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H3BECTHS BBLICIIHX YHEBHbBIX 3ABEEHI
MHHLICTEPCTBA BBICUIETO OBPA30OBAHHS CCCP

«<XHMHA H XUMHYECKAA TEXHOJOIH>

1958, Ne 2

I H. BASHJTEBCKAA, M. C. BAHHOBA, 1. B. ['¥PA,
K. M. JIOMAEB, H. A. IPEOBPA)KEHCKH .

CHHTE3 AJKAJOHIA KOKAHHA

(MOCKOBCKHH HHCTHTYT TOHKOH XHMMYECKOH TEXHO.IOTHH)

Aakanon kokauu (1] WHPOKO MpHUMEHSIeTCs B MeIHIHHE KaK MeCTHO-
aHecTesHpylolUlee CPeICTBO B XHPYDPIHH, opTaIMOI0OTHH H OTO-PHHO-JIdPHHTO-
Jorud. OH 1o6biBaeTcs u3 .HcTheB KycTapHuka Erytroxylon Coca, pacryuie-
ro B 0. Amepuke (Ilepy, Unau), Acbpuke, ABcTpaaud, a Takxke Ha $se U
apyrux ocrpoBax Muauiickoro okeana. B CCCP kokaud uMnoprupyercs.
Kokauu nmpeacras.sier co6oil 2-KapboMeToKCH-3-6€H30HI0KCHTponan (2}

HzC—(;H—CIH—COOCH:;
|
x\\’CHg CHOOCCgH;
l
H,C—CH—CH,

B cooTBeTcTBHH CO CTPYKTYPHOI TeOpHeil 1711 KOKaHHa BO3MOMKHLI Ye-
THIpe paleMHYecKHe cTepeoH3oMepHble HopMbl (paueMHYECKHH KOKaud [J),
paueMHyeCcKHil ceBAOKOKaun [4], pauneMuueckuii an1rokoxkauH [5], pauemuue-
CKHH aJTONCeBIOKOKAaHH [9, 6]) M COOTBETCTByIOUIEE UMCJIO ONTHYECKH-Ies-
TeJbHBIX CO€IHHEHHH.

st nosyueHHs KOKaHHOB B JHTepatype ObL1 NMPeIIOXKeH psjl CHHTE-
30B: HCXOJA H3 JHUMOHHON KHUCJOTHI [3], H3 aHTapHOro auagabiernaa [3, 7},
u3 7 -6poMmkpoToHoBOro 3dupa (7, 8, u3 TponuHoHa [9, 10} u us 6enso-
aa [11]. OnHako HM OZWH H3 HUX He HalleJ NPAKTHYECKOTrO NPHMEHEHHSI.

B Hacrosiwieil craTbe ONHMCHIBAETCS CHHTE3 KOKAaHHA, OCYLIECTBJICHHBIA
no cxeme: (cM. ctp. 76).

®ypan 1eificTBMeM CIUPTOBOIO pacTBopa XJopa AW 6GpoMa mpespa-
maiwoTt B 2,5-1da’akokcu-2,5-aurnipodypad  (ILR=C,Hs wuau CHj), xo-
TOpHIH jaJee BOCCTaHaBAMBAOT B 2,5-nuajkokcuterparuapodypan (II).
OMblIeHHe ero NPHBOAHT K siHTapHoMy aHadapieruay (lla), xoropwi
He BHAEJIAT B HHIHBUAYAJbHOM COCTOSIHHH, TakK Kak 3T0 CBA3a-
HO C moTepell 0KO.0 2/; BeuiecTBa, a BBOIAT HECNOCPEICTBEHHO B KOHIEH-
cauuio [3, 7, 12] ¢ METHIAaMHHOM M JHKa/J1HEBOH COJIbI0O MOHOMETHJOBOIO
s¢upa aueToHAUKapOGoHOBOH KHCaOTE. [lo 06pasoBaHH0 MNPAKTHYECKH
He pPacTBOPUMOTO B BOJe peffHeKaTa OmpeaefsiorT colepikaHHe B PEaKLHOH-
HOil CcMecH MeTHJ0BOro  3GHpa  TPOMAH-3-OH-2-KapOOHOBOH  KHCJO-
ol (III). D10 nMo3BONMMJIO BBHISICHHTH ONTHMaJbHble YCJIOBHs1 KOHIE€HCA-
I¥H, a HMEHHO NpOBeleHHe ee B TMPHUCYTCTBHY UHUTPATHOrO HJM alleTaTHOTrQ
6ydbepa u HeoOXOAHMYI0 TMpPOJOMKHTEJIBHOCTb Mpouecca: 4 daca NpH
29—31°. Tlpu npumeneHuu ¢ocdatHoro Gydepa uau B OoTcyTcTBHe Gydepa
peakuHus nporekaer ¢ Gojee HH3KAM BbIXoAoM. [IpH Havaje peakudH
pH cpensi He 10.KHA mpeBbIIATh 7, a faJee MOJAAEPNKHBACTCA B HHTepBaJe
5—10.




