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copmynel |, rae R', R2, R3 - Cygankun w, R, i |

korga masThle BMecTe R1 R2 obpasytoT 5- unu
B-UneHHoe KoMbLO, BO3MOXHO npepsaHHoe O, S Z co_H
v NR3, R® - Cyg-ankun, X - Cl, Br, J; Z -

H wnu ranoreH; Z - H, ranoreH, UWaHo WnA

HATPO, NONy4YalT OKACNEHWEM COedUHEeHUA R
chopmMynbl Il nepekncsld  BoAopoga B _ | " 7
MPUCYTCTEBUN BOAHOTO OCHOBaHWS. COSOUHEHU ¥R =N —=CH_ &
hopMyNbI | noneaH.l B Kadectee I 4 I
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repbuuUmMaHBLIX z
5-(anKoKCUMeTUM)-2-(MMUOa30NUH-2-1) 1 5
HWKOTMHOBLIX KWGMOT, GCMOXHEIX 3DWPCB W CTI> R,
coned. 2 ¢. wn 8 3n N, 1 Taon.
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(57) Abstract:
FIELD: chemical industry. SUBSTANCE:

[(5,6-dicarboxy-3- pyridyl)methyl] ammonium
halides of formula I
E wherein R
1, z
¥ R —N —CH CO_H
1 z 7 Z
R, 4 | (I
7 cO_H
1 Z

1,F{2,R3 are Cq4 alkyl and, when taken

together, R'R2 form 5-or 8- membered ring
optionally terminated by 0, 8 or NR% R? is
C1_4 akyl, X is Cl, Br or J; Z is H or
halocgen; Z is H, halogen, cyano or nitro,
are prepared by oxidation of compound of

formula
1 24 with
[ z E
- + 7
H Rl—N —CH .
]L ’
2z .
z
1 5
R
CIT> 4

hydrogen peroxide in the presence of aqueous
base, compounds of formula | are useful as

intermediate compounds for preparing
herbicidal 5-(alkoxymethyl)-2-

(2-imidazoline- 2-yN nicotinic acids,
esters and  salts. EFFECT: improved

properties of the title compounds. 11 cl, 8 ex
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FanoreHugpl (nnn ranuasl)
[(5,6-AMKkapOOKCU-3-NMUPUAUN)-METUN] aMMOHKA
ABMNAKOTCA  NOME3HBIMW B KadecTBe
NPOMENKYTOYHBIX COEOMHEHWA MPKU MONyYeHnn
repGUUMaHLIX
5-(ankokcumeTun)-2-(2-MMmnoascnuH-2-mn)
HWKOTWMHOBBIX  KMCINOT, CINOMHBIX 3(PWUPCOB W
cone. Cnoco® npeBpalleHUss NPOU3BOOHLIX
B5-metnn-2,3-nupuamHankapboHOBOR KWCIOTEl B
ranugel
[(5,6-ankapboKkcu-3-NpUannMeTUn]aMmmMmoHUa
onucaH B nateHte CLIA 5378843. Xorqa cnocob
JaHHOro nateHTa ABMNSeTCH NonesHbIM, BegyTes
HenpepblBHBIE WUCCneAoBaHWA B MNOWCKE HOBLIX
cnocofor nony-eHusa ranugos
[(5,6-O1KkapBOKCU-3-NMPUOUMIMETUN[aMMOHUS.

Mo 2aTol MpuyMHE LUenblk HacToAwero
naobpereHna  dengeTca  co3daHue
ahdhekTUBHOIC W NPOCTOro cnocoba nonyyeHus
ranuaoes [(5,6-aukapOokcu-3-NMpuanmMeTn]
aMMOHWSA.

KpaTKkoe onucaHue nacbpeTeHun

Hactoswee wnaobperteHne npegocraBnger
apdhekTUBHEIA M NpocTol cnoco® nonyyeHWa
ranuaa
[(5,6-OnKkapbokeu-3-NMpramn)-MeTin]aMmMoHKS,
UMEIOLLEro CTPYKTYPHYHO chopmMyny |

R
I ]
- +
H R —N —CH CO_H
1] z z
R /l I3
Z N )
Z CO_H
1 z

roae R, Ry n Ry NpencraBnswT, KaxAblid
HesaBuCcMMO, Cq-Cy-ankun W, Korga OHWM B3ATHI
Bmecte, R n Ry Moryt obpasoBbiBaTh 5- UMK 6-
4NeHHOe KonbUe, HecbsfsaTenbHO npepeaHHoe
O, S unun NRg;

Rs npencraenget Cq-Cy-ankun,

X npeactaenget Cl, Br unw [;

Z npegcraensaeT BOAOPOL WK ranoreH; u

74 NpefctaBngeT BOAOPOA, ranoreH, uuaHo
WK HUTPO,

KOTOPLIW BKMHOUAET OKUCNEHWe 3aMeLLeHHOoro
ranuga (3-xMHCONUNMETKUN) aMMOHKA, UMEetoLLero
CTPYKTYPHYHO chopmyny |l

