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(54) CMNOCOB NMONYYEHUA 3-ANKAHOWUIT- U 3-ANTKUNHOONOB

(57) Pedepar: Rl
N3ob6peTeHne OTHOCMTCS K cnocoby nony4veHus IT
coeavHeHun hopmynbi |
Rl # \
CH.)7—R
‘e RZ N
| ’ ;
¢ coegnHeHnem copmynei Il
RZ M
H R-(CHg)n-CO-L 11,

roe: R osHauyaeT ranoreH; R!' osHauaeT H;
R 2 o3HauyaeT CN; X o3HauaeT O unv H,H; n paBHo 2,
3, 4, U UX KUCNOTHO-aAAUTUBHbLIX conei. Cnocob
3akntovaetcs, ecrnm X os3HadaeT O, Bo
B3aMMOAENCTBUN coeanHeHnsa dopmynbi Il

roe L osHayaeT ramoreH wnu gp., B XxoAe
aunnupoanns Ppugena-Kpadcdtca ¢ katanusom
MeTannoranoreHmgamu kucnot Jletomca Tuna R'-
Al(Cl),, roe R' o3HauaeT C-Cgankurm, u nonyyeHHoe
coeauHeHve | BbIAENSOT B BUAE OCHOBAHWS UMK €ro
KMCMNOTHO-aAANTUBHBIX conen, unm hanee
BOCCTaHaBNMBalOT C WCMONb30BaHWEM KOMMMEKCHbIX
rmgpvooB U akTMBauven MeTannoranoreHugamu
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(54) METHOD FOR PREPARING 3-ALKANOYL- AND 3-ALKYLINDOLES

(57) Abstract: (n: Rl with
FIELD: organic chemistry, chemical technology. (TI)
SUBSTANCE: invention relates to a method for

preparing compounds of the formula (I): \

Rl # g
(CH;) ,—R R N
H
".,\ (I compound of the formula (lll): R-(CH32),-CO-L (lll)
wherein L means halogen atom or others in the
RZ M process of Friedel-Crafts acylation reaction in

H

wherein R means halogen atom; R' means hydrogen
atom (H); R2 means cyano-group (CN); X means
oxygen atom (O) or H, H; n = 2, 3, 4, and their
acid-additive salts. If X means oxygen atom (O)
then the method involves interaction of compound
of the formula

the presence of Lewis metalhalides of type R'-
Al(Cl), as a catalyst wherein R' means (C1-Cg)-
alkyl. Prepared compound of the formula () is
isolated as a base or its acid-additive salts
followed by reduction by using complex hydrides
and activation with Lewis metalhalides of type R'-
Al(Cl),. Method provides preparing compounds with
the yield 87-89%.

EFFECT: improved preparing method.

3cl, 4 ex
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[laHHOe n306peTeHne OTHOCUTCS K CNOCOBY MONyYeHUss CoOeanHEHN popmynbl |
Rl ol
(CHz)7 R

\

RZ M
H

B KOTOpOW

R o6o3HavaeT Hal nnn metun,

kaxablii 3 R, R% HesaBucumo oT apyroro npeactaensieT co6oii H,

A', apun, NH,, NHA", N(A"),, COOA™, CN wnnu Hal,

X ob6o3HavaeT O nubo H,H,

Kaxabii u3 A', A", A" He3aBUCMMO OT ABYX ApYrux npeactasnsaeTt cobon ankun ¢ 1-6
aToMamu yrrnepogaa,

Hal o6o3HavaeT F, Cl, Brunu I n

n paeHa 1, 2, 3, 4, 5 nu6o 6,

N UX KNCNOTHO-aAANTUBHbIX COMEN, OTNNYaoLWeMycst TEM, 4TO

a) ecnn X aBngaetca 0 n R, R', RZ 1 n umetoT ogHo 13 BblLLEYKa3aHHbIX 3Ha4YeHWUN,
coeanHeHune popmynsil

Rl
IT
RE N
H
B KOTOpOW

kaxablii 3 R', R? HesaBucumo ot apyroro o6osHavaeT H, A', apun, NH,, NHA", N(A"),,
COOA™, CN mnu Hal, kaxxabii n3 A', A", A" He3aB1CMMO OT ABYX APYrMx npeacrtaenseT
cobori anknn ¢ 1-6 atomamu yrnepoga u Hal o6osHavaet F, Cl, Br unu |, BBogaT B peakumto
c coeavHeHueM opmynsl I

R-(CH2)n-CO-L il

B KOTOpOM

R ob6o3HavaeTt Hal unun metun,

L npeacraensiet cobown Cl, Br, I, OH nubo ceoboaHyto OH-rpynny, nnn OH-rpynny,
hyHKLUMOHANBHO MOANMULMPOBAHHYIO C LENbIo NpUAAHNS el peakUuMOoHHOCNOCOBHOCTH,

