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H3o6peTeHue OTHOCHTCA K CIOCOBY
MOJIYyYeHHsI HOBHX NPOH3BORHHX 3- (uua-
HuMHHO ) -3- (aMiMHO ) ~IIPONUOHHTPHAR,
KOTOpHEe MOTYyT HalTH IPHMEHeHHe IUIA
cHHTe3a TPpHaMHHONHPHMHIHH-N-OKCHIOB 5
HCHoJib3YeMHX B KayecTBe HHCEeKTHUHAOB,
HHCUBUTOPOB TpaBiieHUs, THMNOTEH3WBHHX
cpelcTE B (apMaKOJIOTHH.

B nurepaTtype H3BeCTeH cnocot no-
JIy4YeHHsa aMiOuHOB dopMySIH

N—CN
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CHEC\ !
NHR 15
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roge R-H, Ph, _

B3auMmone#cTeueM N-IHAHUMHOATOB C aMu-
ghMu. Mpouecc BenyT NPH KHNAYEHHH ﬁl.

< [lesipl0 M30BpeTeHHs ABAAETCH paspa- 20
6orkKa crnocoba MOJIydyeHHA HOBHX MPOH3-~
BOMHHX 3~ (umaHuMHO ) -3~ (aMHHO ) ~IPO-
NHOHHTPUJIA, HCIMONb30BaHHE KOTOPHX
IJi1g CHHTEe3a IHpAMHIOHH~N-OKCHIOIOB Y1~
pomaeT TEexHOJIOTHKO NOJIyueHHS Iocaen=
HHX 3a cueT COKpaieHuaA cTanu, a
Takxe ycTpaHseT HeOBXOIHMOCTEh MpHMe-
HEHHA B3PHBOOMACHHX NEPeKHCHHX Npo-
. NYKTOB M3BECTHO CMOCO® 2] .
NipennaraeTcs cnoco6 nony4yeHus Mpo- 30

25

2

H3BOOHHX 3- (uHaHUMHHO)=-3-{(amMuHO)-npo~
MHOHUTPHIIA JOPMYJIH

;KCN .
NCCH,—C Ry :
2 \IT< , (I)
R,
rae R, M Ry~ HHMSUMA aIKWA, &M,
Ry# R, BMeEcCTe C aTOMOM asoTa, c KO~

'TOPHM OHH CBfA3aHH, MNPeNCTaBJAnT H-
IePHOMHO~, MEeTHIIHNEepPHOAHHO, MOpdO-
JIMHO- NHPPOJIHOMHOTPYMNIY, KOTOPHHA CO-
CTOHT B TOM, 4TO N-2-puuMaHaueTHMH- '
naTt GopMynu

NG-CH - ¢Z3o"

2 ~OR

raoe ]} — HU3WHHA aNlKuAa,
nogsepranT B3auMOnelCcTBHI0O C aMHHOM
bopmyJiH

) @)

~R
N
roe Ry B Ry HMEWT BRIeyKa3aHHHe 3Ha-
yeHus npH Temnepatype oT 0 mo 100°C
B cpene HHepTHOTO opraiHHiyecKkoro pa-
CTBOPHTEJIA. :
TemnepaTypa B HaHHOM Ipolecce 3aBH-

CHT OT MCROAbL3YeMOI'o pacTBOpHTens, B
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KadyecTBe KOTOPOrC MOIYT 6me npnme—
HEeHH HH3pMe anudarnyeckue ranounynne-
Bonoponﬂ, HHU3WHEe CHOHPTH, UHAKIHYECKUe
TpOCTHEe 3¢upH - TeTparugpodypaH. I[po-
ecc MOXHO BECTH NpH AO6ABNEeHHH BOOH.
chonaue N-2-mHuHaHageTUMHIATH H 5

COOTBETCTBEHHO LeJIeBHe COeIUHEHHUSA

MOIYyT HaxXOOUTBLCHA B TayTOMEpHOH ¢op-

Me, a MMeHHO:
_N—CN NHON 10
Ne-eHg—¢7 unt Ne- é ¢/
1 OR g “oR
R
,Ni t H K/.Ri 15
NC—CH,)~ R . ~
2 C\Nch unu NC—C=C/\ R2
‘ NHEN
I la 20

