-+

COtO3 COBETCHUX

COLMASIMCTUHECHUX
PECYB/MH

FOCYAAPCTBEHHLI HOMUTET CCCP
no ,nsnm uaospsrenuu W OTHPLITWA

ONUCAHME M3OBPETEHMH/?3

K NATEHTY

(21) 3370201/23-04

- (22) 05.01.82

(46) 23,03.85. Bon, ¥ 11
(72) Kapoit Nlemnepr, Kanbman Xapmanbh,

Fa6op llonemann, Jbienia XopHHak, Hoxed

Heurpan, Kapo#t 3ayep, Hoxed Perrep,
. Apiona llmvur, Kyxausa Bucku u Fﬂaen-
na Bapra (RHP)

(71). Puxtep FeneoH BenbeceTn

H Nibap PT (BHP) :

.. (53) 547,718.07(088.8)

~ (56) 1. MaTeHT BenHxoGpRATaHHM

¥ 1553430, xx. C 07 D 205/08, 1979.

(54)(57) CHOCOB TIOJIYYEHHS MPOM3BOJAHKX
© 4~OKCOA3ETHIHH-2, 2-nnKAPBOBOBon KHC— :

JIOTH oﬁmen dopmynu

o o .
Lgcvck- cooz. | .
cooz
P N-R

roe R - ¢ennn, ‘3aMemeHHbIT onnoﬁ nﬁu

ABYMS METOKCWIbHHMH rpynnamu,

Hiy 6enswn;
Z - anxun c 1-4 yrnepona,

e

(1%!55!Jhlnjl;!f!:i:!gi!l 1 | /\

4sn_C 07D 205/08'

OTNHUHYAaWMHUHNCSA  TEM, 4YTO

coepHHEeHHe oﬁmeﬁ dopMy I

CQO%
L R-NM-CH 7
f cooz
rae R ¥ Z - yxasaHHHE 3HavYeHHA,
NOABEPrawT B3AHMOJEHCTBHIO C AHKETEHOM
"B cpepne JlensHOH YKCYCHON XKHCIOTH H
. IoNly4YeHHoe coenHHeHHe obmed GopMyInH

HO_, CH,
CO0%
coog

) -R

roe R ¥ Z - yxasaHHble SHayeHHUA,
WIH ero cMechb C coennneunen oﬁmeﬁ

5~¢Opuynu - 0

: cooz
'HyC- c- ~CHy cn!

i [ l Cooz

‘ rpe RuzZ- yKa3saHHHe 3aaqenna,

+ 06pabaTHBAT AJIKOTONATOM MEJICYHOFO
MeTaiiia M HonoM.

~
—
o
-~




I 1147250 2

H3o6peTeue oTHOCUTCH K cnocobam
' MONIY4EéHUsT NPOM3BOOHLIX 4—0OKcoa3eTHHH-
HOBOTO psApna, o6naganmux MPOTHBOTH-
NMOKCHYECKOM aKTHBHOCTBIO,

H3BecTHb cnocobbl MOJIYyYEeHHUsT TMPOH3I— §
 BOOHBIX a3eTHTHHOHA C MOMOMBIO peaKLuH
uukJMsanuu, Tak, cooTBeTCTBYwmee NpoO-
usBonHoe 4-okcoaseTHOMHA MOXET OBITH
ronyueHo peakuMeii 2,4-pmMeTokcHGeH—
3UNaMHHAa ¢ MeTHIrimHokcunatoM [1]. 10

IIpoBeneHs peaxklHH UMKIIM3aUWH ase-— .

" THOHUHOHA C OTIeNJIeHHEeM COJIAHOH KHC-—
JIOTH HITH Bdnm, HJIH C HCIIOJIb3 OBaHUEM
peakTuBa I'pHHbApA, eClIH HHYero He oT-
menjaseTrcs, 15
llenp u3obpeTeHHs — NOJIyyeHHe HO—
BbIX coeauHeHuif, o6anammux IeHHbIMH
$apMakKoIoOTHYe CKHMH CBOMCTBAaMH,

TlocTaB/leHHas Ledb NOCTHraeTCH
TeM, UToO cormacHo cnocoby monyue- 20
HHUSA MPOH3BOJHLIX 4—0KCOa3eTHURAHH-2, 2~
OHUKapb6OHOBOH KHCJIOTH obmel GopMysbi