Hal o6o3navaeT F, Cl, Br nu6o | n

n pasHa 1, 2, 3, 4, 5 unu 6,

B xofe aunnunpoBaHus Opugena-KpadTca ¢ katannsom metannoranoreHngamm KUcnoT
JTbtonca tnna R'-Al(ClI),, roe

R' o6o3HauaeT A nnu apun',

A npepncraensieT cobow ankun ¢ 1-6 atomamu yrnepoga, apun' 00o3HavyaeT He3aMeLLEHHbIV
unu moHo- nNMbo aeysamelleHHbln A', OA' unu Hal dpeHumn,

Hal npencrtaensiet coboii F nubo Cl, nnn

6) ecnu X aBnsietca HHu R, R', R% 1 n umetoT ogHoO 13 NPUBEOEHHbIX BbILLE 3HAYEHWUN,

coeanHenne opmyrbl |, B koTopoit X 0603HadaeT 0 unm R, R', R? u n umetoT ogHo us
YKa3aHHbIX BbllLe 3Ha4YeHU, BOCCTaHaBNMBAIOT C UCMOMNb30BaHMEM KOMMNEKCHbIX TMAPUAOB C
akTMBauuen metannoranoreHungamu kucnort Jistouca tuna R'-Al(Cl),, raoe

R' 06o3HavaeT A nnn apun’,

A npegctasnset cobon ankun ¢ 1-6 atomamu yrnepoaa,

apun' o6o3HavyaeT He3aMeLLEeHHbIN TMBO MOHO- Uy ABy3amelleHHbin A', OA' nnbo Hal deHnn

Hal npegcrtaensiet cobori F unu Cl,
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n/vnu Tem, 4To obpasyloLLeecs B pedynbTaTe ocHoBaHWe popMynbl | nytem o6paboTku
KMCNOTOW NepeBOAAT B OAHY U3 ero KUCNOTHO-agAUTUBHBLIX COMeMn.

Cnoco6bl Nony4YeHnst aunnMpoBaHHbIX MHOOMNOB U3BECTHBI U onucaHbl, Hanpuvep, y M.Tani n
Aap., Chem. Pharm. Bull. 38 (12) 3261-3267 (1990), rae nHAONbHOE KOMbLO 3aMeLLeHo B 2-
NOMOXeHWUN 3TOKCMKAPOOHMITOM.

Cnocob nony4veHus metnn-3-(4-xnopo-1-okcobyTun)-5-nHaonkapbokcnnara ¢ Katanm3om
AICI 3 onucaH y Bottcher un gp. B Liebigs Ann. Chem. 1988, 749-752.

B J. Med. Chem. 1980, 23, 1306-1310, C. Gueremy onucbIBaeT aunnupoBaHne nHaona
nocpeacTBOM NPOMEXYTOYHbIX conen MgX nHgona ¢ ncnonesosaHmem R-CO-X.

AunnuposaHue nHaona nocpeacTBOM NPOMEXYTOUHbLIX conert MgX Takke onucbiBaeTcs y
J.Bergmann n gp. B Tetrahedron Letters 28 (32), 3741-3744 (1987).

AueTunupoBaHue 5-LunaHouHaona ¢ MCNonb3oBaHWEM aueTuxrnopuaa U katannsom
SnCl 4 onucaHo y Agarwal n ap. B Synthetic Communications 23 (8), 1101-1110 (1993).

BocctaHoBnenune 4-nHgon-3-un-4-okcoMmacrnsaHom KUCNOTbl C UCMONb30BaHNEM
LiAIH 4, onuckiBaeTca y J.S.L. Ibaceta-Lizana B J. Chem. Soc. Perkin Trans. 1l 1987, 1221-1226.

BoccTaHoBneHue 3-ankaHounUHOoNLHOro admpa ¢ ucnosnb3oBaHnem adupa
NaBH ,/BF; onucaHo y Bottcher n gp. B Liebigs Ann. Chem. 1988, 749-752.

BoccTaHoBneHve hTanuMngHon npon3soaHoN 3-aueTun-5-umaHonHgona ¢ UCnonb3oBaHUeEM
NaBH,4 n katanusom nsonponaHosioMm onuceiBaetca y Agarwal n gap. B Synthetic
Communications 23 (8), 1101-1110 (1993).

CoBepLUeHHO HEOXNOAHHO B pe3ynbTaTe UcCneaoBaHWUi, OnucaHHbIX, Hanpumep, B DE
4333254 (EP 0648767), koTOpble NPOBOAMMUCH C LieNblo CMHTE3a nekapcTs, 6bino obHapyxeHo,
4YTO coeanHeHus popmMynbl | MOXHO MonyyaTb C BbIXOAOM, MO MEHbLUEN Mepe CONoCTaBUMbIM
UNun gaxke NpeBbILLAOLWLMM TaKOBOW, U3BECTHBIN U3 YPOBHSA TEXHUKU, NPUYEM OCHOBHbLIMMU
npevMyLLecTBaMu B 9TON CBA3U SIBMSAIOTCA NPOCTOTA peakuun, KoTopas OCyLLEeCTBASETCA Ha
FOMOreHHOW CTaguu, 1, Kak pesynbTaT, NPOCToe NMoyYeHne YNCTOro NPOAyKTa.