{II>

rae R, Ry, Ro, X, Z 1 Zy UMeIoT 3Ha4eHns,
ONMCaHHbIE Bbile ans dpopmynsl |

R4, Rs, Rg U Ry NpedcTaBndaloT, KaxOblA
He3aBUCUMO,  BOAOPOA,  TMAPOKCH,  HUTPO,
OC(O)Rg, ranoreH, NRgRig, Cq-Cg-ankokcu,
SO 3gH, SO,Cl unu SH, npwu ycnosuK, 4TO OAMH
n3 R4, Rs, Rg 1 Ry aBngetcA OTNUYHLIM OT
BOOOPOAA WK ranocreHa,

Rg npegcraenaer cC 1-Cg-ankmn,
C 4-Cy-ankoKen, dpeHnn unu NRqqRqo;

Rg, Rig, Rq1 U Ry2 npedctasndioT, KaxdbiMm
HesaBucumo, Bogopopn, Cq-Cg-ankun nnu deHun;

nx N-OKCWAOB M WX KUCGNOTHO afauTMBHBLIX
conel, nepekucbd BoACpoOA B MNPUCYTCTBUM
BOAHOIO OCHOB&HMS.

MNogpobHoe onucaHwe nzobpeTeHWs

B npeanodTUTENBLHOM BOMMOLEHUA
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HacTOALLEMD W300peTeHWa 3ameLLeHHbIR ranng,
(3-XMHONUNMETKIN) aMMOHWSA, NpeacTaBneHHbIA
chopMmynoid |, okMCnAKT No KpalkHed wmepe
npuMepHC 8 MOonApHBIMKA - 3KBUBANEHTaMMK
nepekic BOAOPOAa B MPUCYTCTBUUM HE MeHee
npumepHe 1 MOnApHOrC  SKBWBAneHTa,
npegnodtTuTensHo, okono  4-10  MongpHbBIX
3KBUBANEHTOB, BOOHOIMO pacTBOpa OCHOBAHWS,
nNpeanoYTUTENBHO npw TeMnepatype B
AnanasoHe oT okono 50°C go okono 100°C,
fonee npegnoJdtTuUTenbHO oOT okono 75°C no
okono 95°C.

OBHapyxeHo, yto ranuasl
[(5,6-OnKkapBOKCK-3-NTMPUANMN)-METUN] aMMCHUA
NoMy4YalTCa C BLICOKAM BbIXOAOM W CTEMNEHLIO
YWUCTOTHI G MOMOLLEIO NPOCTOrC W achPEKTUBHOMO
cnocofa Hactoauwero uaobpeteHns. pooykr
npolecca: ranmasl
[(5,6-AnkapBOKCU-3-MMPUAMN)-METN] aMMOHKA
MOryT ©biTb BblAeneHsl NyTeM NOAKACIEHWUS
peakyMOHHOW CMecKk HeOopraHWYecKoW KMCNOTOR
K cbopa NonyyeHHoro B pesynetarte Mnpoaykra
chopmMynbl | ¢ NOMOLLBIO cTaHAAPTHLIX cnocoboB.
AnNbTepHaTUBHO, peakUUCHHas CMech MOXeT
ObITe BKMIOYEHA B Npouecs, Ucnonbayemeld Ana
NoMyYeHWs KOHeYHoro repGuuuaHoro npogykra
ez BblgeneHnsa coegnHeHns hopmMynbl |

MpvMepamu ranoreHa, YkasaHHOrC Bblle
ana Z, Z4, Ry, Rg n Ry genstorcs dprop, xnop,
OpoM Wnn Hop, npuvdem Xnop ABMAETCH
NpeanoYTUTENBHLIM,

BogHole ocHoBaHWA, nogxoaswme and
WCMNOMb3oBaHWA Mo cnocoby  HacToswero
M30BPETEHNA, BKNIOYAKDT MMAPOKCHAbI LENOYHBIX
MeTannoB, TakMe Kak TMOPOKCWL, HaTpud W
TMAPOKCHA, Kanms, rMapoKGMab
WenoYHo3eMenbHbLIX  MeTannoB, Take Kak
TMAPOKCKA, KanbuudA, kapboHaThl  LWenoqHbIX
MeTannoe, Takve Kak kapBoHaT HaTpusa W
kapboHaT Kanus, kapboHaThl
WEeNOYHO3EMENBHBIX  METamnnoB, Takve Kak
kapboHaT  kanbuua, ] UX  CMecH.
MpeanoYTUTENBHBIE  BOAHBIE  OCHOBAHWA
BKMHOYAIOT BOAHBIA rMAPOKCWA HAaTpus M BOAHbINA
TMAPOKCUA, Kanua.