)
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roe R — ¢deHun, 33aMemMEHHBE OOHOM WIH
- ABYMS MeTOKCHWIbHbBIMH rpynna-
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Z - anxkun c¢ 1-4 yrnepona,
- coegHHeHHe obmeit HopMyIhl

: CQ0t : '
R=-NH-CH \/ L 35
cooz '

rae R u Z - ykasaHHbe 3HaueHus,
nogBeprawT B3aHMMOLOEHCTBHIO C OUKeTe-
HOM B cCpefie JIeOAHOH YKCYCHOM KHCJIO- 40
Tl H NOJIYYEHHQe coenHHeHHe o6meu

bopMy sTHE ;
HO CH, . i
Co0YL -
coog
45
o -R
-1
roe R 1 Z - ykasaHHHe 3HAaYyeHHHA,
.MJIH ero cMech C cOoefHHeHHeM obmeH
dopMysnl ) . .
N ' . 50
TR - €002 :
HyC-C-CHy CH( .
cooz
o7 N .. 55

roe R ¥ Z - yKa3aHHbe 3HaueHHd,
06pabaThBAOT AJIKOTONATOM mMEJIOYHOTO |
MeTasuia MM HOOOoM.

flonyyeHHble coegHHEHHA MOTYT OhIThb
BbieJIEHbl H3 - DeaKIIMOHHOM CcMeCH H3BeCT-
HbIMH criocobamH. Tak, NpPoOOYKTh MOTYT
GbITh BblZIeJIeHbl C ITOMOMUbI XpoMaTorpa-—
¢UH B TOHKOM CJioe HINIH B pel3ynbTaTe
3KCTPaAarupoBaHusa WIH ymnapHuBaHHs peak-—
LUHOHHON CMecCH.

llpepnaraemMslii crroco6 oTIAH4YaeTCH OT
M3BECTHHX CNMoCcOo60B UHUKIM3ALUHH a3eTH-
OHHOHA TeM, 4YTO UHKJIM3aLUHUA IpOoTeKaeT
C oTwmeruleHHeM BOAOPOAA,

DNpumenp 1.

A. 50 r (0,30 mMonw) 2,4-pmiMeTok—
cubeHsanbmeruna U 34,4 mn (33,6 r;
0,31 Momb) 6Gensunamuna B 300 Mn Ges-
BOOHOro ToJjlyosla U B NPUCYTCTBHUM | T
Nn=TOnyoNcyabHOKHCIIOTh HarpeBaKwT B
TeyeHHe 8 4 NpM TeMnepaType KMIIEHHA
PeakUHOHHOM cMeCcH ¢ Oo6GpaTHbM XOJIo—
OHINMBHUKOM, IIpHUeM o6pasywiylocs B
Tpollecce peaklMH BOAY HeNpephBHO yoa—-
JITOT C NOMOmBI0 BOHOOTAEJNHTesA, He=-
nmocpencTBeHHO TMoOCHe 3TOro OT peak-
LHOHHOH CMeCH OTIOHAIT TOJIyOJd, MNOJY-—
YeHHOe B BHOe ocTaTKa Macnooﬁpaaﬂoe
BemecTBO pacTtBopsiT B 120 Mn gHokca-
Ha H NpH NepeMemlHBaHHH H oxJaxme—
HHUH JIBOOM DAacTBOp CMemHBAKT ¢ 3,2 T
Terparugpo6opara (III) uarpusa. llepe-
MellyiBaHHe MNPOJOJIXAIT M yepes 2 y
npubaBrsAOT K cMecH eme 3,2 I TeTpa-
rugpo6opara (III) HaTpua. PeakumoH-—
HYI0 CMeCb BHOEPXHBAT B TeueHHe
3 cyT, 3arteM Pa36aBnsaoT ee npubasie—
HHem 400 mn BOMbI, BbiJeNUBHMICA B
ocafok Maciioo6pa3Hblil MPOAYKT 3KCTpa-—
THPYOT OH3THIOBbIM 3GHDOM, 3GHPHBI
3KCTpakT o6e3BoxuBawT 6e3BOAHbIM
CeDPHOKHCIIBM MarsLueM, pacTBOp . OHIbT—

'PYOT H YN&pHBAOT HAMONOBUHY OOBEMa.