B cBoto ouepenpb, 3TO NO3BOMSET CHU3UTb KONMYECTBO UCMOMNb3YEMOro pacTBOPUTESNS U
aHepronoTpebneHue.

Hanpumep, ¢ uenbto nonyyeHns coeanHeHun popmynel |, B kotopon X asnsietca O, B
npoecce aunnupoBaHns (CTyneHb a)) KaTanusaTop, HanpuMep XUaKUi guxnopua
n3obytnnanomunHuns (i-Bu-AlCl,), MoxHO BBOANTL OTPabOTaHHBIM N Hepa3baBreHHbIM,
Nonb3ysch As 9Toro HacocoMm. Npu aTom dakTU4eckn HepacTBOpMMbIE U He NoAAaroLmuecs
pasmeLLnBaH1IO TBepAble KOMMOHEHTbI, U3BECTHbIE U3 YPOBHS TEXHUKN N HEpeaKo ABnsioLmnecs
cneacteueM katanusa AlCl;, He obpasytoTcsa. 3aeck cnegyeTt yNoMsaHyTh elle 06 0gHOM
npevMMyLLecTBe, 3aKnyatoLLemMcs B NOSABAEHMM MEHbLLEro YMcna noboYHbIX NPOAYKTOB,
MOCKOMbKY, HanpuMep, ynoMsiHyThin i-Bu-AlCl, sensietca 6onee cnaboni kucnoton Jlbtonca, yem
AICl3, n akTMBaUWsi OEACTBUA XNopoarkuna B 60KOBOW LIENU U UHULMMPYEMOE UM
ankunupoBaHve ®puaena-Kpadrca, kak noboyHas peakuus, B 3Ha4MTENBHOW Mepe
noaaBnsoTCS.

BocctaHoBneHue no gaHHoMy n3obpeTteHuio (CTyneHb 6)) coegmHennin gopmynel |, B KOTOpoWn
X obosHavaeT O, oo coeguHeHnii opmynel |, B koTopon X aensietcs H,H, nmeet Te xe
npeumyLlecTsa, a UMEHHO BbIXOA, COMOCTaBMMbIA U NPeBbILAaoLWWIA TaKOBOW, N3BECTHbLIN U3
YPOBHSA TEXHUKU, B COMETaHUN C NPOCTOTON peakLuun 1 nofny4yeHns Ymctoro npoaykra. Kpome
TOro, 34ech criegyeT ynoMsiHyTb 06 o6pa3oBaHMM MeHbLLEro Yncra noboYHbIX NPOAYKTOB, B
0cobeHHOCTH, Koraa YyBCTBUTENbHbIE K peakuunM BOCCTaHOBMNEHNS 3amecTuTenu, Takme kak CN
UNKU CrOXXHO3MUPHbIE rPYNMbl, HAXOAATCA B 4- U 7-NONOXEHUAX nHAona.

Mo cnocoby, onMcaHHOMY B HacTosILLEM U306peTeHUN, B YAaCTHOCTU, Hanpumep, nony4vatoT
coeavHeHune 3-(4-xnopobyTaHonn)MHOOMN-5-kapboHUTPUN, KOTOpoe 3aTeM NEPEBOAST B
coegvHeHune 1-[4-(5-ynaHonHgon-3-un)oyTun]-4-(2-kapbamonndeHaodypaH-5-un)nunepasmH,
onuncaHHoe B DE 4333254.

Takum obpasom, AaHHOe n3obpeTeHne OTHOCUTCS, B YaCTHOCTU, K cnocoby nomnyyeHus
coeanHeHnn popmyneil |
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Rl #
(CH,)7—R
‘.\ T
RZ M
H
B KOTOpOW

R o6o3HauaeT Hal,

R' npencrasnsiet coboii H,

R2 0603HayaeT CN,

X npegctaenset cobori 0 unu H,H,

Hal o6o3Ha4vaeT F, Cl, Br nn6o | n

n pasHa 2, 3 unu 4,

N UX KNCNOTHO-aAANTUBHbIX COMEN, OTNNYaoLWLEeMyCsl TEM, YTO

a) ecnn X aBngaetca 0 n R, R', RZ 1 n umetoT ogHo 13 NPUBEOEHHbIX BbILLE 3HAYEHWUN,
coeanHeHune popmynsil

Rl
IT
RE N
H
B KOTOpOM

R' 0603HauaeT H 1

R2 npeactaensieT cobon CN,
BBOAAT B peakuuio ¢ coegmHeHem opmyneol i

R-(CH2)n-CO-L Il

B KOTOpOW

R o6osHauaeT Hal,

L npeacraensiet cobown Cl, Br, I, OH unun ceobogHyto OH-rpynny, nuéo OH-rpynny,
yHKLUMOHANBHO MOANMULMPOBAHHYIO C LENbIo NpUAaHNS el peakuMoHHOCNOCOBHOCTH,