I. H. basuaesckas, M. C. banunosa, 1. B. I'ypa,
K. M. JwMmaes, H. A. Ilpeo6paxenckui.
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HauGosee ci1oxHOH cTanueil cuHTe3a SBJIAETCH BOCCTAHOBJEHHe MeETH-

JIOBOTO 30Hpa TponaH-3-oH-2-kapGoHoBoH KucyoTw (llI), npuBogsuiee

CMECH CTepeOH30MepHBIX 3QHPOB TponaH-3-0/-2-kap6oHoBrix kucjor (IV).

C 1eabl0 CTepeoHanpaBJeHHOr0 NPOBeJeH sl BOCCTAHOB.I@HHS TPONaHOHKap-
Gouosoro sdupa (III) B MeTunoBwi#t 3dup paueMuueckoro sxrounHa (IVa)

. HaMH OBl H3YYeH pSj MeTo4OB: KaTaJHTHYeCKOe 'PHIDHPOBaHHe B MPHCYT-
CTBUY NaJJaJHsA, OKHCH TJIaTHHBI HJH CKEJeTHOTO HHKEJIeBOrO KaTasHu3aTo-

pa, 3JeKTPOXHMHUYECKOEe BOCCTAHOBJeHHe Ha CBHHUOBBLIX 3JEKTpolax B lle-
JIOUHOH HJH KHCJOH cpegax M BOCCTAaHOBJeHHe aMaJtbiiMOH HaTpHA, NOJY-
YeHHOIl JIeKTPOSTHTHYECKH Ge3 BhilesneHus ee. Hanayduxe nDe3ynbTarThl, AaB-

urie HauOoJbIIMHA NMPOUEHT METUJOBOro 3¢upa paleMHYcCKOrd 3KIOHHHA

(IVa), 6ulrd JOCTHTHYTH B nocaegHem caydae. [IprnueM npH sToM onoco6e Boc-
CTaHOBJEHHS MOXKHO HCTIOJIL30BaTh Kak yucThlél [II, Tak H HemocpeaCTBeHHO
PEaKUHOHHYI0O MacCyTIOoCJe KOHAeHCALHHA SHTAPHOTO JHaJbIeruia ¢ MeTuaa-
MHHOM M [MKaJHeBOH COJIbIO MOHOMETHJIOBOrO >dupa aleTOHAHKapO6OHOBOH
KucJoTh. PacTBop Tpomnasonkap6onosoro sdupa (11I), moaydyeHunii B pe-
3y/JbTaTe KOHIEHCAUUH H NOBENeHHA 10 KHUCJOH peakUuH, MOoABepraercs
BOCCTAHOBJIEHUIO NPUTOTOBJeHHOH [13] 3/1€eKTpOTHTHYUECKHM NyTeM aMaJbra-