3aTeM oCTaBUMICA 3bHPHLEL pacTsop .
NpH OXJaXOEeHHWH BOJOM CO JbaOM:- MeeH—
HO IO KAaIUIfIM CMemHBAaWT C PacTBOPOM
XJIOPUCTOTO BOXOpPOHNA B 3TWIOBOM CITHp—
Te. B pesynbraTe nonywawr 59 r rugpo- -
xnopHna 6ensun—(2,4-guMeToKCUBeH3HT) -
amMuHa (677 OT TeopeTHYeCKH pacCUMTaH—

‘HOTO 3HaueHH). Ilocne mepekpHCTaNIH~

3aUNH HU3 3THIOBOro 3dHpa YKCYCHOMH
KHCJIOTH NPOOYKT HMeeT T, nn.156 157C

Mon. Bec 293,78

BoiuncneHno, %4: C 65,415 H 6,863
Cl 12,073 N 4,77, :
01‘H2°CIN02. ,
~ Hamipeno, 7Z: C 65,63; H 7,30;
Cl 11,69; N 4,72,
B. U3 rnnpoxnopuna, 110JIyUeHHOT'0
mo mpuMepy 1 A, nonyuawT cBobogHoe
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‘ocnoBanue u 175 r (0,68 Mone) Gen-
aun-(2, é—nnMeTOKCHSeHaHn) aMHHa,
nepememuBawor ¢ 89,6 r (0,38 Monb)
nnsrunSpommanonaTa NpH KOMHATHOH
TeMnepaType N0 TexX MOp, MOKa peaxuu-
OHHas CMeCh He CTaHOBHTCA TBepHoOH.
Tsepnyio cMechk pPacTHPAWT npn6nu3u7enb-
Ho B 1 7 OU3THIIOBOTrO a¢upa, nomyyeH-
HbIi KpHCTanIuuecKuii npoaykT (mpubmu-

" 3uTenbHo 957 H36bITKA MONYYeHHOTO H3 10

HCXOOHOT'O coegHHeHHA aMHHa B dopMe
rugpo6pomMuna) oTWIb TPOBLIBAKWT, NMOC—
Jle yero ¢oMIbTPaAT ynapHBawT, llonyueH-
HbI B BHOe OCTaTKa MacliooGpas3Hbi

NpPOAYKT PacTHPAKWT C 3THIIOBBIM CIIHPTOM 1§

M OTBepAJeHHbE! MPOAYKT OT@HHBTDOBHf‘
BawT. B reaynerare nonyuawlt 114,5 r !
AusTHIOBOro sdHpa N-6ensun-N-(2,4-

[¥Me TOKCH6eH3HIT) ~aMHHOMAaJIOHOBOM .KHC~

nots (817 OT TeopeTHueCKH DAaCCUHTaH— 70

HOro 3HaueHus). llepexpHcCTaJUIM30BaH—
HbIf U3 3THIIOBOT'O CNHPTa MPOAYKT uUMe=
er T.mi. 62-63°C, mon. Bec 415,47,

quucneko, Z: C 66,49; H 7,043
N 3,37. - 25
C,3H,, NO

Hauneﬂo, Z. C 66 58 H 7,09;
N 3,43, :
. HK—cnepr (s KBr): 1750/1725 eM

B. 61,7 r (0,149 Monsp) nnaTHnoso— 30

ro s¢upa N-6enswi—N-(2,4-guMeTOKCH~
6eH3UT) ~aMHHOMAaJIOHOBOH KHCIIOTH B

500 M 3THIIOBOIO - CMMHPTA CMEMHBAOT

c 20 r KaTanusaTopa, NpeACTAaBIIIONEero.
co60it mannaguit Ha aKTHBUPOBAHHOM yI-—.

ne, W TpPH aTMOC¢epHOM OaBIE€HHH MPOH3~ '

BOOAT ruapupoBaHHe, llocse oTpesieHus
KaTaJiMsaTopa GHIbLTpOBaHHeM GHIBLTPAT
ynapHBawT. B pesyipTaTe noJsyuawT
47,1 r puatunosoro sdupa (2,4-pgu-
MeToxcusensunaMuHo)—Manonosoﬁ KHCIIo-
1 (97% oT TeopeTHUeCKH PaCCUMTaH=
‘noro 3HaueHHs). YacTb MpomyKTa noj

 peHcTBHEM COJITHOM KHMCHOTHI nepesonxT_'"

B COJITHOKHCIYIO Coflb. IlepeKpHCTaIIH30-,
BaHHbET H3 ITWIIOBOTO ‘adHUpa YKCYCHOH
KHCJIOTHI rnnpoxnopun uMéeT T.Iul, '
122-124°C, Mon. Bec. 361,82,
-BeMHCIIEHO, :4: C 53,11, H6, 69
iC1 9,80; N 3,87.
C ., H,,C1NO¢.
Haﬁneno, %Z: C 52,51;

C1 10,305 N 4,09.
" TI'. 39,6 r (0 122 monb) IH3THIIOBO—

.