Hal o6o3sHavaeT F, CI, Br, I n

n paBHa 2, 3 nnu 4,

B xo4e aumnupoBaHus Ppugens-Kpadrca ¢ katanm3om meTannoranoreHMgamm KUcnoT
Jlbtonca tnna R'-Al(CI),, roe

R' o6o3HavaeT A,

A npegcrtaenset cobor ankun ¢ 1-6 atomamu yrnepoga, unu

6) ecnu X aBnsietca HHu R, R', RZ 1 n umetoT ogHoO 13 yKa3aHHbIX BblLlEe 3HA4YEHWMN,

coeauHeHne opmynbl |, B koTopoii X o6o3Hayaet O 1 R, R', R? n n umetoT ogHo 13
NpvBeAEeHHbIX BbllLEe 3HA4YEHUIN, BOCCTAHABMMBAOT C UCNOSNb30BaHNEM KOMMIEKCHbIX MMAPUA0B U
akTMBauuen metannoranoreHngamu kucnot Jistouca tuna R'-Al(Cl),, raoe

R' obo3sHauaeT A,

A npepcrtaensiet cobow ankun ¢ 1-6 atomamun yrnepoaa,

n/vwnn Tem, 4to obpasyloLleecs B pesynbTaTe ocHoBaHue popmynesl | nytem o6paboTku
KMCNOTOW NepeBoasT B OA4HY U3 ero KUCNOTHO-aAaAUTUBHbIX COMEN.

CoeanHeHus popmynel |, B koTopoli X o6o3HavaeT O, BocCTaHaBNMBAEMbIE Ha CTyneHn 6),
Takke MOXHO, B MPUHUMNE, nony4aTb 06bI4HBIMM cnocobamu nyTeMm auunupoBaHus, Hanpumep, ¢
katanusom AICl;. OgHako B npeanoYTMTenbHOM BapyaHTe MX CHavana nomnyyatwT cnocobom,
npvBegeHHbIM ANd CTyNneHn peakuun a), a 3aTeM BOCCTaHaBMNMBAIOT, Kak 3TO onucaHo Ans
CTyrneHu 6).

Takum obpasom, NpeanoyTeHne B HacTosIemM n3obpeTeHun otgaetcs cnocoby nonyyeHus
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coeguHeHun oopmynel |, B kotopon X o6o3HavaeT HH M R, R', R? u n umetoT ogHo 13
nNpuBEeAEHHbIX Bbille 3Ha4YeHun, obbeanHsoLemMy B cebe ABa ynoMsiHyTbIxX cnocoba u
OTNMYAIOLLEMYCS TEM, YTO coeHeHna dopmynbil |, B koTopoii X sensetcs On R, R', R?un
UMEKT OOHO M3 YKa3aHHbIX BbILLE 3HAYEHWIA, CHavana nony4varT cnocoboM, NpuBeAeHHbIM A4S
CTyneHu a), a 3aTemM BOCCTaHaBMMBAIOT, KaK 3TO ONMCaHO Ans CTyneHu 6).

A', A" n A" obosHavatoT ankun ¢ 1, 2, 3, 4, 5 unn 6, npegnovtutensHo 1, 2, 3 nnbo
4 aTomamu yrnepoga, B NpeanoyTUTeNbHOM BapuaHTe, B YaCcTHOCTU, Hanpuvep, MeTun nnm
3TWM, HO TaKXkKe 1 NPoNu, N30NPONuM, a Kpome Toro, ByTun, n3obyTun, BTop.-6yTNN NU6GO
TpeT.-oyTumn.

R B coeguHenunsix coopmyn | n Il npegnoytutensHo ob6o3HavaeT Cl unm metun.

B coeanHeHnax metannoranoreHnaos kucnot Jlstouca tuna R'-Al(Cl),, R' B
npeanoyYTUTENBLHOM BapuaHTe npeactaBnset cobor MeTun, aTun, nponun, nsonponun, 6ytun,
TpeT.-6yTnn, n30ByTun, NEHTUM, HEONEHTUI, U30NEHTU, peHun, o-, m- UnM p-Tonun, o-, m-
nnbo p-meTokcmdeHnn, o-, m- unu p-ptop, o-, m- Nnbo p-xnopodeHun. Hanbonee
npegnoyTuTensHo R' o6o3HavaeT nsonponun unm n3obyTtun.

MpeanoytutensHoe coeanHeHne n3obytun-Al(Cl), nasectHo, Hanpumep, U3 XMMUm
nonMmepos.

B coeguHeHunsix oopmyn | n Il apun o6o3HavyaeT He3aMeLLeHHbIA UM MOHO- NM6o
aBysamelleHHbli A, OA nnn Hal dennn.