MOl HaTpus. M3 MaC/AHHCTOH CMECH MEeTHJIOBHX 3QHpPOB TpoOmaH-3-oa-2-
kapGoHosbix Kucaor (IV a u 6), noayuenxoll nocjae Boccranosienus Il
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NPH OXJaXIEHHH BBIKPHCTALIH3OBBIBAETCA MeTHTOBHIT 3dip pau. mces-
ao3krouura (IVSO), KoTopoll HMCNOIL3VIOT 315 MPHTOTOBICHHA MNCEBIOKO-
Kanua. JKuakuil sdup pau. 3kronsna (I\Va) ounwaloT npespaulenyem s
XJOPHCTOBOIOPOINYIO COlb H GEH3OHIHPYIOT B pauemuueckHid xoxauH (V).
dapmakoorHyeckie HCMbITAHHSA, NpoBeleHHble B MUHCKOM MeIHUHH-
ckom uncrutyte upod. K. C. [Haxypexnm u  acnupantom H. A. Hcexape-
BBIM C CHHTE3HPOBAHHBIMH HaMH o6Gpa3ilaMH: pau. KOKauHa (1. NI. XJop-
ruapara 186—187°), aeBoro (NpHPoAHOro) Kokanua (T. MI. XJOpruajapara
193—194°), npaBoro KOKauHa (KOHCTAHTH Te Ke), pal. MceBIOKNKaHHa
(1. m1. xaopruapara 205—2067) —nokasaaH, UTO 0O  MECTHOQHECTE3H-
PVIOULHM CBOIICTBAM (Ha POFOBHIIC KPOJHKA) DAll. KOKAlH He YCTVIaer .1e-
BOMY (IPHPOIHOMY) KOKaHHY, 06.1al1as [IpH 3TOM MeHbLICH TOKCHYHOCTBIO,
yeM npupoaHbii kokauH. Hecaezosamua I[Haavpckoro u  HMcekapesa [14]
JpHBEJAH K BBIBOIY, YTO B psijie CJAyyaeB SfBJAAETCH 11eJ1eCO06Pa3HbIM NpH-
MEHSiTh XJIOPHCTOBOZOPOMHKEIN pal. KOKaHH, He MoJBepras ero paculenJe-
PHHHIO Ha aHTHNOAH TeM 6o0Jee, YTO [0 CBOHM (H3HYeCKHM CBOHCTBAM
XJIOPrHApAT pall. KOKaHHA 6JIH30K K XJODHCTOBOIOPOAHOMYV JIeBOMY (TpH-
POIHOMY) KOK3HHY H YIOBJIETBOpsieT BCeM TPeGOBAHHAM K HeMY.

3KCNEPUMEHTAJ/IbHAY YACTDb

1. 2,5-nu3atokcun-2,5-puruppodypan (I).
SN \';\\\,\' NS I

K oxnaxnenHoit 1o —35° cmecu 32,2 ¢ (0,472 e-moa) dypaua, 95 ma

"cyxoro scHpa H 145 ma Ge3BOIHOrO 3THJIOBOrO CIHPTA NpH NepeMeLIHBa-

HUH B TeYeHHe uyaca NPHOABIAIOT NO KamlAM  OXJaXKAEHHBIH 10 —35°
pactsop 24,2 ma (0,472 e-mon) GpoMa B 335 Ma 3TH/IQBOTO CHHPTA, CJIeAd
3a teM, yroOBl TeMmiepaTypa He npeBbima.ja —95°. Tlocae 30-MuHyTHOR
BBIAEPKKH INIPH NAaHHBIX TEMIEPATYPHLIX VCJIOBUAX B PEAaKUHOHHYIO Maccy
nponyckarmTr cyxoft aMmmuak go pH6, nepemewnsaor opu —>5° 1o HcyesHo-
BeHHSI OKpacKH M CHOBa BBOIAT aMMHak ao pH8. BmmmaBwnit ocaizok or-
tuabTpoBeBatoT. OCTAaTOK 1MOCHAe yaaIeHHs pacTBopuTesieli B BaKyyMe mepe-
rousitor. Beixon 52,6 ¢ (70,3%). T. kum. 39—41° nmpu 3 mm: d4°° 1,0017;
n % 1,4310; MR ,40,86; Briu. 41, 40.
Haiineno %: C—60,71; 60,92; H—8,73; 8,69.
CgH4O3F. Bruncaeno %: C—60,73; H—8,92,
2,5-NIHMeTOKCH-2,5-auruapodypad  NOJyyYeH aHAJOTHYHO C Tofl JHLIb
pasHHUeH, yTo peakuUHs MpoBeJeHA B OTCYTCTBHe IM3THJI0BOro sdupa. Bei-
xo1: 71%. T. xun. 69,74° npu 17 mm; d4* 1,0730; n721.4352: MR 31,56;
8blu. 32,17. :
Hai#ineno '%: C—>55,32; 55,26; H—7,58; 7.,61.
CsHO3F. Briuucaeno %: C—55,37; H—7,74.