H 6,77;

ro sdupa (2,A-AHMeToxcnﬁenaunaMuHo)— 55

MaJIoOHOBOHM KHCIIOTH CMemmBawT B 80 Mn
JIeASHOR YKCYCHOHM KHcioTe ¢ 12,3 r
(11,2 mn; 0,146 Mons) puxkeTeHa u

40
‘Pa NMOBapeHHON COJH;

50

peaKklHOHHYI CMeCh HAarpeBawT B Teue-
HMe Tmojiyyaca C O6paTHbBIM XONOOHIIbHU~
KOM NpH TeMNnepaType ee KHNeHHs. 3a-
TeM Ha BoOsaHoH 6aHe oOT peaKIHOHHOM
cMeCH OTTOHSKNT B BaKyyMe Jle[sHYI
YKCYCHYW0 KHCJIOTY, NOJIYUEeHHh B BHAE
OCTaTKa Macjoobpas3Hbii NMPOLYKT TMO-—
cpencTBoM pacTtupaHus B 150 Mim BogOb!
OOBOOAT OO KpHCTaJumH3auuH. Kpucran-
JHUecKoe BelleCTBO OTGHIbTPOBLIBAWT,
pactBopsiT B 60 Mi sTunoBoro sdupa
YKCYCHOH KHCIIOTH H NOCPEeICTBOM INpH—
6aBlIeHHA neTpolieiHoro sg¢Hpa BHOBBL Bbl=
3HBAT KpHCTanIH3amuw. B pesymbraTte
nonyuyawTt 29,6 r musTHnoBoro sdHpa

N- (2,4-pHMe TOKCHOEH3HR) —3—0KcH=3~
MeTHI-5-0Kc0~2 , 2=ITHPPOJHANH~-HKap6o—
HoBoit kHcnoTh (607 oT TeopeTHueCKH
PAaCCYHTAHHOTO 3HAueHWA) WIH ero Ta-—

yToMepHo# dopmel. T.mi. 106—107“C,
Mon. Bec., 409,43,
BerluHcsieHo, %: C 58,67; H 6,65;
N 3,42, o
C,,H,7NOg.

. HauneHo, Z: C 58, 79 H 6, 33
N 3,34,

I..20,5 r (50 MMonb) nponyKTa

_ MoJiyueHHoro mno npumepy 1T, cycneH—

oupyior B 50 Mn 6e3BomHOro AOM3THIOBO—
ro spHpa M NPH 3HEPrHYHOM ITepeMellH—
BaHHH H OXJIaXOeHHH BOMONH CO IIbOOM

K CYCHEeH3HH C INIOMOmbI [OBYX Kamejb—
HbIX BODOHOK OOHOBPEMEHHO GLICTPO TIpH—
6aBnAwT pacTBop 3,45 r (150 mmons)
MeTamnuyeckoro Hatpus B 100 mn 6es- ,

* BOOHOTO S3THWIOBOrO CNHpPTa M PacTBOP

12,7 r (50 mMonb) itonma B 150 Mn Ges-—
BogHoOro s¢gHpa. 3aTeM CMeChb CMEmNHBAIOT
C pacTBOpOM 5 r GHcynbdHTa HATPHSA

B 200 M HachmeHHOTO BORHOTO ‘PacTBO—
PeaknuoHHyo
CMeCh INOMemawT B AEJHTENbHYI BODOH—

" KY M BbIe/MBUIYIOEA B OCAaAOK' HEODPTaHH— .