B coeamHenunsix coopmyn | u 1l kaxablii n3 R! n R? HesaBrcuMo oT apyroro npeanoyTuTenbHO
o603HavaeT H, meTun, atun, nponun, eHus, aMmHo, METUNAMUHO, 3TUNAMUHO, AUMETUNAMUHO,
AV3TUNAMUHO, METOKCMKapOOHW, 3TOKCUKapOOHWN, LumaH, Top unu xnop, a Takke kapbokeun.

B oco6o npeanoytutensHom BapuaHte R' npeactaenset coboit H, a R? - unan.

B coeauHennax gpopmyn | u lll nepemeHHas n npeanoYTuTensHO paBHa 2, 3 unu 4, B
yacTtHocTh 2 nnbo 3.

Bonblias yactb coeamnHeHuii oopmyn Il n Il nsasectHa. B coeanHeHnsix dpopmyneil i
pagvkan L npegnoytutensHo o6o3HavaeT Cl unu Br; TeM He MeHee, OH Takke MoXeT
npeactaenate coboni |, OH nn6o OH-rpynny, dyHKUMOHANBHO MOOUMULIMPOBAHHYIO C LieNbto
npyvaaH1sa en peakunoHHOCMOCOOHOCTM, TaKyto KakK ankumncynbgoHunokeu ¢ 1-6 atomamu
yrnepoga (B npe4novTuTeNnbHOM BapuaHTe MeTUICYNbOHUNOKCH) Un apuncynbOHUIOKCHU C
6-10 atomamu yrnepoga (NpeanoyTuTenbHO eHUn-, p-ToNuncynbgoHMIoKeK, 1- nnbo 2-
HadTanmHcynbdoHunoken). Kpome Toro, L MoxxeT 0603Ha4aTb COOTBETCTBYIOLLMIA aHTMapua.

Kpome Toro, coeamHeHus copmyn Il u Il nony4aoT n3secTHeIMK NO CyLLleCTBY MeTodamu,
onuncaHHbIMK B nuTepaTtype (Hanp., B CTaHgapTHbIX paboTax, Takux kak Houben-Weyl,

Methoden der organischen Chemie ["MeTtoabl opraHnyeckoi xumumn"], nagarenscrso Georg-
Thieme-Verlag, WUTyTTrapT), B ycnoBusx, KOTOpbIE SIBMSIOTCA N3BECTHBIMU N COOTBETCTBYIOT
YNOMSIHYTbIM peakunsmM. B 3Toi cBA3U Takke MOXHO BOCMNONb30BaTbCA U3BECTHLIMU CaMUMN MO
cebe BapmaHTamu, nogpobHoe onucaHme KOTopbIX 34eCb, O4HAKO, HE NPUBOAMTCS.

Peakuusa coeanHennn Il n Il npoxoguT B COOTBETCTBYIOLEM pacTBopuTene. MNogobHbimMm
pacTBOpUTENSIMU ABNAIOTCH, HAaNpUmep, YrneBoaopoabl, Takme kak 6eH30rm, Tonyors, KCUnon;
XNOPUPOBaHHbIE YINeBOAOPOAbl, TAKME KaK ANXNIOPOMETaH; KETOHbI, TakMe Kak aueToH, OyTaHoH;
achupbl, Takme kak TeTparngpodypaH (TFP) unu guokcaH; ammael, TakMe Kak aumetTmndopmammg
(AM®) nnubo N-MeTUnnNMppOnMAOH; HUTPUNbI, TAKUE Kak aueToHUTpun. Takke, ecrnv aTto
uenecoobpasHo, MOXHO MUCMNONb30BaTb CMECKU 3TUX pacTBOpUTENEN.

Bpems peakuun B 3aBUCUMOCTU OT YCMNOBUA COCTaABNSAET OT HECKOMBbKNX MUHYT 0 14 oHen, a
ee Temnepatypa HaxoguTcsa B AnanasoHe ot npubnuantensHo 0° go 150°, kak npasmno 0°-60°.

CoeaunHeHusa opmynbl |, B koTopor X ob6o3HavaeT O, BOCCTaHaBMMBAKOT C UCNOSb30BaHUEM
KOMMMEKCHbIX rapuaoB 1 akTuBauuen kucnotamu Jibionca B COOTBETCTBYIOLLEM pacTBoOpUTEre.
MogoBHLIMKU pacTBOpUTENAMU ABMSIOTCA, HANpUMep, yrineBogopoabl, Takne kak 6eHsor, Tonyorn,
KCUNON; XNOPUPOBaHHbIE YINEBOAOPOAbI, Takue Kak AUXITOPOMETaH; KETOHbI, TaKMe Kak aLeToH,
OyTaHoH; admnpsbl, Takme kak TeTparngpodypaH (TTd) nnm anokcaH; ammabl, Takue Kak
anmetundopmamug (AM®) nnbo N-MeTnnnnpponnaoH; HATPUAbI, Takue Kak aueToHuTpun. B
onpefeneHHbIX Crydasix MOryT Takke UCNoNb30BaTbCA CMECU 3TUX pacTBOpUTENEN.
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MpeanoyTUTEnbHBIMU KOMMEKCHBIMY TMapuaaMu SBnalTca coegnHeHus tuna MBH,, rae M
= Hanp. Na, Li nnn 0,5 Ca.