MpenmyLLecTBEHHC, 3amelleHHble ranuasbl
(3-XMHONUNMETUM)-aMMCHMA  chopmynel I
ABNAOTCH BLICOKOPACTBOPUMBIMKA B BOLHOM
OcHoBaHWW.  OBBIMHO,  NpeanoYTUTENEHLIMA
ABNAOTCH KOHUEHTPaUWKM OCHOBAHKMA OT OKOMo
35 go 65% no Becy, NpUYeM KOHLEeHTpauus oT
okono 40 po 60%, saensetca Oonee
npeanodTUTENLHOW. B MpownoM, HekoTopble
XWHOMWHBI OKUCNANKM nepekucsio Bojgopoda B
NEUCYTCTBUM  BOOHLIX OCHOBAHWH, WUMEOWMX
KOHUeHTpauuM BnnoTb o okono 35% no Becy
(cm., Hanpumep, nateHT CLIA 48185688). OaHako
ABNAETCA KenaTensHbIM Uenonb3oBaHue bonee
KOHLEHTPUPOBAHHOTO  BOAHOMC  OCHOBAHWA,
NOCKOMBEKY — 9TO  YMEHbLIAeT  KOMU4YecTBO
nonyyaemblx oTOMHBIX Bofd.  Ewe  ofHWM
NPEeVMyLLecTBOM  Mnpouecca  HacToALero
n3obpeTeHns aBnaeTcs To, YTO He TpebyloTes
COPacTBOPUTENEH, CMELUMBAEMBIX C BOJOH,
NOCKOMNbKY ranuasl 3aMelLeHHOro
(3-XMHONUNMETWIT) aMMOHKA ABMAKOTCH XOPOLIO
PacTBOPUMbIMA B BOAHOM OCHOBAaHWM.

[na nomHoro OKWACNeHWsa 3aMelleHHbIX
ranuacs (3-XMHONWUNMEeTHN) aMMCOHUA OoPMY b
Il TpebyercA MUHUMYM 8  MONAPHLIX
3KBMBANEHTOB nepekncK BOOOPOAA.
MpeanoYTUTENEHO, UCNOMNL3YeTCs OT oKoNe 8 Ao
okono 60 mongpHbix skBuBaneHToB 30 - 50%
BOAHOrO pacTBOpPa MepekMcu Bodopoda, Gonee
npeanodMTUTensHO oT okono 8 Ao 40 MONAPHLIX
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skemBaneHtoB 30 - 50% BopgHoro pacteopa
nepeknucn Bodopoda, ANnd  OKUCNEeHWsd
coefuHeHus hopmMynbl |l

B npegnoututensHoM cnocobe HacToALero
nzobpeteHusa R, R1 U Ro NpencTaBnsaioT, KaxdsIA
HesaBWCKUMO, Cq-Cy-ankun,

X npegcrasnget Cq, UnK Br;

Z n Zy NpeacTaBnaoT BOACPOL, NO KpaAHer
Mepe oduH U3 R4, Rs, Rg U Ry, npedcraenger
Bogopod, Hutpo unun OC(O)Rg; U

Rs npegcraesnaet C
C 4-C4-ankoKeun Uunm peHun.

B 6onee npepnouytKTensHoM — cnocobe
HacToAWwero naobpeteHna R, Rq 1 Ry ABnawTCH
MEeTUNOM;

X aABnsaetcs Br;

Rs, Re, R7, Z 1 Z4 ABNAOTCH BOOOPOOCM;

R4 dBnfetcH rMOPOKCH, HUTPO WNK
OC(O)R g; 1

Rg gqenaetcs C
C 4-C4-ankokecu.

3amelleHHble  ranugel  (3-XWUHONWUIMETW)
aMMoHWa cbopmynsl Il MoryT BbiTe nNonydeHs
nyTem ranovanpoBaHus 3amMelleHHoro
3-MeTUNXuHoNUMHa dopmynbl |l ranongupyrowmnm
areHToMm B NPUCYTCTBAW  pACTBOPUTENH W,
HeobsA3aTensbHo, B NpEUCYTCTBUAM
KaranuTUYeckoro Konudectea  paglkansHoro
WHUMUKMatopa ¢ o06pa3zcBaHWEM 3aMelleHHoro
3-ranongMeTunxuHonMHa  copmMynel 1V n®
B3aMMOOelACTBUA coeuHeHna chopmynsl [V ¢ He
MeHee, YeM NPUENM3anTenbHO CAHUM MOMAPHBLIM
3KBMBANEHTOM amMihHa  chopmynsl A% B
NPUCYTCTBMM pacTeopuTend. Cxema peakuum
npegcraeneHa Ha cxeme | (B KOHLe onvcaHms).