YeCKyl COJb INIepeBOAAT B pPacTBOp Mo~
cpepcTBoM npubasnenus 60 mn Bombl.
BogoHywo ¢asy ornehnmr H BCTPAXUBAIOT

ee co 100 mnm pgusTunoBoro sdupa. O6b~
enHHeHHble OpraHHyecKHe ¢asw cymaTt
6e3BOAHBIM CEPHOKHCIEIM MarHHeM, NPOHS—
BOOAT HUIbTPOBaHHe, MOCJIe uero GHIbLT—
paT ynapusaiwT nocyxd. Ilonmyuennoe B
BHIe OCTaTKa Macjloo6pasHoe BeleCTBO

(18,5 r) kpucrammusywr us 30 Ma

2-mponanona. B peaynbTaTte nonyuawT
10,9 r austwinoBoro sdHupa 3-aueTiur

'1-(2,Q-AHMeTOFCHSeHSHn)-A'OKCO‘2,2i~'

aseTHAHHAUKAPGOHOBOH kHcmoTh (547
OT TeopeTHYeCKH PACCYHTAHHOrO 3Haue-
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‘Hust) . T.nn, 84~-859¢C (ha 2-niponaHona) & auerun-1-6eH3wnt-4-okcoaseTHOHH-2,2~
{Mom. Bec. 407,41, .nnxap6ouonqﬁ KHUCNOTH . BbineneHue npo-
BoiydcneHo, %4t C 58,9653 H 6,19; OYKTA 'C IOMOMmMbI0 XpoMaTorpadHH B TOH-
N 3,44, ) . KOM clloe NpoH3BOAAT Ha cHiMKareye-60,
C,eHy5NOy S PFic4i9¢¢ (Me r ck), amoupywmee
Haitneno, %: C 58,993 H 6,045 © . CPencTBO: cMech 6GeH3ojla M aneToHa
N 3,57. A B COOTHOmeHuH 7:3,
DNpumep 2. ‘ A Npumep 3.

A. K cmecu, cocrosmed M3 59,2 r A, 38 r (0,152 Mons) nOUATHIOBOTrO
(41 2 My 0,199 mMonms) AHATHIIOBOTO. 10 s¢dupa aHMIHMHOMAJIOHOBOH KHCJOTH CMe—
.3¢Hpa 6p0MManononoﬁ KHCJIOTH M 22,5 r EHBaT B 38 MI NedsHOH YKCYCHOM KHMC- -
(31,5 mm; 0,225 Mons) TpuaTHNAMHHA, tnors ¢ 15,3 r (13,9 mn, 0,182 monn)

Tp¥ HHTEHCHBHOM OXJIaXHEeHHH BOIOH CO . -OHKeTeéHa, IIoCJle yero cCMechb B Teye—-
NbAOM M SHEPrHYHOM NepeMemMBaHUM , HHe monyvyaca HarpeBawT C OBpaTHbM Xo-
npubasnswoT mo kamnam 24 r (24,3 wmm, 1§ - JIOOWIBHHKOM NpPH TeMnepaType ee Kure-
0,207 monn) Gensmnamuua. O6pa3oBbi~ - - Hug, [locite 3TOro oT peakuHOHHOH cMe-
BaeTCs rycTas, enBa NepeMemHBaeMas ' CH OTTOHAWT B BaKyyMe JIe[sHYHW VKCYC—
cMecb, XOTODYW TOCINIie NepeMemnBaHHA HYI KHCJIOTY Ha BOOSHOM 6ane, mnocne
B TeueHue 1,5 u pacrtupaT co 100 mn ‘4ero noJyiyueHHoe B BHIe OCTaTKa Macio-
nuaTHnoBoro sdHpa. HemocpencTBeHHO 20 o6pa3Hoe BemeCTBO HOBOOAT HO KDHCTAal—
fHocJjle 3TOTO BhifeJIHBmMeeCss B OCaloOK . MIM3aIMH [IOCPEeNCTBOM PACTHPAaHHA C AHU-
KPHCTAJUIHYeCKoe BemecTBO OTOHABTPO— 3THIIOBbIM 3dHpPOM, B pesynbraTe nonyya-
BHIBAOT H GUIBTPAT MO KamnsaM cMemuBa- BT 36,5 r guaTunosoro sdupa N-dbeumn-
0T ¢ pPACTBOPOM XNMOPHCTOro BOOQOPORA 3‘0KCH‘B-MeTHH‘S—OKCOﬂpronunHH—z’2_
B 5THJIOBOM CIHpPTEe. BhymesmBmuiics 2s nHkap6oHoBo# kucnors (72% oT Teope-
B 0CamoK KDHCTAIUTHYeCKHil NMPOAYKT - THYECKH DACCYHTAHHOTO 3HAYEHUS) WM
OTGUIIL TPOBHIBAT, MPOMBIBAWT OH3THIIO ~ ero TayToMepHo# d¢opmwel. T.nmn., 98-
BoM 3dHMpOM M cymar. B pesymerare : 99°C (u3 cmecH 3TwIOBOTO 3dHMpa yKCyC-
nonyuyawT 23 r rugpoxsopHma AaM3THIIO— HOM KHCAOTH M INeTponeiHoro 3¢Hpa)
BOro sdupa GeH3HIIaMMHOMAaJIOHOBOH kuc— 39 Mon. Bec. 335,35
notst (31% OT TeopeTHUeCKH PacCHUHTaH- Beruncrniedo, %: C 60, 88 H 6,31;
woro 3uaueHus)., T.mn. 146-148°C ’ N 4,18,
(pasn.). : C17H21N0‘ :