Bpems peakuun B 3aBUCUMOCTU OT YCMOBUA COCTaABNSAET OT HECKOMBbKNX MUHYT 0 14 OHewn, a
ee Temnepatypa HaxoguTcsa B MHTepBane ot npubnuantensHo 0° go 150°, kak npasuno 0°-60°.

OcHoBaHwne opMynbl | ¢ UICNONb30BaHMEM KUCIOTbI MOXHO MepeBeCTN B COOTBETCTBYIOLLYIO
KMNCNOTHO-aAaUTUBHYIO COfb, HAaNpuMep, NyTEM peakumnn 3KBMBANEHTHbIX KONMYECTB OCHOBAHMS
W KNCNOTbl B UHEPTHOM pacTBOpMTENE, TAaKOM Kak 3TaHOrM, C NOCMNeAyoLWMM BelinapyBaHUEM.
MoaxoadawmMmMmm ans aTon peakumm SBnATCS, B YaCTHOCTU, KMCIOTbI, 0bpa3sytoLne
hunsnonormyeckm npuemrnemMble conu. Tak, MoryT UCNONb30BaTbCs HEOPraHUYEeCcKUe KUCHOThI,
Harnp. cepHas KMCNoTa, a3oTHas KUCoTa, raroreHoBoAOPOAHAasA KACMNOTa, Takas Kak consgHas
Kncnota unn 6pomMmMcToBOAOPOAHAA KucnoTa, hocdopHbIe KUCIOThI, Takne Kak optodoctdopHas
Kucnota, cynbaMmHOBas KUCMOTA, a TaKkkKe OpraHUyYeckne KUCNOTbI, B YACTHOCTMY,
anudaruyeckue, anuumknuyeckue, apanudaTnyeckue, apoMmaTmyeckne Unm reTepoumknmyeckme
0OHO- NM60 MHOrOOCHOBHbIE KAapOOHOBbIE, CYyNbOHOBBIE UMW CEPHbIE KACMOTbI, Hanp.
MypaBbMHas KMNCNOTa, YKCyCHasa KMCNoTa, NPONMOHOBAs KUCOoTa, TPUMETUIYKCYCHasa KACNOTa,
ONITUNYKCYCHasi KNCNoTa, ManoHoBas KACNOTa, sHTapHas KMcrnoTa, MMMenMHOBas KUCMOoTa,
dymapoBasi kucnorta, ManevHoBas KMCnoTa, MONoYHasa KUCnoTa, BUHHasA kucnota, abnoyHas
Kucnota, NMMMOHHAas KACNOTa, MMIOKOHOBas KMCNoTa, ackopbuHoBasa KMcnoTta, HUKOTUHOBAS
KMcnoTta, U3OHUMKOTUMHOBAs KUCNoTa, MeTaH- UNn 3TaHCyNbgOKUCNOTa, aTaHauCcynbgok1cnoTa, 2-
OKCMaTaHcynbokMcnoTa, 6eH3oncynboKMCnoTa, p-TonyoncynbgokncnoTa, HadTanMHMOHO-
W -AncynbOoKNCNoThI, NaypuncynbgokucnoTta. Conu omanonorniyeckn HenpuemMneMbix KUCAOT,
Hanp. NUKpaTbl, MOryT UCNONb30BAaTLCA AN BblAeneHnUs U/Unmn o4nUCTKN coeanHeHuin chopmynbl 1.

Bce BblleynoMsaHyTbIe M YKa3aHHble HXKe TeMnepaTypbl npusoadatca B °C. B
HVXKecneayoLwux npumepax BblpaxkeHne "obpaboTka 00blYHLIM METOAOM" O3HAYaeT: B cnyyae
HeobxoanmocTn, AobaBneHne Boabl; ecnv HeobxoaMmo, cTabunmnsaums 3HavyeHms pH B
nHTepsane ot 2 go 10, B 3aBUCMMOCTU OT COCTaBa KOHEYHOro NPOAYKTa; 3KCTparnpoBaHue
aTunaueTaTom Unu AMxnopoMeTaHOM; oTAeNneHne, cylika opraHmyeckor gasel Hag cynbgaTom
HaTpu1s, BbiNapMBaHUEe N O4UCTKa METOAOM XpomaTorpadun Ha cunukarene un/mnm
Kpuctannusauuu.

