHSIMH 10 25 M., OTTOHSIOT PACTBOPHTEJb W OCTATOK mepe-
FOHAIOT B BaKyyMe, cob6upas Bewecrso, kunauee npu 134—
136°/3 am.

Buxox 9,6—9,9 2 uan 72,7—75,0 %, TEOPETHUYECKOTO KO-

“Jimuyecrna.

2.,5-1u-(oxcumerun)-terpariuapodypau, CiH,;.O; Moa. Bec
132,16; d}’ 1,1553; n* 1,4720,—6ecusetsas Mpo3pauHas Kuj-
KOCTb, PAaCTBOpMMAs B BOJAE, CIHpTe, G6eH30Je€, MJIOXO PACTBO-
puMasa B sjdupe.

'

MpumMeuanus

1. KoanueCTBO KaraanzaTtopa coctasaser 5 °/y oT o6uwero
KOJINYECTBA 3aTPYKEHHOTO BEIIeCTBA U PACTBOPHTEJA.

2. Onucanue yCTaHOBKM [/ KATAJMTHYECKOTO THAPUPO-
BAHH{, METOLHKH 3aMOJHEeHus aBTOKJARA BOAOPOOM H PabOTH
¢ num cM. ,CHHTC3bl FCTEPOLMKIHYECKAX COeMUHeHHi", 2, cTp.
36—37.

Jlpyrue cnocoGbl MosyueRis

2,5-u-{oxkcumeTua j-rerparuapodypan GbiI MOJy4eH BOC-
crasopieHueM H-oxcuMmeTwIypdypoaa waj HUKR/JEBBIM KaTalu-
satopom Peneq'2 On Gbl1 noaydeH rakie HukAn3allmeil 1,2,
5,6- AM3MOKCHTeKCAHA [IpH KHNAUSHHM ¢ BOJOH™

t W. Haworth, W. Jones, L. Wiggins, J. Chem. Soc. 1 {1945).

2 F. Newth, L. Wiggins, Research (Londoni3-Suppl. 50 (1950) [C. A.
44, 6848g (1950)].

3°D. Wood, L. Wiggins, Nature, 164, 402 [1949).

4 L. Wiggins. D. Wood, J. Chem. Soc. 1556 {1950",
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AHUBTWITETPATUIPOSPYPOYPUIIAMUH

NaJ
[ ]CHECI + 2HN(C,Hg), —— [ 5 ]CHZN(C2H5)2 +
0

HN(C,Hy)
HCl

[Mpernowua: P. Moas.
[Mposepuan: B. I'. Adppuxan, I'. A. Xopenan.

Monrnyuenmwue

B crekasnnyo TpyOky nuamerpoMm 15—20 mu u  AanHOI
70—80 ¢ momemator 24,1 2 (0,2 moas) Terparnnpody pdypua-
XJopuaa ¢ 1. KA. 149—149,5°/721 wmae, 43,9 2 (0,6 mona) anstia-
aMuna n 2 ¢ fioancroro  watpus. TPyGKY 3anmadBaior W Harpe-
BAIOT B MACJAsHOM OaHe npu teMmnepartype Gauu 150° B Teuenme
40 vacos. Tloc/e OKOHUAHAS HATPEBAHHMA OTCACHIBAIOT BHIABLIA I
B 0CAnOK XJOPrUJIPAT IH3THAAMHHA H 2 pa3a NPOMHBAIOT €ro
abCcOMOTHHIM 3pupoM, nopunamu mo 30—40 xs. Ot duasTpara
OTTOHAIOT 3(UP H HU30HITOK AMITHIAMHHA, HAIOT OCANKy OXJa-
IuTbCA H 06pAbaTHIBAIOT €r0 KOHIIEHTPHPOBAHHOH COMAHON KuC-
JOTOH 10 KHMCJAOH peakuun Ha Kouro (oxkodo 5—7 ). Tloay-
YeHHHH pacTtBop npoMmBaor 20—25 w1 sdupa, OTALAAOT
BOAHbIA CIOH, HACHIIAIOT €F0 e1KMM KAld H, OTALIHB Bhije-
JHBLIATICA MACASHUCTBIA CI0H, BOAHBIA 2—3 pa3a SKCTPATHPYIOT
acmpom, nopuusimu 30—40 s kamaas. PUPHHE SKCTPAKTH
IIPUCORAUHSIOT K CCHOBHOMY NPOAYKTY, BbiCyLIMBAIOT HECKOJb-
KAMH KYCKaMH e1KOr0 KaaM, OTFOHSIIOT pacTBOPUTEJb H OCTa-
TOK [EPeTOHAIOT B BAKyyMe, COOHPAs BEUIeCTBO, KUOALICE MPH
857720 m.u.

Beixon 25,4255 ¢ uan 80,8—81,2 9, Teopuu.

Hustuarerparunpodypdpypuaamun’, C,H,,ON, mo.1. sec 157,
26,—GeciBerHas JIerKONOBUKHAA KHIKOCTh, XOPOIIO pPacTBO-
PUMAs B OpraHu4eCxHX pPACTBOPHTENAX W HE PACTBOPSIOLIAACH

B Bode; di’ 0,8982; ni 1,4400.
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Hpyrue cnoco6u nonyuenus

HustuarerparuapodypbypuiaMut 61 NO/NYUeH TdKKe
Moandnkauneit meroga P. [oas, ¢ HEKOTODHIMA HM3MeHEHHAMH
B neTanax, m3 rerparuApodypdypuaxaopuia M IHITHIAMHHA
'8 aGCOMOTHOM 3TAHOJE B MPHCYTCTBHH HOMHCTOrO Harpus’®,

R. Paul, Bull. Soc. Chim. France, (5) 12, 827 (1943).
J. H. Biel, H. L. Friedman, H. A. Leiser, E. P. Sprengeler, J. Am.
Chem. Soc. 74 , 1485 (1952).

1
”

HUHIOAA330J
COOH . COOH: 450, COOH
NH, N,Cl NHNH, - HCI
CO,H na 2 OH
NHNH,-HCl x

jay)
o

Z | ! OH POClI, 7 | [ Cl II\I
NNy N [\ I N,N P N7
H H

[lposepumis: B. T. Adpukan, M. T. I'puropsu,

NMNoayuenmue

Xaopeudpam o-2udpasunbensoinoi rucioms. B JTHTPO-
BBIfl CrakaH, CHAGKEHNDLIT Mewalkof, KaneapHOI BOPOUKOI,
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TePMOMETPOM M OXJaaxnaemhii B GaHe CO JBAOM H COJbIO, NO-
smemaioT 27,4 2z (0,2 moan) auTpaHuaoBOH xucaors B 200 mz
BoAB. [lyCTHB B X0J MEWAJIKy, RPHIHBAIOT K COAEPKHMOMY
cTakawa B OLuH HpHeM 225 M. KOHUEHTPHPOBAHHOH COJSHOMN
kHeaoTH (yn. seca 1,18). AnTpanniOBast KHC/JIOTA pacTBopAercd,
M BAYMHAET BHINAAATL B OCANOK ee X.J0pruapar. CMech ox/1ax-
xaoT ;0 0°, 3aTeM U3 KaHeJbHON BOPOHKH, KOHell KOTOPOfi
IOrpyKeH B Cycnensuio, npubasisiior pacrsop 13,8 2 (0,2 mo.11)
TeXHHUECKOT0 a30THCTOKHC.10TO HaTpus B 135 s4 soan. [lpu-
fapgenne npousBoasT B Teuewne 30 MHHYT, pery.aupys Tem-
nepaTypy Tak, u4ro0H OHA He MOAHHMAJACH BBIUIE 3°. Tlocae
OKOHuAHHA 1IPUOABJIEHMS [epeMelIuBaHke [POAOMKAIOT ellle
15 MHHYT; K KOHILY 3TOFO BpeMenu npoda Jaer NOJOKUTETbHYIO
PeaKIHIO HA HOLIKPAXMAbHYIO Oy MAWMKY (npumedanue 1. TIpo-
spaunkiil 6ypufl pacrsop pasGapamor 100 sz sepsuod BOIHL.

B 6-autpoBsyio KOIGY, CHalXEHHYIO TePMOMETPOM, TPYO-
KOfi, DOXoxALlell A0 AHA, Ta300TBOAHOM TPYOKOH H MOTPYKeH-
HOfl B GaHIO CO JbAOM H COIbio, nomematot 1560 .z Boner M
MPONYCKAIOT [0 HACHIILEHWS CePHHCTHIE aHTHAPHI, TOANEPHKA-~
pas TeMDeparypy Ha yposHe 0—5°; npomnyckaHue CepHHCTOrO
aurnapuga sauumaet 15—2 4aca {npumeuanue 2). [Jlatee, mpu
remneparype 5—10° K colepxuMOMY Koabul B Tedenue 30 Mu-
HYT NPHGABASIOT XOA0AHHII PACTBOP COMH AHABOHHA, MOPUHAMH
no 100 m.; fOpm 3TOM MPOI0LHAEIOT HPONYCKAHHE B DEAKLUHOH-
HYI X0aA6y cepHHCTOro aHrnipuua. Cmech OKpaUIHBACTCA B
TeMHO-OPAHKERLI 1BET. Y 118107 0AHIO CO JIbAOM H MNPOROI-
AIOT NPOTYCKARNE CEPHHCTOrO- aHTHAPHIA eule B TeueHHe 30 Mu-
Hyt. OCTaBASIOT HA HO4b IPH KOMHATHOH TeMIepaType u Ha
YTPO NPHOABAAIOT K cMect 2 .2 KOHUEHTPHPOBAHHOI CO/IAHOR
KHCAOTH {yA. Beca 1,18): mmnajtaeT B OUAl0K XJODTHAPAT
O-THAPa3uH6eH30HHOH  kHc10TH. CMech OXAaXIaoT 10 0-—5°,
(PUIBTPYIOT M NpoMbIBAlOT Ha (HABTpE ABYMA NOpuHAMH (11O
40 ma) oxmamiewnoit o 07 pasbasiesnoit (1:1) coianofi
KHCJIOTHL.

Bruxoa cocrasiser 32,6—33.2 2 (86,0—88,0 °, teoperu-~
4eCKOTO KOJAHYeCcTBa).
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Moayuessass coip maasutcs npu 194—195° (c pasroxe-
HUEM) M NPHTOAHA AJA NPHMEHeHHs B CaAelyrCileil crannu Ges
TajabHeliiell OYHCTEH. .

Hudazoson. B Jautposylo KpYrJAOLOHRYIO KONy, CHaG-
MEHHYIO OODAaTHbIM XOAOANILHHKOM, nomemalor 28,3 2 10,13
MOJIR) XJODFHAPATA O-THAPA3HHGCH3OINON KHCIOTH, 750 Mz
BOAH M 8 M. KOHUEHTPHPOBAHHOII COIAHOM KHCAOTH (Y. Beca
1,18). Cmech KHpATAT B Te€YeHwe mnoaydyaca, 06pasoBaBluuica
6 HO-XKEATHI PACTBOP MEPEHOCAT B BHIMAPHTEABHYIO HALIKY U
peinapuBaior 20 1/4 wactu nepsouauaibioro obbema. JMunasonon
pLIafAeT B OCAAO0K YyiKe Ha pauHell CTaaud ymapHsaHds, HO
3aTeéM C MOBHIUIEHHEM KOHIEHTPILUHN KHuCANTH OH CHOS4 pacT-
popseTcd. K TemaoMy pacrtBOpYy HeOOAbUIMMI MOPUHAME TPH-
6aB/IAI0T Ka/AbLMHHPOBAHHYIO €Oy AC teiiTpamusannu (16—17 2)
M MOJIYHEHHYI CYCNCH3HIO OCTARAAIOT CTOATH B Teuenke 2 ga-
coB. ITourn GecuseTHBIH HHAA3010H OTOHILTPOBLIBAIOT, MPOMBI+
BAIOT ABYyM# MOPUMAMH X0.10iHOfl %0ibl no 20 M. 1 cymar ua
BO3JyXe€, i

Buxoi eemecrtsa ¢ T. ma. 247—249° cocrasager 18,0—
19,8 2 (90,0—98,4%, TeOpeTHYECKOrO KOAHUECTBA) (mpumeda-
Hue 3.

3-Xaopundaszoa. B xoasy ¢ 1yGycom eMxocThio 100 4,
CHAGKeHHYI0 O6DATHBHM BO3AYWIHHM XONORWILHAKOM C XJ0D-
Kaabuuesoil TpyOKof (mpuMedaniie 4), 110MENLAIOT 13,4 ¢ (D1
Mossl) cyXoro uHAa3onoHa, 7.9 z (0.1 woas) CyXoro mUpHiKHA
u B teuende 10 MuHYT ~npuGaBIfAIOT npi  B36AJTHBAHIL 23 2
(0,15 monst) xaopoxucu docdopa. Cueck pasorpeniercs i Bhl-
IengeTcss XJIOPUCTHIT BOLOPO.L. Cuech HATPEBAIOT HA MACATHOM
Gaue, npu TeMmepartype 128—130" B reyenne OJHOrO yaca, BpeMs
OT BpPeMeHH BCTPAXHBAA koa6y, a 3areM B TeueHWHe 4 uacon
npu remneparype 130—140" [Mpospaunbii 6ypotil pacrsop OX-
namaaoT 1o 70, CAMBAIOT PN NOMEliuBaHHM HA 250 ¢ K040~
TOro JbIA H OCTABAAKT CTOATL Ha HOUb. BHLIEIHBIIHHCA Kpe-
MOBBIHl OCAJ0K OTCACLBAIOT H NPOMbBIBAIOT HA (hUIbTPe 20 ma
0,5 N Ccoaanof KUCJIOTH H 3aTeM 20 u.7 Xo.J10AHOI BOAB. BHI-

i
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cymledioe Ha BO3JyXe BellecTBo (mnprMeuanue 5) mnepexpu-
craain3oseiBaor u3 700 2 20%, sTusnoBoro cnupra.

Buxox 3-xaopunjasona ¢ 1. na. 148—149° cocrasaser
10,5—11,2 2 man 68,8—73,4%, TeopeTHYECKOTO KOJHYCCTRA.

Hroazoa. B xoaby emxoctrsio 300 ma, crabxennyi 00-
PATHBIM XOJOAHABHHKOM, toMewaor 15,3 ¢ (0,1 moas) 3-xaop-
unzazoaa, 18,6 z (0,15 wmoas) xpacsoro cocdopa u 100 mz
fOZHCTOBOAOPOAHON KucAoTH Y. Beca 1,68—1,70 (npuMeuanue
6). CMmech XUOSITAT B Teye Hie 24 4acoR, AT OXAAIUTHCH, Puab-
TPYIOT Yepe3 BOPOHKY C IPOCTHM CTeKAAHHEM (uabTpoM (11pHMe-
qauue 7) M [IPOMBIBAIOT (PUIbTP ABYMSI NOPUHAMU BoAr o 20 M2,
[ipospaunnii ¢uabrpat neperocat B 010y KuafizeHa eMroCTsi0
300 M4 M ynapuBAIOT HA BOAHOM GaHe B BAKYYME BOAGCTPYii-
HOTO HAcoca, npuMepuo 10 obwvema 40 sz, OCTATOK CMHBAIOT
B cTakan ewmxoctbio 250 wxa ¢ nomowmpio 70—80 s ropsuefl
BOABI, I10CIE YEro npospayduHil pacTROP oOx.adx japT B Oade
€O nbI0M M A006aBIAICT K HeMy KOHIEHTPHPOBaHHHN aMMUax
J0 CHUJAbHOMENOYHON peakuuu (oxkono 80 wa). Ha caenyonuit
ACHD WHAA30J OTQUIBTPOBHIBAIOT M CYWIAT; BEUiecTBO noJjyH4a-
eTcsl B BAJE OeCUBETHBIX KDUCTAMIOB ¢ T. ma. 143--145°,

Jlag BHICYHIMBAHHA HHAZ30J NOMEIU4IOT B CTAKAH eMKOCThIO
300 M, npHIMBAIOT 75 M4 §eu304a U KHUSTAT CYCHEH3HIO HA
BOJAHON 0dHE 0 TeX nop, NOKA He NPEKPATHTCHA BCTCHHBAHHE
{mpuMeyanxe 8); Mpu 3TOM BPeMs OT BPeMeHH NPUJIHBAIOT Oen-
304 Aaf  Bo3veumends norepun. CyYCNeH3WIO B ropsyem BHIE
GUIbTPYIOT LAd YIAMCHUS HEPACTBOPUBINHNXCS NpHMeceH, 1po3-
pauHslil  QHIBTPAT HArpPeBaloT 0 KHIeHHs, CHHMAIOT C OaHH H
OCTOPOXKHO NPUAHBAIOT 25 #4 GensuHa ¢ 7. xui. 70--90°, Ipu
MEJIIEHHOM OXJIKACHHH BBITAJAICT B OCJIOK GECHBETHHE KPH-
€TAMIBl HHJa30da ¢ T. na. 143—-147°

Buxoa 9,7—10,2 2 (82,2—86,4%, TeopeTnueckoro ko.In-
SecTBa).

Ofwnit BHXOA, CYUMTEA HA AHTDPAHHIOBYIO KHCAOTY, CO-
crapaser 43—55°/,.

HMuznazon, C;HgN,, Mo7. pec 118,14, —6eciBeTnsie Hroino-
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YaTHE KPUCTAMLIB, PACTBOPHMBIE B Topsueli Boae, COUpPTE H
sdupe, nI0X0 PACTBOPHMEIE B XOJOAHO#M BOJE.

Mpamevyanna

1. Ecau na 3toft crazuy npo6a He 126t NOJOXUTENbHOIR
peakuui, creiayer 106aBHThL emle HeGOo/blUIOe KOMHYECCTBO HH-
TDHTA HaTpHA.

2. Peaknuio crenyer NPOBOAHTL B BMTAXKHOM wkady.

3. MHna307101 MOKHO MOABEPTHYTH AOTOAHUTRALHOH OUHCT-
Ke MepeKpHCTaLIM3anueR U3 MeTuaoBorocnupta (24 42 cudpra
na 1 2 BewecTna) 8 MpUCYTCTBUH AKTHBHPOBAHHOIO 6€pe30BOTO yr-
ad. Teuneparypa IaBACHHA TONYUEHHBIX HIOJALYATEIX KPHCTAIIAOB
250—252°; srxox oxo.10 50 9, PasbasienneM (uabTpaTa ABY-
M 00bevMaMn BOAHW MOXHO EHAesdTh ewe 109, wnaszonoua

4. HeofvoanMo coGpats annapatypy Ha maudax.

5. Heounmenunit 3-xjopuugasen c t. ma. 143—146° ¢
TPYZOM HOI4ARTCH BHCYWHBAHNIO; HefOabII0e eT0 KOIHYECTBO
MOXKHO NEepeKpHCTamLIl30Bath M3 Boabl (250 s Bomer ma 1 2
BeILECTBA .

6. Baxuo mpuMeHATH HOAUCTOBOZOPOAHYIO KUCAOTY HMEH-
HO 3TOW KOHUEHTPALHUH.

7. Moxno pasfasute cMech 70 sz BoaR ¥ npohHABTPO-
BATb uepe3 OymaxHbil GUNBTP.

8. Onepawio MPOBOAAT B BHITSKHOM IIkady B OT.I3IEHROM
OT OTHS MecTe.

Jdpyrue cnocoGbl NOAy4eHHs

Meroan moay4eHUs XJOPTHAPATA O-rHADA3HHOGEH301iHOI
KMCJIOTHl H HHA43070HA B OCHOBHOM pazpaGorann TMdamintiin
u Juexxe’ [lpespailenye 1H13a30/10Ha8 B HHAA30/ NPeACTaRAsET
Co00i1 BHAOHIMEHEHHE METOAZ, NPeAAOKeHHOTo PHirepom H
3efidbdeprom®.  lexapGokcuanpoBanie Hu1a30.1-3-kapBonopoii
kuca1oTH onHcaan Hlan® u Aymepct,

538 NpiMEHer METO, 3JTHMHHUDPOBAHUA AMUHOTDYNIH B
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AMHHOMHAA30JAX, 3aKIioUaoluiics B AeHCTBHM 3THIOBOTO CIHpP-
TA WA CTAHHUTA HATPHS Ka COJb AMA3OHHA®.

Munas0om 6bl1 NOJAyueH NpH PasnoXKeHun yuc-2-CTHabOeH-
JAna3oHuii Grop6opaTa HAPAAY C HEKOTOPHIM KOMHUeCTBOM Ge-
HaHTpeHa’.

HMmeerca euwe » ps/t APYTHX COOCOGOB MOMYYEHHS, KOTO-
pHeE, OAHAKO, He UMEIOT lipenapaTHHOro suauenwus. [lpwseseH-
Has BHIIIE NPONMCh NOIydeHHd HHAA304a npedroxcua J. Cre-
dencon”. ‘

. Pfannstiel, J. Janecke, Ber. T8, 1104(1942).

. Fischer. O. Seufiert, Ber,, 34, 796(1901).

Schad, Ber. 26, 217 (1393).

. Auwers, R. Dereser, Ber. 52, 1344 (1919).

. Witt, R. Nolting, R. Grandmougin, Ber. 23, 3642 (1890).

. De Tar, Vun-Wen Chu, J. Am. Chem. Soc. 76, 1636 (1954).

. Credencon, B cbopunke ,CHHTe3nl OPraHHYeCKHX MpEMaparos®,
1. 4, crp. 262, WJI, Mocksa, 1953.
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(CH,),NCHO + PCl, - [(CH,),NCHO.PCl]

7
§ ]k [l + [(cH,),NCHO-PCl,] —
N
H

orcl,
CH: -Hal
AN
N(CH,),
H

CH -HC1{ 4 4NaOH -

N
H

CHO | aNaCl + NaH,PO, + HN(CH,), + H,0

Mpearowuni: A, JI Mupwosn, I Jl Tlanasu.
Mponepuin: B. T. Adpuran, I'. A, Xopensw.

Moanyuenmune

B monyauTpoByio qempex%omyxo K016y, CHOGKEHHYIO
MEAaJsKOl ¢  PTYTHHIM 3aTBOPOM, TEPMOMETPOM, ROXORALIMM
A0 AHa Koa0bl, KamelbHOit BOPDOHKOHW M BO3AYUIHBIM XO1OAW/Ib-
HUKOM C. XJOPKAnbUMeBOil TpyOKo#, momemaior 15,7 2 (0,115
MOJI8) TpexxJopuctoro ¢ochopa H Npu OXJAXAEHHH ABIOM H
SHEPTHUHOM MepeMelllnBalHI MeIJIeHHO - IPHKANLIBAIT 25 M2
aumertuagpopmamuaa  (dpusmeuanne).  Ilpubasienue nepBoi
NOJOBHEBI AMMETHI(POPMAMHEIA CUNPOROKAARTCA [OCTCIEHHBIM
noBLlmeHHeM TeMmeparypu o 20227, a 3areM moBblIeHHE
TeMmepaTypsl yCKOpAeTcs; NMO3ToMy UpH AocTHaenwn 30—32°7
CAeAYeT HA HeCKOJBKO MUHYT [IDHOCTAllOBHTL NpuGaBaeHue OC-
TANBHOTO KOJHUECTBA AUMeTiLTQOpMAMHIA It 3aTeM CHOBA NPO-
A01KHTh ero, caeiad 3a TeM. 4To6m rveMmeparypa He HpPCBBI-
asta ykasanHoro upesesa. OGpasyomuiica B Koabe KOMIICKC
3aTRepleBaeT B KpACHOBATHIE KPHCTALIbI, BCJAEJCTBHE HEro Mme-
HE33KA HHOTAA Nepectaer paSoTaTh: B ITUX CAYUasX OCTANBHYIO
4acTh UIMeTHAhOPMAMH G HPROIBAAIOT 11PH BCTPAXHBAHHU KOJ-
Obl.