HacTosuwee U3obpeTeHue Takke
npegctaesnaeT cnocob nonyyeHus repbuymoHbIx
coefUHEeHWH:
5-(ankokCcUMeTun)-2-(2-UMnoa3onnH-2-1n)
HWKOTMHOBBIX  KMCINOT, CINOMHLIX 3WUPOB W©
conel, UMeloLWnX dpopmyny

1-Cg-ankun,

1-Cg-ankunom  unu

2z
coonl5
Rizn i I -
S 14
z M
1
13
HN—{,
CVI)

roe Z v Z4 UMeloT 3HaueHus, onpegeneHHsle
BbiLLE;

A npegcraenget O nnun S,

R12 npegcraenaet C 1-C4-ankun,
HeobA3aTeNnbHC  3aMelleHHbIR  peHUnom,
HeoBA3aTeNnsHO 3aMelleHHLIM OfHOW - Tpems
C 1-C4-ankKWNeHeIMKU - TRYNNaMn MM aTOMaMK
ranoreHa, wnn deHunomM, HeobAzaTensHo
3aMeLLeHHbIM OgHOW - Tpems C1-C4-ankunsHBIMA
rpynnamMi nunv aToMami ranoreHa;

R13 aABngetca Cq-C4-ankmnom;

Ris 9Bngetca C 1-Cg-ankmnom,
C 3-Cg-umknoankunom wunm Rqz n Ry, Korga
OHW B3ATbl BMECTE C aTOMOM, K KOTCPOMY OHU
NpUKpenneHs!, npencTaensoT
C 3-Cg-UMKNOanKUibHyK rpynny, HeobasaTensHo

3aMeLLeHHYI0 METHIOM, 1
Ris fABNAeTcA BOAOPOA, [OW-HW3LIMM

ankmnuMmHo, Cq-Cqo- ankunom, HeobasaTensHo

3amelleHHEIM OAHOKA M3  chefytowux  rpynm:
C 1-Ca-ankokcu, ranoren, rMOPOKCH,
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C 3-Cg-LMKnoankun, GeHamnoken, dypmn,
heHun, ranonadeHnn, HU3WKWA ankungeHnn,
HW3LLWA anKokcueHun, HWTpOgeHNn,
KapBoKeKn, HW3LWWMA anKkeKCKMKapGoHWn, uWaHo
WM TPU-HU3LWKUIKA anknunaMmMoHWia;

Cyg-Cq2-ankeHunom, HeobgsaTensHo
3aMelleHHbIM  OHOW M3 crnedyolwmx  rpynmn:
C 1-Cg-ankoKkcK, heHun, ranoreH Wnv HU3LWKWA
ankoKeHKapboHun, nnu OBymaA
C 1-Cz-ankokcurpynnamm, nnu OBYMH
ranoreHoBbIMK rpynnamMu;

C3-Cp-UMKNOANKANOM, HeobAsaTeneHo
3aMeLLeHHbIM OAHOR unu ABYMS
C 1-Ca-ankunsHEIMK TRYNNnamMuy, unm

KaTUOHOM, NPEeANOYTUTENEHO BhIBpaHHLIM 13
rpynnel, COCTOALEH W3 LWenNoYHbIX MeTannos,
WenoJHo3eMensHLIX  MeTannos,  Mapradua,
Mean, Kenesa, UWHKa, KobanbTa, CBUWHLUA,
cepebpa, HUKENHd, aMMOHWA W OpraHUYecKoro
aMMCHNA; U

korga Rz v Rqq NpeacTaBnawT pasnuyHbie
3amMecTuTenu,

WX  ONTUYECKMUX
BKMKOYAET:

{a) nonydYeHwe coepMHEHWS, WMEIOLEro
chopmyny |

M3OMEPOB,  KOTOPLIA

R
I 2
- +
¥ R N —CH CO_H
1 z z
R 4 I3
Z N )
Z CO_H
1 z

roe Z, Z4, R, Ry, Ry 1 X, uMeloT 3HaqeHnd
onpegeneHHble Bbllle,

¢ nomolo crnocoba, onpegeneHHoro Bhile.

(b) npeBpalleHWe yKasaHHOro coeduHeHWs
chopMmynbl | B coefiMHeHWe, uMetollee dopmyny

TepMUH "HW3WMKMA", KaK ero WCNonbaywT
Bbille MO OTHOLUEHWO K ANKUMbHBIM W arkoKcu
rpynnam, oaHauaeT, YTo ankunbHas Uk ankoKcH
rpynna coaemKknT ot 1 o 6, NpegncyTUTENLHO,
oT 1 go 4 aTomoR yrrnepoga.

MpeBpalweHWe coeUHEHUS, WMEIOLWEero
chopmyny |, B coegnHeHue, nMetoee dopmyny
VI, MOXeT OCYyLWecTBNATECH MHOXECTBOM
cnocoboB. MOMHO CniaHWpoBaTe MNPOLEecehl
nytem obbeauHeHUs peakuuid, M3BECTHLIX ANd
npeBpalleHns OfHOoro NpoWU3BOaHOro
KapOOHOBOW KWCMOTLI B Apyroe.