B. 2,52 r (9,5 MMonb) AMITWIOBO— Haiineno, 7Z: C 60,83; H 6,15;
ro sbupa GeHsHNAMHHOMAJIOHOBOH KHCIIO= 35 'N 4,43, _

’ e qsTHOM cyc- .. . .

e 0.8 w0 73w, B 10,2 ¢ (0,447 Mom) eranmvec-

KOro HAaTpHA pacTBopAwWT B 250 Mn Ges—
BOJHOTO 3TWIOBOTO CIIMPTAa. H NPHI'OTOB-—
JIeHHb! pacTBOp cMemuBawT c 50 r

9,5 MMonlb) OMKeTeHa, Mociie yero pe-—
aKUMOHHYI0 CMeCh B TeyeHHe 2 y Harpe-

BalT.C OOGpAaTHBM XOJIOGWIBHHKOM HpPH 40
R 0,149 mons H3TWIOBOro 3dupa N-de-
TeMnepaType ee KHMEHHA. 3aTeM OT pe- iu;l3goxcn-;-ﬁeTun—S-oxconzpﬁonn—¢
aKUHOHHON CMeCH B BaKyyMe OTIOHSAIT A [
neinﬂymAchycnym KHCIOTY. B pesyin— OHH~-2, 2-nukap6oHOBOMN KHCJIOTH, a 3aTeM
TaTe B BHUAe ocTaTkKa moayuawr 3,06 r npH sne?ruqnou TNEDEMENHBANUN C pacT-
N-6eHsui-3-0OKCHMeTHI=5~0KCco=2,2~ ~ ,o BOPOM 37,9 r (0,149 moms) #ona B
TMPPOTHAMHAHKAPGOHOBOH KHCIOTH 200 Mn 6€3BOgHOro OH3THIOBOTO 3dMpa.
: I H -
(927 or TeoperHueckH pacCuMTaHHoro ~ '0CJ€ 3aBeplieHHs peaxgn;AK pegxgﬂon
SHAYEeHHA) MM ee TayTOMEpHON GOpMBI 80?43Mec" ?puﬁannngr ’ an( »7 Ty
' : MOJB ensiHO KCYCHOH KHCIO-
- (puaTunoBstt odHp N-aueroauerun-N- T; 200 mn ag nﬁu 103 Mz H3THIIOBOTO
6eHSHITAMHHOMANIOHOBOR KHCJIOTHI, Macyio- g, ’ _ k! n
06pa3HEll MPOAYKT) . adupa, opraHuueckyio $asy oTamenswer,
s a BopgHyw dasy BcTpaxuBawT co 100 mn
B, Momyuenustt no npumepy 2 B mpo~ - AHITWIOBOTO adupa. O6benuHenHsie 3¢up=—
"nyKT BBOOAT BO B3aHMoOnmeHCTBHe C Hbie a3l cymaT Ge3BORHBM CepHOKHCIIBIM
3THUNATOM HATpHSA H HOAOM MO NpuMe- Mar{HeM, MPOH3BOAAT GHIbTPOBaHHe,
Py 1 B. llocne 06paGoTKH peaKUMOHHOH .55‘nocne yero ¢UnbTpaT ynapHBawT. Macio-
CMecH C mnoMombl® XpoMaTorpa¢uu B TOH-' O06Pas3sHbLli OCTATOK KPHCTAIUIM3YIOT H3
KOM cjioe B Buze MaciiooBpasHoro Be- -50 Mn 2-nponaxona. 'B pesynbTaTe mo-