ITocae 10—15 MEHYTHOTFO NMEepeMemHBAKHA K COUEPIKUMOMY
€010 B Teuenne 35--40 MuHyT npudarAfoT pacTsop 11,72 (0,1
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MoJA) uuaoaa B 35 M4 RuMeTHAGOPMAMKIA; TPH 3TOM TeMite-
parypa moBmwaerca 10 37—40°. Ina 3aBepuwreHUA peakuHn
CMECh TOJOTPEBAIOT HA BOAsHOH Gane npu 55—65° B Teuenue
25—30 MuUHYT.

Kamunneofpasuyo PeakUHOHHVIO CMeCh 0XJamjaalor o 15°
H TOCTENEHHO BHOCAT B koaby cmeppa 100 2z  wu3amenbueHnoro
sbda, a 3atem 100 s xonomHol ROIW; upH NPHGABJIEHHH fep-
BHIX [OPUMI /1b13 HMEET MECTO HeKOTOPOE NMOBHINEHUE TeMmne-
paTypsl, DAHUKO 3aTEM TeMIepATYDA CHIDKAETCS, JOCTHras
0—5". K o6pazopapuleMyCcsa p4CTBOPY NPH nepeMeiHBAHHH TPi-
6aBAAIOT U3 KaneabHoil Bopouku pacreop 202 'C,5 Monas) eniko-
ro narpa B 100 4 BOxbl; kX KOHUY nNpubaB.IeHdss  pacTsop
CTAHOBHTCS MYTHHM H HAUHHAET BbINALATL OCAAOK. LloCae TO-
JIy4aCOBOrO nepeMemIMBanua cyech pasdasior 200 a2z xo-
JOZHON BOAB H OCTABAAIOT HA 1IOYD.

Boimanmuit ocafok oTCacLBAIOT, TPHK1H IPOMbBIBAIOT BO-
noi {mo 80 4] ¥ BeICYyIIMBaIOT. BHXO Npo/iVKTa, IJIaBAule-
rocs opu 192—193°, cocrasaser 13,1—13,6 2 n1n 90,0—93,89,
TEOPETUYECKOrO KOMHYECTRA.

Hunon-3-anpperna, C,H,ON, mo1. sec 145,16,—kpucTarin-
YECKO€ BEIIeCTRO Oeq0ro WK CBET/IO-PO3OBOLG I[BETA, pPACTBO-
puMOe B ODraHuvyeCkHX pAacTREOPUTEIAX I HEPACTBOPHMOE B
BOJE.

MpumMeuandus

[Tpuvensierca  mponawumlii, rexmiqeckuil  1umerTnadop-
Mami. [M30uToK auMeTHADOpPMaMIL,:  LIVKIT pacTBOPHTEAeM;
UDHMEHEIHC MOTAPHOTO KOJAHYECThy MMeTiLIpopMaAMHIL BeleT
X OCMOJEHHIO H CHHIKEHHIO BHIXO.ii.

JApyrHe cnocodn noJayyeHus
Hunon-3-anbacrua o6pasyercs upn HAarpeBsaHuu TPHOTO-
daHa ¢ BOAHBIM PaCTBOPOM XJA0DHOrO e.gesal.

3107 aapierun Gbl1 BIEDPBBIE CHHTE3HPOBAH SJJIHHIEPOM
flo peaknun Tumana-Pefimepa, r3auvoaeiicTsuem nEgoa ¢ X.J0-
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poopMOM H CNHPTOBHIM PACTBOPOM €IKOTO KaTi. BHJO moka-
3aHO’, UTO NMPUMEHEHHE GOJbWOr0 M3GHITKA WEJIONH ClIOCOG-
CTBYET yBEJHUYEHHIO BHXOAA adbAeruA.

Hunoa-3-anpaerna nonyuaerca Taxwe B3anMoieficToieMm
OKHCH yr1epola ¢ Kaaui-HuaoaoM B aBTokaase npu 1507 n
450 arvl, 1eKapOOKCUINPOBAHHEM HHAOM-3- LIMOKCIMIOBOH KHC-
J10THl, B CBOIO Ouepedb MOJAY4aeMOl KoujAercauiieii HHA0AA ¢
STHJIOBBIM 3(DHPOM 1iaBeseBOl KUCAOTHS, H B3aHMoLefcTBHEeM
3-(IHMeTH.IAMHHOMeTH.T) -11H,10.18 C FEKCAMETHJEHTETPAMHHOM R
yKCycHON KkucioTe®.

[Tpn  xonaexcannu B-(WIMETHIANMMHOMETH)-HHA0AR 111N
€ro METHICY.Tb(DOMETH.IATA C (PeHHATUAPORCHANNIHON  00pi~
3yercs N-beuH.1-N-CKaTHIrH1POKCHAAMHUH, KOTODBLT 1PH OKHCIe-
HHI iBYOKHCHIO CBUHNA /I MUTPOGEH30.10M 1a€T COOTBETCTBY -
IOLLHIT HUTPOH, THADPOIN3YEMBIH WETOUbI0 B IH10.1-3-8.1bAETILL,

[Tpu (popmuanponannu megomAMarHuii-foanla -6po-
MHIA shupaMH MYPaBBIHON KHCJAOTH HHAOJ-3-A.1LI1ET 1 oGpa-
3yercsa HapAay ¢ N-(DOPMHIBHEIM NPOM3BOAHHIM®, [IpHMeHeHHe
B KAYeCTBE PACTBOPHTE.IA AHH30/14° U MOBBILIEHWE TEMIEPATY PhI
peAKIHII® CIOCOBCTRYIOT IOBBILEHHIO BHIX0AA 2-POPMHILHOLO.
nPOU3BOIHOro. I1pH NPoBeleHHH PEAKIHH B ABTONIABE BB X0
HH10.1-3-aabaernna gocruraer 410711

Haiboree y1o0ubiy cnocofos moIydeits 1.1104-3-40b-
A€THIa CUMTAETCA B NACTORUIEC RPEMA B3aHMONCHCTBHA MH10.12
C KOMILTCKCHBIM COEAHHPHIIEN 1HMeTHIGOPMAMILA ¢ X10POKHCEI0
bochopa® ? | 01HAKO HPH BTOM HMEET MECTO 3HAMHTE.ThIIOC
OCMO.TEHIe. 3ATPYAHAIOUIEe OYMCTKY UPOIAYKTA.

Ipit paspadorke upuserennoft spine nporuct GLLTO naji-
A€HO, U0 OCMOJIEHHE HMEeT MECTO H IIPH 3aMCHE X.JOPOKHCH
GOoChOpy XI0PHCTEIM THOHIIOM, HPHYEM B 5TOM C.1vaE BLIXO1
sHaunTe IR0 commaercsa (no 30—40°).

Omicaunsiii B TCKCTE CUOCOO OCHOBAH HA HPHMEHEH I 10-
CTYHHOUO TPeXXAoPuCcTOro Qocdopa; MeTor obecieqdBaer ic-
KJAIUYEHHE aCcMO.TeHlld, Hﬂé.ﬂ()flﬂﬁMOTO IpH  APVIHX MeTonax,
BCJEACTBIE UYero MNOJAYuaeTcs COBEePUIeHHO YHCTHIT HEL0.1-3-
anbieriy ¢ peixoiom 90—94°
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N-(y-HHOOJIWJI-3-TPONHJ)-TTUNEPHIAUH

7 CH,CH,COOH

sl )

+ SiCly -

Iz

CH,CH,CO0
s -Si + 4HCl
4

N
H

H,CH,
CH,CH.C00 Si+ 4HN ) -
4

N
H

7 CH,CHCON )
4| + Si(OH),
N |
H
CH,CH,CON )
2 l + LiAIH, ~

N
H
!/| FICH2CH2CHN< > -LiAI(OH)
NNy . 2
H
CH,CH,CHN
] < > -LiAl(OH), 4 2H,0 —~
M 2

N |
CH,CH,CH,N )
2 + LIOH + AI(OH),
N
H

Mpextoxua: A, JI. Munxosu, . T. Tatesocan, M. [1. YHausH.
Mposepuau: H. M. Orantxandy, O. A. Orammcan.

llonryueHHeEe

TMunepudud 3-(undo.aua-3)-nponuonoson Kucaomst. B kpy-
[I0OHHYIO Tpexrop:aylo koaby emkoctbio 250 .z, cHabxed-
HYI0 MEWANKOil ¢ PTYTHHM 3aTBOPOM, KANENbHOMN BOPOHKOH H
06PATHEIM XOMOIHILHHKOM C XJIOpKAJbiueBOH Tpy OO, mome-
wamwor 9,45 2 (0,05 Moag) %-(MH1014.1-3)-HPOMHOHOBOH KHCAOTH
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¢ 1. wr 133,5° (npumeuanne 1), 75 ma cyxoro Hensona u 2. L2
(3.5 s, 0,03 Moas) weTHpexxaopucroro kpemuna. Cmecw ne-
pememmunpanr 3. 4aca npu 50—60° a satem eme 15 wacos npu
HarpeBaHWu Ba Kunsmef BOAAHOR 6aHe; BHAELJICHHE XJOPICTO-
ro BOAOPOAA, BHauane oOHALHOE, 33 3TO BDPEMS NOMTH Npexpa-
waercs.

CMece OXN4KAAIOT A0 KOMHATHON TeMnepaTypsl U, Ipo-
noaXan  Mepevellupanue, Mo xamiss npudasasier 20 ¢ (0,24
MOJI9) CBEKENEepPeri{aHioro IHHePHANHA; IPH 5TOM NPOHCXOAHT
CAMOpPA3OTPEBAHHE CMECH M HauMHaeTca BHICACHHE 0(eq0ro
ocanrna KpemHexucaolsl. CMeck rnepemewnsaior 3 Teuenue 12
yacoB, CHAYAAA TpH KOMHATHOW rtemmeparype (1 yac), a sareu
npi HATPEBAHHM HA xHmsumell BoisHoll Gawe, mocae yero ob-
DATHHIE NOJOAHABHHK 3IMEHAIT HUCXOIAIIUM il NOTHOCTLIO OT-
roustior Genzoa. Qcrartok B koibe odpabarsipawr 120 a1 50-
HOrO pacTsopa €1KOTO HATpa, OTPHIBTPOBBIBAIOT, IIPOMVEIBAIOT
ua QuAbTpe TPeMs NOPUHSMH BOAM w0 20 M.1 u CYIIAT HA BO3-
ayxe. Iocae mepexprcraxanaaunu u3 S0 4.2 MeTILIOBOTO COWp-
ta (kunguenne ¢ 1 2 uBoTHoro yras) noavwawor 8,1--83 2
{63,2--64,7 %, Teopernyeckoro KkoauuectBa! GeCuUBEIHBIN Kpli-
craaiton ¢ T. 1. 128° (upusedanne 2).

Bocemarnosaerue. B MOJYJAUTPOBYIO TPEXTOPIYIO KPYILIO-
ROHHYIO K0AOY, CHAGKEHHYIO MeUIaJroff ¢ PTYTHBRIM 33TBOPOM
H OOPATHEM XOJOMIBHIKOM € XJI0pKadblieBOd TpyOrof, no-
menaor pacreop 2.5 z (0,065 moaa) adioMOrmipnia aitea B
100 ma sdupa (em. ,CHuie3s reTepoOUNKINYE CRIIX COCATHE N,
3, crp. 20). Tlvewawr B ¥01 Mewaaxky k HeOOJIBHIHMH HOPUKA-
mu npubasasior 16,5 2 {0,067 M0a9: XOPOWO H3MEABUEHHOTO
nunepuanaa f-(rnaoaia-3)-npomuonosell  wucioTu. [locae npn-
BaB/ierHs aMnia NepeMelIuBALMYI0 CMECh KHNAATAT HA BOIAHOH
Hfane B Teuyedue 24 uacoB, 3aTeM OXJAKAAIOT A0 KOMHATHOW
TeMOeparype, B CBOGOLHOE TOpIBIIKO KOAOH BCTABJAAIOT Ka-
NeALHYI0 BOPOHKY W, IIPOI0/AMAA LCPEMCIIHBAHUE, TIO KAWLIAM
npubasasior 25--30 w2 pogwl. OGpasoBarumuiics ocanok OTCa-
CHIBAIOT ¥ TPUKAbI MPOMBEIBAIOT #Hd QuILTPE 3QHPOM, MODHHAMH
no 80 wa. dbupumii Quasrpar scrpaxusaior co 100 sz 5%-
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HOfl COJAHON KHCAOTH ¥ nMpOMEBAaKT 50 M4 BOAB, KOTOPYIO
IPHCOCABHAIOT ‘K COAAHOKHCJAOMY pacrsopy. Boaxmil pacTtsop
XJAOPrHAPATA 4MHHA CH/JABHO MOJIILEJIaYHBAIOT, TOCTENEHHO [e-
GOJBIIHEMH KYCOUKAMH PAcTBOpSs B HeM n3bHTOK {okozc 20—
25 2) TBepAOTO eaxoro Hatpa; npu sroym N-(y-uupoadna-3-npo-
NHIj-THIePHANH BHASIAETCA B KpHCTALiHueckoMm Buae. Be-
wecrso pacrsopator B 100 a2 3hupa, pacToop NPOMBBAIOT HE-
GOABIIHM KOJIHYECTBOM BOAH W CYLIAT HA1 TBEDAHM EKUM K-
. Tocae ypaneuus sdmpa ocTasuieecs TBEPLOS BEILECTBO ne-
peKpuCTaLAu3OBLIBAloT H3 40 M2 METHWJIOBOrO CHHPTA; HoJay4da-
o1 14,6--15,0 2 wau 93,6—96,2%, reopernuckoro Koauniecrsa
GecuBeTHHX KpuCraaios ¢ T. ni. 98°.

N-{1-Unaoani-3-npomui)-numepuaun, Cill,N,, Moa. sec
242,36, pactBopuM B OOHYHHIX OPIAHHYECKHX PACTBOPUTEIIX H
HEepPACTBOPHM B BO/le; XJIOPTHAPAT — GeCUBETHBIE KPHCTALIH ¢
1. ni1. 192%; mmgpatr—xearoro iseTa, T. mi. 183,57,

3

NDpuMevyaHnus

1. Mexonnan 8-(MHA0MHI-3)-TPONAOHOBAS  KHC/IOTA MOJY-
uena no nponuci B. B. deoduiaxronal.

2. OnucagHell BEIIE COCO6 NOAVYeHH THIepHana F-(nH-
A0awI-3)-IPOTTHOHOBOH KHCAOTEL aHajoTiueH obuleMy crnoco-
Oy NoJyuerHs [AHITHAGMHAOB MHUDHHX KHCIOT, pazpaboTauHo-
My 10. K. ¥OpoeBuiw n 3. B. Bensxosoit®.

Ipyrue cnocobnt nogyueHns

N-(1-Hu101m1-3-1ponnaI) - Une pHIHH OB/ HOJAY YEH TOJDLKO
OTHCANBLIM B TEKCTE CriocoGoM.

' B. B. eopuiaxror, KOX, 17, 993 (1947
* 10, K. [Opses, 3. B, Benaxosa, KON, 28. 3 (1958).
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HH0JI-3-YKCYCHASL KHUCJIOTA
(Fetepoaykcun)

C,H,0H

It + CHO + HN(CH;),
N
H
CH,N(CH,),
| + H,0
N
H

CH,N(CH,) C,H,0H
|77 " L NaCN 4 2H,0 2228

N
H

CH,COONa
I + HN(CH;), 4+ NH;

CH,COOH
I . 4 NaCl

N
H

Npeanoxmuan: A, JI. Mumkosu, . V1. [lanasn,
lporepunn: A, . Tepsan, ['. T. Taterocan,

Monyuwueunwune

p-(Ausmemunanunomemu.r)-undoa (¢panun). B tpexrop-
Y10 KPYL.I040HHYI0 K00y eukocTbio 250 4.4, cHabxeHHY!O
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MeuaAKoli ¢ 3arBOpPOM H OOPATHBHIM XOJOAWIbHUKOM, TOMe-
wmator 11,7 2 (0,1 moust) ugjona, pacteopennoro B 100 s#a wme-
tunosoro cnupra, 12,3 2 (0,15 MOAA) COJSHOKHCAOTO AuMe-
tuiaMuHa u 4 2 (0,13 Moad, cuuras Ha Qopmanbierua) mapa-
dhopmMaabaeruad.

Cumecb npu mepeMeHIMBAHHHM KHIOATAT Ha BoafHoil OaHe
4--5 vacos. [locsne ox.aawaeHust HO KOMHRATHON rTeMneparyphl
conepxumoe Koabb cauBaoT B 400 4.4 BOAB, OTQHABTPOBHI-
BAIOT OT BeNpopearupoBaBliero uHAoaa H QuAbTPAT nojule/a-
YuBaloT IpuGaBieHHeM H3OLITOUHOTO KOJAMUECTBA KOHUEHTPH-
POBAHHOTO PACTBOPA €AKOTO HATPA A0 CHAbHOUIENOUHON peak-
uuu. Bumapuiuit rpamuH  oT(GHABTPOBHBAIOT, TPUKIBI MPOMBI-
BAalOT BOAOH (no 50 ) M BRICYIIMBAKT. BEIXON 15,5—16,1 2
win 89,0- 92,59, Teopernueckoro koaudecrsa; T. ma. 130—131°.

HHnioaus-3-yrcychas Kucaoma. B NOAYyJIHTPOBYIO KPyT=-
NOIOHHYIO K016y momewaioT pactsop 24,5 2 (0,5 Mosa) Tex-
HETecKoro UanucToro narpha s 100 sz soab, 17,42 (0,1 mo-
as) rpamuna, 100 ma 96 ”/y-Horo “aTwioBOro Crupra u 12 2
400/,-noro pacTBopa eaxoro Harpa. CMech KUIAITAT B TeleHwe
35—40 uacoB; mpu 3TOM BeCh IPAMHUH MOCTENEHHO NEPEXOoAuT
B pacteop. [lo oxJaxjieHuu cMecb Pa3baBAAIOT 300—350 M
BOAE U 06pabaThiBalotT 1—2 2 KUBOTHOTO Yras. [Tocae duabt-
pOBaHUA YAAIAIOT CIUPT B BaKyyMe BOAOCTPYHHOro Hacoca
ocratox oxaawaaior aploM. Obpasyiolmuics B HEKOTOPHX CIy-
YaAx OCAJOK AMHAA MHI0JHA-3-YKCYCHOH KHCTOTH OTHHABLTPO-
BHIBAIOT (MpuMeyanue 1), GHIbTPaT NPOMHBAICT 3PUPOM H NOLAKHC-
aa107 pasbapaennoii | 1:1)jconaHolt Kucao0TOH 10 KUCJA0H peaKuuH
Ha KOHTO. BeimaBmuil Geqbiil ocajok OTCACHIBAIOT, MPOMBIBAIOT
HECKONBKO pa3 BOAOH 1 BHICYUIMBAIOT. [Nonyuaior 13,2—13,5 2
chiporo mnpoaykra ¢ T. T 160—162°. KucuooTy O"HILAIOT
yepe3 ee HaTpueByio colbs. Buixon 12,8—13,1 2 nan 73,0—75,0%,
TEOPEeTHTeCKOTO KOJIHURCTBA; T. 1ML 165—166°.

Wnaoana-3-ykeyenas kucaora, CioHgOuN, Mo Bec 175,19,—
Geloe HAH Clerka po3oBaToe KpUCTALIudecKkoe BeULECTBO,
PACTBODHMOE B OPrAlIMueCKHX DACTBOpHTE.IAX U HEPaCTBOPHMOC
B BOIE.
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MpumMewyanus

Koanuecrso  06pa3yiolieroca aMuga HACTOABKO HE3Ha-
IHTEABHO, 4TO albHeHIIHH THIPOMH3 ero B KHCIOTY. Helede-
coo0pa3seH,

HApyrue cnoco6u nodyuenns

WNugonnn-3-yxeycuyio kucitory NO.TY4Y3I0T NpeuMyLecTpe-
HO THAPOJIH30M  COOTBETCTBYIOUIEro HUTPHIA. Wuaoauaane-
TOHHTPHWJ, B CBOIO OYEPelh, NOIYyYdeTCH KunaeHcaunelt N-anerua-
HHIOKCHIA ¢ UHAHYKCYCHBIM 3DHPOM C MOCJAeNYIONIHM OMBbI/Ie-
HHEeM npoxykTa KoHaeHcauuu', To peakuuu SAnn-Kauuremana wu3
AHSTHIOBOTO 3upa AUETHIrAYTAPOBOH KHCAOTH U XJOPHCTOTO
bennaanasonns®, a Taxxe no peaximu Pumepa KouieHcauuei
f-unaunponnonosoro anbaerusa ¢ tdenuarnapasnuom®. Haubosee
YIAOOHHM NyTeM nosyuennus HHAOINA-3-YKCYCHON KHC.IOTH $IB-
IAETCA B HACTORILEE BpeMd B3aUMOAefCTBHE TpaMuua C Lua-
HHCTRIM MATPHEM, CONMPOBOKIAIOUIEECT ONHOBPEMEHHBIM THAPO-
JIA30M 06pasyIomlerocs unTpu.ia. [IpHBeseHHas Bbile IPOINCH
paspadorana ua ocnose paGaTsl Chaifinepa u Tluarpuma®.

1
2

C. D. Nenitzescu, D. Raileanu, Chem. Ber.91. 1141 (1938).
F. E. King, P. L'Ecuyer, J. Chem. Soc. 1901 (1934); Z. Tanaka,
Jd. Pharm. Soc. Japan. 60, 74 (1940) [C. A. 34, 3735° (1940)].

® Z. Tanaka, J. Pharm. Soc. Japan, 80. 219 (1940) [C. A. 34, 54468
(1940)].

* H. R. Snyder. F. J, Pilgrim, J. Am. Chem. Soc. 70, 3770 (1948).