ConepxaHue TO¥H HJIH HHOH GOPMH 3a-
BHCHT OT 3HA4YEHHS panukaynoB R, R, R,

HexogHun N-2-pguuHasauneTHUMUOaT Ho-
JIydanT B3IAaHMOOEHCTBHEM annHTHBHOMN
COJIH MHHEPAJIbHON KHCJIOTH 2-IlHaHaue-
THMHIATa C LHAHAMHIOM, XeNaTeNnbHo's
6e3BOQHOM HHEPTHOM OpPraHHYeCKOM pa-
. CTBOpHTEJE NnpH Temneparype or 0 0o
.100°

AﬂnHTHBHym COJIb KHCJIOTH MOXHO TIIO-~
JIYYaTh in situ. .

Dpumep l. 3-{Iuasummuso)-3-
~TIHITePHANHIIPONHOHU TPHI .

a) THOPOXJIOPHA 3THJ/-2-UHAaHALEeTHMH~-
nara.

T'a3000pa3Hul  XJIOPUCTHA BOUOpoOn &ap
OOTHPYKWT 4Yepe3 OuYeHb XOJIOLHHA pacTBOp
33,0 r (0,50 Mone) MarlOHOHHTPHUINA H
23,0 r (0,50 MOnb) CyXOro 3TaHona B ,.
400 mn cyxoro spupa B TeueHHe 1,5 u.
O6pasoBaBUHKHACA OCanoK OQUILTPYWT,
MPOMHBAWT  3QUPOM H CywWaT NPH KOM— - |
HATHON TeMIepaTrype B BaKyymMe H MNo-
ny4qawT 72 ' nNponykTa C¢ BHXOOOM 97%.

6)3THn~-N-2-guuuHaHaleTHMUOAT .
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CMmecr 44,70 r (0,302 Monb) rumpo-

- XJIOpHOa 3THA~2-LHaHaueTHMHOara H
- 13,29 r umanamuma B 400 M1 GeH3osia
InlepeMew BAWT B aTMocdepe asoTa B
TevedHue 15 uy. InaHaMug OYHHANT SKCT-
PakpHe 3$pHUPOM H KOHLIEHTPHPOBAHUEM
' PACTBOPUMON YACTH B BakyyMe. Mo oxoH-.
. YaMuHU peaxuuHd OTPHNBTPOBHBAKT BHIAB~
HIMH XJIOPHCTHH aMMOHHN,., OCTaTOK Npo-
MEBAT nBa pasa no 50 w1 6ensona.
O6YbenuHeHHHe 3KCTPAKTH KOHIEHTPHUDYIOT
B Bakyyme u nonyuawT 41,36 r (100%)
CBETJIO~XEeNTOI'0 KPHUCTAJJIMUEeCKOr'o MNpo-~
nyxkra. [onydyeHHHH MpOnyKT JYEeHb YHC—
‘THH, 4YTO MNOATBep)AaeTcs TOHKOCIOHHOH
Xpomarorpadued u SIMP-ananusoMm. Tem—
nepaTypa IviaBneHus CHPOTO KPHCTaji-
NHYEeCKOoro Mmarepunana 52-637C. sMP-
cnektp (CDCE3): J°¢,43(2H, g, -
-0CHp-); 3,93(2H, s, CHy), 1,38 (3H,
t, CHz)
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B)  3- (LMaHUMHMHO ) - 3-NHNePUAHH PO~
AHOHUTPHII,

NMunepunus (25,67 r, 0,0302 mons)

"IpHGAaBNAKNT NO KalUisgM K OYeHb CHUJIBHO

oxylaxlieHHoMy pacTtsBopy 41,36 r
(0,0302 Mone) 3THA-N-2~aHiOKAaHALETH~
mprara B 60 mn MeTaHona. PeaxuuMoHBHas
CMEeCh M3 reTepOreHHOH BHauyane npo-
necca CTAaHOBHTCH BCKOpPE I'OMOIEeHHOR