Cnocobbl, KoTopble MOrMYT UCMNONs30BaThCs
AN coafaHus UMUOA3CIUHOHOBEIX repbuLuaos,
WNNCTPUPYTCA B KHUre "The imidazolinone
Herbicides" D.L. Shaner and S.L. o'Connor,
published 1991 by CRC Press, Boca Raton,
Florida ¢ KOHKpeTHOW CCbINMKoWA Ha rmasy 2,
o3arnaBneHHyo "Synthesis of the
Imidazolinone Herbicides", ctpanuubl 8-14, u©
UMTMpyeMblX  Tam  cochinkax.  Crnegylouwme
nateHTel TakkKe  WIMOCTPUPYOT  CNocobhl,
KOTOpEIE  MOIYT  WCMONb3OBaTbCs  ANd
npeBpalleHnss MPOU3BOAHBLIX  KapOOHOBOW
KACNOTEl B WMWOA30NMHOHOBLIE  KOHEYHble

NpCAyKThI.

MateHtol CLWA NN 5378843, 5371229;
5520694; 5110930; 5122608 5206368,
4925944;  4921961; 4959476; 5103009;
4816588; 4757146; 4798619, 4766218;
5001254; 5021078; 4723011, 4709036;
4658030; 4608079; 4719303; 4562257
4518780; 4474962; 4623726; 4750978
4638068; 4439607, 4459408; 4459409

4460776; 4125727 n 4758667, n EBponelickne
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3agBkM Ha nateHT NN EP-A-0-041623;
EP-A-O-331899 u EP-A-0O-388619.

Ana obneryeHns ganbHerwero NnoHUMaHMs
naobpeteHns, NpeacTaBneHsl Credylolme Hke
npUMepkl Npexae Bcero ¢ Lenbio WNacTpaluu
ero  6Gonee  KOHKpPETHbIX  NOApPOOHOCTEMR.
3obpeTeHne He [JOMKHO OrpaHWYMBaTLECH

npUMepamm, NOCKONLKY NOMHLIA obbem
nsobpeteHna  onpepeneH B dhopmyne
n3obpeTeHns.
Mpumep 1

MonyveHne Gpomnaa
[(5,6-OuKkapboKeK-3-NMpUAUNIMETUN|TPUMETNA
MMOHHKSA

- +
By (CHB) H CH

3 2
W
< |
[ ] CH
\"/3
H O AH O O
kA
A +
HaOHAH O
2
- +
BExr (CH » H CH CO H
3 3 K Fo
<
~
CO H
e

Pacteop nepekncu Bogopoga (20 r, 30%
Bec/Bec, 12 aKBWBaneHTOB) A00aBNAKT K
nepemMeLLnBaeMoMy pacTBopy opommnaa
[(8-aueToKCU-3-XMHONMUIT)MET U] TPUMETMIaMMOH
na (5,0 r, 14,7 MMOMb) M PacTBOPY rMapoKcKaa
HaTpus (9.4 1, 50% Bec/Bec, 8 3KBMBANEHTOR)
Npw 85 - S0°C B TeueHne 15 MuHyT. MonyueHHyo
B peayneTare peakuuW cMecb nNepemMellnBaloT
npu Temnepatype oT 85 fo 90°C B TedeHue 90
MUHYT, cbpabartbiBaloT AONOMHUTENEHEIM
KOMUYECTBOM pacTBOpa NepekucK Bogopoda (26
r, 30% eec/Bec 15,6 skeuBaneHToRr) npu 85°C B
TeueHWe 30 MUHYT, K NepemeLllMBaloT npu 85 -
90°C B TeyeHWe OOHOrO 4Yaca. X aHanua
KOHEYHOR peakUUOHHOK CMecK NoKasbiBaeT, YTo
nonydeH yKasaHHEBIA B 3aronoBke MNpPOAyKT G
BbIXoaoM 80%.

Mpumepsl 2-4

Mcnoneayss no cylwecTBy TOT XKe CaMbli
cnocob, 4To onucaH B npumepe 1, HO Ucnonbays
pasnuyHsle BpoMmuabl
[(8-zameLleHHbIA-3-XMHoNUN)MeTK ]
TPUMETUNAMMOH NS, nony4aioT
[(5,6-OnKkapBoKCK-3-NMPUaMTIMEeTHN]
TPUMETUNaMMOHWUS G BbIXOAAMW, MOKasaHHbIMU B
Tabnuue.