KYMAPHJIOBASI KHCJIOTA
(Kymapou-2-kap6oHoBas Kucnota)

H_ Br
AN H
CoRen:
0”0 0”0
H Br-H
Br + 3KOH —
0”0

9K Br + 2H,0
o 1COOK + + e

— KCl
Jeook *+HC @COOH +
0 0

[iposepuau: A. A. Aposin, H. X. Xauarpsi, M. A. Kaaapukan,

Monyuwenue

Jubpomrxysapur. B noayaiTpoByio TPEXTOPAYIO KOJI()yU,
CHAGKEHHYIO MEXaHHYeCKOH MeaTKofl, Kanelbidll BOPOHKOH

i XOJIOAHAbHHKOM, COCMIMHEHITBIM ¢ JoBYIIKOH 115 OpoMucToro
o 7 MADHNE f / .

Bonopoja, noMewawot 732 (0,5 moss) xymapuna i 100 4.1 x1103

podopma. PacTBOp TLIATE.IbHO NCPEMEIIHBAIOT B TeUCHHE

YACOB NMPH KOMHATHOW TeMmmepatype NpHOAB.IAIOT K HEMY 110 Kan-
asym pacrsop 80 2 (0,5 Moaa) Opowma B/40.Vl/l x.mp(?tpopma-
(npumeuaune 1). Oas ynagsenns u30brka oponra qe_pes hlagocm,
HYIC BOPOHKY B Teueune 15 munyt ﬂleGﬁB.:IﬂIUT oao.'xf) ' MA
2@0/0-1'01*0 pacTsopia  CV.Ib(UTA HaTpus. Decusernalil XJa0po-
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dopMilkil Ca0i  OT/IAKIOT M INPOMHBAIOT ABYMSL UHOPUHAMA
BOABl N0 150 4.2, BodHbi#l C/i0#t 3KCTPArHPYIOT ABYMS DOpUIAMB
xaopodopma 1o 70 A2, KOTOPHIC NPHCOGAMHAIOT K OCHOBHOMY
NPOLYKTY M CyWaT HAA MPOKATEHHBIM CEPHOKHCIBIM HATPHEM
(npumeuanne 2). CMeCh OCTABAKIOT CTOATh B TEUERHE TOAbKO
HECKOJIhKUX MUHYT; CEPHOKMCABIH HATPHi OT(PIIBTPOBLIBAIOT,
xaopodopm nbnapnBalor 10 o6bema 75 4.2 Ha BOlsHoil Gane,
a 3areM B ORCTPOM TOKe cyXore Bo3ayxa (npuMeuasie 3)-
Buxon 107,5.-115,5 2 (70— 75,2%).

Kyxaputosas kucaoma. B tpexiauTpoBoit Tpexrop.1ol k0.4~
Ge, cluabKeHHOB MEeXaHHUeCckofl Memaakoil W O6PATHHM X010
AAbHAKOM, pacTBopaioT 225 2 (4,0 M0.19) H3ME TbUEHHOrO e1L0r0
xaau B 350 4.2 a6COMOTROTO 3TH.10BOTO cnupTa. PacTsop niz10un
oxaax1a10T 10 15 | norpyxast koa6y B 6aHIO CO JIbAOM. 3i4reM
THIATETLHO epeMelluBas pacrnop, NpuOABIAOT K HeMy Hedu.1b-

mumu nopunavu 107,52 (0,35 MOJs1) XOPOMO H3Me.TbYeliHOrO.

aubpomiymapuia. CkopocTh npHOABICHHA PCTY.IHPYIOT TawiM
06pa3oM, uTcObl B TEYEHHE BCErO BPEMEHH TeMIeparypa He noi-
nuMaaack suie 207 (npumedauue 4); IPH 3THX yCIOBRAX Npndas-
JeHue 3aHEMaeT 0k0.10 uaca. [locae npubasienns aubpomuia pe-~
AKLUHOHHYIO MACcCy KUIATAT B TeUEHHe [10J1y4aca MPH 3HePTHHHOM
nepeMemuBaHuu. 3aT€M K COAEDKHMOMY KO.IGB NPHINBAIOT

750 M4 ropsadeii B0AH M NOJIYYEHHBIH DAacTBOp HEPErOHHIOr ¢

BOASHBIM TapoM 10 TEX I[0p, NOKA e Oyaet oTorxano 1250 sz
JdecTHAAATa (OpuMeuaHHe 5). 3artem emie Temibii OCTATOK (1pil-
MeuaHue 6) RHLIHBAOT B CTaKaH, cojdepxamdii 1 k2 koioTore
abaa u 600 4.2 6 N pacrsopa coasHoil kucaoTh. Heounmenivio
KYMapHJOBYI0 KHCIOTY OTQUABTPOBLIBAIOT H TEPEMEIHBAIOT c
300 M xoiognoil poaw. BewecTno oTAEA4I0T OT BOAB (PH.Ib-
TPOBAHHEM, TUIATEAbHO OTHKHMMAOT HA (M/ABTPE H MEPEeKPHCTAl-
JH30BHBAIOT 13 cmecn 125 ma cnupra # 125 w2 noam (npuve-
yanne 7). Buixoa cocrasnser 47 — 350 2 uan 82,6 — 87,8% reo-
peTHUEeCKOro ko.anuectpa (mpuMeuasne 8); 1. 11, 190 — 193 .

Kymapuniosas xucnora, C,HgOj; Moa Bec 162, 14, mpex-
cTaBiseT cOBOM GeciiBeTHBIE KPHCTA.11bl, XOPOUIO DPACTBONIMLLE:
B KHMALLEM CHpTe, M10X0 —B BoJe.
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NMpumeuaHuns

1. Yro6sl npely npeanTh HOBHIIEHHE TEMIEPATYPE, CACRYeT
BpeMst OT BPEMEHH OXJaxiarb K06y XONOAHOH BONOH.

2. Ecnn eille 10 yAa7 eHHs CEPHOKHCIOTO HATPHsA BLIACAHT-
CA HEKOTOpOe KOLHYECTBO n1u6pPOMKYMapHHa, TO AJs DacrBo-
peHHsi nocle1HAro HeOOXOAHMO npu6ABHTh AOCTATOMHOE KOMH-
uecTBO XJ0podopma.

3. CMechb caienyer 06paGoTaTh HEMeMIEHHO, YTOOB H3Ge-
KaTh pasjomenns JHOpOMHIA. Ha sTOfl craguu HHOTAA HpPOHC-
XOJHT HEKOTOpO® PasToKEHHe; I03TOMY HeOGXOAUMO LPOUELYPY
BeIzeelins AUOPOMKYMapHHA HHPOBECTH OLICTPO U NOJTydenibiil
ANGPOMUA nepepecTH B KyMapHJOBYIO KHCIOTY B TOT € Jeiib.

4. Ilpu nopullleHHy TEMIEPATypPHl NPOYKT Peakiiy hoay-
yaeTcs HeLOCTATOUHO UHCTHIM; AAsl €ro OuuileHus Tpebyercs
10BTOpHAA NEPEKPHCTANAN3ALNS, YTO 3HAUHTEIBHO CHUKACT BHI-
X0l HpoayKTa. ,

5. Uro6H npoM3BECTH neperoHKy ¢ BOAAHLIM NapoM, peak-
LHOHHBIE cocya cuafxawnT TpyOGKOA AAs BBOJAA BOAAHOTO Ndpa
H OOpAIlEHHBIM BHH3 XOJOIHIbHHKOM. Konby caeapyer Harpe-
RaTh TAK, UTOOH KOHEUHHH ofbeM KHAKOCTH B Hed He Ipe-
ppliag 1, 5 4.

6. Ecau neperoxxa ¢ BOAfHHM NapoM MpOBELEHA 10CTA-
TouHO 3pdeKTHBIO, TO NPH OXJAaXKIEHHH 10 KOMHATHOH TeMIle-
paTypbi MOXKET BBINACTDL TskKeNbll 0CalloK, cocToa Kl U3 Ka/ane-
BOil CO.TH KyMapH/I0BOH KHCAOTH M GDOMHCTOrO Kald.

7. Heounmennyio KHGI0TY pacrsopaioT B 125 wua kung-
mero cnupra H kanstAt ¢ 10 2 aKTHBUPOBAHHONO yraA 15-20
MunyT. PactBop QUAKTPYOT H K QHABTPATY nprubaBasaor 125 na
BOJBI, TPEABAapHTEIbHO HArPeTod 10 85°.

8. CyMMapubifi BHIX01, CudTas Ha KYMapHH, COCTABIACT
57 —629/, TEOPETIULCKOFO K OJIMUCCTRA.

Jpyrue cnocoObl noayyYeHus

KymaprnioBas KHCIOTA NOAy4dercs aeficTeHeM Ha 1HOPOM:
KYMapuH, 3-XJOPKyMapHil HIH 3-6poMKyMapiH CIOHPTOBOFO pac-
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TBOpA eAKOTO Kalu'?, a TaKie OKHC/IEHHeM ( 2-a1eTwIXyMapoHa
pasiM4HBIMH okucauTenaMu®t. Onmcan CcHHTe3 KyMapHAO0BOM
KHUCAOTH € 76%,-HLIM BHIXOZOM B3aUMOZeHCTBHEM CATHIMAOBOIO
aJbLerHAd M 3THJIOBOrO 3pHpa GPOMMANTOHOBOH KHCJAOTH?.
Bowe npuseseHa nponucs, npeinoxenuas dbio3onom,
Kuaeficain u Kafizepom, HeCk04bKO H3MeHeHuas B aeTanaxt.

' W. H. Perkin, J. Cnem, Soc. 23, 368 (1870).
* W. H. Perkin, J. Chem Soc. 24, 37 {1871).
_* R. Stoermer, Ber. 30, 1711. (1897).
* M. W. Farrar, R. Levine, J. Am. Chem Soc.72. 4433 (1950).
® 8. Tanaka, J. Am. Chem. Soc., 73, 872 (1951).
¢ COopuux ,CunTe3n opraniYecKdx Npenapatos*, 1. 3, crp. 272, HJI,
Mocksa, 1952,

2-METHJI-2,3-AUTHOAPOBEH30®YPAH
(2-Mertunkymapan)

CH,CH=CH,  CH,COOH

—_——

OH HBr CH;,
0]

HpoBepuan: A. A. Apoan, T. P, Opcensu, M. A. Kannpuxsiu,

Hoaydyenmue

B xkpyriononuyio k018y emxocTsio 500 MA, CHAaGKEeRHYIO
OBPATHBIM XO0.10 THALHHKOM, MOME [LAI0T 33,5 2 {0,25 MOJA) o-:;n-
auadenona (npumeuanwe 1), 140 wma ykcyéﬂoﬁ KHCAOTH H
BCTPAXuBas, npubasasior 70 w1 45%,-Hol BogHON 6pomnc1"oso-,
MOPOAHOH KucaOTH (mpumeuanne 2). CMeCh KHIATAT B Teueiye
30 MUHYT; IIpH 3TOM OTAEIAETCA MACAHHCTBII CAON. 3areMm K
OXJIAMIALHHON 10 KOMHATHOII TEMNEDPATYPLI PRAKUHMOHHON CMecH
ﬂpuﬁafjnmor 250 w4 BOABI H TPUMKIAHI IKCTPArUPYOT, 3dupou
(no 75 wma). das YAAJIEHHA HENPOpPCArHpoBaBmero o-;mmcpé-
=9

.

HoAa 3dUPHHR 3KCTpakT npombizair 50 ma 15%,-uoro pacrso-
pa eAKOro HaTpa, 3aTe€M BOAOH H BHCYUIHBAIOT MPOKAJEHHHM
cepHOKHCAHM HaTpHeM. Ilocne OTrOHKH pacTBOpHTENs OCTATOK
NMeperoHAIOT B BAKYYME, co6Mpas (pakiuio, KHOALIYi T1pH
89—90°/19 mm.

Buxon 16,8—17,5 2 uan 50,1—52,2%, reopetuieckoro Ko-
JHYeCTsa.

2-Metna-2,3-anruapobensodypan, CH,,O, wmox.  Bec
134,18; d2° 1,0239; n¥ 1,5288,—06ecupeTHas NOABHKHAA KHA-
KOCTb, JICFKO pacTBOPAIOUIAACA B OPTAHHUECKHX pACTBOPHTENAX
H HEpacTBOPHMAs B BOAE.

MpumMewvyaHHS

1. o-Annuadenon 6w noayuen ¢ 73,0—75,5%-HbIM B
XOROM u3 aasuadennaoBoro sbupa myTem H3OMEPH3AUHH O
Knaiizeny.

2. YkcycHass u 6pOMHCTOBOAOPO/AHAA KHC/OTH COCTABIAIOT
COOTBETCTBEHHO YeTHIPEXKPATHHI ¥ ABYXKPATHLIH 06beM B34TOTrO
o-ananacerona.

Ilpyrue crnocoGbl nonyveHus

2-Metuakymapan o0pasyerca B HeOOJIbUIHX KOAHUECTBAX
H3 o-aninadeHond HAH adanidenunosoro spupa npu Harpe-
BanHl B armocdepe VIVIEKHCJIOTo rasa;’  1yslilne pesyJbTaThl
MO/y'"al0TCA MPH HATPEBAaHHM ITHX COEJHHEHHH ¢ XJOPHCTOBO-
ROPOIHBIM THPHANHOM 10 22 ©d 9-Mernuarkymapan oGpasyercst
Hapaly C HEKOTOPHMH APYTHMH BeieCTBAMH HpH JeHcTBu pas-
JHUHBIX KHCAOT Ha O-aLTnadenoa? Wil npr HarpeBanuu 2-6poM-
METH/RYMaApana ¢ IHHEOM H coxgHofl kucaorofi’, B urtepatype
HMEIOTCA YKA3aHHA O NOAyUeHnn 2-MeTHIKY MapaHa KOHaeucalued
MOASIPHBIX KOJHUECTB AJJAHIOBOTO ChupTa t (peHosa hnarpena~
HAEM B CMeCH YKCYCHOi M cepHoil Kucaor,



Henocpeacrsennas unknansanus aninadenuiosoro soupa
B OPUCYTCTBHH 6€3BOLHOIO XJOPHCTOrO IHHKA B CMeCH Jeda o
YKCYCHOIl H KOHUEHTPHPOBAHHOIL COMAHOM KHCAOT Tak)ke MpH-
BOJMT K TOJNYYEHHIO 2-METHJIKYMapana'. '

OnncaHublil BelE cnoco6 pa3paboran Ha oCHope paboTH
Knaitsena®? ¢ we6G0.IbIWHMH H3MEHEHHSAMH B IeTajsix.

! Opranuveckne peakuwy, Iocuanar WJI, Mocksa, 1. 2, crp. 34 (1930).

* L. Claisen, A. 418, 79 (1919).

3 Tepwanckuit mat. 279864; |C. 1914 11, 1213],

* .. Claisen, A. 418, 33 (1919).

® R. Adams, R. F. Rindfusz, J. Am Chem. Soc. 41, 655 (1919).

¢ J. B. Niederl, E. A, Storch, J. Am. Chem. Soc. 55, 1349 (1933).

7 J. Entel, C. H. Ruof. H. C. Howard, J. Am. Chem. Soc. 73,
2365 (1951).

5-METHJIU3ATHH

CH,
+ NH,OH.HCl+ CCI,CH(OH), -~
“NH,
CHNOH .
CH, |
CO 4+ 4HCI + H,0
\N/
H
CHNOH
CH;, \
CcO + H,S0, =
\N/
H

CH, co i
Lo+ NHUHSO,

N/

H

Iposepuan: I'. T. Tatepocan, M. I1. ¥Yuausu.

Monyuenue

Hzonumpozoayem-n-moayucud. B TpeXJuTpoByl0 Kpyr-
JAOHOHHYIO KOGy MOCIeAOBATEIbHO BHOCAT pacTtop 452 (0,27
Moas) xaopaabrugpara 8 600 #2 Boawm, 650 2 kpucraainue-
CKOTD CEPIIOKHCIOro narpus, pacrsop 272 (0,25 mons) n-rtomy-
uauna B evecn 150 42 Boant 1 26 2 (22 42, 0,26 Mos14) KOHUEHTPH-
pOBaHHOII CONAHOII KHCAOTH H pacTteoD 55 2 {0,79 moas)coaano-
kucaoro ruapokciiamMuna 8 250 a2 sonsl. [lepemeinas cumech,
HATPEBAIOT HA OTKPHITOM OrHE C TAKOH CKOPOCTBIO, 4TOOBI OHA
3akHieqa uepe3d 35-40 MHHYT nmoc/e Hauana €arperanun. Ilocae
1-2 MHHYT 6ypHOTO KUNEHHs CMECh OXJamAaiT A0 KOMHATHOI
TeMnepaTyphl, B TeyeHHe NOJAydaca OCTaBNAIOT B aHe ¢ XOADA-
HOft BCLOfT, OTQUIBTPOBHIBAIOT BhIAENHBIIERCHA K30HUTPO30COR -
HeuHe, NPOMLIBAIOT ero HA PHAbTpe ABYMA NOPUMAMU BOIBI N0
50 s u cymar na poanyxe. [Toayuaior 35,6-37,7 2 (78,7-83,4%,
TEOPETHUECKOrO KO.THUCCTBA) CHOTO MPOAYKTa B BHAE CBeT.10-
KOPHYHEBBIX JIelKiX KPHCTanios ¢ T. mi1. 156°.

5-Memuausamur. B noay uTpoBoii Kpyraoi0HHOM Ko4aOe
¢ Ty6ycoM, cHaGKeHHOH TepMOMeTpOM H MellaiKoi, HAarpeBaloT
150 2 (82 ) KORUEHTPHPOBAHHOH cepHOIl KHCIOTH 20 o0 o
IpU 3HePTHUHOM ifepeMelidBaHui HeOOAbIHIMU TOPIHAMHE [IDH-
Sapasiior 35 2 (0,11 moad) cHpPOro H3OHHUTPO30AULT-N-TOTYHAHAA
B CYXOM H H3Me.TbUeHHOM BHIE, C TAaKOl CKOPOCTbIO, ITOOH TeM-
fepaTypa pPeaxmioHHOf CMeCH HO/JJAepKuBatacs B HHTEPBAAC
60-70° (opumeuanue). [Tocie npubas/ienns H30HUTPOIOCOLUIHE-
HHS CMeCh narpesan? 20 80° n nOgARDKMBAIOT 3Ty TeMIEpATYDY
8 Teuenue 10 MHHYT, NocJe UEr0 COJAePIKNMOe KOJAOH 0Xx.1a-
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JKIAIOT 10 KOMHATHOH TemnepaTypef H caupalor Ha 10-kparunit
06beM H3MENbYeHHOro Jbia. CMech OCTABISIOT A0 NOJHOTO OT-
TaMBaHHA JbA3, BHMABUIWI METHJM3ATHH OTCACHIBAIOT M TPOMbI-
BaloT Ha (QusbTpe XO0JI0HON BOLOH 10 NMOJHOTO yAddeuus cepuoit
gucsaoth. Toayuawor 28,7-29,2 2 yau 90,6-92,2%,; Teopernyeckoro
KOAHUECTBA CHIPOTO J-METHAM3aTHHA, IIABALETOCH B lpefelax
178-182°.

OuMeTKY METHAM3ATHHA 1IPOU3BO/IAT B MOJYJAUTPOBOIT Kpyr-
JA010HHOH KO0.10€, CHaGXKEHHO! MemaiKofd, CyCeHnupys 25 2 Chi-
poro npoaykra B 115 ma ropsuelt Boaw. Ilpu nepeMemunanuu
cycnensuy npubasagior k Heft pactBop 10 2 enxoro warpa m
25 M4 BOABL Il fIOC/AE MOJHOTO PACTBOPEHMS, HPOLOAKAA nepe-
MEUINBAHHNE, [IOCTEIIEHHO HDIIKBAIOT pPa3baBAEHHYIO COJIAHYIO
gucaory (oxosao 27-33 M4 KuCAOTH, NPUrOTOBIEHHOH pa3ban-
JleHHeM KOHUEHTPHpOBAHHOI KHCIOTH ya. Beca 1,19 aBywms ua-
CTAMH BO/bI) 10 o0Opa3oBanus HebBOJBUIOTO KoJHuUeCTBAa 3eje-
HoBaTO-6yporo ocaaka. PactTsop B ropsueM CocTosHuH OTHHIL-
TPOBHIBAIOT OT OCanka, (PHJALTPAT NPH NEepeMelHBaHA TOAKHC-
JSIOT COJISHONH KHCJIOTOR RO KHCIOH peakiMu HA KOHrO M OX-
aaxAa0T. MeTuauzatun oTQUILTPOBLIBAIOT, TPOMBIBAIOT HEOO/Ib-
IIHM KOJAMY4eCTBOM BO/bBI ¥ CVIIAT HA Bo3ayXe; noayuyator 19,2-
20,3 2 yucroro Beiuectsa ¢ 1. m1. 185-186°.

5-Metnuzarud, C,H,0,N. soa. sec 161,16, npeacrasaser
co60H KHPIHYHO-KpacHoe (H3 BOIB) HaM Gypo-xpacuoe (u3 jeisi-
HOIl YKCYCHOH KHCJIOTH) KPUITITIMYECKOE BELIECTBO, DPUCTBO-
puMOe B 0DraHHu4ecKHX PAcTBOPHTEIRX M B lllesoyax,

MMpumegaHnws

[Tpu mosblienyn reMIepaTypbl BEIUIC YKA3AHHOro Upcaela
c/eayer BpeMa OT BPEMEHH OX.JI3XJAATh K010y BOZOH, HE 3a-
Me119% npHBaBIeHHST H30HUTPO30COELHHEHHA,

Jpyrue cnocoGbl nodyueHus

5-Metususarun o6pasyerca npy OKHCAGHUM IH-N-TOJIYUAH-
HOYKCYCHOH KHCJAOTH KHCJAOPOZOM BO3AYXA B NDHCYTCTBHH MH-
HEepPaJbHBIX KHCJAOT , @ TAKXKE NIPH HATPEBAHHH GUC-M-TOTHAHUMUL -
XJIOpHAA 1aBesieBOH KHCIOTH C KOHUEHTDHPOBAHHOH CcepHOH
xucsaotoft?. B marentHoft auteparype® omHchBaerTcs noJayuelne
SH-MeTnau3aTHHa Konpeucauuefi 6-uurpo-3-MeTHAGeH3aNblETHNA
C alleTOHOM C NOCAEAYIOLHM OKHCAeHneM obpasytomerocs (6-
HUTPO-3-MeTHJI-2-OKCHOEH3MA)-2UeTOHA MAPraHlUeBOKHCABM Ka-
JueM B LIeJouHol cpejge. 5-MeTuausarna noayuaior TaxkKe riil-
pOJM30M METWJIOBOro H 3TWIOBOTO 3QUDOB D-METHJI-AMOKCHH-
M01KapOOHOBOM KHUCAOTH € NOCJACAYIOWHM OKUCJAHTEAbHBIM je-
KapGokcunHposanuem®,

Hau6osee yroGHLIM METOZOM nOJAyYeHHS 3-MeTHJAH3ATHHA
siBasieTc MeTon 3anamaiepa’ , 3axJ0uAOUWHACH B KOHAEHCALNH
N-TOJIYHANHA € XJOPaJAbTHAPATOM U COILIO THIAPOKCHIAMEHA C
nocaenyiomei o6paborkofi H3OHWTPO30AUET-7L-TOAYHAMAA Cep-
Hoil kucaoroii. BupousdMmenenueM Merona 3anaMaliepa ABAAETCH
OMHCaHHBIl Boie cnoco6, paspaborannpit Mapeesem u Xafi-
epcom.