2. 2,5-nHarokcHTeTparuapodypan (I1).

47,5 2 (0,3 2-moa) 2,5-nuMerokcu-2,5-nuruapodpypana (I) ruapu-
PVIOT B NPHCYTCTBHH 5 2 CKeJEeTHOrO HHKEJEeBOro KaraJd3aTopa IMPH KOM-
HATHOH TeMNeparype W aTMOCGhEpPHOM NABJEHHH B yCJIOBHSAX MeXaHHYECKO-
ro mepeMeIlHBAHHSA.

[To oxowdanuu morsomenust 7,2 4 BOAOPoAa B TeueHHe 2—3 UACOB Ka-
Tajlu3aTop OTQHABTPOBHIBAIOT H NPOMHBAIOT 15 M4 6e3BOAHOTO 3THJIOBOrO




78 . Y. Basuiesckan, M. C. Baitwosa, A. B. Typa,
K. M. Twowvaes, H. A. Ipeo6paxeHckuii.

cnupra. OcTaToK MOCIe OTIFOHKH PACTBOPHTE.IS, NEPEroHAIOT, Bu‘(ol 10, 1
(83.47%). T. kun. 76—78” npu 20 wmu; 7 0,9630:
n 11193 MR, 42,02 B, 41.87.
Hailzeno %: C—59,83; 59,94; H—10,05; 10,07.
CeH 1505, Boiuncaeno %: C—59.97; H—10.06.
5- MIMCTOKCHTETParuipody pau NOJVHEeH aHAJOTHUYHO, Bbmn \ao 2

T. kun. 52—31 npu 22 seu; d701,0230; nz"l 1787 MR 532,55: Buiu. 3763

Haiizeno .. C—54,24; 04,00‘ H—9.50; 9,22.

Cs;H1204. Boiuncaeno %: C—54.53; H—9.15.
Aurapuoiit  awaasierna (Ilw), noayueHHsl  oMerTennes I vatisuol
KHCTOTON, MPHMCHLICS, MUIVA CTAIHIO  BLUICICHHY,  L1d KOUICHCHINH C
METHIAMHHOM H JIHKAIHCBOIl COJTBIO MOHOMUTILTOBOTO 3(HPa alleToH THRap-

60HOBOH KHCIOTBL.  KoHUECTBO  MOJIVUCHHOIO  CBOGOIHOIG  AHAIbICTHAA
1la. cocrasasiomee 85,3 OT TeopiH, OOPCICIEHO ¢ TOMOIILIO 2,1 - 1WHi-
tpopeusaruapasona. T. o1, 256—258° (¢ pasiiox.).

Haitteno v : N—24.94; 24 85.
C.;H,;0:N;z. Boiukcaero ”,L' N—25.11.

3. JIukaauneBas colb MOHOMETHJOBOro 3dHpa aueTOHAHKAPGOHOBOM
KHCJ0ThE,
')b\’ :‘ \lw(;\t\'\ NC ;\.\\\a\(,k
B oxaaxzaennywo 10 —5° cmech 360 e Mochmopa el-
Koro Ka.u (3.16 e-m0.4) u 138 M4 MEeTHI0BOTrO cnupTa  Inpu SHeprHuHOM
NepeMellluBaHiH NpHIHBAIOT 70,5 2 (0,404 Z-#o.1) UMETHIOBOTO  3(pHp2
aUeTOHIHKap60HOBOH KHCJIOTHL [Ipu 3TOoM Temmeparty pa peakUHOHHGI Mac-
Chbl CaMOUDPOHU3BOJIBHO ﬂOBbILJZ]LTCS{ a0 157, 3areum VIAJAKT OXJaATICHHE |
B TeueHue 30 MHUHYT TeMmepaTypy AoBodsaT Ao 25°. [locje mecsaTuMH® vVTHOR
BEIJEpAKKH B JaHHBIX YCJAOBHSIX MOJYUeHHYIO CMECh CHOBA OXJIaXnoawt 10 0°
U J06aBasOT 65 M1 3dupa. Boinasmnil ocatok oTGHUIbTPOBLIBAIOT, NPOMbI-
BAIOT OXJaxKIeHHEMH 10 0° 65 M. MeTuJOBOTrO CHPTA H 150 ma adupa u
Cywar B BakyyMskcukarope. Bruixoa: 86,2 ¢ (90,1%
Ha turposanue 0,1 ¢ no.dyuenHoro BelilecTBa B npucyrcranu METHIO-
pauxa pacxoayercs 5,35 #a 0,IN coasuoil Kucaotul. [locae 30-MHHYTHOTO
KUNSYeHHs [AJg HeliTpadd3alHH B3ATOH HaBeckH Tpebyercs elle 3,21 Mz
KHC.I0Thi; Bcero — 8,56 m.1. B pacuere Ha IMKa.1HeBYIO Colb MOHOMETHIOBO-
ro sgupa auveroHankap6onoBoil Kucaotnl (CsH;(35Ks) neo6xoaumo 847 ma
0,1V COJAHOA KHUC.IOTHL.

