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oo

rme R C4-Cqg-ankun,  Kaxablin
n3 R2 iy R3 nesaBucumo o3HauvaeT Cy-Cy-amkun, R*
O3Ha4YaeT  BOAOPOA,  MAPOKCH,  TPUXIIOPMETUN,
TpudcpTopmeTun, dopmun, C4-Cy4-ankun,
ranoreH, C4-C4-ankokcu, HATPO M X paBeH 1 unum 2,
BKITOMAIOLLEMY CTaaWU:

O3Ha4vaeT

(i) nony4veHns
HocuTene dopmynbl

C‘) R2 R3
O/\OM CONH@
N

Rl

MHOONMMHA Ha NOJINMEPHOM

ITI

rme R C4-Cqg-ankun,  Kaxablin
13 R2 yy R3 Heaasucumo osHauaet Cy-C4-ankunm;

(i) obpaboTKy HecyLlero WHOOMWMH MONMMEPHOrO
HOCUTEns, TAe [aHHbIA HOocWTEenb npeacTaBnsieT
cobon rmgpokcucmony, npu Temnepatype ot 50 go
120°C, B nHepTHOW aTmocdepe, B TEYEHNE BPEMEHMU
or 14 vacoB pgo 11 [pgHeil, nNpoOM3BOAHLIM

canvuunansgervaa opMyIbl

O3Ha4vaeT
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CHO

¥ (RY) _ —
A
—
VI
rme  R* o3HauaeT  Bogopop,

TMOPOKCH,

TpUXopMeTun, TpudTOopMETUS,

dopmun, C4-Cy-ankun, ranoreH, C4-Cy-ankokcu,
HUTPO M X paBeH 1 nnu 2, ¢ nonyyeHMeM CoeanHeHUs
nHgonuHocnuponupaHa  dopmynel  (I);  wn (i)
BbICBOOOXAEHNE COEAMHEHUSI UHOONMHOCNMponMpaHa
dopmynbl (I). TexHudeckuin pesynbTaTr - MONyYeHue
HOBBbIX NPOV3BOAHbIX WHAOMMHOCIMpONMpaHa,
obnagarowmnx GOTOXPOMHbIMKM CBOMCTBaAMW. 7 3.M. -
nbl.
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(54) METHOD FOR PREPARING DERIVATIVE OF INDOLINOSPIROPYRANE

(57) Abstract:
FIELD: organic chemistry, chemical technology.
SUBSTANCE: invention relates to a method for
synthesis of derivatives of indolinospiropyrane
of the formula (1):

Rl
wherein R! means (C4-Cqg)-alkyl; each among R?
and R3 mean independently (C{-Cy4)-alkyl; R* means
hydrogen atom, hydroxy-group, trichloromethyl,
trifluoromethyl formyl, (C4-C)-alkyl, halogen atom,
(C1-Cy)-alkoxy-, nitro-group; x = 1 or 2. Method
comprises the following steps: (i) synthesis of
indoline on polymeric carrier of the formula (lll):
ol

(III)

wherein R' means (C4-Cyg)-alkyl; each among R2
and R means independently (C4-Cy4)-alkyl; (i)
treatment of indoline-carrying polymeric carrier
wherein this carrier represents hydroxy-resin at
temperature from 50°C to 120°C in inert atmosphere
for time from 14 h to 11 days with a derivative
of salicylic aldehyde of the formula (VI):
CHO wherein R*

% (RY)
OH

(VI)

means hydrogen atom, hydroxy-group,
trichloromethyl, trifluoromethyl, formyl, (C{-C4)-alkyl,
halogen atom, (C4-Cy4)-alkoxy-, nitro-group; x = 1
or 2 to yield indolinospiropyrane compound of the
formula n, and (iii) release of
indolinospiropyrane compound of the formula ().
Invention proves synthesis of novel derivatives
of indolinospiropyrane possessing photochromic
properties.

EFFECT: improved method of synthesis.

8 cl, 28 ex
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O6nacTtb n3obpeterHns

HacTtosiwee nsobpeteHme kacaeTcst COeaNHEHWI cnnponmpana. B yacTHoCcTU, HacTosLwee
n3obpeTeHne kacaeTcs COeaNHEHNIA NHAONNHOCIMPONMpPaHa 1 cnocoboB UX NPOMbILLIIEHHOrO
nony4yeHus. YkasaHHble COeAMHEHUS NONE3HbI B Ka4eCcTBE DOTOXPOMHbLIX COEANHEHWIA.