1

Octpombicaenckuit, Ber, 41, 3033 (1909).
Qctpomuicaenckuid, Ber. 40,4977 (1507); K. Bauer, Ber. 40, 266]
(1907), 41, 450 (1908); 'epmanckuii nat. 193,633 [C. 1908 | 1001].

3 Tepmancknii mar. 281,052 C. 19i5 1 73],

4 A. Guyot, J. Martinet, C. r. 158, 1627 (1913); J. Martinet, Ann.
Chim. (9) 11, 91 (1919).

3 F. Sandmeyer, Helv. Chim. Acta, 2, 239 (1919). Tepwmanckuii mat.
313,725 [C. 1919 1V 665].

6 Mapsen, XNaitepe, 8 cGopurke ,CHHTE3b OPraiditieCKHX MPeNapaTon®,

ToM I, cTp. 218, MJI, Mocksa, 1949 r.

L
L.
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5-(2-METHJTHHIOJTHJI-3)-TPONMOHOBAS KHCJIOTA

(i:H2CH2CH2COOH
H,SO,
“y NH,-HCl + OC—CH, +C,H,0H
H
H
lCHZCHzCOOCZ S 4 NHLC 4 2H,0
CH3
‘ H
H,COOC,H
lCHQC COOCH: o
CH,
N
H
H,CH,COOK
|C e + C,H;0H
CH,
N
H
CH,COOK
1CH2 : + CH,COOH ~
CH,
N
H
Z H,CH,COOH
| lC T + CH,COOK
N CH,
N
H

Mpexaomuan: A, JI. Mutixconn, A, T, Tepaau, I'. T. Taresocan.
Itposepuan: B. I'. Appuxsa, M. T. Ipuropaw.

loeayuyeHHE

Imuacsetic  apup  3-(2-MemuAuHOOANA-3)-NPONILOROBOL
Kuc.iomsl. B KOyr10,10HHOM k016e eMKOCTbIO 250 M.2, cHaGKeHH Ol

58

OGpaTHHIM XO.JOANIBHHKOM € f(.nopxazlbuueBoﬁ TPDYOKO#, Kuns-
4T B Tevewie 3,5 uacoB cMech 17 2 (0,13 moas) y-anerunmac-
N9HON KHCIOTH C T. kM. 127-130°/54em (1pumeuanue 1), 18,9 2
(0,13 m0.1) coasnokucaoro denuarnipasuna, 65 s 6e3BoaHo-
ro coupra u 10 .2 KOHIEHTPHPOBAHHOMN CEPHOM KHCJIOTH.
TTocae oxJamacHHA TEMHO-OKpalleHHBIH PactTBOp € 0CAAKOM 06-
pasosasiueficss aMMOHHEBOR CO/IH BJIHBAIOT B 300 M2 nensiHON
ROJb. Bhaenusiieecs Macio ¢ nomoutbo 2dupa (100 a2) or-
1eNF10T OT BOAHOTO CJI0Sl M TOCAeIHMH I9KCTPArHpyioT 1BYMs
nopuusiMu spupa no 100 sz kanmaas. IUPHBIC BHITAKKH HDH-
COeMHAIOT K OCHOBHOMY DACTBOPY, TNPOMBIBAIOT €ro pasbas-

JIEHHOIT Ule104blo, 34TeéM BOLOIH 10 HeliTpabHOM peaKIMy Ha JaK-

MYC Il BLICYIMBAIOT HAJl CEPHOKHCIHM HaTpHeM. TTocte yaanesns
supa ocTapueeCs TEMHO-KPACHOE MAC/O EPETOHAIOT B BAKyy-
Me, cobnpas (pakimio. KHNKWYIo B HuTepsate 188—1907/5 s
[MToayuaor 21,2- 21,8 2 (70,2-72,2°, TteoperuueCckoro Koiuue-

.cTBal BA3KOTO CBETJIO-JKEJTOr0 Macja.

[uoposus. B xpyraogouhnoit koae €MKOCTBIO 300 ua,
cHabxkedHol OOpPATHBIM XOJO0IMJIBHHKOM, KHIATAT B TeYeHne

‘2 yacos cmech 20 2z 3upa 3-{2-MeTHIHHAOMHI-3)-1PONHOHOBOM

KHCIOTH M 75 ma 10%,-noro pactBopa €AKOrO Kajid B MeTH-

JI0BOM chupre, nocie yero npuiupaiot 90 a2 BOALI, 3AMEHAIOT

06paTHbfi XOJOLWABHUK HUCXONAILMM H NOIHOCTHIO OTTOHAIOT
MeTunoBLId cniipr. Ilocle oX.1axaAeHH: uesnounofi pacTsop npo-
MBBAIOT  HEGOJBILMM  KOJAMdecTBOM =dupa W KHOATAT B
teverne 10 wusyt ¢ 1 2 xHBOTHOrO yras. PacTBop oT(hHIb-
TPOBHIBAIOT I KeATOTO LBeTa (QHIBTPAT NOAKHCAAIOT pasbasaeH-
HOH COASIHOM KHCIOTOH 10 CAA0OKHCION — peaklHu; Tpi STOM
BbiAEASETCA B3KOE MAC10, KOTOPOe TMpi PACTHpaHHd CTEKIAH-
HOHl [AJ0YKOfi OHCTPO 3aKPHCTATIH30BHBACTCA. Beuecrso
OTCACHLIBAIOT, ABAZAB IPOMBIBAIOT H4 (QUABTDE neBo/ UMY
NODPUUAMH BOAbI H BLICYNIHBAOT B 3IKCHKATOPE. [lonyuamwTt
15,6—16,0 2 (87,7—90,0%, Teopernyeckoro KoJquuecrsa) XKpu-
CTALIHUECKOTD BellecTBd CBETON (HO/MeTOBO-CEPOH OKPACKH:
1. ma. 137—138  (npumeuanne 2).
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8-(2-Metnuunoani-3)-nponnonosas kucrora, Cp,HOpN,
moJa. Be¢ 203,24, xopowo pacTBopseTcd B CHNHPTe, alleTOHe,
supe M 1p. OPTaHHYECKHX DACTBOPHTE/ifX, YMEPEHHO pacTBO-
puma B ropsuefl Boge H OyeHb Mar0—B XOJIOIHOH.

Mpumeuyuanuuns

1. y-AueTnamacasHas Kuci10Ta OblId N0TyuYe€Ha CepHO-
KHCAOTHBIM THAPOJAHM303 Y-XJOPKPOTHJAYKCYCHOH WHCJIOTHL.

2. BecuseTdble HIVIB C TOH Xe TeMnepaTypol ImuiasieHud
MOTYT OHThb HOJYUY€HH NEPEeKPHCTANAN3ANnHed KHCIOTH H3 Oen-
30.1a, PA36aBAEHHOTO CHPTA 1M 6OJBMIOTO KOAHTeCTRa Kunailek
poabl. OnHaKko ¥ NepPCKPHCTANIH30BAHHAA KHCA0TA NPH CTOAHUH
NpHHUMaeT (PUO.IETOBYIO OKPACKY.

Jpyrue crnocofpl nonydyeHus

8-(2-MeTHJIHRAOKI-3)-IPONHOHOBAA KHCI0TA ObLIA NOJIY-
Yena KOHReHcapued 2-METHJAUNA0JA C MPONHOJIIKIOHOM', 4 TaK-
e nHAHSTWINPOBAHHEM  2-MCTHJIMIAONA AKPHJIOHHTDHJIOM B
GEH30/bHOM DPAcTBOPe 3 NPICYTCTBHH YKCYCHOIT n 6OpHOH KH-
CTOT W anerara Meml ¢ NOCIeIyIOUHM M 0UHBIM THIPOAH30M
HUTpuaa®,

Onucannbifi B Texcre crnocof® OCHOBAU HA NPHMEHEHIH
6oaee JIOCTYIHAX UCXOIHRX BEIECTB.

v J. Harley-Mason, J. Chem. Soc. 2433 (1952).

® A. I Tepeutven, A. H. Koct, B. A, Tmur, XKOX, 26, 557 (1956).

5 Ao 1. Muawosw, T. T. Taresocsan, C. T1. dxmexaxau, MHas AH
ApmCCP, XH, 10, 291 (1957).

N-(3-OKCHITHJ)-U30MHJOJIMH

co co
7 N\ AN
O + H,NCH,COOH - NCH,COOH -+ H,0
N/ N/
cO co
co
= VRN H
' NCH,COOH 4+ ¢cH,0H H:SO
XN '
co
co
7 N\
NCH,COOC,H; + H,0
N/
co
co
7\
NCH,COOC,H, + 3LIAIH, —
N 7
cO
CH
N
NCHCH,O | -LIAIC,H,0), 2LiAI(OH),
N
CH :
CH
V4

N
NCH,CH,O | -LiAl(C,H,0), - 2LiAI(OH), + 81,0 —

N/
CH 2



CH,
7N
2 NCH,CH,OH + 2C,H,0H + 3LiOH + 3AH(OH),

N/

CH,
Npeanowuan: A. Jl. Muwony, H. M. _lusansn,
Hposepuan: B. I Adpuwsir, A f1L Oranecsi.,

MoaywveHHe

pma.inuudoyreycHas Kucitoma. B RpYII0I0NHYIO K0.10y
us crexaa ,Tlupexc® emkocrbio 230 M.2 MOMENLIOT 1125 2
(0,15 Moasn) AMIHOYKCYCHOH KHCIOTHL U 222 2 (0,10 Mouaq)
drasenoro aurnipuia. KoaBy norpyxaiorT B MacMylo BaHIo,
fipejBapureIbHO  HArperyio a0 180 —185°. Cyecs, BpCMsi OT
BPeMEHI NEepeMelinBaeNyio CTeKIsHION naJo4YKOf, HarpesaoT
10 TpeKpalleHust BhiLeeHMs Napos BOAB M 31TBEPICHHA
craBa. Ha wro TpebyeTca OKOJ0 nodyuacd. Cu1aB nepexpH-
craainsosppaior us S00 ma ponw  (npumeuamie 1, nepekpu-
CTAAIM30BAHHYIO KHCJAOTY OTGHALTPOBBIBAIOT, NPOMBLIBAIT HA
uAbTpe 1BYMS NOPHUAMM XOJO0QHOH BOAB HO 20 w1 ocywar
Ha posivye. [Moayuawor 27,2—29.0 ¢ nan 82 0—94.3", Teope-
THYECKOro KOJHYECTBA OeCuBeThLIX Kpucrawios C T. ILT. 191—
192° (npavmeuanue 2).

3muaoses 3Pup GHmaaumucoyKcVCHOU  KUCTOMDL. B
KpYra0.10HHOH KO.10€e eMKOCTBIO 300 ata, cuabGxensofi oOpat-
HBIM XOJOTMILHHKOM C  X.Jopkagbuuenoil TpyOkofl, xurtsrir B
revenne 6 gacop cuecn 29 2 (0,14 moan) dramMiioy keyciHol
cica0TH, 150 4.2 Ge3BOAHOrO 3ITHIOBOTO CHEPTA 1 3 .1 KOH-
IeHtpHpoBaHioil cepHoll KHCIOTH, 00C1e Hero oOpathnil X010+
TWIBHIK 3aMEHRIOT HICXOIAMHM H OTroHdai0r 60161YI0 HaCTh
crpra (okos0 100 s.7). K OXTa#ACHHOMY OCTATKY MPHIHBAIOT
150 ar.1 BO1Sl, BBEIKBIIEECT KPUCTATAHYECKOE BeIIeCTRBO OT-
DIILTPOBBIBAIOT, (POMBIBAIOT HA  GHIbTPE ABYMS HOPIIAML
BOABE 00 23 M. W BHCYWHBAIOT Ha BO31yxce. [loayvuaor 26,1 —
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27,7 2 nn 79,2—83,5%, TeopeTHUECKOTrO KONHUECTBA Geciper-
HOTO KPHCTAIMHYECKOTO BewecTsa ¢ T. ma. 111-112°

Bocemarnosaenue. B 1BYXAHTPOBYIO TPEXropayIo Kpyr.io-
AOHHYIO KOI0Y, CHAbMEHHYI0 MEUIANKOH C PTYTHHIM 3ATBOPOM,
KaneibHofl BOPOHKOWH H 00pATHRIM XOJOAWILHHKOM C XJ0PKA.(b-
uKepoii TpyOkoit, mouemalor pactsop 26,6 2 (0,7 moas) ado-
moruapuia autus B 1.2 spupa (cm. ,Cuuresb retepouukanye-
cknx coetnHennf*, 3, crp. 20). [lpu mepemewnsanuu HeGoIb-
wuMu  nopuuamu  npubasasior 23,3 ¢ (0,1 moaa) xopoino
M3MEABYEHHOIO 3TH.I0BOro  3diipa TATHMUIOYKCYCHOI Kic-
JOTH € TAKOH CKOpPOCTBIO, UTOObL 3(HP pPABHOMEPHO KINe.l.
[Mocae mnpubapnennss cMecb KHOATAT HA BORAHOH Gaune o
tedende 12 wacos M ocraBasior ua HOub., llpm mepewe-
IIMBAHHH OCTOPOKHO, NO KAaam npubapasior cuavana 170 ez
goxsl, a 3atrem 150 a2 10%,-woro pacrBOpa CepHOKHCIOTO
patpusi. [lepeselIuBanue NPoJOAKAIOT eme | uyac, Nocie 4ero
06pasoBaBUIMACH 0CA/10K OT(HHABTPOBHBAICT ¥ NPOMHBAIT €ro
Ha ¢uabrpe 5 nopuuamu spupa mo 100 xa2 xawxnas. dpupauil
pacTBOp BBLICYUIHBAIOT HAJ OOE3BOKEHHBIM CEPHOKHC/BM Hat-
PHEM, OTFOHAIOT PACTBOPHTEIb H OCTaTOK [EPErOHAT B Bi-
Kyyme, cobupan (pakiLuio, KMIsmYio npn 169—170/20 s

Buxox 13,9—14,1 ¢ win 79,2—80,4%, reoperHyeckoro
KOJAHYECTBA.

Usowntoanasranon, Cyt,ON, wmoa. pec 163,22, upex-
crapaser coboll GeCuBeTHYIO XHUIKOCTL, pACTBOPHMYIO B opra-
HHUECKHX PaCTBOPHTENX I HEPAaCTBOPHMYIO B BOE; di® 11,0937

2 1 ee4A.
np 1,5540; upm crosnnu BEUIECTBO OKPAWHBACTCA B TCMIIMII
L BET.

MpumMmeuvuanus

1. TpoaykT Moxetr Goth iepexpuctaLin3opan ki 1is 300 .z
10°/,-noro cnupra.

2. Onucaubiil  CROCOG  HOAYHEHH  (HTATUMHAOYKCYCHOI
KHCAOTH Npe10ken Ha ocHOBe paboThl BuajaMana n Xapryura'.
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I pyrae cnoco6bl Noay4eHAd

N-(F-OKcusTH/1)-H30HHAOAUH OBl NONYY€H TOAbKO HU3/10-
JKeHHBIM B TEKCTE CIOCoBOM.

t J. H. Billmin, W. F. rlartung, J. Am. Chem, Soc. 70, 1473 (1943)

2-(MUNEPUAMJA-1")-NTPONAHON

" CH,CHBICOOC,H, + 2HN ) — ( NCIHCOOC2H5—|-

CH,
{ NH-HBr
24 NC[HCOOC2H5 4+ LIAIH, —

CH,
{ NlCHCHQO A{C,H,0),- LiAl

CH, 2

{ N(EHCHZO -(C,H;0),- LiAl + 4H,0 —
CH, 2

2 N(IIHCH2OH + 2C,H,OH + AI(OH), -+ LiOH

CH,

Mpesnoxunu: A, JI. Munwosn, B. . Adpuxan, I'. A. Xopenan.
[posepnau: O. JI. Munxkoan, O. E. TacnapsH.

Monyuenmue

Imurosui apup a-(nunepudui-1")-nponuorHoson Kucio-
mer. B miockonodayo koa6y emkoctsio 250 a4 nomernaior 36,2 2
(0,2 moan) sTur0BOrO 3dUpa *-OPOMIPOMHMOHOBOH KHCIOTH B
50 a2 aGeoorHoro 6ensoaa w pacrsop 34 2 (0,4 moag) cyxoro
numepuaiia B 50 ma Toro xe pacrsoputesns. Cmech ocrasasior
CTOSTb B TeYeHHe CYTOK, MOC/IE Yero OTcachiBAIOT BHIABILUE B
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OCALOK OpOMIHApAT IHIEPHAHHA M OPOMBIBAIOT ero 100 .z
a6co.noTHOrO adupa (mpumeuanne 1). [lpu oXJaXIAeHHH AbIOM
¢uabTpar oSpabarniBaior pasbasiedHol (1 :1) coasnoit kucaIO-
TOH 10 KHCJAOH PEAKUHMH Ha KOHTO (PacXOAyeTca okoao 30 iz
KHCIO0TH ). OT1eauB GeH30MbHHH  CI0M, IPOMBIBAIOT BOJHLIA
pactBop 50 #.4 3upa, HACHUIAIOT ero NOTAUIOM, [PHIHBAIOT
2—3 M. pacTBOpa eIKOTO HaTpa u 4—5 Pas aKCTpParupylor
spupom, nopumamu no 100—130 ma kaxjaan. CoexmsedHble
3(bHpHEIE IKCTPAKTBI BHCYMIHBAIOT HAA [POKAJEHHBIM CePHO-
KUC/IHM HATPHEM, OTTOHAIOT pPACTBOPUTEb M OCTATOK iepe-
TOHAIOT B BaKyyMe, cobupas ¢paxuuto, xunauyio opu 97—
10077 mat.

Brxoa 29,2-30,1 z miu 78,9—81,3"/, Teoperiueckoro ko-
JiH4ecCTBa.

Boccmanosaenne. B kpyrio1omHYI0 KOAGY €MKOCTHIO
750 mMa, cHAGKEHHYIO OGPATHHM XO.10HILHHKOM C X.JI0PKAIb-
LHeBON TPyOKOH, KAmeabHON BOPOHKOH M MeINAJKOIl C PTYT-
HHM 3aTBOpOM, nometuator 7,6 2 (0,2 Mo151) amovornapuia autusa
B 260 w2 abcoamornoro apupa (cm. ,CHATE3H reTePOUHUK.THY e~
CKHX coeauueHuir, 3, crp. v0) u OpU mepeMelUMBAHKH B Teye-
HHE O1HOTO 4dca Mel/IeHHO IpuauBaIOT pactsop 37 2 :0,2 Mouis)
'3TRIOBOTO aupa a-(rnHnepuana-1')-IPONNOHOBON KHCIOTHL R
150 #2 a6coatornoro sdupa. Cxopocts npu6asieHus pery.u-
pyloT Tax, 4To6H 3hHup papHOMepHo xuned. [lo OKOHUAHHK
CMeCh lepeMelinBaioT 2—3 uaca TPH KOMHATHOH TemmepdType
M 33aTeM KUNATAT Ha BOAAHOHW 6aHe B TeuyeHWe H —6 uacos.
[Tocre oxnaxaenus peakuMOHHON cMech, mpOLO/Kan nepease-
HIMBaHKWE, OCTOPOKHO, o KamiaMm npuausaior 30—40 .7 Boab!
(1puveuanue 2) n 3atem 25—30 ma &0°, pacTaopa ei1Koro
Hatpa. OCanoK OTCacHBaloT H IPOMBIBAIOT €10 3 pa3a abco.1or-
HEIM 3pHpoM, nopunami 10 30—40 x4 rkukaas. CoetidHeHHnEe
3()MpHbIE PACTBOPLI BHCYWIMBAIOT HAJ IPOKAIEHHDIM CePHOKHC
JIHM HATPUEM, OTrOHAIOT PACTBOPUTEAb H OCIATUK [€DPErOHAIOT
B BaKyyme, cobupas BemecTso, kansuee apn 100—102 .20 m,

Boixon 24,1—24,7 2 nau 84,2—86,3/, Teoperuueckoro io-
JIUeCTBa.
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2-(Tunepuani-1’)-nponanon, CgH,,ON, moa. sec 143,23 —
GecupeTHas /NerKOMOABHKHAS KHAKOCTb, XOPOUIO PACTROPUMAs B
OpraHu4ecKMx pacTBOpUTEasX H B Boxe; di 0,9570; ni 1,4682.

Npumeuaunng

1. MoxHO BCIO péaxuuouuyro cMech es oT/ieqelHd 0canka
06paforaTh COJASHOH# KHCJAOTOH, a 3aTeM, KAK NOKAa3aHo B
TEKCTe, meJ04blo U 3KCTPATHPOBATL 3DUDP -BMECTe C H3GHITKOM
MUIePUIMHE, KOTOPHA IOTOM A0/IKel OWTh oTAedeH (pak-
unonuposaHneM. OnHaKo yAoOHEe CHAuada Ke OCBOGOAMTHCSH
OT OpOMIUApaTa HHIEepPHAMHA.

2. Pasnioxenue u36HTKA aMIOMOTHADHAA JHTHS CJAeayer

., BECTH OCTOPOXKHO, peryaupya NpubasieHne BOAM TakK, 4TOGLL
* 3(uUp pPaBHOMEPHO KHIIEJ.

Jlpyrie cnoco6sl nogyuenus
2-(Munepuaua-1')-nponanoa G 0OIy4eH H3 3THI0BOFO
s¢upa a-(nunepHana-1")-1ponHOHOBOI Kuca0OTH ¢ 42%, BLIXOAOM

nyTeM BOCCTAHOBJIEHHS Hal HHKe/JeBHM KaTaau3atopoM Peneal.

' H. Adkins, A. A. Pavlic, J. Am. Chem. Soc. 69, 3039 (1947).



NMUPUAHH-4-KAPBOHOBAS KHCJIOTA
(M30HUKOTHHOBAsI KHCA0OTA)

C,H, COOH

+6[0J(KMnO,) — |

P + CO, + 2H,0
N NZ

[Iposepumt: O. JI. Muxxoan, H. M. Mopososa.