H xenToH. [MNepHOHH HOpHUBAaBISAKNT CO
CKOPOCTBI0 oﬁecnequsammen TeMneparypy
peaxkuun 25°cC. Yepes 50 MuH npu or-
CTanBaHUY peakiHOHHas CMech pasge-
aserca Ha CH,CP, M- BOOHHN HacweHHHN
NaHCOB. Oprannueckyw $asy BHCYUHBAOT
Haxy Na2504- H KOHUEHTPHPYKT B BaKy-
yMe C rnonyueHuem 54 r xenroro macnia,
KOTOpoe Mo LOaHHEM TOHKOCJIOHHON Xpo-
Marorpadud SIBJISIETCHA YHCTHM NpOOY K-
TOM, SMP-cHekTp NOATBepXnaeT Haluuyue
YKa3aHHOI'O BHUE [POOYKTAa.

Npumep 2, 3-(lluaHuMUHO ) -3~
=~MOPQOTHHIIPONIHOKUTPHII,

Mopgonuu (2,54 r, 0,0292 monn)
NPHOAaBJAKNT K OUYEHb CHABLHO OXJIaXOeH-
HoMy pacTsopy 4,00 r .(0,0292 mons)
3TUI~-N-2~guiuaHaunersMunata B 80 mi
TeTparuapodypaHa., Yepes 145 muH TIpH
KOMHATHOH TeMIepaType PeakuHOHHYI
CMeCb KOHIEHTPHPYKT, 3aTeMm .QUIbTPYIOT
yepes 75 w1 cunukarensa. llocienHun
NPOMHBAT CMeChi 4% NaOH -CHnC By .
AponyKT nocse MPOMHBKH KOHueHTpprmT

- [lonyyeHHHHA CHPON NPOAYKT MNOOBEpPTanT

XpoMarorpadun (HPLC,Ha 1 moiMm>x40 OgoiM
30-50 mxm cunukarens,2% NaOH/CH,CEy)
ANA TONYYEeHHS LEJIeBOTrO NepeKpUcTas-
Ju30BHBAKNT U3 CHpCRy/CeHyy u nomyuanr
4,00 r nepBOH nNOPUHH B BHIOE OEJHX

urn (129-130°C) u 0,350 r BTOpOH MOpP-
uun (128-1309C), uro COOTBETCTBYeT
obumeMy BHRXOOY 84%. SAMP-, Mmacc- u
HK-CNeKTpH COOTBETCTBYWT LeleBOMYy

IPONYKTY .
Hanpeno,%: C 53,77, H 5,66,
N 31,23,
Cg H’ON 0
quncneao %$: C 53,692, H 5,66,
N 31,44,

Ipume p 3. 3-(lluaHUMHHO)~3~
~TUPPONHOHHIIPONMHOHHUTPHI,

Nupponugue (2,07 r, 0,0292 mons)
NPHBABNAKNT K OUYEeHb CHJIBHO OXJiaxIeH-
HOMy pactBopy (4,00 r, 0,0292 monsb)
3TUA~N-2-guuuatageTumMunara B 80 M
TeTparugpodypaHa H [epeMemuBanT B
TeYeHHe 2 4 IIPH KOMHATHOH TeMnepary-
pe., CHpPOH NPOAYKT BHOEJNAKWT M NomBep—
ranT TOHKOCHONHOH XpoMmarorpadHu aHa-
JIOTHYHO mpHMepy 2. UYUMCTHHE KpHCTall-
NHYeCKH! NPOAYKT TOHKOCJIOMHOH Xpoma-
Torpaduu (4,80 r) pacTupanT B nopo-
MoK € IOM3ITHJIOBHIM 3QUPOM H TIONIYYaloT
4,00 r (84%) LleJIeBOro MpPOmyKTa,

T, mn. 45°C AMP u HK-crniexTps ero co-
OTBETCTBYKWT yKa3aHHOMY BEWE NPOOYKTY .
Hanpeno,%: C 58,51, H 6,33,

N 33,67.
Cg HioNy
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Bouucrnexo,%: C 59,24, H 6,21, Ha#peHo,%: C 52,89, H 6.06,
N 34,54, N 41,19, CoHgN,