Mprmep 1

NHpon-5-kapboHutpun _, 3-(4-xnopobyTtaHoun)MHOon-5-kapdoHnTpun

N“& o
~ i)
R cl
— |
T
i)
H H

OnuncaHne akcnepumeHTa

MepemewmnBas, nngon-5-kapooHuTpun (4800 r) pacTBopsatoT B anxnopometaHe (70 n) npwu 0-
10°C B aTMOccbepe a3oTa B KayecTBe 3awmTHoro rasa un gobaenstot Cl-(CH,)3COCI (6640 r).
3atem, perynupyst Temnepatypy (0-10°C), pobasnsitoT guxnopug ndobytunaniommumns (7300 r).
Mo 3aBepLUeHNN aumnpoBaHus (onpegenseTca xpomaTorpaduyeckum aHanmM3om) CMeCcb
BbINMBAIOT Ha nea/Boay (64 kr), nocne Yyero oTAENAT KPUCTaNSIMYECKUIA HEOUYULLLEHHBIN NPOOYKT
3-(4-xnopobyTaHoun)MHA0N-5-kKapOboHNTPUI, KOTOPLIN OYMLLAIOT, KpUCTaNnM3ys KeToH (6940
r/82%).

Nupon-5-kapboHnTtpun _, 3-(3-xnoponponaHoun) VIH,EI,OJ'I -5-kapOoHUTpUnN

“Cp o

OnucaHne akcnepumeHTa
Ctpanuua: 8
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MepemewmBas, nhgon-5-kapooHuTpun (57,0 r) pacteopstoT B anxrnopomeTare (790 r) npm O-
10°C B aTMOcchepe a3oTa B KayecTBe 3awmTHOro rasa un gobaenstot Cl-(CH,),COCI (61 ).
3atem, perynupys Temnepatypy (0-10°C), nobasnstoT guxnopug nsobytunantomudns (124 r). Mo
3aBepLUeHNM aunnupoBaHua (onpegenseTca xpomartorpadmyeckuM aHanm3om) CMech BblnMBaOT
Ha nea/soay, Nocne Yero Kpuctannmyeckuii 3-(3-xnoponponaHonn)MHaon-5-kapboHnTpun
OTOENAT M CcylwaT B ycrnoBusax Bakyyma (okono 83 r/89%).

Mpumep 2

3-(4- Xnopo6yTaHov|n yMHaon-5-kapboHnTpun —, 3-(4-xnopobyTun)uHaon-5-kapboHuTpun

20wl RS vt

OnucaHne akcnepumeHTa

MepemewmnBas, 3-(4-xnopobytaHoun)nHaon-5-kapboHntpun (75,5 r) pactBopsoT B
anxnopomeTtaHe (1980 r) npu 0-10°C B atmMocepe a3oTa B Ka4eCcTBe 3aLlMTHOro rasa u
pobasnatoT NaBH, (46,3 r). 3atem, perynupya temnepaTtypy (0-10°C), nobasnsatot gnxnopug
nsobytnnanomuHms (190 r). Mo 3aBepLUeHNn peakummn BOCCTaHOBNEHUS (onpeaenseTcs
XpomaTorpadmyeckum aHanm3om) CMeCb BbINIMBAIOT Ha NeaA/Boay Y KPUCTanIMYeCckuin NpoaykT, 3-
(4-xnopobyTun)nHaon-5-kapboHUTpUn, oTAENAT Kak o AHOPoAHOE BeLecTBO (68 r; 95%).

3-(3-XnoponponaHoun)uHgon-5-kapboHutpun —, 3-(3-xnoponponunn)MHaon-5-kapboHnUTpun

c1l
M
H

OnucaHne akcnepumeHTa

MepemewmnBas, 3-(3-xnoponponaHonn)uHaon-5-kap6oHnTpun (4,8 r) pacTBOpsIOT B
anxropomeTaHe (224 r) npu 0-10°C B aTMOCdepe a3oTa B KadeCTBe 3aLLMTHOro rasa u
pobasnatoT NaBH, (3,1 r). 3aTtem, perynupys temnepatypy (0-10°C), nobasnstoT guxnopug,
n3obytunanommHms (13 r). Mo 3aBepLUeHNN peakuumn BOCCTaHOBNEHUS (onpeaensieTcs
Xpomarorpadunyeckum aHann3om) CMechb BbINUBAIOT Ha Nnen/Boady 1 KpucTannumyeckui
HEOUULLIEHHbIN NPOAYKT, 3-(3-xnoponponun)MHAoN-5-kapboHUTpUn, oTAENAI0T, CylaT B YCNOBUAX
Bakyyma u ouuwatoT, kpuctannuaysa nHagon (3,9 r; 87%).

CpaBHMTeanblﬁ aKcnepumeHT 1

3-(4- XJ‘IOpO6yTaHOVIJ'I)VIH,EI,OJ'I -5-kapboHuTpun _, 3-(4-xnopobyTuUn)MHAON-5-kapboHNTPUN

Resane -

OnucaHne akcnepumeHTa

MepemewmnBas, 3-(4-xnopobytaHoun)nHaon-5-kapboHntpun (75,5 r) pacTBopsioT B
anxrnopomeTtaHe (1980 r) npu 0-10°C B aTMocdepe a3oTa B Ka4eCTBe 3aLLMTHOro rasa u
nobasnsatoT LiAIH, (46 r). Peakuyus, npoBegeHHas co cTaHOapTHbIM BpeMeHeM, u obpaboTka
06blYHBIM METOAOM HEe MO3BOMMUIN NOMYYUTb YNCTbIA NPOAYKT.