MMoayuenune

B JAHTPOBYIO UETHIPEXTopAYI0O  KPYTJIOAOHHYIO KOJI0Y,
CHAGXKeHHYI0 MeXAHHUeCKOH MewaakoH, O6PATHHM XOJ01H.b-
HHKOM, KameAbHO# BOPOHKOI H TepMoMeTpoM, noMemat 200 .z
BOAM, HarpesaloT no 60—65°, a 3atem Bsoxar 220 2 mapran-
ueBokucaoro kanug ¥ 30 2 4-sTHANMpHAHHA, NOPUMSMH mo 11 2
nmepmaHraHata kaaud ® 1,5 2 sTuanupuansa (aopumedasue 1);
npu 3TOM TeMmeparypa nozHumaerca o 70—79°. Ilocne cHu-
wKedua TeMmmepatypel a0 63—65° no6aBafioT HOBYIO MOPIHIO
nepMAHraHaTa Kajaus M 4-3THADMPHIWHA. B TedeHHe BCero onura
temuneparypa ko.ae6aerca B npejenax 60-—-75°

[To npubagleBun BCETO KOJIHUECTBA MAPTaHI@ROKHCIONO
Kalusl ¥ STHINMPHIHHA CMeCh MepeMelldBaloT 10 TeX Mop, noka
TeMnepatypa cHudutcs no 60°, 3ateMm pacTBOP OTQHALTPOBLI-
B30T OT JABYOKMCH MAapraHlia, 0CazoOk Ha (HAbTPE TPHKIBI 11PO-
MBB2IOT TOpstuedl BoAod (mo 30 4.2). OxaaxaeHHwll QuasTpar
TOAKHCANIOT KOIIEHTPUPOBABHOM COJIAHONI KHcnoToll 1o pH=3.
OTPuIbTPOBHBAIOT BBIAEAUBIIYIOCH H3OIMHKOTHHOBYIO KHCIOTY.
NPOMBIBAIOT HA (PU.IbTPe HeGOABbIIMM KOJIMYECTBOM XO.101HOH
BOLM, 3aTeM COHPTOM H BBICYLIMBAIOT HA BO3LYXe.

Ot duibrpaTa, [pH yMeHbUICHHOM J1aBAeHHH (B Bakyyvwe
ROLOCTPYHHOTO HACOCA), OTFOHAIOT BOAY /10 HOJOBHHB HAUYAIb-
HOTO 06beMa; noayyaloT ewe 1,5—2 2 HIOHUKOTHHOBOH KIC.IOTHI,
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O6muil BHXOL KHCIOTH coctasaser 27—28 2 uam 78,0—
80,0°/, TEOPeTHUECKOTO KOJHuecTBa: T. mi. 304°.
[Mocae nepexpuCTasan3auud H3 BOAH (NpHMEuanue 2)

-TeMmepaTypa MJIaBieHHs noBHIaeTcs 10 315°

Hsonukorunosad kucaora, CgHNO,, mo1. Bec 123,12, —
Genoe KPHCTALIHUECKOE BeIleCTBO, PACTBOPHMOE B Topsiuef
BoIE, TPYAHOPACTBOpUMOE B GeH3ose, sdupe u CnHpre.

MpumeyaHHs

1. 4-DTHAMMPUAMH [OO/Iyuyaercs Mo cliocoly, MNperaoxkeH-
Homy P. ®pankom 1 [1. CMPTOM U3 OMPUAMHA U YKCYCHOTO aHTHAL~
pHIa BOCCTAHOBAEHHEM LHHKOBOH nbiiblo. (CM. ,Cudress opra-

‘HHYECKHX npenapaTos, T. 4, ctp. 998).

2. 119 nepexpHcTaAnu3anHu 25 2 CHPOU H3OHUKOTHHOBOW
KHMCJIOTH C T. ma. 304° pacrsopsior B 1 4 ropsueil BOAH, OT-
GuABTPOBHBAIOT Uepe3 BOPoHKY Bioxiiepa n 0Xaaxaa10T JMeAsHOH
BOIOH.

Bumariue KpUCTAMIBl  OTCACHIBAIOT H BHICYUIMBAIOT HA
Boaayxe. [oayuaerca 22—23 z uymcrol KHCJAOTH € T. nI. 315°.

Ipyrie cnocoObi Nofy4eHHs

M30HHKOTHHOBYIO KHCJI0TY DOAYYAlOT OKHCIAGHHEM T-TH-
KOJHHAY; OKHCJACHHE NPOU3BOIAT C NOMOLIBIO MapraHieBOKHC-
JOTO raaHs®, ABYOKHCH cedena’, a30THOM KHCIOTH® B MpHCYT-
creuin hocdOpHOl Kuca0TH B apTOk1aBe’, B NapoBoi (ase Han
BaHainespM® M APYTrHMHY KATJH3ATODAMH, @ TAKXKe 3JeKTPo-
auTHueckdM nytem®,  AnasoruuneiM  00pasoM  OKHCAAIOT I
~-3THATHPUAME® MAPraHueBOKNCABM  KaineM!?, JABYOKHCHIO Ce-
neuall u kartaauTHuecku s naposofl daze’.

M30HHKOTHHOBAR KHCIO0TAa oOpasyercd [OPH  OKHCICHHH
v+~ AHIIHDHHAA MapraHieBOKIICABIN KATHEM B KHCIOH cpene?,
(O PMILIIA PHAHHA— IBYOKHCBIO celenal! 1M MePeKMChIO KO-
xopoaa.
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Mupuanu-4-Kkap6OHOBYIO KHCJIOTY MOJAYYAIOT Takxe BOC-
CcTaHoBAEHAeM  2,6-IHXAOPHHPHAMH-4-K3P6OHOBOIH  KHCAOTH'S;
BOCCTAHOB/JEHHE TMPOBOAAT NPEHMYLIECTBEHHO B IIPHCYTCTBHH
HHKeJeBOTO KaTaau3atopa Peunea' wiH xe ¢ MoMOMblo HOTH-
€TOBO0POAHOR kHCAOTH'S. [lns noiydeHHss H30HHKOTHHOBOH
KHCJIOTBl HCIOAB30BANACH peaKiuus 1eKapOGOKCHIKPOBAHUA NH~
puAMHANKAap6OHOBHIX'® X 1 -rpuKap6oorux® # B kueaoT, a TakK-
e KMCIOTHOe paclilen/IeHHe 6eTaHHOB H30HHKOTHHOBOM KHCIOTH,
OCYIIECTBAOMOE HX HATPEBAHHEM C XJIOPrHIPATOM NHPHIHHA™.

[Jpuseneniiag BuuIe NPONHChH pa3pa0TaHA HA OCHOBE pa-
60Tl ¥ pOAHCKOTO M COTPYAHHKOB™.

1 A, Behrmann, A. W. Hofmann, Ber. 17, 2698 (1884); Z. H. Skraup, Mo-
natsh. 17, 369 (1896); W. H. Linnell, A. F. Vyas, Quart. .. Pharm. Pharmacol.
20, 119 (1947) [C. A. 41, 6885g (1947)]. G. Biack, E. Depp, B. B. Corson,
J. Org. Chem. 14, 14 (1949); W, Swietoslowski, A. Bylicki, Z. Lisicki, Roczniki
Chem. 26, 443 (1952) [C. A. 48, 9271h (1954)].

2 P, C. Guha, R. Krishna Maller, Current Sci. 13, 206 (1947) [C. A
39, 3117 (1945)].
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+ J. Bartz, Bull Acad. Polon. Sci.cl. 3, 2 €5 (1984). C. A. 50
322 (1956)].

5 E. B. Bengtsson, Acta Chem. Scand. 9, 832 (1955) [C. A.50, 330nh
1956 .

& R. W. Lewis, O..W. Brown, Ind. Eng. Chem. 38, 890 (1944).

T T, tshiguro, 1. Utsumi, J. Pharm. Scc. Japan, 72, 709 (1952) [C.A
47, 2174i (1953)}.

3 L. N. Ferguson, A. J. Levant, Nature, 167, 817 (1951).

* B. Prijs, A. H. Lutz. H. Erlenmeyer, Helv. Chim. Acta, 33, 571.
11948).

1o A. Ladenburg, A. 247, 19 (1tt8); Fer. §5,2772 (1899); Ch. R. Hau-
~er. G. A. Reynolds, J. Org. Chem. 15, 1224 (1950).

11 T, Kametani, H. lida, J. Fharm. Scc. Japan, T1, €98 (1851} [C. A
46, 81191 (1952)].

12 T, Ishiguro, E. K tamura, M. Matsumura, J. Pharm. Soc. Japan,
201425 (1952 C. A. 47, 8069h (1953)].

3 H, Weidel, M. Russo. Monatsh, 3, 864, 874 (1882).

14 ] P Wibaut. J. F. Arens, Rec. trav. chim. 60, 119 (1941).

15 ], Klosa, Arch. Pharm. 288, 426 (1955).

18 ] P. Wibaut, Rec. trav. chim. 83, 141 (1944).

17 K. Abe, I. Kitagawa, A. Ishimura, J. Pharm. Soc. Japan, 73, 969
(1953) [C. A. 48, 11420b (1954)]; A. Bavley, M. Harfenist, W. A. Lazier,
Wm. M. McLamore. Awepuxauckadl nat. 2,742,480 (1956) [C.A. 60, 16875f
{1956)]; M. M. Baizer, M. Dub, S. Gister, N. G. Steinberg, J. Am. Pharm.
Assoc. 45, 478 (1956).

18 A, Behrman, A. W. Hofmann, Ber. 17, 2606 (1884).

1» H, Weidel, 1. Herzig, Monatsh. 1, 28 (1830},

2 S Hoogewerff, W. A. Dorp, Ber. 13, 64 (1880); A.204, 113 (1880):
L. Ternajgo, Monatsh. 21 246 (1900); R. Maver, Monatsh. 13, 351 (1892),
1.. Ternajgo, Monatsh. 21, 450. 452 (1900).

21 7. H. Skranp, Ber. 12, 2332 (1879); Monatsh. 1, 184 (1880},

22 E_ Fiirth, Monatsh. 2, 422, 428 (1881).

3 R. Voigt, A. 228, 49 (1885).

M}, Weijlard, J. P. Messerly, M. Tishler, Amepuxauncknit nat. 2, 381,
734 (1945) [C. A. 40. 611° (194R)}.

35 T, Urbanski, Z. Biernacki, D. Giirne, L. Halski, M. Mioduszewska
B. Serafinowa, J. Urbanski, D. Zelazko, ‘Roczniki Chem, 27, 161 (1953)
[(C. A. 48, 13688c (19541]



XJIOPUCTOBOAOPOAHDBIN 3-(:-AMUHOITH)-HHAOI
(Xnoprugpar TPHRTAMWHA)

CH,COONH,
N
H

mCH=CHN02 4 LA, 2O,

CH,CH,NH

CH=CHNO,
4+ H,0

/

? 4 Li(OH) + Al(OH),
N
H

CH,CH,NH, 7 CH,CH,NH,-HCl
| + HCl = | |
~ N

H

Npetaowuan: A. JI. Mupxosu, I'. JI. Tlanasn.
Mposepnan: B. P, AdpuramA. A, Loxuksi.

MoanyuenHe

3-(B-Humposunua)-urdos. B KPYIIOAOHHYIO KOAOY €M~
K0CTBI0 250 M4 moMeaoT 14,5 2 (0,1 M0.151) HHAO.I-3-21bAETHIA,
(cm. crp. 88) 735 a2 kuTpomertana (npuMeuanne 1) u 4,52 yiey-
cHoxHcaI0TO amMmoHust (npuMeuanue 2). CMech HATPeBIWT HA
Kunaweil sorgHoll 0ave B HpoAO/KEHHe 15—20 MuHYT: 34 3710
BpeMfl BEChb aAplerdj H auerar mepexoaHT B pacTOp, OKPa-
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WHBAIOWIHACH B TeMHO-KpPacHH{l 1BeT. PeakuuoHHO# cMeCH
AT OXJAAAHTLCH N0 KOMHAaTHOH TeMmeparyphl, 3aTeMm [OTpy-
Wa0T B 6aHIo co Jbfom. Cnycra 15—20 MuHyT H3UHHAIOT BH-
NasATh MeJKHE 3epHBIIUIKH CBETA0- H/IH TEMHO-KOPHYHEBOTO
useta. Ha caeaymoiuu#l xeHb OCALOK OTCACBIBAIOT, MPOMBIBAIOT
2—3 pasa acdupom, no 30—40 s, 3aTeM HECKOAbKO pa3 BO-
fOH maA yjaajseHus OCTATKOB alleTara aMMOHHA, H BBICYUIHBAIOT
4a  Bosayxe. [loaywaor 12,5—13,02 ceporo mnpoaykra ¢
T. 1. 165—166° (c pas1oxeHHem), 4TO COOTBETCTRYET 66,4—
69,1°/, Teopernueckoro Koiuyecipa (mpuMevaHue 3).

Boccmanosaenue. B AByXJAATPOBYIO TPEXTOPAYIO KOJAGY,
CHa6KeHHYIO MEIAJKOM C PTYTIBIM 3aTBOPOM, KaneJbHOH BOPOH-
KOl H O6DATIBIM XOA0AMIBHAKOM C XJOPKAIbUHEBOH TpyoKo#,
nomemaior 6,17 2 (0,44 moaa) amomoruipuia autua B 500 M2
spupa (cM. ,CHHTe3bl TeTEePOUHKIHUECKHX COEHHeHHE, 3,
crp. 20) ® mpu [epeMemIMBAHMM ,TOHKOM CTpyeH NpHIHBAIT
18,8 2 (0,1 Mons) 3-(3-HUTPOBHAMM)-MHAONA, PACTBOPEHHOTO B
cMecu pacrBopuresefi, coctosauleil n3 200 w4 aHu301a, 550 mn
a6contoTHoro adupa u 80 sz cyxoro 1HoKcaHa (mpumeuanne 4),
[epsele ke KAaHIM TPHGABAAEMOrO pacTBopa OKPAUIHBAIOT
CMech B TEMHO-PO30OBHIl UBET, KOTOpDH, fajee, IpH HATpEBAHHH
nepexoAuT B cBETJI0-KpeMoBHil. [lacte okondanud npubas.1e-
HHf, 11a uTO Tpebyercs oKo.710 1,54acoB, cMeCh HATPEBAIOT HA BO-
A5 HOil Gae B TeueHne 6 uacoB. 3aTeM NpH OXJAKACHHH JAhAOM
W MepeMemHBAHAM MO KamwiaM npuGasaaot 175—200 42 ol
AR pas’aoKedus Kommiekca. JlekauTupyloT C oCaika pacTso-
piTeab ¥ MPOMBBAIOT 0C310K 3 Paza  a6GCOTIOTHBIM achupo,
nopiusyMu no 100 sz, ddupebie IKCTPAKTH  NPHCOBAMHAIOT K
OCHOBHOMY MPOAYKTY, BHCYWIHMBAIOT (a1 OPOKAIEHHBIM CEPHO-
KHCABIM HaTpHeM, oT(H/IbTPOBBIBAIOT H 06pabaTHBAIOT 3hUprBIM
PACTBOPOM XAOPHCTOTO FOIOPOAA A0 KHCION pPCARLIIH HA Jak-
yve. BoipenBminiicss 0cal0K OTCACHBAIOT 1L XOPOIIO OTIKATBHL
APOAYKT MPOMBIBAIOT HA (HARTPE A0CONIOTHBIM shupoM.

Brxoa 17,6—17,7 2 nau 89,9—90,3%, Te0PETHYECKOTO KO-
nduecrsa; T. na. 242--244°,



Xaopruapar tpunramuna, C,,H,,N.,Cl, mor. pec 196,68, —
CRET.T0-CEPOr0 UBETA KPHCTAANMYLCKOE BEUIECTBO, PACTBOPHMOC
B BOAE H COHDTE, HEPACTBOPHMOE B OPTAHHUECKHX DACTBODPH-
Te X,

Mpumeyanus

1. Mpumenaor nponamubil wutpomerad. [  peaxuuu
B3AT GOJIbUION H3GHITOK HUTPOMETaHA, TAK KAK OH ONUOBpe-
MEHHO ABRIACTCH PEAKHHOHHOH Cperoit

2. Auerat AMMOWHA B AAHHOH peaKUMH ABAAETCS KATa-
JIH3ATOPOM; NPHMEHEHNE €r0 B 3KBHUMOIEKVIDHOM KOJHUYSCTRE
Ma.10 OTPAXAeTCA HA BHIXOAE, HO UPOIYKT HOAyuaeTcs Gojee
TCMHO-OKPAIL EHHEIM,

3. Chipoit apoaykt BHosse npurojen aa  uened Boccra-
- HORJIEHUA, HO AA OYMCTKH MOKHO pacteopurb ero B 200—
220 #.1 nmoxcasa m ocamute npuGaBienuem 500 i poan. [le-
peocaxknenHut U3 1uokcana 3-(B-HHTPOBHHIA)-HHAOA DJIABHTCSH
npnt 1691707,

4. K HATPOBHHMINHAOMY CM34¥a/a NPHIHBAIOT YKA3aHHOE
KOTHYECTBO aHH301d U abCoMTHOrO 3upa, CJerka moaorpe-
BAIOT HA BOAAHOIN OaHe, CIHBAIOT DPACTBOPHUBUIYIOCA UACTb H K
OCTATKY 28TEM OpDWJIKBAIOT AHOKCAH, B KOTODPOM MOJHOCTHIO
PACTBOPHETCA OcTaBuwieeca koauuectso. CoelHHEHHBIE PACTBO-
PH NPUKATILIBAIOT B 3(JHPHBII PacTBOP ATIOMOTHAPHAA JUTHA.

Hocue ocamaenns xaopruapata TpPUNTAMHHA aHU30A MO-
KET OBITB NOMHOCTHIO OTOTHAH W NOCAE NOBTOPHON MePEroHKH
[ICII01b30BAH B NOBTOPHOM OIILITE.

Tipyrie cnocoGbl Hosiyuenus

Tpunravun nonywaior ¢ 70—75%,-4bM  BHIXOLOM BOCCTa-
HOBJICHHEM HHAO.1HA-3-aUeTOHHTPUIA A TIOMOTHAPHIOM JTHTHAL 1
KATATHTHYECKHM BOCCTAHOBACHHEM HAA MIATHHOBLIM WAH HUKe-
AEBBIM KATAAH3aTOPOM 3-(3-HHTPOSTHI)-HIA0.1a, B CBOIO Ouepesls
MOAYMaEMOro B3aHMOXC{ICTBHEM MHINAA ¢ HHTPOITHAEHOM® HIH

74

KOHIEHCAUHEH TPAMHHO C HHTPOMAIOHOBHM 3(QHPOM H aa.b-
He{llUNMH TIPeBPALIEHUS MU TPOAYKTE KOULCHCAIHS.

Onncano Takme NOIYUCHHE TPHNTAMHHA BOCCTAHORICHUEM
3-(F-HUTPOBHHMI)-HHI0.1A ATIOMOTHAPHAOM JWTHH; B TeTparu-
podypanoBoM M 3PHPHOM PacTBOpax?’; HEZOCTATKOM 3THX Me-
TOAOB #B/SETCA M348 AOCTYNHOCTL TeTpariipoypana u wa-
185 pACTBOPHMOCTH 3-(3-HUTPOBRHUI)-UHA0I4 B sdupe. [lpu-
MeHeHHe CMEIAHHOTO paCTBOPUTerd, VKA33HHOTO B TEKCTe.
3HAYMTEBHO YAYUIGAeT METOM, TAK K&K CORPAWACT LIATEJb-
HOCTb BOCCTAHOBJAEHMA H YCTPAHSeT HEOGXOIMMOCTb paGoThH ¢
GOABIWIHMH 06BLeMAMH pACTBOPATE LI .

' C. D. Nenitzescu, D. Ratleanu, Chem. Ber. 81, 1141 (1958).

¢ W. E. Noland, Ph. T. Hartman, J. Am. Chem. Soc. 76, 3227 (1954)
W. E. Noland, G. M. Christensen, G, L. Sauer, G.G.S. Dutton, J. Am.
Chen. Soc. 77, 456 (1955). J

* D. A. Lyttle, D. I. Weisblat, . Am. Chem. Scc. 77, 5747 {1853).

* E. I P. Young, J. Cham. Soc. 3493 (1958); M. Onda, M. Kawa-
nishi, M. Sasamoto, J. Pharm. Sac. Japia, 78, 409 (1956) [C. A. 50, 13930h
1956 1.

TETPATHUAPODYPH/I-2-IPONHIIKAPEHHOM

1 I Ni/Cr,0,
07 | 07 1

CH;, CsH,

Mpennoaun: P. Mons.
Mposepunn: H. A. Badusn, A. A, Cas6yps.

HNoayuenue

B xauaoumiicst aprowiab emxocCThlo 150 Ma nomeniaior
22 2 (0,15 Moas) cBeweneperuanHoro Gy pia-2-npouiasapou-
1013 {cs. ,CHHTe3sl reTe DONKKIHTeCKHX COeRMHCHHI", 2, crp.
44}, 55 1.2 abcoaTHOTO »THAOBOTO crupra v 2 2 upuweas Pe-
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peg. Tlocie mpoiaysaiids 8BTOKAaBa BOLOPOIOM NOBOAAT AaB-
aenue 8 HeM g0 50 arM. M, OyCTHB B XOJ KAauaJaKy, MOIAHH-
matoT Temneparypy Ao 80°. Hauunaerca morJolueHne BO10PO-
18, KOTOPOE Tpd4 TOBTOPHOR mojaue mpexpaulaercs yepes 5—6
yacor {npumedaHue 1). ABTOK/IAB OXNaXKAAOT 10 KOMHATHOH
TEMIEpaTyPH, BBIFDYKAOT €ro colepkUMOe, OT(UALTPOBBL:
BAIOT OT KAaTa/iu3aTopa M, npoMbis ¢uibrp 50--75 .4 abeoaior-
noro sdupa (mpumeyanue 2), pacTBopureab OTroidAwT, 4
OCTATOK TePEroHsil0T B BakyyMme, coGHpas BeilleCTBO, KIsllee
apn 92—96°/10.4m. Brixon 20,3—20,6 ¢ uau 90,0—91,1° ; Teo-
PETHUECKOTO KOMMYECTRa (NpHMeuaHne 3).

Terparuapodypua-2-nponuakap6unon, CgHO, MO BeC.
144,21, npeacrasiser co6ofi OecuserHyio, NPO3payHyIo Hud-
KOCTb, PACTBOPHMYIO B OpraniuecKux pacrpopureax; dy 0.9598:
n? 1,4450.

MpumMeuaHnus

1. Ipu nocaenyowel mojlaye BOAOPOAA AABJICHHE He 13-
MeHSieTCcs, uTO CBHAETENLCTBYET O KOHWe ruapuposanus. [lo-
raoliaerca 0ko.10 6,83 4 Bomopoa.