Ipuwmepd. 3-(0uasuMuHo) -3~ . BuumcneHo,$%: C 52,92, H5,92,N 41,13..
—(N,N-nnsTHnaMHHo)—nponuonqunn. :

n H M . - ¥ -3
AusTtunamun (4,27 r, 0,0584 Monp) - (N NE‘ ep’ 3;(uHaHHMMHO) X
Npu6aBIANT K pacTBOpy 8,00 )} AMANMNAMIHO) “MDOMHORHTPUN, -
( py 8, r 5 Pacreop 4,00 r {(0,0292 monb)aTun~
0,0585 monb) sTuA~N-2-gunuaHaneTHMu- -N-2-munnananerumunata 7 2,83 r
-1ata B 80 Mmn TeTparunpodypaHa. Cmecs 10,0292 Mone) muannunamuna B 60 M1
gepzMimgzamT npg KOMHATHOR, TeMnepa- TeTparuapodypaHa rnepeMeuBanT TpH
0%5 s Tquiﬁgeuo 4 ”PBHﬂerHBaWT npu 0"C B Teuennme 12 y, PeaknMOHHY® CMeCh
UH. PEAKLHOHHYI CMEeCh {0 KOHLEHTDHPYHT M QHIBTPYIOT UYepe3 CHJIK-
KOHUEHTPHPYIOT , & 3areM xpoMarorpadu- xarenb (2% NaOH/CHyC Py~ pacreopurens
© pywT (HPLC, Ha 1 momm x 40 monm 30-" ’ &

: ) , IJI3 2JIOHPOBAHHA) ., OpPTaHHuYeckyw ¢asy
50 MM cunukarens, 1% NaOH/CH,CB,). KOHLEHTPUDPYWT, OCTAaTOK NOOBEpPTrawT
HMonyvawTt 4,00 r nesnesoro npogyxra / xpomarorpadun (HPLC, Ha 1 modM X
(42%) . HK-, sIMP- M Macc- CHeKTPH . X 40 monM 30-50 MxkMm cuaukarens, 2%
cogTBeTcrsymTBumeyxasaﬂnomynponyxry.15 NaOH/CHyCBy) M NONyYanT neseBoR npo=

‘UK-cnekTp (umucTuit): 2980, 2940(LH) OyKT. [puMecH B konuuecTBe 200 Mr
2260(c-Cc-N), 2180 (N-C-N, cunpHuit), BHKDHCT &lfIM 30 BHBAKT HS'CHQCEQ/COHQ;
1590 (C-N, cunbuuit), 1485, 1460, esleBON MPOOYKT B BHOE Macia MOJy-—
1365 (CH) u 1320, 1230, 1155, 1080 yawT c BuxomoM 3,08 r (56%) sIMP-,
(C-N- /mpyrou) cm™, © 20 UK~ ¥ Macc-CnexkTpH COOTBETCTBYWT e~

Npuwse p 5. 3-(luanumino) -3~ JIEBOMY MPOLYKTY .

. (2-MeTUNNUIIEPHUAKNH ) ~IPOTIMOHHTPHII, UK~-cnexktp (umucTumnt): 3080 (-CH),

PacTsop 4,00 r (0,0292 monp) sTui- 2989, 2940 (cH), 2240 (C-C-N), 2180
-N-2-nunuaHaueruMdoara u 2,86 r (N-C-N), 1645 (C-C), 1585 (C-N),
(0,0292 Monp) 2-MeTHUNNUAEPHAMHA B 25 1490, 1460, 1420 (CH/mpyront) 995,