M3BeCTHbIN ypOBEHb TEXHUKN

PasnuyHble knaccbl OTOXPOMHbIX COEOUHEHWI ObINN CUHTE3UPOBaHbI U PEKOMEHAO0BaHbI A4S
NPMMEHEHWS B U3AENMSAX, B KOTOPbIX N0 BO34ENCTBMEM COMHEYHOrO CBETA BbI3bIBAKOTCS
obGpaTuMble U3MEHEHNS LiBETa MK 3aTeMHeHne. Hanpumep, cnnpo(MHAONMHO)HadTonupaHel 1
cnMpo(MHOONNHO)XMHOMMPaHbI onucaHbl B naTteHTe GB 2174711. CnuponnpaHbl onnucaHbl Takke
B Brown, Glenn H. ed., Photochromism (New York, 1971) and Durr, Heinz and Henri Bouas-
Laurent eds., Photochromism (Elsevier, 1990).

lMpounsBogHbie cnMponupaHa MoryT NpeacTaBnaTe Hanbonee XOpoLLO U3BECTHbIE
opraHuyeckue coeamHeHus, obnagatowme aphekToMm poToXpoMmn3ma, HO CTPYKTYPbl ONMCAHHBIX
CMMPONUPAHOB B 3HAYMTENbHOW Mepe orpaHuMyeHbl. Takum obpa3om, cyllecTeyeT
HeobX0QMMOCTb Kak B COEQUHEHMSIX CNUpONMpaHa, AONyCcKawmux AanbHenwmne HeCnoXxHble
mMoaudvkaumm, Tak 1 B cnocobax CUHTE3a pas3fuyHbIX COeQUHEHUI cnponupaHa.

OnuncaHve n3obpeTeHnst 1 NpeanoYTUTENbHbIE BAapUaHThl BOMMOLEHWS

HacTosiee nsobpeteHue kacaeTcs coeanHEHU NHAONMHOCMINPONMPaHa u, B 4aCTHOCTH,
POTOXPOMHBIX COEANHEHNI MHAONMHOCAMPONUPaHa, a Takke cnocoboB CUHTE3a YKa3aHHbIX
coeanHeHunin. CoegnMHeHnsa NHOONNMHOCNMPONMpPaHa No n3obpeTeHnto 3aMeLLeHbl N0 NHAONBHOMY
KombLy CYKUMHMMMOOM, U YKa3aHHOE 3aMeLleHne NO3BONSET pacKkpbiTUe LuKna CykuMHuMmMaa u
MOOYNAUUI0 06 bEMHBIX 1 POTOXPOMHbBIX CBOWCTB COEOUHEHMN.

Mo ogHOMy M3 BapuaHTOB BbINOMHEHWST HAcTosILee N30bpeTeHne NpeacTaBnsieT coeauHeHue,
BKIOYatoLLlee COeaNHEHME HMKEYKa3aHHOW hopMyIbl, UK NO CYLLECTBY COCTOsILLEE U3
COEAMHEHMNS HUXKeYyKa3aHHOW hOpMYIbl, NN COCTOSLLEE N3 COEQUHEHNS CreayoLLel

HWXeyKasaHHON hopMyrbl:
0O R2 R3

roe R' osnavaet C-Cg-ankun, annun, eHnn, MOHO- UK AN3aMeLLeHHbI deHun,
perHunn(C,-C,)ankun nnm (C4-C,)ankokcnkap6oHun(C4-Cy)ankun, Kaxablin us R?nR3
HesaBucuMo o3HadvaeT Cq-Cy-ankun, eHurn, MOHO- Unu AnsameLleHHbIn oeHnn, 6eH3nn nnu,
obbeanHeHHbIe BMecTe, 06pasyloT LMKIMYECKY0 CTPYKTYpPY, KoTopas npeactasnset cobon sapo
uuKnorekcuna, HopbopHuna unu agamanTuna, R* osHauyaet Bogopos, rmapokeu,
TpuxnopmeTtun, Tpudtopmetun, dopmun, C4-Cy-ankun, ranoreH, C4-C4-ankokcu, HUTpPO,
ynaHo, C4-C,4-moHoranoreHankun, Cq-Cy-ankokcmkapboHun nnn apomMaTmyeckyto CTpyKTypy,
nmetoLLyto ABa obLMX CMeXHbIX aToma yrnepoga ¢ 6eH30MnbHOM YacTblo 6eH30NMPaHoBOro
LMKNa, YTO NPMBOAUT K 06pa3oBaHMIO KOHOEHCUPOBAHHOMO apoOMaTUYECKOro LMKNa,
BKITHOYAIOLLIEro, HO ©e3 orpaHu4eHns M1, HadpTun, eHaHTPEHNN U XUHOMMHO, X paBeH 1, 2 unu
3, npu ycnosuu, 4To koraa x=1, R* MoxeT 6bITb NIokannaoBaH Ha Mo6OM 13 JOCTYMHbIX aTOMOB
yrnepoga 6eH30mnbLHOro Konbua 6eH3onmMpaHoBoO rpynnbl, NPEANOYTUTENBHO B MONOXEHUM 6, 7
unn 8, 1 Koraa x=2, kaxablii 3 R* MoxeT 6biTb OMHAKOBBLIM UMK PA3NMYHBIM U NMOKANWU30BaH B
NOnoXennsix 6 1 8 unn 5 1 7, npeanoyTMTENLHO B Nonoxenusix 6 n 8. R' npeanoututensHo
o3HauaeT C4-Cy-ankun, dheHnn, GeH3nn, annun unm aToKCMKapBboHNMNaTUN, kaxablii us R% n R3
He3aBMCMMO O3HayaeT MeTun, aTun unu dennn n R* npeanouTUTensHo osHadvaet Cy-Cy-ankun,
C,-C,-ankokcu, xnop, 6pom, noa, TpudTopMETUST UITU HUTPO.