3

4. Metuaosbiii 3¢Hp TponaH-3-oH-2-kapouHoBoi kucaorst (II1)

K 322 ma IN coasuoit kuciorel, narpe 1t zxo 80° npu6asiasior
41,1 2 (0,257 e-mo0.) 2,5 nuatokcutetparuapodypeia (I1) u nepemennisaior
B Teuenue 20 MHHYT, noc.e uero 6eicTpo oxaaxiair 10 10°. K o6pasoras-
meMycsl PacTBOpPY sIHTApHOro JHagabaeruza lla nocaenosateqabHo npubas-
asior 211 ma 1N coasHoit kucaote, 98,2 ¢ (0,418 2-mo2) 1ukagHeBoii COIH
MOHOMETHJIOBOTO 3¢Hpa aleTOHAHMKapOOHOBOIl KHCJIOTHI, 26,4 2 auerarta HaT-
pus uaum 271 ma 12%-Horo BOIHOro pacTBopa LHTpaTta HaTtpus H 28,2 @
(0,418 e-moa) xaopruapara MmernaamuHa. Konrtpob3sa xogom oGpa3osanis
MeTHJ0BOro 3QHpa Tponau-3-oH-2-kap6oHoBoll Kucjaote (III) nposomst
BECOBBIM CNOCOGOM, onpenedssa ero B Buiae peilHekara. C 3toft uenasio 2 ma
peaklMoHHOi npo6el cMeuwnBaloT ¢ 25 ma 19%-Horo BoaHoro pacteopa co-
au Peiineke NH{Cr(CNS)4(NHs)o]: HoO noakucasior coasiHol KHCIOTOH

20 o o
n,1,19) u nosoasar o6veM no 50 M4 AHCTHAAMPOBaHHOR BomoH. Buimas-
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HIHit ocaqoa’,‘cnycm 60 miiH, OTOHALTPOBLIBAIOT, MPOMLIBAIOT BO10H H Cy-
war B BakvyMskcukarope. T. m1. 156—158" (¢ pasaox.).

Haiizeno % : N—18,93: 18.80. ’

C;4H:0.N;S:Cr. Bpiuncaeno % N—1899.

PeaknuonHyio Maccy nepeMelinBAlOT B Teuenue 4 yacos npu 29—31°.
3atem npu oxaaxiesudu 10 107 nmaceutalor 410 e norama, mocae 4ero 3K-
CTDArHpyIoT XJIopodopmov (4YeTslpe 15-MUHYTHBIX MepeMEUIHBAHHS ¢ 75 M.1).
IMocae yiacgeHnss pacTBOPUTETH B BaKyyMe TEMHOIO Mac1006pa3Horo ocrar-
Ka BRIXpHCTaL1H30BHBaeTca 25,96 2 smetwaosoro sdupa tponan-3-on-2-Kap-
Bonoroi xucaoter ([IT). H3 mMatouHuxka gonodwuTe IbHO  moavuaioTr elle
288 2. Buixox 2881 ¢ (577%), cuntas Ha 2.5-IMITOKCHTETpariipodyvpai

(1) T. ax. TOR=T07"" {3 MeTAI0BOrC cnupra); 1. kum 85—86° npu 0,2 s,
Haiiacuo ¥y C—61.15; 60,98, H—744: 7.65; N —7,10; 6,95;
Ciul30,N. Beluuceaeno v, C-60,87; H—7,66; N—7.09.

Xaopruapar (M3 Metuaosoro cnupra). T. ma. 172—173°.