- 80 mn TerparngpodypaHa nepememuBsanT 940 (CH-CH/mpyront) em™.
B TeueHHe 5 [HeH npH KOMHATHON TeM-— - :
nepatype. PeaxLHOHHHN NPONYKT BHOE=- ¢opmyn§ H306peTeHHa
ST TAKHM Xe O6pasoM, kxak W 3-(uma- - Crnocof MNOJIYUeHHA NPOW3BOMOHHX 3-
HUMHHO ) - 3= (N, N—IH3 THIAMHHO ) ~IPOTHO- ~(uuasuMuHEO ) - 3~ (aMIHO ) - TPONHOHUTPUIIA
HUTDWJI, R nosayuyawnTt 0,76 r uenesoro 30 obumen dopmy
nponykra (14%). 3TOT NpoAYKT NomBep-— /NC)(
rapT OYHCTKe xpomarorpaduedt Ha Merck N@CI!Q—C<' Ry
"B" KOJIOHKE M NOJy4awT BEeMecTBO, N7
-53MP~, UK~ ¥ MacC-CIIeKTPH KOTOpOI'Q \R
-, COOTBETCTBYKNT UEJIeBOMY MNPOAYKTY=3- 35 ‘ 2
- (unannmuuo) - 3- (2-MeTuANUNEpHAKH ) THe R, M R, —HH3WKA aNKHA, aaun
TPOJUOHHTPHIY , anu Ry, Ry BMecTe C aToOMOM asora, C

UK-cnextp (uscThit): 2940, 2860 (CH) KOTODPHM OHH CBA3aHH, NPencTaBsAlT -
2260 (C-C~N),2180 (N-C-N),1580 (C-N), minepUaHHO=~, METHIIHIEPHINHO-MOPdO-
11470, 1445 (cH), 1285, 1185, 1165 > 40 nUHO-NUPPOJHUOHHOTPYNNY, O T J H 4 a-
: (C-N/mpyron)cm™, ' oMU B CAa TeMm, uTo N-2-guuHaHaue-

OpumMmep 6. 3-(lluauumuto) -3~ . TUMHOAT GOPMYIIH

" ={N,N-OMMEeTHJIAMHHO ) ~TIPONTHOHUTPHIE « NCN

K OuYeHB CHIBHO OXJIAXHNEeHHOMY pacT- C—CHa— 07
Bopy 4,00 r (0,0292 mons) aTua—-N, 45 N 2 N\ )
2-gunHaHauerumpnara B 60 min rTerpa- .. OR
_THOpodypaHa MpHbABIIWT 5’27 T rar o~ H3WHUA anKun, 1oJ1BepranT
(0,0292 mons) 25%-HOoro pacTeopa Nay NH B3 ‘ "BHI0 C aMMHOM (OPMYIiH
B BOse. [locsie nepeMemHBaHWA IPH KOM-— Ry
HaTHO#t TemilepaType B TeueHue 1 y pe- 50 H-N"

. AKUHOHHHP NPOAYKT KOHIUEHTPHPYWT H \R !
vIHABTDPYIOT 4Yepe3 cunukarens (2% NaOH/ ) 2

‘ CHQCBZ— pPacTBOPHTENL IJIA 3JIKHpOBa-— ‘rae R1 H RZ HMEKT BHIUSTNPHBeLEHHHE:
HHA) ., Opra’HHyeckyw $a3sy KOHHEHTPH-~ 3HauYeHUs, NpH Temneparype or 0 no
PYWT H IOABEprawT XpoOMaTOrpaduur 1009C B cpene HMHEPTHOTO OPTaHHUYECKOTO
(HPLC, Ha 1 monm x 40 gwim 30-50 MM 55 pacTrBOpuTeNst,
CHNuKaresna, rpamgHenT CHCB5 0o 2% HCTOUHHMKH HHOOPMAalIMH,
NaOH/CHCBb). Nosy YeHHH! KPHCT aJljin- NMPHHATHE BO BHHUMAaHHEe IIpH SKCNepTuie
'teckn#t mpomykr (3,09 r, 78%) pactu- 1. K,R, Huffman, F. C. Schalfer
pawT B .[IOPOWOK C MNPOCTHM 3(PHPOM H - "N-Cyanoimi dates', J. org. Chem,
nonyuawr 2,70 r Henmesoro mpomykra, ~ 60 28, 7, 1963, p. 1816-1821,
T Tn. 61-62°%C, AMP-, HMK- ¥ Macc-clex- 2. NatenT ClIA B 3461461,
TPH COOTBETCTBYT UEJI€eBOMY IPOAYKTY. ' Kn. 260-256, 4, ony6nuk., 12.08.69.

BHUUIIHU 3akas 8883/65 Tupax 495 lonnucHoe

dunuman M0 "MateHT", r. YKropon, yin. [OpoextHas, 4
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