Mpumep 5

MonyyeHne 8-aueToKCU-3-MeTUNXUHONWHA

6pomung,
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CH v
3 n

*HC1 + HaOH + (CH_CX_0
3z 2

o CH
Y 3
o

CMmech rMapoxnopuaHoi conw
8-rMapoKcKu-3-MeTunxmHonkHa (200 r, 1,02
MOMb) 1 rmapokeuaa HaTpua (102 r, 2,55 monk)
B Boge (1,000 mn) obpabartbiBalOT YKCYCHLIM
aHrapuaom (208 r, 2,04 monk) npu 0 go 10°C
B TeueHMe 1 uvaca W nepemellMBaloT Npu
KOMHATHOIW TemnepaType B TedeHue 1 uaca.
HoBasnawT AONCMHUTENBHYIO nopuuIo
yKkeycHoro adrmgpupga (50 r, 0,49 mons), u
NonyyeHHylo CMech NepeMeLlnBaloT B TeueHue
OOHore yaca, cGCpabatbiBalT HachIWeHHbIM
pacTBopoM ©OukapboHarta Hatpua (100 mn) M
DUNETPYIOT A0 NonyyeHWs TBepAoro BellecTra.
TeBepdoe BeleCTBO NPOMLIBAKT BOACH, cyllar
npu 60°C B BaKyyMHOR neym n
NepeKkpUCTannnayoT na3 pacTeopa
sTUnaueTaTt/renTaH ¢ nony4YeHWemM ykasaHHoro B
3aroncoBKke nNpoaykta B Buae 6enblX WMronok
(168,51, Beixon 82%).

Mpmep 6

MonydeHne
8-6eH30UNOKCHU-3-METHUINXMHOMNMNHA

[
cH
” cl1
| +HCL + + HCC_H_»
~ z'5 3
OH
cH_
— (|
~
’ H
o

Cmech rMapoxnopuaHoi conw
8-rMApOKCK-3-MeTUNXMHONMHa (10 r, 0,051
Monb) K TpusTunammHa (155 r, 0,15 mone) B
meTuneHxnopuae (100 wmn) obpabatkiBatoT
BeHaounxnopuaom (10,8 r, 0,077 mone) npu 0 -
10°C B TeuyeHWe 1 vaca, nepemelLVBaOT NPU
KOMHATHOW TemnepaType B TedeHWe Tpex 4acos
W pa3daenawT BOAOW. Pa3bl pPa3denawT, M
OpraHUyYeckyo dasy NpoMbiBalOT BOAOHA, cywar
Haf ©0e3BogHbIM  cynbchaTOM  MarHus W
KOHUEHTPUPYOT B Bakyyme ¢ nNofyvYeHWem
TBEpAOro BellecTBa. [BepAoe  BeLIecTBO
NepeKkpUCTannIayoT na pacTeopa
rentaHa/Tonyona ¢ nonyyYeHUWEM YKka3aHHoro B
3aronoBKke npodykta B Buae 6negHo-XenTbixX
KpucTannos (8,8 r, Bbixog 65%).

Mpumep 7

MonyyeHne bpoMmuaa
[(B-ALETOKCU-3-XUHONUM)METUN]TPUMETUNAMMOH
ms
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Pacteop 8-aueTokcu-3-meTunxmHonmHa
{(168,5 r, 0,84 wmonb), N-BpoMcyKLWHKUMKAA
(1779 r, 1,00 MOINb) 7]
2,2"-asobuncuscbytupoHutpuna (6,7 r, 0,04
mons) B xnopBeHsone (1,675 mn) npogysatoT
a30ToM, HarpesaloT npy 80 - 20°C B aTMocdepe
asoTa B TedeHWMe 2 4acoB, oxnaxaawT 40
KOMHaTHOM TeMmnepatypbl U pUnLTRYOT. CMech
chuneTpaTa B aueTtoHe (700 Mn) ocbpabartbiBatoT
TouMeTunamuHom (754 r, 1,28 monk) npu 0 -
5 °C B TeyeHwe 30 MUHYT, NepemMelLBaloT NpK
KOMHATHOW TemnepaTtype B TeusHWe 1 4aca W
DUNBTPYIOT G NOMYYEHWEM TBEPAOrO BELLECTRA.
Teepdoe BeLecTBO MNPOMLIBAKT ALETOHOM W
cylwat npu 60°C B  BakyyMHOW neun c
nonyYeHWeM yKasaHHOMO B 3aronoBKe Npoaykra
B Buae Oenoro TeRepgoro Bewectsa {180 r,
OBLWWIA BIXOO 63%).

Wcnoneaya, no cyllectsy, Ty Xe npoueaypy,
HO MCMoMNb3ys pasanuyHble
8—33MELLLEHHbII7I—3—MeTI/IJ'IXI/IHOJ'II/IHbl, nony4yaroT
crnenywLlmne coeiuHeHus.