Harizeno %: C —51,38; 51.59: H—7.06; 6,70;: N —6,17: 6.01.

Ci6H:50;NCl. Bruncaeno %: C—51,39; H—6,9; N — 5,99,
I'mapar. T. ma. 97 — 100°.

Haiizeno %: N — 591; 5.82.

CioH505N - 21/,H,0. Boluuceaeno %: N —5,78.

5. MerunoBbie adupel pauemHueckoro akrouuHa (IV a) u pauemu-
yeckoro mncesaoakronuna (IVa).

2834 2 (0,144 2-mo0.a) mertu;I0BOTO 3hHpa TpomaH-3-oH-2-KapOOHOBOK
kucaotsl (I111) pacrBopsitor B 170 ma 10%-Ho#d cepHO#l KHMCJOTH, oXxJaxiaa-
10T 10 —5° ¥ npuaurar x 3,63 k2 1,5%-u0it amaasraMer varpus. Bocera-
HOBJ€HHE NPOBOIAT HPH 3HCPrHYHOM TMepPeMEUIMBAHWH M TeMeparype B
npejeaax —2—+2° Peakuuio pacTBopa NOJJEPXKHBAIOT BCe BpeMs KHC-
Jaoid (pH 3—3,5) nyrem npu6asienus 30%-Hoi cepHoii Kucaorel. Caeayer
3aMeTHTb, UTO MNPH HCNO.JIb30BAHHH, BMECTO CepHOH, CoJsiHOl KHCJIOTH MO-
ryT GBITb MOJyYeHH aHaJorHunble pe3yabTaTh. BoccTaHoB/eHHe NpoioJxKa-
eTCA 0K0.10 TMOJYTOopa yacoB 10 TeX Mop, MoKAa 3 KanjJd peakUHOHHOH MacChi
nepecradyT AaBath ¢ 10%-HBIM BOJHEIM DacTBOPOM XJODHOTO Keje3a Kpac-
HOe OKpallHBaHue.

[To orTaesenun or PTYTH pacTBOp HACBIWAIOT NPU TeMmepaType, He npe-
Bhilatoweil 15° 235 2 noramia u u3BAekawTt xJaopodopMom (5 pas
no 250 ma). DKCTPAKT CYWAaT CEPHOKHCIABIM HaTpueM. Iloc.e OTroHKH
pPacTBOpHTEJs nodayyarT 26,5 e BellecTBAa B BHIE MAC.ISTHUCTOH KHIKOCTH,
H3 KOTOpOH NpH 1auTeJbHOM crosHuu (5—7 aueit npu 0°) wau no npuéas-
JE€HHH 3aTPAaBKH METHJI0BOTrO 3¢Hpa pau. nceploskronura (IV 6) nabawiaa-
ercsl ero Kpucra.aausauus. Ilas pasiesneHus H3oMepHBIX 3GHPOB 3KIOHHHA
(IVa n IV6) 3ano.HeHHVIO KPHCTaJ1aMH MAC/JASHHCTVIO JKHJIKOCTb Iepe-
MEIIHBAIOT ¢ paBHBIM 0GBEMOM CYXOro 3(Hpa H OTGHJILTPOBHIBAIOT BbIAB-
IAA  MeTHJIOBHIA 3¢hHp paun. nceBgoskrownHa (IVéo), Beixox 586 &
(20,4%). T. na. 128,5—130,5° (u3 ykcycHosTHaoBoro sdupa). — =~
Hafineno %% C—60,42; 60,37; H —8.42; 8,46; N — 6,99; 7,02. ;

C1oH170O3N. Briuucaeno %: C—60,28; H— 8,59; N — 7,02. i
Xaopruapar. T. nma. 211—213°, i

K dunsrpaty mobasasitor cyxoit agup (250 ma) 10 npekpalleHHS Bbi- E
Ies1eHHst aMOp(HOTo ocanka, KOTOpHIH Ha Bo3ayXe GLICTPO paciblBaeTcs B N
cvoaneTyio Macey (0.2 e), a duabrpar nepeMeiwnBaror B TedenHe 30 mun
C aKTHBMpPOBaHHBIM yrieM. [locje OTTOHKH pacTBOpHTe/S B BaKyyMe MNoJay-
yawor 17,2 2 XXHAKOrO BelllecTBA CBeT.10-GYpPOro liBeTa, KOTOPOEe pPacTBOPAIOT