mecTBa NOJIYYAWT RHITWIOBLIY 3dup 3~ myqaior 31 r pguaTunosoro 3dupa 3-aue-



. 7
T~ 1-deHun-4-okcoaseTHOHH-2 , 2-OH~
KapGOHOBOM KHCHOTM~(622 OT TeopeTHyec-

KM. pACCUMTaHHOro 3HaveHus), T.mn. 55-
56°C (M3 nponanona-2).
" BwerumucneHo, %Z: C 61,25; H 5,75; 5
N 4,20.
C17H13N0‘.
Haiinevo, %: C 61,38; H 5,89;
- N 4,24,
; Mpume p 4., Craguu peakuuu 10

no npiMepy 1 A n B Taxke ocymecTBNAOT
B OOHY cTanuo, T.e, 6e3 BheJIeHHA.
NPOAYKTA, MOJYUYEHHOro MO INpHMEepy

1 A, xoropyw OCYmMEeCTBJIAT CleAnyIIHM
ob6pa3oM,

109,7. r (0,66 Monb) 2, 4=~nyMe TOKCH-
6eHsanbaeruna H 72 Mn.(0,66 MOJIb)
6eH3nwIaMHHa nepeMemuBalT B 660 Mn
MeTHIIOBOTO CAHMPTa MpH KOMHAaTHO .

' TeMnepaType B Teqexne 20 MuH (nipHueM 29
CHauana nonyqaercx CYCNeH3HsA, KOTO=
jpas npeBpamaeTcs B NPOSPauHbi pacT-
BOpP). H HeﬂocpenCTBeHHo nocjyie’ 3Toro

NPH OXJIAXOEeHHH BOMOH CO JBAOM K pacT-
BOpPY NpPHOGABIANT HeGOJBWHMH MOPUHAMH 25

‘6opruapup Hatpusa (13,2 r, 0,33 monb):
Mlocnie 3aBepmeHHA peaKIHH . (xonrponu—
PYOT C MOMOIbI0 XpOMaTorpadu B TOH=

| KOM crioe Ha cufukarene G no lramo,
‘3IoHMpymee CpefNcTBO cMech GeH3ona M
aleTOHa B COOTHOMEHHH 9:1) peakiHOH- .
HY10 CMeChb YNapHBaloT B BakyyMe focyxa,
ocrarokx cMemupaiT ¢ 300 Mn BOmBI,
nocjie 4ero cMech BCTPAXHBAIT C

500 Mn puaTHnoBoro: adHpa. Orneﬂeun?m
BoAHY®H $a3y aBa pasa 3KCTParHpywT -

-nnswnnoauu "3GHUPOM, MCMONb3YA KAROBLL
pas. no 200 mn nocnengero, o6benuHeH-
Hbie 3¢upuue PacTBOPDH cymaT Ham Ges-
BonHNM CepPHOKHMCIIBIM ‘MaruHeM M aaTeM f:id
¢Hanpywr.__¢nanpaT» cMemuBawT ¢
112 mn (0,66 Monb) HDUITHNOBOTO 3¢ﬁh~-
- pa. 6pOMMaJIOROBOM  KHCHIOTH H 93 Mi:

.(0 66 Mons) - TpuaTnnaMnna, .noc.sé qe—'
ro CMer nepeMemuBa!or l'lpH KOMHaTHOﬁ
TeMnepatype B TedeHHe 2-3_CYT. 3aTeM-
OT pPeaxKLMOHHON CMeCH OTHeNsoT GHUIbT~

. poBaHHeM GPOMMCTHI TPHITHIAMMOHMH, &
KOTOPbUI MPOMBIBAOT [H3THIOBEIM 30MPOM.-
¢nanpaT YNapKBaloT M TIONYue HHbUL oc734so
TOK KpHCTannusywoT us . 150. M sTHiO-
BOoro cmupra. B pesysbrate nomyyawor -
"210 r HeouMmeHHOro NPOAYKTAa, KOTOPHIE
3aTeM .MEPeKPHCTAIUIHIOBHBALT M3

' 400 M atunoBoro cnupra. B- peaynbra—

‘Te nonyvaor. 197 r -agusTWioBOTO

. a¢Hpa- N-6ensun-N-(2 a-nnueroxcnﬁen-
snn)-aunuomanouonoﬁ xucitorst (727 -

“ 1147250

._fs.