- +
By (CH_> M CH
3 3 Z

R
-4
QCCOXC H
6 5
OCCOYOCH
3
NG
z
Mpumep 8
MonydeHne Gpommnaa

[(8-rMApPOKCK-3-XMHOMUM)METUN]TRUMET KNaMMOH
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PacTBop 6poMuaa
[(8-aueToOKCK-3-XMHONMUM)METIN]
TpUMeTUnamMoHKa (5,0 r, 14,7 Mmons) B
meTaHone HarpeBaoT o obpaTHbIM
XONOOWNbHUKOM B TeveHWe 13,5 4accB W
KOHUEHTPUPYIOT B BakyymMe ¢ NonydyeHuem
octartka. OcTatoK cywar B BakyyMHOR nedi npu
60°C ¢ nonyyeHWeM YKa3aHHOTO B 3aronoBKe
npeaykra B Buae He coBcemM ©enoro Teepdoro
npcaykta (4.4 r, Beixoq 100%).

tbopmyna I/I306peTeHI/IF|:

1. Cneccob  nonyyeHWs  rancreHuga
[(5,6-aWKkapboKCU-3-NUPUAUITIMETUN]aMMOHKS,
MMetoLero CTPYKTYpHYo chopmyny |

h z
X R, —N —CH CO_H
1 z Zz
R 7’ |
2 N
z CO_H
1 Z

rae R, Ry v Ro npegcraensioT, Kaxabli
HeazaBUCUMO, C4-Cy-ankin W, Korga OHW B3ATH
emecte, R U Ry MoryT oBpaloBbiBaTbk 5- Unu
B-uneHHoe KonsLUo, HeobasaTtenbHO NpepBaHHoe
O, S unun NRg;

R npepcraenaet Cq-Cy-ankun;

X npeactasnaet Cl, Brunwm [;

Z npefdcTaBngeT BOAOPOS UMK ranoreH;

Zy NpeActaenaeT Bogoped, ranoreH, ynaHo
WKW HUTPO,

KOTOPLIA BKNKOYAET CKUCNEHWe ranoreHuaa

3aMelleHHOro  (3-XMHONUNMETWUN)aMMOHKS,
UMEIOLLErD CTPYKTYPHYIO chopmyny |l
R
| z E
- + 7
X Rl—N —-::Hz a
. g
4 M
Z
1 5
R
4

rie R, Ry, Ro, X, Z 1 Z1 UMeloT 3HadeHKs,
OnNUcaHHbIe Bbile ans dpopmynsl |

R4, Rs, Rg v Ry npefctaBnaioT, KaxabliA
He3aBWCMMO, BOAOPOA, TWAPOKCK,  HUTPO,
OC(O)Rg, ranoreH, NRgRig, C4-Cy-ankokcm,
SO 3H, SO5CI unn SH, npm ycnoBum, 4to OaMH
n3 R4, Rs, Rg 1 Ry aABnawTca OTNMuUHEIM OT
BOOOPOJA WKW rancreHa,

Rg npegctasnaet C 1-Cg-ankun,
C 4-C4-ankokeK, deHnn unu NRy1Rq2;

Rg, R1g, R11 U Rqz npeactaendoT, Kaxaobli
Heszaeucumo, Bogopog, Cq-Ca-ankun unu dpeHunn;

27142943 C1

RU



evecvic N

0]

ux N-OKCMAOB W MX KACNOTHC aadaTWBHLIX
conel, nepekucblo BOAOPOAA B MNPUCYTCTBUU
BOAHOMo OCHOBaHWA.

2. Cnocob no n.1, oTnuuatoWnitics Tem, 4To
R, R1 1 Rz npedctaBndoT, Kaxabld He3saBUCUMO,
Cq-Cy-ankun; X npegcrasnget Cl wnun Br; Z m
Z | NpeacTaBnawT BOACPOA, NO KpaliHeR mepe,
oovH M3 Ry, Rs, Rg U Ry npedcraenger
rmapoKkecu, HUTPo un OC(O)Rg U Rg sengeTcq
C 1-Cy-ankun, Cq1-Cy-ankokcn unu heHun.

3. Cnocob no n.2, oTnUYaloWKUAca TEM, 4TO
R, R1 v Ry ABngoTes meTunom; X npegcraesnser
Br. Rs, Rg, R7, Z 1 Zq 9BNAKTCA BOAOPOAOM;
R4 #BnAetca TWOPOKCH, HUTPO WM
OC(O)R g n Rg Aenaetca C 4-C4-ankunom Wnmu
C 1-C4-ankokcu.