B npegnouytntensHOM BapvaHTe BbINOMHEHNSA N306peTeHne NpeacTaBnsaeT coeguHeHue,
BKITIOMaloLLiee coeNHEHUe HuxecneayoLen (popmynbl, UNKU No CyLWecTBy COCTOsILLEee N3 Takoro
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coeainHeHudA, nnn coctodllee 3 Takoro coeanHeHnA:

o) CH
? CH,
. —
N
| ©
0
CH,

IT

roe R* o3HavaeT Bopopoa, rapoKey, TPUTOPMETUR, DOPMUM, METUI, 3TUM, METOKCMH,
3TOKCU, HATPO, chTOp, XNop, 6pom unu noa, x paeseH 1 unu 2.

Mockonbky coeanHeHuns dopmyn | 1 |l cogepxaTt CyKUMHUMUAHYO rpynny, CBOMCTBaAMMU
coegUHeHMIN No n3obpeTeHnto, TakKMMK Kak pacTBOPUMOCTb, YyBCTBUTENbHOCTb U TOMY
NO4OGHBIMK, MOXHO YNPaBnATb 3a CHET PacKpbITMS LMKMIA CYKUMHUMKUAA NoObIM M3 MHOXeCTBa
M3BECTHbIX cnocoboB. MNMoaxoasime cnocobbl onucaHbl, Hanpumep, B 48 (12) Heterocycles,
2677-2691 (1998).

CoeguHeHus dpopmyn | u Il MOryT BbITb NOMyYeHb! MO6bLIM NOAXOAALLMM N3BECTHBIM CMOCOOGOM
N NpeanoyTUTENbHO MX MOSyYaloT UCMNONb30BaHNEM OpPraHNYecKoro cMHTesa B TBepaon dase.
VMcnonb3oBaHue TBepaodasHbiX CUHTE30B MMeeT NpeuMyLLecTBa, COCTosALLME B TOM, YTO 3TO
obecneunBaeT yaobCcTBO B BLIMOMHEHWM B3aMMOAENCTBUSA, YAOOCTBO B OUMCTKE MPOAYKTa U
yao6c¢TBo paboThl ¢ NOMASAPHBIMU MOSIEKYNamMu NpU OCcyLLeCTBNEHNN METOAMK CUHTe3a. Boobasok,
OOCTUraeTcs BO3MOXHOCTb NPUMEHEHUS NPOMBILLMIEHHO BbIMyCKaeMbIX UCXOAHbLIX MaTepuarnos u
ncnonb3oBaHNs M3bbITka peareHTa Ans JoBeeHNs B3aMMOAeNCcTBUA 40 3aBepLueHns u ons
NpPeBbILLEHUS CKOPOCTU OCHOBHOW peakumu Hag noboyHbIMU peakuusamm. KnioyeBsiM MOMEHTOM
CUHTEe3a ABNAeTCHd NpMMEHeHMe MHOOMMHA Ha NoNUMEPHOM HocuTene hopMynbl

T) RZ F{S
O/\O/KACONH/@i
I

F{l
ITT

roe R, R? n R3 umeltoT Te xe 3HaveHus, 4to Ans dopmynsi |.