. +HeKOTOpEX = cliyuasx .

~OT TeopeTﬂqecxn paccanaunoro .3Ha— §~
" yeHHs) . 13& o

OH3UKO~XHMHYECKH oficTea npo~’
OYKTa HOEeHTHYHbl CBO crna@vcoennﬂeunx,»f
noJiyueHHOro Mo npuMépy. J-H:

NIpumep 5. NuaTHnOBLET 3¢HD
3-auerun-1-(4-MeToKkcHde HHIT) =5~0KCO~
"2,2-a3e THOHHOHKAPOGOHOBOMH KHCJIOTH.

9,1 r (0,025 Momb) AUATHUIIOBOrO
sdupa 1-(4-MeTokcHbEHHN)-3~0KCH~3~"
MeTHJI~ 5—0KCco—2 2—nupponunnunnkap60Ho-
BOH KHCIIOTH CycHeHmUpyioT B 50 Mi
6e3BOAHOTO0 OH3THIOBOro 3dHpa, mocie
4yero NpH 3HepPrHYHOM MepeMemHBaHHH
M OXJIaXOEeHHH BOMOOH CO JIbAOM-K CYCHeH-
3HH onHospeMeHHo NpH6aBIAAT MO Kan-—

" naM pactBop 1,72 r MeTaruMyeckoro
HaTtpus. B 30 M1 6e3BOOHOrO STHIOBOTO

" cAHpTa H pactBop 6,35 r (0,025 Monb)
tona B 50 Mn 6e3BOOHOrO OH3THIOBOTO
3¢Hpa, 3aTeM K- peaKNHOHHOI CMecH )
npubasnsaT 100 Mo HackmeHHOroO BOJHO—
ro pacTeBopa NOBapeHHOM . CONIH, MoOcCJIe
yero K CMeCH NpHMENHMBAOT 2 r 6GHCYynb—
duTa HATpPHA H 2 MII JlegsaHo  YKCYCHOH
KHCnoThl, 3dupHyw dasy ornpensawT, BOA~
Hywo dasy TpH pasa 3KCTpParupyoTr nu-
'3 TUIOBbIM 3¢GHpOM, HCIIONB3YA Kakmbui
pPas no 50 Mnm nocneagnero. O6bemuHEH-

Hble opraHHyeckHe ¢asm cymart 6e3BOgHLIM
CEePHOKHCIIBIM MarHHeM, NPOH3BOOAT

dunpTPOBaHHE, mocne uyero GUNBLTPAT
ynapuBawoT. IlosyyeHHoe.B BHge ocTar-.

. ka Macrnoo6pasHoe BemeCTBO KPHCTaJUIH-
3yKT U3 nponaHona-2. B pesymbTraTe '
nonyyawr 6,2 r (687 or TeopéTuyec-

" KH PaCCYMTAHHOTO SHayeHHs) MNPOAYKTA,
T.nn. 70-71°C (u3 artumoBoro cmupra).

Buiumucnreno, %: C 59,50; H 5,82;
N 3,85,

C13H21N01 (363,38).

Haitpeno, Z: C 59 04; H 5,84;N 4 08

HoBrle coemuHeHMA', copepxamue
R-deHunbHslt OCTAaTOK, KOTOPHit B
cogep¥MT sa-
MeCTHTeNH, obnananT 6naronpHaTHH-
‘MM TepaneBTHYECKHMH CBOMCTBaMM, B
' YaCTHOCTH CHIBLHOM - npornaornnoxcuqec-
.KOH aKTHBHOCTBI, B TO BpeMs Kak
coenuHeHHs, copepxamue R-6eH3unbHYO,

 MpeACTaBIANT cob0ii HCXOOHHE coenHHe—

"HHA, NIpHMEHsIeéMHe ONA MoJlyueHUsa THeH—

. aMHIIMHAa .

TueHamunun mpegcTasnsier coboi
_@HTHOGHOTHK, HMeOmWIi MHUPOKHH CIMEKTp

aKTHBHOCTH, NpPHYEeM ero cHauasna nosjay-
Yajit MHKPOGHONOI'MYeCKMM IyTeM, 3aTeM

© CTaNu Mojy4aTs CHHTEeTHYUEeCKH,
\.. .