2. Aproxaas npombisaior 50 M4 a6COOTHOrIO CNHPTA, 4
3atem 100—1560 #.1 a6coiroTHOrO 3dupa.

3. Boccranosaenne  dypua-2-n1ponuarapouHoIa ocCyle-
cTBIeHO ¢ 84%, BHIXOAOM H B MPHCYTCTBHM HUKeTsl H& OKMCH
xpoma B abcoatornom cmupre npu 120—130° mo1 zasieinien
3 100 arwm.

Jipyrue cnocoGbl MOJyUeHHs

Kpome Onica#doro BHIIC cnocobal retpariipody pit1-2-
HpONHARapOHHOA OBl N01yded TAKXKe KATATHTHIRCKAM BOCCTA-
HosJAenneM (Qypu.-2-nponuAkapOHyONa HAL OKHCHIO [IATHHBL B
cuuproBoit cpeie npu 35 aTM’.

1 R. Paul, Bull. Soc. Chim. (5], 4. 846 (1937).

® 4. Kondo, K. Takeda, J. Pharm. Socc. Japan, 55, 731 (1935)
[C. A. 29, 73247 (1933)].
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TETPATHAPO®YPSYPUJ-BEH3UA-YKCYCHAA KHCJOTA

[ 5 ]CHQCH(COOCQHS)Q + ClCH?©+ NaOC,H, -

L Jen,
(OEN -
> CICOOC,H,), + 2NJOH ~

p!
@C

H,
N
Ve

!

1

/ \ CH,

N
 C(COOC,H;), + C,H;OH + NaCl

[ ]CH2
@ > C(COONa), + 2C,H;,0H
CH,

C(COONa), 4 2HCI ~

L,/
O

CH,
> C(COOH), + 2NaCl
CH,



[ ]CH [ JCH
0 ’ N

N -CO, AN
CH, CH,

Npeaaowunu: O. JI. Muxkosn, 3. P. barnacapsu.
Mposepunu: A. A, Aposu, C. I'. Arbaasu,

Moayuyeunue

Ausmuaosslit aup mempazudpodNpPypiL 1-0eH3u.1-Ma-
LOHOB0H Kucaomel. B 00ayAuTPoROil Tpexropaod Xpyr/a0d0H-
HOM KOJIGE, CHAGXKEHHOH MexaHHueCKOol MeHiaJako#, 00paTHBIM
XOJOJAMIbHHKOM H KaneapHo# BODOHKOH, FOTOBAT pACTBOP 3THU-
aara natpua #3 120 ma abeoatotHoro coupra (mpumeuadue 1)
w7 2 (0,33 r-ar.) Merasanueckoro watpuf. K monyueHnomy
5THJAATy HaTpua UPHOABAAIOT M3 KaneIhHOH BODOHKH B Teue-
une 30—--40 muayt 70 z (0,28 moas) au3THIOBOTO 3bHpa TLT-
paruapody phypHI-MaloH0BOf KuCa0Th (cM. ,CuHTE3b reTe-
pOUHK.TMUeCKHX coenunennit, 2, crp. 36). Yepes 2 uaca npiu
KHOAYEHHM W MepeMelIMBaHAM [pHGABAAWT 1O Kamiam 36,2 2
(0,28 MOJsi) CcBekeneperdHanHOro XJAOPHCTOTO OeH3HJA.

ConepwuMoC KOJAOL KHIATAT 18--20 yacoB, noc.e vero,
3aMeHHB 00DaTHBI XOJI0JHADHHK HUCXOAKLIuN, NpH HENp2pbIB-
HOil pa6oTe Mella.Ikn MOJHOCTBIO OTTOHMOT JTILIOBLI CHUPT. K
ocratky © koabe angasaaior 100 sl Boanl 111 pACTBOPEHHA
XA0PHCTOTO Harphsi. Bermennpuiniica Macisauucrbifl ¢oft orae-
40T, a BOAHBI 3skcrparupyioT adupom 3—4 pasa, NOPLUAMH
no 100 .

Coeaunerubie 3(pUPHBIE BHTAMKKM CViaT HAT HPOKA.TCH-
HBIM CEPHOKHC.IBIM HATPHeM, OTTOHSIOT =(iip, & 0C1aTON (ppax-
HHONHPYIOT B BakyyMe, cobupas (QPAxIUo, KAWLV [pH
173—175"/1 aum. Buixox 67,0-70,8 ¢ wn 69.2—73,2°  teape-
'HYECKOr0 KO/JHYCCTRA.

ludpoaus. B Kkpyriolonuylo koafy emkocTsio 300 s
CHA4OMEHHYI0 MEXAHMUECKOH Mewaaxoll U o6paTubiM XOJIOJIHJ[b:
HHKOM, noMewatlor 68 z (0,2 wmoaa) susTHaIOBOTO adupa
TeTparnapodypdypui-GeH3ua-MaA0H0BOH KHCI0TH H 20 2 (0,5
MOg) enkoro uatpa, pacrsopexnoro s 100 w2 50%, sruiosoro
coupra. ConepxumoOe KOJIGH [PH NEPEMEIUMBAHHHY KHNATAT B
reycnue 10—12 yacos, 3arem noHOCTbIO OTTOHAIOT CiKpT. [Toc.1e
OxJaX/1eHHA OCTAaTOK B KO.16e 3armepiesaet. [latpuenyio coab
pacrBopsaloT B 100 44 BOAR 1 npoMuBawT pacisop 100 m.a
supa. K oxaaxgennomy nportounoil Boiofi pactRopy OCTOPOK-
MO npubaBisoT pazbasaenuylo (1:1) COastHYIO KUCAOTY RO KhHC-
JIOH pEAKUHH HA KOHIO. BhiLe HRIIYIOCS KUCJAOTY 3KCTpArupyior
TPHK B 3¢upoM (mopuusimu no 100 s xawxiaan). Coexusen-
Hble 3QUPHbIE IKCTPAKTH BHICY IUMBAIOT HAL CyAb(aTOM HATPHSA
H OTTOHAIOT 3¢up; OCTATOK MpPH CTOSAHUWM H PACTHPAHHU CTe-
KJIAHHON NAa/JlO04YKOH 3aKPHCTAMNIH30BLIBAETCHA | [PHMEUAHUE
[TonyueHnnle KPHCTAMAB pacTHpaloT co cmecbio 50 m.2 abco-~
JIOTHOTO aupa C neTposaefiHuM agupom (1:5), oTcaceBaloT n
NPOMBIBAIOT HA (PuaAbrpe nerTpofeiiHbiM admpod. [loc/ae BhCy-
IIMBaHAa HA BO3AyXxe T. mia. 118—1197; mmxoa H1,4—530 ¢
i 92,3—93,6%, TeopeTHueCcKOro KOAHUEC[BA.

HAexapborcuruposanue. B xoaby Ksaaiizema eMKoCTBIO
100 42 nmomewalor 332 Tterparuapodypdypia-Gen3un.1-Mai0-
HOROH KuC.0TE. K016y pomeutator B GaHlo cO cIiaBoM Byna
1 HarpeBaioT npu 165° N0 npekpamedss BbigeAeHHA YT.IeKHC-
J0ro rasa. O0pa3oBasllyiocd NpO3pauHylo MacCy {ieperoHAIoT
B Bakyyme. [Ipoaykr neperousietcs npu 189 —-1917/1 -1,0 s,
poixon 42,0—428 z uan 94,1—96,0%, teopernyeckoro Ko.iii-
4ecTRa (NpuMeuvanue 3).

Terparuapodypdypu.i-Genania-ykceycnas xucaora, CpH Oy
Mou. Bec 234,28, upencrapaser ¢c60i0 Maca006PA3HY IO TYCTYIO
WHEKOCTh, XOPOMO pPACTROPHMYIO B OPraHHuYeCKHX PacrBopi-

reasx: d 1,1202; n? 1,5230,

=1
<



MpumevyaHnsd

1. Jlo1a nposeleHus peaklUud HCNOAb3OBaAH a6COMIOTHBI
CHEPT, MOJYYEHHHH C OOMOLIBIO MEeTAANHIeCKOro HATpHA H
IHITUA0BOTO 3¢upa PT4IeBOR KHCAOTHL.

2. B cayuae HeOGXOIHMOCTH MOXHO MEPEKPHCTAIINZ0BAT
rerparapodypdy pui-6eH3NUA-MAIOHOBYIO  KHCIOTY K3 CMecH
GensuHa (r. kun. 70°) ® 3THIOBOrO cnupra. [laa sTOro pa-
CTBOPRIOT KHCJAOTY B CHHPTE U 106aBARIOT OeH3uH. [Ipn TpeHHH
CTeKAAHHOH NaJoukoii O CTeHKH COcyJaa BbIdnaeT KHCIOTA,
KOTOPYIO OTCACHiBAIOT H NPOMHBAIOT HA (HILTPE OEISHHOM;
1. ma. 118—120°.

3. drum xe cnocobom ¢ 68—70%, BrIXOAOM O6blIA HONY-
yeHa TeTParnipo¢ypdypuIsTHAYKCYCHAA KUCIOTA.

I pyrde crnocoOsl MoJyuexHHs

Terparuapody pdypu-6eH3nI-yKCycHAs  KUCAOTa  Oblia
NnoJy4eHa TOJAbKO OMHCAHHBIM BBIILE CIOCOOOM.

1, 2, 3, 4-TETPATHAPOXHHOJIUH

= Ni/Cr,0,
| + 2H, ——
(a) z
N N
H
Mpeoxnan: A, J1 Mutwoss, A. A, Aposn, A, C. AsapsH.
[lposepunu: B. I'v Adpriau. A, A, HNoxukau.

MMoayuyeHnwue

B rayawouwmiics aBTOK1a8 emxocThio 180 sz nomemalor
64,5 2 (0,5 s10.151) CBe:xeneperHaHHOro XuHOAMBA, 1) #a ab-
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COMIOTHOTO 3TaHOJa M 4 ¢ Karaau3aropa—HHKeIs Ha OKHCH
xpoMa (mpumeuadue 1).

[Mocre yaateHrst Bo3/AyXa H3 aBTOK/IaBa 3alOJHAIOT €ro
BOZOPOJOM [0 NepBOHAUATBHOTO JABJCHHA 150 arm., 3arewm
NyCKAaOT B XOJ KAUAJIKY H BKJAWOUAIOT 06OTPEB (HpHMeuaHie 2).
[pn nosuimenun Temncparypsl a0 140° JaBl1enne B aBTOK.1ane
focTHraer 200—205 arm. Yepea Hekoropoe Bpema (30—30
MHUHYT) HauWHaeTCa [OrJoLleHHe BOAOPOAd, BC.ICICTBHE YETO
JaBjeHHe B aBTOKJIaBe MaJdeT; MO3TOMYy Mpu TOil &Ke TeM-
neparype epHOJMYeCKH  MOAAIOT BOAOPOX,  MOLACPKUBAT
nasienuwe B aurepsaie 100—200 arm. [locre  mpekpa-
IleHUs DOMJIOWPHMA (mpuvevande 3), Hwa urT0  TpeOyercs
4--5 yacos, AIOT BTOKIABY OXJAMHTLCA 10 KOMHATHOIl TeMm-
nepaTyps H OCTOPOKHO CHYCKAIOT AaBieHue. Pasrpyxaior aBTo-
KJI4B, ONOMACKUBAIOT JABYMA MNOPUHMAMH aBCOJIOTHOTO 3TaHOIA,
no 30 Ma kaxpast, OTQHALTPOBBIBAIOT pPACTBOpP OT KaTalM3a-
TOpa u npombiBaloT (GuapTp 20--25 M4 26COMOTHOTO 3TAHOJA.
OTFOHAIOT pPACTBOPHTeNb, a4 OCTATOK TEPEroHsioT B BAKYYME,
cofupas BellecTso, kunamee npu 103—1047/5 it Beixon
56,0—59,0 2 uan 84,0—88,5%, TeopeTHUECKOTO KOAUUECTBA.

| X} HCONH,
(6) ~ HCOOH
N N
HC=0
HCI
+ H,O — + HCOOH
N N
HC=0 H

[Mposepum: A A, Aposn, A. C. Azapsu,

Moayuenmne

N-Dopunamempazudpoxunosith. B kpyraononnyio xoiby
emroctbio 200 2, cHabxkenHyio 00paTibiM  XOJOJHIbHHKOM
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(npumeuanne 4), nomewaior 38,7 2 (0,3 MOJ) XHHOJHHA, 78 2
(1,65 mons) qopmamuna (npuveuanue 5) u 7.5 2 85%,-n0it my-
PAaBPHHOH KHCIOTH (npHMeyane 6). CMech HarpesaroT Ha Me-
Tananveckod Gave B TevenHe 6 uvacoB npu 170—180°. Sareum
HarpeBaHue MpoaoaxaloT eme 2,5 yaca npu 185—190°. Oxiax-
AEHHYIO 10 KOMHATHOH TeMTepaTypnl DEaKIHOHHYIO CMECh BJu-
BAIOT B K010y, conepxawilyio 750 4.4 Boxsl, 3aTeM, nepeMelniteas
M OXJIaXK1as BONOI, NPHIHBAIOT KOHUEHTPHPOBAH Hbi il pacTBop en-
KOTO HATPa 10 CHALHO WIEeJIOUHOI peakilnu Ha Kouro. Cyecs, Bpems
OT BPEMEHH BCTD#XWbas, OCTABIAT Ha 3 vaca (1% NOJHOrO
pasnoxenus (GopMamiuia) n 3—4 pasa 3KCTPATHPYIOT sHpoM,
yopuusiMu no 100 ma kaxpaaa. [Nocae OTrouku sbHpa K rycro-
My TeMHOMY ocratky jJobasiaer 30 2 85Y/,-Ho#t My pambinoit
KHCJOTBL W KHRAATAT C O6DPAaTHBIM XOJOAMJbRHKOM B TeYeHHe
30 MuHYT. OXJaKIEHHYIO CMeCh CHJBHO [OAMIETAYHBAIOT KOH-
@H1DHPOBAHHBLIM PACTBOPOM e[IKOTO HATPa M 3—4 pasa IKCTpa-
THPYIOT  adupom, mnopuusmd 1o 100 msa.  Coeluneniye
shupHble 3KCTPAKTH BHCYIIMBAIOT HAL NPOKAJEHHLIM CepHO-
KHC/BIM HATPHEM M NOC/Ae OTTOHKH 3PHPAa OCTATOK NePeroHsoT
B BaKyyMe, cobupan ¢paxuumio ¢ 1. kun. 143 -145°/3 wuau. Bu-
xon 27,0-28,2 2 wuau 55,3--57,8%, TEOpeTHUECKOTO KOIHYe-
cTBa. [IpH CTOSHHM BEIECTBO MO.1HOCTHIG KPHCTA/H3yeTCH
T. . 37— 38°,

ludpoaus. B kpyraoionnyio Koa8y eMkocThio 230 a1,
CHabXeHHY O 06pAaTIBIM X0 I01HIbHIKOM, noMewantT 27,4 2
(0,17 moun) N-opmuirerparaipoxunonsa u 100 4.1 gon-
UCHTPUPOBAHHOI coaanoll kucaoTH. JLis YAABJAEBAHUA BHe-
AAIOUETOCH NPH PeAKUHE XJAOPHCTOIO BOZOPOAA KOHEI XO00-
AHILHUKD COENMHSIOT CO CKIAHKOM, Colepkamieil pacTsop ie-
Joun. CMechb KHOATAT HA BOISHOH 6ane B TeueHHe 0.1HOTO
yaca. 3aTeM, oXjawAas BOAOil u nepeMeInusas, Ci1bHO [0O1~
IIEJAUHBAIOT  KOHUEHTPHPOBAHHHM PACTROPOM CIAKOrO HATPA.
O6paszorasiniicn TEMHO-OPAHKEBHH C.10H SKCTPATHDPYIOT TpewMs
nopuusmu 3dupa, no 100 sz kawaast. Coerlunentine 3HpHbIE
SKCTPAKTBl BLICYLLIBAIOT HAJL TPOKAJICHHBIM CEPHOKICIBIM HAT-
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pHeM H noc/se OTTOHKH 3(MPa OCTATOK NeperoHsiorT i BAKYYyMe,
cobupan ¢pakuuo ¢ T. Kun. 103~—105°/54.

Buxoa 1,2,3,4-reTparuppoxunonuna  cocrasager 20,9,—
21,2 2 nan 92,5—~94,0°, TeopeTHUECKOTO KOIHYECTRA.

1,2,3,4-TeTparuapoxunonun, CyHy N, moa. Bec 133,29—
OeCUBETHA KHAKOCTb, TeMHEIOLIAA TPH A IHTENbHOM CTOSIHHH,
XOpOIWO pactBOpAMa B OGBIHHX OPraHHYECKHX PAacTBOPHTEAAX
imoxo—s Bone; di® | 0565, n2D° 1,5910.

Mpumeuanmnas

1. Baatoe kosnuuecTBo KkaTaauM3aTOpa COCTaBATET OKOMO
5%, OT O06IEero KOAHYECTBA HCXOMHOTO XMHO.JMHA H pacreopu-
Teas; Nepefl ynorpeb.eHHeM KATaaw3ATOD AO/KEH OBTh THId-
Te.TbHO H3MeJbueH. ’

2. CxeMy o ONHCAaHHE yCTAHOBKH Kaualouleroca 4BTOK.IaBa
Il ero 3anojHenne BOROPoAOM oM. ,CHHTE3H TeTepOUHMK/IH-
uUeCKHX coeauHeHnil*, 2, crp. 36.

3. Mornowmenne BOXOPOAA CHAYala HAET O4EHb OLICTPO H
B Teyedde nepBbhix 1,5—2 wgacoB noriomaercs 75—80%,
#eo0X0MMOTO Il TUAPHPOBaHNs Bozopona (22,4 .z mpu wHop-
ManbHBIX ycaosuAX). [locleanne JHTPH BOZOPOAA MOTIOLIA-
Tca MenaeHdo. Konen peakuuu onpene/sieTcs NnPeKpauleHHe M
NOHUKEHHA JaBJEHUSA B ABTOK.JABC.

4. Hano ucnonb3oBate XOJAOLMABHUK C HIMPOKOIl BHYTpeH-
Heil Tpy6KO#, TAK KAK MPH HACPEBAHHH BHYTDH XOJOAMJAbHHKA
obpasylorca Ge/Ible KPUCTA/Ibl, YTO NPHBOAUT K 3aKyNOpKe Xo-
JOJHIbHHAKA,

5. Tloayuenue Ppopmamuna cm. Befiraug — ,Meroan 3kcue-
pHMEHTa B OpDraHuuecKol Xumuu“, ToM 2, crp. 296. H.1, Mo-
cksa, 1930 r.

6. [pumenenue 6e3n01HON MypPaBbHHON KACAOTH He 1pH-
BOAUT K 3dMETHOMY VBE/AHUGHHIO BHIXOAA HPOIYKTA pPeakiiu.
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HApyrue cnocoGul nosyyeHus

1,2,3,4-TeTparnapoxnHoinH GH MOIYYEH U3 2-({-x10p-
TPOMHA)-aHHIHHA TPH KOMHATHOH TeMNepaType HJid NpH Harpe-
BanHn'. ONHCaHBI pasjuulible METOAB MONYUEHHS TeTParuipo-
XHHOJHHA BOCCTAHOBJIEHHEM XHHOJHHA HHHKOM H COJISHOH KHC-
A0TOH®, 0J0BOM H COJSHOH KHCJAOTORSHS, HATDHEM HAH AMATb-
ramoif HaTPHA H CuHpTOM®,

Te1parnpoX HHOIHH OJYHALTCS TAKKE 3ICKTPOBOCCTAHOB-
J€HHEM XHHOIHHA HA CBHHLODHIX 371eKTpoaax® B cpejse pa3bab-
JIEHHOI CEPHOH KHCJIOTHI.

Onucausl MHOTHE METOAB THADHPOBAHHS XHHO.IMHA B TeT-
PATHIPOXHHOMNN B TPHCYTCTBHH DA3IHYHBIX KATAIH3ATODOB,
KaK-TO: HUKeas®, OKHCH HiuKeas'", KOMTOHAHOI MiaTHHb, Mein'?,
HuKeaa Penenld-14, '

B pasiene 6) npusenena paspaGorauuasn Koctod u IOnu-
HEIM'® M HECKOJBKO M3VeHEHHAas B aeTanax 1POMHCh BOCCTAIOB-
JeHHA xHHoIuHa B 1,2,3,4-TeTparuapoxunonny. dTor Merox na-
€T BIO/IHE yAOBICTBOPHTEAbHEIE PE3YIbTATH H YA0GEH LI N0y~
ueHHst HeGOMBUINX KOAHUECTB TETPATHAPOXHHOMMHA, DTHMU Ko
dBTOPAMH OMHCAH METON BOCCTAHOBJGHHA XHHOMHHA MypaBbHHOM
KHCIOTOH B OPHCYTCTBHH (DOPMHATA HATPHs.

' J.v. Braun, A. Steindorff, Ber. 38. 857 (1905).
¢ A. Wischnegradsky, Ber. 12, 1181 (1879).
Wischnegradsky, Ber, 13, 2400 (1880),
* M. Kretschy, Monatsh. 2, 83 (1881).
. Hoffriann, W. Kénigs, Ber, 16 728 (18831.
- Bamberger, F. Lengfeld, Ber. 23, 1142 (1890).
. Bamberger, S. Williamson, Ber. 27, 1465 {Anm. 1) (1891).
B. Ahrens, Z. Elektrochem. 2 580 (1895,
. Darzens, C. r, 149, 1002 (1909).
Mnateen, Ber. 41, 993 (1908).
. Heauwnes, B. Tponou, KPHXO, 48, 1889 (1914},
2 K. Suginn, J. Mizuguchi, J. Chem. Soc. lapan, 53, $67 (1938).
[C. A. 32 5059 (193%)].
Y L. Palfray. Bull. Soc. Chim. France, 7, 433 (1940} [C. A. 36
2840° (1942)].
1*S. Tsushima., S. Sudzuki, . Chem. Soc. Japan, 64, 1295 (1943)
{(C. A. 41, 3801c (1947)].
34 ' A, H. Koer, JL I'. HOmum, KOX, 95 1917 (1935,

s
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(1,2,3,4-TETPATHAPOXHHOJH1-1)-3TAHOJI
2 + BrCH,CH,0OH ~

+ -HBr

N é
CH,CH,OH H

Ipennoxuan: A. JI. Mumxonn, A. AL Aposn, A. C. Asapsn.
Iposepuan: B. I'. Adpuxan, A. A. Jloxnxas.

Nonxnyuenmue

B kpyrioaouuyo xo1ly emkoctbio 250 M., cnaGxennyo
06pa1HHIM  XOJOAHIBHHKOM, noMemalor 83 2 (0,4 moasa) 1,2,
3,4-terparuapoxunoauna (cm crp. 80), 25 2 (0,2 mona) sru-
JeH6poMruaputa 4 75 Ma aGcodicTHoro GeH3oua.