. . Basuaensckas, M. C. DBaifiuosa, J1. B. ['vpa,
K. M. Hiovaes, H. A. IIpeoGpaxkenckuii

B paBHoM oGbeme (17 ma) MermaoBoro cnupra H pobaBasior 109%-uslil
pPacTBOP XJOPHCTOrO BOJAOPOAA B CyXoM 3¢dupe 10 KHCIOA peakuu# (KOHTo).
[Tpu 3TOM NpOHCXOIMT pasorpesanue i o6pas’vBaHHe JABYX C.J10€B. 3aTeM
9()Hp OTTOHSIOT B BAKyyMe [0 MOMEHTAa HCUYC3HOBEHHS pacc.laduBanus,
Ocrarok, npeicTaB.BsitowlHid cofoll  XJopruapar MeTHJoBOro 3¢upa pau
skrouuda (IV a), npu crosHuu B Teuenue 2 cyrok npu 0° 3akpucrasin-
3oBuiBaeTcs. OGpa3oBaBluuecs XKPHCTALILI OTHHIALTPOBREIBAIOT, NPOMBIBAICT
oxJaxJeHHoil 10 0° cMechlo paBHbIX 06DHEMOB METHJAOBOTO CIUPTA H CyXO-
ro sdupa. Iloc1e nepekpucraliu3aun u3 Merusaosoro cnupra (0,75 Beca),
ADOMBIBKH MaJblM KOJHYECTBOM cMecH MeTaHosaa M 3dupa (1:1) n 3atex
cyxoro sdupa Mo.1v4amoT YHCTYI0 XJOPHCTOBOIOPOIHYIO CO.Th METilI0BOTO
sdbupa pau. skrouusa {(IVa) B suze GecuBeTHBIX HIOALYATHIX KPHCTAIOB.
Boixoa: 8,3 e (24.39%;). T. na. 194—195°.

"~ Haftaeno %: C —>50,97; 50,96; H— 7,38; 7,87; N —5,64.
CioHs03NCl. Bouucieno %: C — 50,95; H — 7,69; N — 5,94,
KonueHTpauHeii MaToyHbiXx pPacTBOPOB 10 MOJOBHHBI [EePBOHAYATIbHOTO
o6beMa, MpubGaBJIeHHEM CYXOTO 3(pHpa A0 HeHcue3awiuell MyTH H I[epeKpH-
CTaJaM3anuell BBIMABIIEro XJOPrHApara AONOJHHTe LHO Bbl1edswT [,53 e
Takum o6pasoM, o6uni Beixox 9,85 2 (29, 1%).

[Toayyenue xJaopruapara MeTHJoBoro 3¢upa pau. sxkronuHa (IVa)
MOHO NPOBOAUTbL M APYTHM METONOM, NPHMEHssi Bhide/JeHHe OCHOBAHHA
METHJIOBOr0O 3(upa pal. 3KIOHHHA [OCPEACTBOM NEPEroHKH B BaKyyMe,
T. gan. 115—117° npu | mm. DecuBeTrHas, NOABHKHAS MacAfgHHCTAs XKHA-
KOCTb C XapaKTepHHIM caabbiM 3anaxoM. OHa faeT B METaHOJbHOM pacrBO-
pe ¢ >QHPHBIM XJOPHCTBIM BOAOPOAOM GecUBETHBIE KPHCTAJIB, XOpOWO
pacTBOpHUMBLIE B BOJe W ropsiyeM CITHpTe, Xy:Ke — B XO.I0AHOM CIIHPTe H He-
pacteopumbie B 3dupe. T. na. 196,5—197.5°.