CpaBHUTENbHbBIN Npumep 2

3-(4-XnopobyTtaHoun)nHaon-5-kapbonntpun _, 3-(4-xnopobyTun)uHaon-5-kapboHnTpun

Crpanuua: 9
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N N
< cl o= cl

N M
H H

OnwncaHune akcnepmmeHTa

MepemewmnBas, 3-(4-xnopobytaHoun)nHaon-5-kapboHntpun (75,5 r) pacTBopsioT B
anxropomeTtaHe (1980 r) npu 0-10°C B aTMoCcdepe a3oTa B Ka4eCTBe 3aLLMTHOro rasa u
nobaensatoT acmp NaBH,/BF ;. Peakuusi, npoBegeHHas co cTaH4apTHBIM BpeMeHeM, U obpaboTka
06bIlYHBIM METOAOM HEe MO3BOMMUIN NOMYYUTb YNCTbIA NPOAYKT.

®opmyna nsobpeteHus
1. Cnoco6 nony4eHusa coeguHeHnin gopmynbi |

Rl #
(CHz)% R
"-.l T
RZ N
H
B KOTOpOW

R o6o3HauaeT Hal;
R’ npeacTaBnsieT coboin H;
R? o6o3HauaeT CN;
X npegctaenset cobor O vnm H,H;
Hal o6o3HavaeT F, CI, Br nn6o |;
N paBHoO 2, 3 nnu 4,
N UX KNCNOTHO-aAANTUBHBIX COMEN, OTANYaoLWMIACA TEM, UTO coeamHeHne dopmynbi I
Rl
IT

¥

RZ M
H

B KOTOpOW

R' 06o3HavaeT H;

R? npencrasnsiet coboii CN,

BBOAAT B peakuuto ¢ coegmHeHmem cpopmyneol i

R-(CH,),-CO-L, Il

B KOTOpOM

R obo3HavaeT Hal;

L npeacraenset cobown Cl, Br, I, OH unun ceobogHyto OH-rpynny, nuoo OH-rpynny,
hyHKLUMOHANBHO MOANMULMPOBAHHYIO C LENbI0 NpUAaHNS el peakuMoHHOCNOCOBHOCTH,

Hal o6osHavaet F, Cl, Br, |;

n pasHoO 2, 3 unun 4,

B ycrnoBusax aumnuposaHus no ®pugento-KpadTcy ¢ kaTanu3om meTtannoranoreHgamu
kucnoT Jlbtonca Tuna R'-Al(Cl),, rae R' o6osHavaeT A, koTopblin 0603HavaeT ankun ¢ 1-6
aTomamu yrrnepoga,

C nony4yeHnem coeguHeHus opmynsbl |, y kotoporo X o6o3Havaet O, KOTOpPOe UM BbIAENAOT
B BUAE OCHOBaHWUS UM OOHOW U3 KUCNOTHO-aAAUTUBHBIX COMNen, NonyyYeHHow nytem obpaboTku
KMCNOTOW, UNY Jarnee BOCCTaHABMMBAOT C UCMOMNb30BaHMEM KOMMMEKCHbIX TMAPUAOB U
akTMBauuen metannoranoreHugamm kncnot Jietouca tuna R'-Al(Cl),, roe R' o6osHavaeT A, A
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obosHavaeT ankun ¢ 1-6 atomamu yrnepoga.

2. Crnoco6 nonyyenus coeguHeHuin popmynbl | no n.1 B kotopoii X o6osHavaetr HH 1 R, R', R
2 1 N MMeIOT BblIlLeyKa3aHHbIE 3HAYEHUS, MOCPEACTBOM BOCCTAHOBMNEHUS COeAMHEHUI (DOPMYTbI
I, B kOoTOpOM X 0603Ha4vaeT O, ¢ UCnofnb30BaHNEM KOMMIEKCHbLIX MMOPUAOB U akTUBaLUmen
MeTannoranoreHmgamu kucnot Jlbtonca tuna R'-Al(Cl),, rae R' obo3HavaeT A, A
npeacraenseT cobon ankun ¢ 1-6 atomamu yrnepoga.

3. Cnocob no n.1 nnn 2 nonyyeHnss coegnHeHun popmynsl I, B kotopor X o6o3Havaet H,H n
R, R', R? u n umetot npuBeLeHHble BbllLe 3HAYEeHUs], OTNUYaLWMIACA TEM, YTO COeaMHEHNS
cdopmynbl |, B koTopoit X 0603HayaeT O 1 R, R', R? 1 n MMeloT yKasaHHbIe BbliLLIe 3HAYEHMS,
CHayana nony4yarT cnocobom, npMBedeHHbIM B M.1, a 3aTemM BOCCTaHaBNUBAIOT, KaK 3TO
onucaHo B n.2.

Ctpanuua: 11
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