CMecb HarpeBaioT Ha BOAsHOW Gawe B Teuenne 14—15
43COB, 3aT€M OXJAXNAKT 10 KOMHATHOA TeMuepaTypH H 1Js
pasjoxenda  Gpomucrosogopoinoft  coan  1,2,3,4-terparni-
poxunoauHa upuiusawor 70 sz 10%-Horo pacrsopa eaxoro
HaTpa. OTxe.A10T 6€H30.1bUBIH, CTOMH, a BOAHHA 3KCTPATHPYyHOT
Tpems nmopuuamu 3dupa, no 50 4.2 xawiag. SGHPHBIE 3KCTPAKT
NPHCORIMHIIOT K GEH30.1BIOMY CJ0I0, CYIMAT HAj HPOKASCHHBIM
CePHOKHCIBIM  HATpPHEM H TOCTE OTTONKN PACTBOPHTEAH OC-
TATOK MCPEroHsA0T B BAKYyMe, colupast KUAKOCTb, KHISULYIO
npn 160—164°/4 sam  (upumeuanne). Bmxon 26,6- 30,2 ¢ wan
75,6 — 85,7"/, Teopernueckoro KoOINIECTRA.

(1.2.3,4-Terparuwipoxnuoau-1)-sranor, CuH NO, wmoa.
sec 177,25, d7° 1,0930; n7 1,5860, npeacrasaster  ¢o0Of He-

pACTBOPHMYIO B BOJIC i PACTBOPHIOULYIOCH B OOLIMHBIX OpTi-
HHYECKHX DACTBOPUTEAAX KHAKOCTHL. [Ipn clostumu na sosayxe
BEUIECTBO okpainisaerca B Oypnlil uyner.
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NMpumevanus

CHauana npu
TQTPHI‘H,CIpOXI/IHOJIHHa, [IPUIrOoAHOrO IJad
TOPHOM CHHTE3e, 3aTeM MeperoHAercs

HO BHIICAHTHL elle 2—3 ¢ BeuleCTRa.

Hpyrue cnocoGbi HoJyueHHs

(1,2,3,4-TerparuapoXuHoni.1)-3Tanoa GelI HOJYUEH TOJb -

KO OITHCAHHHBIM BHIIE Ci10c0oH0M.

¢YPAH-3.4-IHKAPBOHOBAS KHCJOTA

C,H:00CCH,CH,COOC,H; + HCOOC,H, —o

(C,H,),0
C,H;00CCHCH,COOC,H;
| + C,H,OH
HC=0

H,SO
C,H;00CCHCH,CO0CH; + CH{OC,H,), ——r
i C,H,0H
HC=0

c;gooc?Hcrgcoocgg+-Hcoocgu
HC(OC,Hsy),

!CZHSOOCCIHCH?;COOCQH5 + HCOOC,H;

(C.H,).0
HC(OC,H,),

103—105°/5 #xm neperonsercs -22—93 ¢
HCNOJIb30BAHKA B [OB-

0K0I0 8 2 mpomexy-
To4YHO (paxiliu, u3 KOTOPOH NPH HOBTOPHOR MEPErOHKe MOX-

C,H,00CCH———CHCOOC,H,
| l + C,H,OH
HC(OC,H,), HC=0
- H,S0,
C,H,00CCH ———— CHCOOC,H, ——

|
HC(OC,H,), HC=0

C,H;00Cr—7COOC,H,
H B + 2C,H,0H
0

C,H,00C—COOCH,
1 + 2NaOH'-»
0

NaOO COONa
|| ” + 2C,H,0H
0
NaQOC—COONa HOoOC COOH
I /ﬂ + 2HCI ~ 1 + 2NaCl
0 0

Mpenaowuan: A. JI. Mugwosn, O, JI. Mumxoss, H. A. bBaduau.
[posepurn: A. A. Apoad, M. A. Kanapuksau.

MoayuyeHnue

Auamuaosoiit aup a-Popsiaanmaprod kucaomel. Brpyr-
JOJOHHYIO TPEXJAUTPOBYO, TPEXTYBYCHYIO KOAGY, CHAOKEHIyIo
MEXSHIIUeCKOfl MEIAIKON € 3aTBOPOM, OGPATHBIM XO0.10.1HIbHH-
KOM C XJ0pKa/ablieBoil TpyOkO# W KaneJbHOH BOpOHKOIL, MO~
MmewawTt 800 a4 abcoapTHoro sdupa, 322 2 (1,4 r-ar: Mer
KOHAPE3AHIOTO HATPHSE H HPH OXAAXNTeHIH Peaxunomio KoJ-
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Gbl M lepeMellMBaHHH K COJEPXKHMOMY J06aBIAIOT CMECh
122 2 (1,64 Mo) 3TWIOBOTO 3(HPA MyPABbHIOH KHCJAOTHI
(r. xum. 52°/680 mxm) u 205 z (1,1 Moast) 3THIOBOTO 3(bHPa
sautapuoli xueaotel (. xun. 109°/18 sa). Ilepemewnsanne npo-
[0/13KA10T JBa 44Ca K PEAKUHOHHYIO CMECh OCTABJAIOT HA HOUB,
noc/ie Yero, MpOAO/INKAA NMepeMeil¥BaHHe, KHIATAT 2 yaca H 10
OXJTAXACHHH MOGABJAIOT BOALL CO JbJOM (NMpHMEvaHHe ) xo
PACTBOPEHHS HATPHEROTO IPOH3BOAHOrO. DPHPHEIE Ca0i OTAe-
AKIOT (mpuMeuande 2), K BOAHO-UIENOTHOMY [A00asasior 3dup
1 06pabaTeBAIOT, 0 BO3MOKHOCTH 6bICTPO, 2 N (mpuMeuaHHe 3;
pACTBOPOM COJASIHON KHCJOTH A0 KHCJAOH peakuud Ha KOHTO.
DPHpHBl IKCTPAKT OTAEAAIOT, @ BOAHWH C/I0H TPHKIB 3KCTPA-
rapyor sdpHpoM, nopuuamu no 200 ua kaxpad. SdupHBIE
3KCTPAKTH, COEJHHEHHBIE BMeCTe, BEICYIUHBAOT CePHOKHCIBIM
Hatpuem. DPHp OTrOHAIOT, OCTATOK MEPETOHAIT B BaKyyMe, CO-
Gupas hpaxuuio, neperousomywcs upd 128—132°/12 su. Br-
xox 133—141,6 ¢ unn 56,0--59,7°%, TeopeTHUECKOro KOHYECTBA.

Imuacsuit 3gup o-OudMOKCUMEMUAIHMAPHOL KUCAONLbL.
B xpyriomoHHY10 ABYXJHTPOBYIO TpexTybycHYIo K040y, cHal-
JKeNHYIo MEXAHHYeCKOl Memasakoil ¢ PTYTHHM 3aTBOPOM, 00-
paTHHM XO.TOAHILHHKOM C XJIOpKaJblHeBoil TPyOKo# I Kane.db-
noit Bopoukoil, nomeutaror 320 ¢ (1,5 MOJAs) AHITHIOBOTO 3PH-
pa a-QopMuIAHTAPHOH KHCTOTH, 267 2 (1,7 moaa) 3TH.IOBOTO
a¢mpa opToMypaBbukoil KHCIOTH (T. kun. 140—143°/680 i),
96 M. aBGCOAIOTHO CYXOrO 3THAOROTO chOHpra W 4 Kamin KoH-
UEHTPHPOBAHHOH CepHON KHCIOTHI. PeaxkunonHyio cMeCh OCTaB-
JS10T HA HOUB, 34TeM KHOATAT 15—18 4acop u HPakIHOHHPYIOT
B BakyvMe npu 10 w4 ocratouHoro jlab.ienusd.

[Toavuaior 394 —397,5 2 ansTHaonoro 3adupa =-1U3TOKCH-
MeTHAAHTapHOl xuc10Tet. Buxox 81,6—85,3%, Teopervuecxoro
KosnuectBa; 1. kum. 1456-—1507/10 .

dusmuaosel agpup »-duanmorcumemur-o -Qop i ATHmap -
HOW Kucdomel. B 1ByX.adTpoBy1o TpextyGycHyio Koaly, cHal-
KEeHHYI0 MEeXAHHYEeCKOiT Memainoil ¢ 3aTBOPOM, O0DATHRIM X0.10-
JIMABHHKOM C XJOpRa/dbuueBoll Tpy6xoil W xameIbHOH ROPOH-

-

Koil, momemaior 1 2 a6comortuoro 3dupa, 39,5 2 (1,7 r-ar)
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MeJIKOHAPe3aHHOTO MEeTa/lJHYeCKoro Harpus H 3atem 15 sz
a6CoNIOTHO CyXOro aTHA0ROro crnupra. K coxepkumoMy, IpH
nepemelluBani i DABHOMEDHOM KHIEHHH, 100aBIAIOT B Teue-
Hie 1,5—2 uyacoB cMech, cocroamyvio u3 394 2 (1,56 MOJIR ) 3TH-
A0BOrO 3(Hpa a-AUSTOKCHMETHJSAH14pHON Kncaotn 1 211 2(2,85

. Mos9) 3THJIoBOro »dHpa MYpaBbHHOH KHCAOTHL. [lepeMewnBanie

nPogoIKAI0T 1 Yac H OCTARTIAIOT HA HOUb. 3dTEM K COIEPKHMO-
My nob6asasior 300—400 a2 BoaBl CO IBAOM, OTALISIOT 3¢upubii
CA0H OT BOAHOrO, K BOAHOMY CJIOIO MPHJIHBAIT 3(pHD 4, OXIAXK-
nag go 0°, noaxucastor 10%,-uofl ceproft KuCI0TOl A0 KHCAOIL
peaxnuu Ha KoHro (oxono 800—900 a1 kucaote ). OTaersior
3(hupHBI C/IOH, BOAUBIL TPHIK B IKCTPATHPYIOT 3(HPOM, TODLHS-
mu no 250—300 x2 kaxpas. IQUPHEIE SIKCTPAKTH, COLAUHEHIILIE
BMEeCTe, REICYUIMBAIOT HAM POKAJEHHHM CePHOKHCABM HATPHEM.
D¢up OTrOHAWT, OCTATOK NEPErOHSIT B BakyyMme (HpHMeda-
uue 4) npua 1,5 Mam ocratouHoro hasiewud. [nsruaoswil 3¢up
o-TU3TOKCHMETII-o - GOPDMHAAHTAPHON KHCJIOTH  [IeperoHsercs
npun 115° ¢ pasaoxennem. Ilomywaior 187.3—190 2z wan
61,7--65,0°/, TeopeTHYECKOTO KOIHYECT3d (mpuuedande 3).
Juamuaosoii aup gypan-3,4-0urapbonoeot kucaomeol.
B auTpoByio 4cTLIPeXTyGYCHYIO KPYTJIOAOHHYIO K040y, Ciad-
JKEHHYIO Meiladkod, o0oO0paTHHM  XOJOJHIbHHKOM,  Kanelb-
HOft BOpOHKOIl W TCPMOMCTPOM, IIOTPYKEHHBM B PeUKIIOH-
Hylo cMech, nowcnaior 165 2 (0,78 Moas) anatnIoBoro sdupa
o-jusToKCUMeTILT-2 - (DO pMIIAHTAPHOA  KiCaoTH. L3 kame1nnof
BOpOHKN B Teuenne 5—8 suuyr npubasasior 330 w1 wonnci-

TPUPOBAHHOT CepPHON KHCAOTH, Tak, utofp TEeMEEParTypa B Kot-
6e He NoAHsIACh Bunie 48—D52 . Pedxnpnonnyio cMech AC1H0.1-
HUTEABNO OCTABIAIOT O MunyT npu temmepaType 507, sares

guicrpo oxaaxtaior A0 07 U BeLTHBAIOT B CTAKAM ¢ H3METbuLl-
HLIM AB1OM. XOJ0[HHIL pacTBop skcTparupyr sdupom, H- 0
ropunsmu 10 300 ma wamaan. SJQHPHHI 3KCTPART HPOMBIBIIOL
3 N pacrBOpOM €IKOTO HATPA CO .1bA0M, BOAOIl I BLICYHHIBIIOT
HA/l CepnoknciuM Harpuem. Jdup oTronsior, 0C1aTOK MOCPCro-
HAI0T B sakyyMme; T. xnm 117 -120°/3 am, BLixo 1650 -78,0¢
ik 60,0—68 09/, reopernueckoro Koanuectsa (mpnmcuaiie 6).
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Dypan-3,4-duxapbonosas  Kicaoma. B xpyrJI0aoHHYIO
JRYXTY6ycHYio K016y €mkocthio B 250 w2, cHabwennywo
Memaaxoil u obpatHHM XOJI0AMIBHEKOM, noveutaor 60 2 (0,28
MOAR) AHITHAOBOTO 3upa Qypan-3,4-1nkapOoHOBOR KHCIOTH H
1202 20°/,-noro eaxoro warpa. [lpun nepeMeninBaHuM HATPEBAIOT
na kumosilefl BoJsHON Gake 20 HCUE3HOBEHHA MAac/aAHUCTOTO
<109 (0koA0 3—4 uacos). PactBop npoMuHEBaOT 3hUpOM U 3a-
TeM DOAKACAIOT pasbasienHoil cepnoit kucaoroi {25—30%,-noit)
O KHCIOW peaKudi Ha KOHro., BRIMABUIYIO KHCIOTY 3KCTPAri-
PYIOT 5(HPOM H BRICYIHBAOT Hal NPOKAJIEHHHIM CEDPHOKHCIHM
narpieM. TTo orroHke sdupa XMCJIOTa 3aKPHCTAVIHIOBHBACTCH;
T. a1, 199°. Has 6Goaee TulaTeNbHOR OYMUCTKH KMCJIOTY TEpPeBo-
st peficreueM 15—20%,-woro enkoro HarTpa B COAb, KHTATAT
¢ yraeM, GuabTpylor, ocaxnaoT 43 GHAbTpaTa pasbaBAeHHON
CepHOft KHCAOTO# M 3KCTPAarHpyloT sdupom. IdupHbe 3K-
CTPAaKTHl BHICYUIHBAIOT HAJL CEPHOKHCANM HATPHEM M OTTOHAIOT
aup. 3akpucrarinsosaswascs (ypaH-3,4-1uKapborosas  KHC-
Jota naasures npu 210-—212°. Beero noaydator 176—18,0 2
kuctor, T. e. 80,0-81,8%, TeopeTnueckoro k0JHueCTBa.

®ypan-3,4-qukapbouosas kuciora, CgHyOs, moa. sec 156,09,
npexcrasisier coboit Gesoe, .1erKoe, KDHCTALIHYECKOE BEULE-
CTRO, XOpOIIO pacTpopsiolmeecs B COHpre, 3dupe, aueTOHE H
MJI0X0 — B BOJE.

MpumeduaHnus

1. Boaw crenyer ;06api1saTh M0 BO3MOMKHOCTH Mano.

2. IMocae BHCYNIHBAHHA CEDPHOKMCIBIM HATPHEM ¥ OTTOHKH
sHpa MOXHO NOJAyuuTh OK0T0 38-—40 2 aTunoBoro sdupa Ax-
TapHOH KHCJIOTHL.

3. Tlpu MexseHHofi 06paGoTKe BBIXOA AMSTHIOBOTO 3DHPA
2-(OPMHJISHTAPHON KNHCJAOTH CHHXKAETCH, [TO-BILAHMOMY, B pe-
3y.abTATE [1PEWIEBPEMEHHOTO DA3A0KENHsST HATPUEBOIO [pOH3-
BOAHOTO 3Hpa (POPMHARHTAPHON KHCTOTH.

4, IMpoaykt, poaydeHspil nocae OTFOUKY 3dipa H  HEKO-
TOpOf HuskoxuNsmeN (Ppakuuy, Neperonsweics 40 120° npu
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TIOHHKEIHOM aamiennu {10 8 wa), ucnoaw3osaiacs Ges nepe-
TOHKH /S UHMKJIH3AUHH B JH3THIOBHIE sdup dypan-3,4-nukap-
6OHOBOH KHCIOTH. OAHaxo B 3TOM Cayuae pypan-3,4-nuxapho-
HOBas KCJAOTA N0JYYa1ach MeHee 4HCTOH, d4eM [IpH [pHMeHe-
HUH MEePerHaHHOr0 IH3THAOBOrO 3GHpa a-IH3TOKCHMETHI-a’-
GOPMHIATHTAPHONH KHCIOTHI.

5. Ecan paccunThiBAThL BHIXOA NPOLYKT4 Pearkuud ua He-
nepernaHuHil NpOAYKT, o# coctasnser 8087, reoperiuecko-
ro KOJAHYecTsa.

6. Moaxucaennem HWEA0YHOTO pacTBOpa M 3aTEM  3KCTpa-
rHpOBAHHEM 3QUPOM YAAeTCH BLAGJAHTH OKOJO 4—5 2 Heuu-
cToil (ypan-3,4-11KapbOHOBOH KUCAOTH ¢ T. na. 1757

[pyrHe crnoco0bl noNy4eHHs

Gypan-3,4-ankapboHoBan KkWCAOTa BBLIA NOJYYEHA YaCTHY-
HEM 1exapGOKCHIHPOBaHieM ¢ypPaHTeTPaKapbOHOBOH KHCAOTH'.
[uaTHiaoBeit adup (ypau-3,4-AHKapGonoBoil KUCJIOTH Obil
noayyen® NpH TEPMHHECKOM DA3IOKEHHH UYACTAUHO BOCCTAHOB-

JIeHHOrO MPOAYKTA RHEHOBOTO CHHTE3a C dypanoM 4 AHITHIO-

BHIM 3QHPOM AUETHJICHANKAPOOHOROM KUCAOTHL
Vkazanubiit cnoco6 noayuenns (ypan-3-4-1nkapOoHoBOH

KHCJOTHI TpeATOXeN Ha ocHosanun paboTe E. ®. Koprpeanna 1

P. [, Jlxkouca, HOJYUIIBIONX AM3ITUAOBBEIA 3hUD 3TOI KHCAOTHL

! T. Reichstein. A. Griissner, K. Schindler, E. Hardmeier, Helv,

‘Chim. Acta, 18, 2706, (1933).

= K. Alder, H. F. Rickert, Ber. 70, 1354 (1937).
3 E. C. Kornfeld. R. G. Jones, J. Org. Chem. 19, 1671 (1934).
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+HOCH,CHCH,OH +2[0
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N

| + 4H,0
=
N

Mposepuau: O. JI. Muxwoan, O, E. Facnapsi.

lMNonyuenue

B auTpoByio TPeXTyGyCHYIO KPYTJINAOHHYIO KO1hy, cHAO-
JKEHHYIO MelaiKoii, o6paTHLIM XOJOAHIBHAKOM © Kallelbuoil
BopoHxoit, noMewaot 93 2 (1 Moab) aHHIHHA, 34,3 2 (0,12 wmo-
Ji) 3AKHCHOTO CEpHOKHCIOTO xeie3a u 73,8 ¢ (0,6 smona) uu-
TpoOeH301a. 3aTeM K CMecH A00aBJIfOT 3apaHee NPITOTOBIAEH-
Herll oxJaxaeHnmit pacteop 61,6 2 (1 mMOab, OOPHOMT KHCIOTH
B 368 ¢ (4 moan) cyxoro rauuepuHa (mpnmeuanne 1) g npu
MOCTOSHHOM MepeMelHBIHIHN M HarpeBannk (mpuvcuanie 2|
NPUARRAIOT B Te1enne otnoro waca 171 sz 98°-noii  cepuoii
KHCIOTH (rpuMedanue 3 .

[T oxOHuaHuu NPHOARIEHHS CEPHOH KHCTOIB PEAKLIHOH-
HYIO CMeCh TP HEUPepPBLIBHOM epeMenlnBadig KulyiaT Ha oT-
KPHITOM OTHE (fesuepitypa cMecn B k016e 195—-2057) v re-
genite  18—10 vacon. ilo OX.JaKAeHHM CMECL  PASOUBASIOT
300 m.7 BOABI, NEPRHOCAT B TPEXANTPOBYIO KOJIGY U II€PETo-
HAIOT C BOJAAHBIM  1ApOM  U2HPOPeariuposaBuinil  HUTpoOeH301.
Ocrartox  mocae  oxJgamienia  oGpadarsisaior  250--300 xa
50"/ -HOTO BOINOTO pACTBOPA CAKOMN L0 {10 CILIBHO-IeI0M-
HOIl PeaxklHH) H CHOBA NMEPETrOHAIOT C BOIAHBIM 11ApOM  (1epe-
TOHAEICA XHHOJNH,; HOKQ BOAHBHL pacTBOp CraHer npPo3paysbiM.
TleperHasuyio ®u1k0cTb (0KO10 TPEX JUTPOR) NEPCHOCAT B I€-
JITEILH VIO BOPOHKY M OTAeasior  chipofl  xnuoand.  Boansi
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¢n0fl CHOBA MEPEHOCAT B MEPEroHHYIo K00y H NeperoHkoil ¢
BOAANLIM 114pOM OTIEJAI0T OCTATKH XWHOJHHA H3 CMECH. ﬂepe-
FOusIoT 40 Mpo3padnoro reetuaaata. OTaenuB XUHOJMHN OT HO-
BOTO ASCTWI1aTa, NPHCOEIUHAIOT €ro K OCHOBHOMY CJI0I0 XHHO-
JHH, OTA€1CHHOTO TOCe BTOPO# meperodHkd U o6padaTeBaioT
60 4.1 cepuoit KHCJAOTHI, PAa3GaBaeHiON paBHbIM 00BEMOM  BO-
sbi. KHCIBIN PACTBOP OXJAKIAIOT AbAOM U ¢OJabio 10 O 11 00-
PafaTHIBAIOT HACBILIEHHLIM PACTBOPOM 430THCTORHUCIOTO HATPIA
10 BBLAETEHIN IBYOKHCM a30Ta (lpumeuvanne 4). 3areM CMech
HATpeBawr Ha B01AHOIT 6aHe B TEUeHHE OAHOrO uaca it 710.1-
BePrapT MePeronke ¢ BOJAAHBIM MAPOM 10 TOJYYCHHA Mpo3pad-
HOrO AeCTiiiiard st 0CBOGOXKAEHHUA OT JIETKO-TeTy4lX [pH-
mecefl). [locsie oxJjasieHusi Kk OCTarky B Koab6e JH0OAB/IfioT
250—300 w2 50° -HOTO BOJAHOTO pacTBOpPA EKOFO  HATpa H
NpPOANAKAIOT NEPEroiky ¢ NapoM, Noka AeCTHinar CTaHeT Co-
BCPIIEHIO TPO3PA'THBIM. ‘

OT OTOTHAHHOTI'O PacTBOpPa OTALAAOT Maca006pasHnil xXu-
HOMNH I BOXUBIC PAcTBOPLI BHOBL Noisepramor neperouke. OT-
JeJMIeHHHi IpH 3TOM XHHOJHH NPHCOEIMHSIOT K r1aBHoOil  Mac-
ce, 2 BOAMBI OCTATOK TPWUMKAB IKCTPATHPYIOT 3PHPOM, TNOP-
wasiavn no 150 w2, CoennneHHble aupHble 3KCTPAKTh C OCHOB-
HbIM CJ0eM X[HOJIHHE CyIlUaT Hal cyapdarom HATPUA H nocle
oTroHKl 3hupa 0CTATOK NeperoHsioT B Bakyyme. TemnepaTypa
wunenns 105—1077/10 ueu; swixon 117—120 2 wan 87.7—9000
TCOPETHYRCKOT O KOJHUECTBA,

Xynoany, C,H.N, moua. nec 129,16, npencrasasier co6oil
CRETA0-KeJTOE MAC0 CO CBOCOOPA3HBLIM 34IIaX0M, XOpoulo pa-
CTBOPHMOE B OOLIMHHIX OPTaHUMeCKHX pACTBOPUTE.ISIN 1 B K-
CaoTax, yMepeino — B rOpauell o OueHb Malo — B XOJ04HOI
sojie; d3° 1,0929; n-’l')‘ 1,6268.

llpumevwaHnus

. PacrBop rovossr <JIeAVIONMM 06Pa3oM: B UOYANTHO-
BVIO KO0y noMentaioT 367 2 cyXoro raniepnia v oupnlarisior
K uemy 61,6 ¢ dopuoit xucaorTel. CMech HATPEBAIOT 1A BOJIHOI
Gane 1o noanoro pacrnopenng GopHoil KHCAOTHL
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2. Harpesanye MOXHO BECTH K4K HA OTKPHTO# MNINTKe,
TaK ¥ Ha MacasHOfi Gade. PapnoMepHoe KHNeHHe peaxknuonyci
CMECH TOoAZepXKuBaeTCs I[IPH  TeMiepaType MacasHoRl OaHu
206—210°,

3. Kucnory npubaBasiorT OCTOPOKHO, NPIKANHBAA, Tax
KaK npu OGmCTpOM BHeceunu e€ peakius nporexaeT OypHO.

4. Pacxoayetes oko.10 25—30 z 230THCTOKHCIOTO HATPHS.
BrigereBHe IByOKHCH a307d YCTAHABAMBAIOT C 1IOMOLIBIO (104~
KpaxMa/JbHOH OyMars WUl 00 3amaxy.