6. PauemMuyeCKHR KOKaHH (OCHOBaHHe).

9,35 2 (0,0396 2-m04) xaopruapara MeTHJoBOro sdupa 3kronuna (IVa)
¢ T. ma. 194—195° uarperaioT B Teyenne 10 vacoB Ha KuMsied BOASHOR
-6aHe ¢ 18,7 ¢ (0,13— e-mo) xaopucroro Gensouna. [Ipu atom XxJopruapar
7IOCTeNnEeHHO MepexXONUT B PacTBOp H INOJydamwulylocs cjerka G6ypylo, npo-
3payHyI0 XKUIKOCTb BhIHBAWOT B 250 ma cyxoro 3dupa. [Ipu pactupanuun
.cOpa30BaBLIAsICA BA3Kasg Macca NOCTefeHHO NpeBpaiiaercd B PacCHNYaThi
FIOPOLIOK, KOTOPHBIl pacTBOPSAIOT B 85 m4 JelIsHOH BOAR M HEATpadH3yIOT
20%-HBIM BOXHBIM pacTBOPOM aMMHaka (peakuus #{a YHHBepCaJbHHA HH-
amKartop). Beinamaer G6BICTPO KpPHUCTaMIM3VIOUleecst Macjo. Pam. Kokaud
OT(HHUJIBTPOBLIBAIOT, NPOMBIBAIOT 12 M4 JeAsSHOA BOIHI U CYLIAT B IKCHKATO-
‘pe Haa XJOPHCTHIM KaJplueM. Brixog pam. KokaHna: 6,81(56,6%). T. na.
80—81° (u3 sdupa).

B aMMHayHBIX pacTBOpax Moc.Je BhIeJeHHs OCi--3aHHs paill. KOKaWHHA
- COIEPKHTCH ellle 3HAYHTEJbHAS YacThb BemlecTBa. [lo3TOMY 3TH MarodHble
pacrBophl 6blIH MOABEPTrHYTH nepepaborke. C yyeToM BhileJeHHOro obpar-
HO XJIopruiparta MeTuHjoBoro >¢upa pau. skrouusa (IVa) seixog ocHoBa-
HHMsS pall. KOKauHa gocrturaer 849%.

Haiineno %: C — 67,42; 67,51; H—6,69; 6,80; N —4,70; 4,52.
Cy7H2;O4N. Brmucieno 9: C — 67,26; H — 6,98, N — 4,62.

7. KokanH paueMuyecKd# XJOPHCTOBOLOPOAHBIH

Xsopruapar paiu. KOKaWHa MOJYyvaloT NpH TOYHOR HeHATpanM3aluu pac-
“TBOPA OCHOBAHHA B 7-KPaTHOM KoJHYecTBe 3¢(Hpa CHHPTOBHIM pacTBOPOM
-XJIOPHCTOTO BOJOPOAA M MNOCJIeAyIOUIHM NPOMBIBAaHHEM BHIIABLIHX KPHCTAJ-
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J0B cuechio cnupra g sbupa (1:3) u 3arvesm sdupos. Decuserusie  Hrodn-
4atple KPHCTAMIBL MIH OCJblH KPHCTATTIYCCKMIL  MIOPOUIOK,  pacTBOPI B
0,5 uwacti Boabl, B 2.6 yacTax cnupra. Boxuwlii  pactBop  myeer  ropbkii
BKVC, BLI3LIBAIOUWHIT HA A3BLIKC UYBCTBO OHeMewid, HBIIPAICH  Ha  TaRMYC
T. n1 186—1x77

Haiiteno Y%: Cl — 10,66; 10,56.

(Jl/HggOACl. memcrio O N — 10,44,

B bl B O bl

. Pespacotan meron cHHTE32 XJIODUCTOBGIGPOIHON  cOTH  pall. KO-
KaH!i
Havuenst yeqoRHI KOHICHCAUHH SHTAPHOTO IHAILIErHIa ¢ MeTidl-
aviiHoM H 1HKaJHeROI COJIBIO MOHOMCTHIOBOrO 3pHpa  GleTOHIHKAPOOHO-
BOH KHCIOTBHI B METHIOBBLIH pHp Tponau-3-oH-2-Kap6oHoBOH KHCIOTLI
3. Tipe11omed MCTOI KOJIHUECTBEHHOTO UanICTCHHﬂ COdep/KaHHA B
peaKgHOUHOI CMecH MeTHJI0BOro 3pHpa  TPOMaH-3-0u-2-KapGOHOBOH KHC.10-
THl O OGPA30BAHHIO HE PACTBOPHUMOrO B BOJE peliHeKaTa
4. OCyllecTBIeHO CTePCOHANPABJICHHOE BOCCTAHOBJIEGHHE METHJIOBOTO
shupa TponaH-3-oH-2-KapOOHOBOH KHCJIOTHI B METHJIOBBIT 3QUD pau. 3Kro-
HHHA.
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