4. Cnoco6 no n.1, oTAMyarWMica Tem, 4YTo
nepekcb BOAOPCAA MPUCYTCTBYET B KONMYECTRE
okono 8 - 60 MonApHbIX 9SKBMBANEHTOB MO
OTHOLIEHWK B ranoreHugy  3amelleHHoro
{3-XrHONUNMETUM)amMmMoHUS chopmynel |l

5. Cnocob no n.1, oTNUYaOWKUACH TEM, YTO
BOAHOE OCHOBAHWE NMPUCYTCTBYET B KONWYECTBE,
no KpaAHel Mepe, oT OKOMO OAHOMo MOMAPHCro
SKBUBANEHTa MO OTHOWEHWK B rancreHuay
3aMelleHHoro  {3-XMHONUIMETUIT)aMMOHNS
chopmynsl Il.

6. Crnocob no n.5, oTnuYalWUACa Tem, YTo
BOAHOE OCHOBaHWE NPUCYTCTBYET B KOMWYECTBe
okorno 4 - 10 MONSAPHbLIX 3KBMBAIIEHTOB.

7. Cnocob no n.1, oTnMyawowmica Tem, 4to
BOOHOE OCHOBaHWE ABNAETCA BOAHbIM
TMOPOKCUAOM HATPWUA UMW BOOHLIM MMOPOKCUOOM
Kanus.

8. Cnocob no n.1, oTnuualoWKniics Tem, 4To
ranoreHns sameLleHHoro
{3-xuHonunMeTumammoHns  copmynesl
OKUCNAOT NEpEeKUCHD BOAOROAA B NPUCYTCTRUMM
BOAHOMO CCHOBAHUA NMpK TeMmnepaType okono 50
-100°C.

9. Cnocob no n.8, oTnuuatoWnitica Tem, 4To
Temnepatypa coctasngaeT okono 75 - 95°C.

10. Cnoco® nonyveHwa repbuynaoHoro
COSOMHEHWA  WUMWOA30NMHOHA, UWMEKLLero
chopmyny VI

Z
C00R15
Rlzﬁ i I R
M 14
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roe Z v Zq UMeloT 3HaqeHus, onpeaeneHHble
BM.1;

A npegcraenaeT O unu S,

R1o npedcraenger C 1-C4-ankun,
HeobA3aTeNbHO  3aMelleHHBIR  peHUnom,
Heoba3aTenbHO 3aMelleHHbIA COHOW - Tpems
C 1-C4-anKWNeHeIMKW - TRYNNaMn MM aTOMaMK
ranoreHa, WNW  eHun, HeobsasaTenbHo
3aMelleHHLBIR OgHOR - Tpemsa Cq-C4-ankMnbHbIMK
rpynnamMi unv aToMami ranoreHa;

Rq3 npeacraenser Cq1-Cg-ankun,

R4 npegcraBnaer C 1-Cg-ankun,
C 3-Cg-umknoankun mnu Rqz n Ry, Korga cHu
B3fiTbl BMECTe ¢ aTOMOM, K KOTOPOMY CHMW
NpUKpenneHs!, npencTaBnsoT
C 3-Cg-UMKNOanKUibHY K rpynny, HeobasaTensHo
3aMellleHHYHD MeTWUINoM,

Ris npeactaBnser BOAOPOA, AW-HW3LLWIA
ankunuMuHo, Cq-Cqz-ankun, HeobaszaTensHo
3amelleHHeId OAHOW W3  credylowux  rpynm:
C 1-Cz-ankokcu, ranoren, rMOPOKCH,
C 3-Cs-UMKnoankun, 6EH3UNMOKCK, dypurn,
theHun, ranongdeHnn, HU3WWA anKundeHmn,

HW3LLWIA ankokcueHnn, HWUTpOdheHn,
KapBoKCKN, HWALWWMA ankoKCKkapboHun, uWaHo
unu TRU-HU3LLIKA anKMnammoHWUi;

C 3-Cqp-ankeHun, Heoba3aTensHO 3amelleHHBIR
OfHOW 13 cnepywowmx rpynn: Cq-Cs-ankokcw,
heHUn, rancreH UM HU3LWWIA ankokcukapboHWr,
unu apyma C4-Cz-ankoKcUrpynnamu, unu Asyms
ranoreHoBeIMK  rpynnamu;  Cz-Cg-LUKNoankum,
HeobdAsaTenbHO 3aMeLleHHbIR ogHOR N OBYMS
C1-Cz-ankuneHbiMKM - rpynnaMu; KN KatTuoH W,
korda Rz M Rqg4 NpeacTaBnawT pasnyHble

zaMecTuTenu,
X ONTUYECKUX  WM3OMEpOB.  KOTopbll
BKMlOWAET: (a) nonydeHWe  COeAMHEHWS,

chopmynsl |

E
I £
— 4+
H Rl—N —CH O H
: 7
Z M
z O H

roe Z, 24, R, Ry, Ro 1 X, UMeoT 3HadeHus,
onpegeneHHsle B n.1,

¢ nomMoLbto cnocoba, onpegeneHHoro B n. 1,
(b) npeBpalleHWe coeiuHeHWA opmynbl | B
coeduHeHMa dopMynbl VI
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