Apyrue cnocoGbl MonyueHns

XHHOJIHH o0pasyercs IPHn  CyXoil NeDerOHKE KAMEHHOTO
YIS ¥ COAEPKUTCA B KAMEHHOYTOAbHO cmoie. CHHTETHUECKN
OH noJayuaercss no peaxuun Ckpayna® B3aiuMOLSHCTBHEM aHH-
JAMHE C TAHOEPHHOM H CepHoll KHCIOTOR B HPUCYTCTBHH OKHC-

adateas, B kayecTBe OKHCIHTEAst ODBIUHO WCHOJAB3YIOTCH HUT- -

po6en30a? ¥ MBIIBAKOBAA KHCAOT4®, @ TakXKe OKHCh Keneszd',
BAHALUEBAA KMCJIOTA®, Ke/le3Has COJAb M-HATPOOEH30/CYIb(O-
KHCTOTH® u Ap.

Bypuoe tevenue peaxuun Cipayna ymepsierca npubasie-
HHEM K PeakuMoHHON CMECH YKCYCHOR® wim OODHOR® KHCIOTH.
B xauecTse KaTain3aTOPOB [PHMEHAJNCH CEDHOKHCIAR Mean’,
fion®® u foameroiii matpuit!!, OnuCaHB TaKke CHHTE3Bl XHHOJH-
HA LHKIH3A0HER 0-aMWHOKODHYHOTO aanierdnal> ¥ xoHIeHca-
HHEH aHH/MHA C TIHIEpPHHOM B napoBoit (pase Ha:l aTioMOCHIN -

. 13
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5-lHAH3THJIMEPKATITOMETH/I®YPAH-2-KAPBOHOBASL KHCJIOTA,

HCI-Hzl\ICSCHQ[| 0 ]I COOC,H; + CH,=CHCN + 2NaOH —~
I
NH

NCCH2CHZSCH2| ‘o | COONa 4+ CO(NH,), +

C,H,OH + NaCl

NCCHQCHZSCHz[l o H COONa + HCl ~

NCCP!2CH25CH2[I o ]l COOH + NaCl

[Mpenowuan: AL Jl. Munxosn, A. A Aposn.
Mposepuan: B I, Adpukan, Ao A, loxixsn,

Moayuvuewnue

3 1Ho1yauTpoBy0 TPEXrOpAYIO KPYLIOAOHHYIO KOIOY,
CHAOIKEHNYIO MEMANKOoil ¢ 3aThopoM, 00pPaTHRIM  X0J40UL1bIE-
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KOM # KaneJbHoH BOpOHko#, momemaior 53 2 (0,2 Moas) xa0-
PHUCTOBOAOPOLHOM S-(5-kapbarokcudy pdy puJ )-THOMOUYE BHHE
(cM. ,CHHTE3Bl reTepOLHKIHYECKHX coeluHeHHH", 3, cTp. 9) n
100 m2 Boanl. Ilpy mepeMemuBanuum Harperaror COLEPKUMOL
xoabu A0 pactBopends (Ha uto tpedyercd oxoao 10--15 mu-
HYT), MOCIE Y€ro NPH KOMHATHOH TeuMnepaType, B TeueHHe
30 MHHYT, 4epe3 KaneqbHy10 BOPOHKY npuausaoT 32 2 (0,8 Mo-
1) €IKOro Harpa, pacTBopenHoro B 150 sz BOAM, a 3areM B
TEYCHHE TAKOTO KE IDPOMEeKyTKa BpeMeHu npubasasior 15,9 2
(0,3 mons) akpumonurpuia (npumesanns 1, 2. ITepemeinnpaior
Pl KOMHATHOH TeMmepatype 2,5—3 uaca, moc.1e uero conep-
KAMOE KOJOB BIHBAIOT B CTAKAH, COZeDKAWMH 75 M4 KoH-
UeHTPHPORAHHON coastHOd KucaoT # 150 2 apaa {npumeua-
nue 3). TToAyuyeHHYIO KHCAOTY OTCACHIBAIOT.

Il nepekpHITALIH3AUMH CHDOIT NPOIYKT pacTsopqioT B
90—100 s 10°/,-nOr0 3THAOBOrO CHMPTA, KUNATAT B TeYeHHe
5—10 MuHyT ¢ 4—5 2 XHBOTHOrO yras u buabTpyor uepes
ropAunii QUIBTP.

[lepexpucraain3oBaHuuii NpoiyKT II4BATCA npy 125—
126°. Brixoa 31,2--34,2 ¢z wuin 73,9—81,0°%, reopernueckoro
KoaH4ecTsa (nmpuveuanue 4).

o-LlnaHaTHIMepKANTOMETHA DY paH-2-KapGoHoBas KHCJaOoTA,
CsHoNO,S, mon. sec 211,24, xpucrasinsyercs B puge Gecuser-
HHX NJIACTHHOK, XOpPOUIO PACTBOPHMBIX B CHHPTE, YKCYCHOI
KHCJA0TE # ropaueil Boge.

NMpusvMevanwuagq

L AkpuwioHATpHIL pasapakaer can3ncThie 060104k BepX-
HHX IBINATEABLHBIX [IYTed H a3, BH3LIBAET KOMXKHBIH 3yl 1 ro-
T0BHY10 G0/1b; 1103TOMY paboTy C HHM CI@AYCT [POBOAHTH B
BHTAMHOM WKADY, COBIIONAA COOTBETCTBYIOIHE MEpPHI mpeno-
CTODOKHOCTH.

2. B nawagte npudapicuus 4KPHIJOHHTDHIA  TEMIIEPatTypa
PEAKIHMOHHON ¢Mmecn moBbimaercs 10 30-—35°. 3a 30—40 mu-
HYT peakina B ocuoBHoM 3axanqusaetcs. OXJaMiaTh peax-
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IHOHHYIO CMeCh HeT HeoOXOAMMOCTH, TAK KaK CamMopa3orpena-
H#e He MEemaeT HOPMAJTbHOMY TeYeHHIO peakllyH.

3. 5-LlnanaruimepxkantoMeruniadypan-2-xkapboHOBas KHCIO-
T2 MOXKT nepelTd B NEPeOXJaXKALHHOE COCTOAHHE, HOITOMY
iesnecoo6pasno nochae npubabieHHs NePBHX HECKOJAbKHX Ka-
mefb LIeN0YHOrO pacTBoPa MpOTepeTh BHIEBWIYI0 B OCALOK Ma-
C.1000pa3HY 0 KHCJAOTY CTEKJASHHONH HAJOYKOH A0 KPHUCTAAIH3a-
IMH, @ OCTaJABHOE KOJAHIeCTBO nPHOABAATL MAJeHbKHMH HOp-
UMAMH U DPH NepeMellnBaHHH.

4. AHanorwudbiM 06pasoM, ¢ TaKUMP K€ MPHMEPHO BH-
X0 aMu S-1UHan3THAMe pkanToMeTnadypan-2-kapboHosas KHCIO-
T4 NOJy4YaeTCs H3 XJOPHUCTOBOAOPOAHOH S-(5-KapOmweToxcHy p-
bypin)-THOMOYEBHHHEL.

HOpyrue crnocoOet mojdyuyeHHs

Jlis nmoAydyeHHs 5-uHaHITUAMEpPKAnTOMeTHIdYpaH-2-Kap-
GOHOBOW KHCAOTH I[IPEAJONKEH TOJIbKO OMHCAHHHIEA BHIIE CHO-

cob.

1 A, Jl. Muasosn, A. A. Aposs, Mss. AH ApwCCP, XIi, 12, 63
(1959).



ATHJIOBBIH 39UP BEH30®YPAH-2-KAPEOHOBOW KHCJOTbI

Cl!
+ CH.OH ———
COOH 7 (H,50)
+ H,0
COOGC,H,

Ilposepuau: A. A. Aposu, H. X. Xauarpss.

NoaydyeHUue

B aurposyio koaby, cHaGKeHHYIO IHPOKOH CTEKAAHHOIT
TpyOKo#, 1oxonsieid A0 AHA KOJOH, NMOMEWAior 243z (1,5
Mons) GeHsodypan-2-kap6OHOBOH KHCJAOTH C T. M. 188—190°
(cm. ctp. 49) 1 500 #a aGcourOTHOrO 3THAOBOrO CHHPTA.

B reuenne 30 MHHYT uepe3 pacTBop IPonyckaidT GHCTPHIT
TOK XJIOPHCTOTO BOAOPOAA, MPEABAPHTEIbHO BHCYIIEHHOTO Mpo-
MyCKaHHEM Yepe3 NPOMBIBHYIO CKAAHKY C KOHIEHTPHPOBAHHOI
cepHolt kHcioToi (mpuMeuanie ). 3areMm Kk0aGy COGMMHAINT C
O0GPATHHM XOJXOAHJIbHHKOM H HATpeBAOT HA xunsiuel BOaaHOH
Gane B TeueHne 14—15 uacop (nmpHMeuasde 2), nocie dero o6-
PATHBIl XOXOAUJIBHHK 3aMEHAIOT HHCXOASHM U OTFOHSIOT OKO-
0 200 ma cnupra. K oXsiaxeHHOMY 10 KOMHATHOI Temuepa-
Typhl octaTKy npuansaiorT 250--300 44 BOAbY, OTACAAIOT BBLLE-
JAHBIIKACH Maca000pasnbiil IPOIYKT, 4 BOAHBH CI0i 3KCTPAr-
pyioT Tpewms mopuasAvi XxJaopodopua no 100 #.2 Kaxiaas. N0
pO(OPMHBIL IKCTPAKT MPHCOLAHHAIOT K OCHOBHOMY [DOAYKTY,
npoMbBaIOT Bopo#H, 150 a4 5%,-doro pacTsopa yTICKHLIOrO Ka-
JH{, 3aT€M CHOBA BOJLOH H CyIIAaT HA1 HPOKAJEeHHBIM CCPHOKHC-
JLIM HATpueM (mpumeuanue 3).

[Mocae orrouxu xaopodopma, OCTATOK EPErOHAIT B Ba-
KyyMe, cOGHpan BEWEeCTBO, NEperoHaolleecs 1py 136 —138 /3 a.
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TIpu CToAHHH OTOTHAHHOE BELIECTBO MOJIHOCTHIO KPHCTALIH-
ayercs; T. o 27°. ,

Brxon 232,3—23822 wuan 81,5—83,6°/, reopernueckoro
koiuuecTnpa (npumevanne 4).

SruaosHil  abup 0eH300ypaH-2-kapOoHOBOH  KHCIOTH
‘CiHyO;, MOa. Bec 190,20, npeacraBaser CcobGoH OGecuserHbie
KPHCTaJ/IH, HEPACTBOPHMbE B BOJE H PACTBOPHMHE B OOHYHK X
OpraHdYecKHX PacTBOPHTEAAX.

MpumeuvwaHHni+

1. Bmecro XJOPHCTOTO BOAXOPOAA B KAUGCTBE KaTAIH3aTO-
pa MOXHO TNPHMEHATb CEPHYI0 KHCJAOTY (10—15 #a), onnaxo
HpH 3TOM BHXOX CHHXAETCA ¥ TPOAYKT PEaKUHH MOTyuaercd
CAerKa KeJaTOBaTHM.

2. 14—15-yacoBoe HArpeBaHHC BHOJHE JAOCTATOHHO JIA
obecrieyenna BEICOKHX BHX0I0B. IlpH HArpeBaHHH B TedEHHE
MeHbLIEro BpeMEHH OCTAeTCA 3HAUMTENbHOE KOAMYECTO HEMPO-
pearnpoBas el 6eH3odypaH-2-KapGoHOBOR KHCIOTH -

3. M3 merouHsX MPOMBIBHEIX BOX TyTeM 06paboTKH coJd-
nofi kucaoToll MoXHo BHAeIMTh 20—24 2 Gensodypan-2-kap-
60HOBOH KHCIOTHI.

4. AHaJTOrHYHHM 06Da30M MPHMEPHO C  TAKHM KE BHXO=
A0M MOXHO CHHTE3HPOBaTh METHJAOBHIM apHp Genzodypan-2-
K4pOOHOBOH KHCJIOTHL.

Ipyrue crnocolbl MoLy4eHHs

Ouncannpil BHIIE €T0C06, OCHOBaHuBI Ha paboTaX [aur-
qual, gaeTt BroJdHe YAOBJIETBODHTE/NbHbIE DE3y/bTiAThi-

1AL fanizsch, Ber, 19, 2401 (1880).
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n-KNap6oKCHPeHHATHIAPASHIL  COIHNO-
kucanit 27, 28, 29, 30

v-Kapboxrcuennanipaso  coasno-
rcanit 33, 31, 35



S-(5-Kap6stokcndyphypua)-THomo-
ueBHUA ConanHOKHCAaN 96

Kpemuexucnora 44

Kpeunnit uersipexxaopucthit 44

Kymapunosas kucaora — cm. 6enso-
¢ypan-2-kap6onoBas kuCaoTa

Kymapuu 49, 51

Kymapou -- cm. 2,3-6ensopypan

Kywmapon-2 xap6onoras kucaora

— ¢y Gensodypad-2-kap6oxosan
KUCH0TA

Meab cepuoxucaas 94

Meruaamun Gensodypan-2-xap6ono-
Bofl kHCaOTH 22, 23, 25

Merunamun 27, 24

2-Metun-2,3-nuru1pobensopypan §2,
53, 54

2-Mernauzatun 54, 55, 56, 57

2-MeTHunungon 60

8-{2-Mernauugoaun-3-tponnoHoBas
kucnora) 58, 60

2-MeTHakyMapaH—cM, 2-Merua-2.3-
AMrHApo6GeH30¢ Yy pau

MeTunosuit sgup Geusody pan-2-kap-
GoHoBOH Xucaorw 99

2-Merua-4-pypdypuaiien-5- okcaso-
doH 12, 13, 14

Meruaatuaxeron 28, 20

Mypasbunas kucnora 82, 83

MumbaroBas xucmora 94

Harp enxuit 9, 13, 18, 24, 40, 45,
47, 66, 79, 82

Hatpnii 78, 80, 87, 89

FHovrpuit azorderokncauit 27, 34, 37,
93, 94

Hatpuit fionuernii 32, 33, 94

Harpuil cepuucroxucanii 49

Harpuit yraexucawii 15, 35

Hatpnit yxeycuoxucauii 12, €0

Hatpuil unaticruii 47, 48

Hatpus ruapocyangur 10

Harpua stunar 78
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Hukenenuiii katanusatop Peues 67,
70, 75

Hukens na oxucu xpoma 30, 76, 81

Huxotunamun 9, 10, 11

Hurpun usgonun-3-yrcycHoil kucio-
Th 48, 74

Hurtpo6enson 92, 94

3-(B-Hutposunus)-uuton T2, 73, 74,
75

Hurpomanouosmii sdup 75

Hurtpomeran 72, 74

6-tInrpo-3-merunbensannierny 57

3-Hurponrpuaun 11

HurposruacH 74

3-(3-Hurpoarun)-wuion 74

Oknep xenesa 94

OxHco mMenn 19

Oxkucb naaruunt 76

Okuco yraepona 41
5-Oxcnmetnngypoypon 31
N-{3-Okcuatun)-usounnonus 61, 04
Oprodocdopnan kucrora 15

[Mapabopmansrerun 47

[Tepekuco Bogopoaa 17, 69

[Mepmanranat xamisi—cwm, Kaaud sap-
TaHIEBOKHCTLIH

2-Tukonuu 69

Huxpar N-{-valoauna-3-npoamr)-mi-
nepuanHa 45

[Munepunnn 3-{unzoaui-3)-vpoiuo-
HOBOH kHCJIoT 43, 44, 45

2-{Munepuaun-1")-nponanon 65, 67

unepunun €5, 67

§-Mupuaunyperan 1

[Mupunun 35, 44, 64

[Tupuanu-4-kapGonosas Kucaora 68,
69, 70.

Mupiaus coastHekieanii 53

[fponnoaaxtou 60

CanuuuaoBui agvler1 52
Cepuas kucaora 18, 28, 53, 39, 62,
88, 89, 92, 93, 9t 99

Cepuucrtuii aurunpua 27, 28, 34

Coaanan kncaora 27, 34, 35, 50, 55,

82, 88, 96

Crauprt stunonwii 28, 30, 59, 62, 78,
89, 98

Terparuapodypan 75

Terparunpodypua-3-tponuikap6u-
Hon 75, 76

Terparuzpodypdypua-6enaua- mato-
HoBaa kucrora 79, 80

Terparunpody pby pua-Genaun-ykcyc-
Haa xucaora 77, 79, 80

Terparunpodypdypun-srua-yreyc-
Haw kucaora 80

Terparuapobypbypua xaopucruit
32. 33

{1,2,3,4-Terparuapoxunonna-1)-sra-
Hoa 85, 86 .

1.2.3,4-Tetparunpoxunonun 80, 83,
84, 85, 86

TerpaxaopcunaH—cM. Kpemuiti qeToi-
PexXAopHCTBIH

Trounn xnopucruii 22, 41

n-Toayunun 55, 74

Tpexxnopucrmii Pocpop—cu. docdop
TPEXXAOPHCThiiT

TPUUTAMUH COMTHOKUAAB—Cat. 3-(3-
AMHUILOSTH)-HILIOA COAMOKICTBIH

Tpunropan 40

Ykcycuan xucaora 52, 53, 94

Yxcvenan kucaora aersnan 16, 20

Vxeyennii auruppua 12, 14, 15, 20,
69

Y porponus—cw, rexcamerunaen reTpa-
MitH

Denmarirpasin 48
Pemaruapasing corsnokucanii 59
Pemruiporctavin 11
Petorcuaneraanaeriy 20

Penoa H3

Popmamun 82, 83

y-Popmuanupuaun 69

N-@opmuarerparuapoxusonun 81,
82

N-®opMHapeHoKCHYKCYCHAT  KuC-
nora 20

Doctop kpacHwmit 36

PocdopHas kucrora 69

Pocpop TpexxaopucTmii 39, 41

Pranesnii anruapun 62

PranuMHIOYKCYCHAA kucaora 62,
63

$ypau-3.4-1nxap6oHoBas Kucaora
86, 90, 91

PypaurerpakaploHOBas KHCAOTA
91

Pypua-2-nponuakapborua 75, 76

Qypbypon 12

Xuuonun 80, 82, 83, 84, 92, 93, 94
Xnopaavruapar 55, 57
Xnopauruapuy GeusodypaH-2-kap-
GoHosoli kucaoTH 22, 24
Xnopruapar N-(y-unposna-3-mpo-
nual-ounepuaysa 45
X#aoprunpar Metuaamuna 23, 24
Xnoprunpar nupuiusa 70
Xnopunaason 35, 36, 37
Xnopuctbfi 6eH3un—Cy. Gensin
XJBOPHCTDH
Xaopuerniit Rotopor 98, 99
XJA0pHCTBIL THORMA- -CM. THOHIT
XnapueTbil
- XJopkporsayKcycuayn xkucaora 60
3-Xaopkymapun 51
Xaopokuck pocpopa 35
Nagopodopu 40 49, 30 5%
2-{y-Xaopupouna)-arnimn 81

A-Usanuponuonosuil aanicrit 48

5-Unausruasteprantoste ruady pati-
2-kaplotonan Kucxora 9§, 96, 97
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1lunkoBas neuab 69
Lluuk xaopucThid 20

UlaBeaesaa xucaora GeapopHas 20

Arunenbpouruapun 85

Srunosbiil adhup OGeHaodypan-2-Kap-
GoHoBo#t kucaors 98, 99

JTtHROBbLIA 3hUP  GPOMMANOHOBOIM
KHca0THl 52

Srunosbiil 3¢up a-6pOMIPOTHOHOBOR
Kucaotol 65

ItunoBoit 3QHP a-AMITOKCHMETHIASAH-
tapnoit kucnors 88, 89

Arunoruit adpup  3-{2-uernauuno-
Aua-3)-nponHoHoBoji KHcaoTh 58, 59

Stnuaosuii 9duUp MypaBbHHOH KHC-
aote 88, 89

StuavBLii 3GHp OPTOMYpPaBbHHOI
kucnothl &8

STHa0BHH 30HD a-(nHMEepHANI-1)-
nponnoHoBoi Kucaorw 68, 65, 67

Atua0BLIA 230HD HTaAUMHIOYKCYC-
Ho#t xucnors 62, 63

SrtuaoBbid 3QUP MHAHYKCYCHOH KHC-
1otH 48

STHa0BBI 3¢Up UlaBeNeBOil KHC-
aoTbl 41

Drunosbiit 3pHp sHTapHOH KHCAO-
o 88, 90

4-dtnanupugud €8, 69

o-druaderHoa 20
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