TBepAablii HocUTENb MOXET ObITb BbIOpaH 13 psaa rmgpokcucmon. MNMogxogswme
rMOPOKCUCMONbI BKITHOYAKT, HO 6€3 OorpaHnyeHnst UMu, rMapoOKCUMETUANONTUCTUPOIBHYIO CMOTY,
cmony Wang'a (M3BecTHyto Takke Kak 4-rugpokcumetundeHokcucmona unum "rMe-cmona”),
HMPA-PEGA (TM®Y-MN3IrA) cmony (unu 4-ruapokcnmeTnndeHOKCUyKCyCHast Kucrnora u
Gucakpunammgonpon-1-unnonuatunerHrnukons), HMPB-BHA (TM®Bb-BI'A) cmony (unu 4-
rmapoKcun-3-meTokcudeHokcMmacnsiHasa kucnoTta-6eHsrngpmnammd), HMPB-MBHA (TM®B-MBI'A)
cmony (4-ruapoKCUMeTUN-3-MeToKkCEHOKCMMAacsiHast KUCnoTa-mMeTunbeH3rngpunaMmmH) n nx
codeTaHus. TeopeTunyeckas 3arpyska CMOSIbl MOXET ObITb UNN HU3KOW (Hanpumep, MeHee
nNpmbnmauteneHo 0,1 MMOnb/T), unu BeICOKOK (Hanpumep, 6onbLue npubnuantensHo 0,4
MMOJb/T), HO A4NA NONyYeHUsa NPoAyKTa B BOMbLUEM KONMYECTBE NPeanoYTUTENbHA BbICOKas
3arpyska, 6onee npegnoyTUTENsHO NpubnuanTensHo 0,4-1,5 mmonb/r. MOXXHO MCNONb30BaThb
cmony nnbo nopsigka 100-200 meww, nmbo nopsgka 200-400 mew. MpegnoYTUTENbHBIMA
CMOMamMu SBASIOTCA CMOSbl TMAPOKCUMETUINonucTupon unm cmona Wang'a npybnmsmtensHo
100-200 meLu, Npy BbICOKOW 3arpyske.

Mcnonb3yembli TBEPAbIN HOCUMTESNb 3aBUCUT OT BbiOpPaHHbLIX peareHToB, NCNOSIb3yYEeMOro
pacTtBopuTens u Tpebyemoro npoaykrta. CMona obbl4HO MMeeT (pyHKUMOHAmNbHbIE rPyNMnbl TAaKoro
TMNa n KONNMYeCcTBa, KOTopble NO3BOMAT 3PPEKTUBHOE NPUCOEAMHEHNE peareHToB, a TakkKe
achdekTnBHOE BbICBOOOXAEHME NpoaykTa. Boobasok, cMona AomkHa ObiTb COCOOHOM K
HabyxaHuIo B ncnonb3yemom pacteoputerne. Micnonbayemoe Konnyectso CMOorbl 3aBUCUT OT
KONMMYecTBa UCMOMb3yeMbIX peareHToB 1 TpebyeMbix MacluTaboB npoBeaeHus peakumm. OBbIYHO
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MOXHO ncnonb3oBaTb NpubnuantensHo ot 1 mr go 100 r cmonbl.
CoeanHenuns copmynbl Il MoryT 6b1Tb NONyYeHbl MO NGO U3 ABYX PEaKLMOHHbIX CXEM C
NpUMeHeHUeM COeAMHEeHNs aMUHOMHAONWHA criegytowent opmyrbl:
RZ R3

5
H,N

I

|
|
10 RY IV
rae R', R? n R3 npuHumaloT Te e 3HauyeHus, 4To Ans dopmynbi |.
PeakunoHHbIe cxeMbl nonyveHus coeamHeHus dopmynel Il ¢ npyumeHeHnem
aMWHOWHOONMMHOCOEANHEHMNI MOKa3aHbl HUXe:

Criocof A Croocof B
15
RZ B3
Q
20 N
| AHTAapHEIR a”HrMOopUO
1
R Q
AHTApPHEIA aHrMOpKUO /M\\//ﬁ\
o//\ o COOH
25
RZ B3 RZ R3
K\CONH DIC H,N
HOBT
COOH
N M
30 | |
Rl Rl
100%
o/\OH DIC IOee cmannm
DMAFP
Oee cragum >95%
35

0
;/JL“MV///\\\ 3 :
o/\o COOH

N X
40 ‘

Rl

Mo cnocoby A aMMHonHAonNMHOBOE coeanHeHune |V obpabaTtbiBaloT SHTapHbIM aHrMapUaoM B
ycnoBusax, nogxogdawmx ans obpasoBaHusa sHTapHon kucnotbl. KoHkpeTHee, B3anmogencTaune
OCyLLEeCTBNSAOT Npu TemnepaType nopsgka 0-60°C, npegnoyuTntenbHO Npu Temneparype,
Onn3Kom K KOMHaTHOWM, B MHEPTHOW aTtMocdepe, BKtovatoLwen, Ho 6e3 orpaHUYeHnst UMK, aproH
unun asoT, B TedeHune nopsigka 3-24 yacos. KonnyectBo MCNoONb3yeMbiX peareHToB
onpenensieTcst KONM4YeCcTBOM Tpebyemoro npoaykTa n 0b6bIMHO COCTaBnNsAeT NPUONN3UTENBHO OT 1
mr go 100 r, npegno4ytutensHo npumMepHo ot 100 mr go 10 r.3atem k cmecu gobasnstoT
rmapoKcMcMony Hapsaay ¢ gunsonponunkapoogmumugom ("DIC-OUK") n
anmeTtunammHonupunguHom ("DMAP-OMATI") oo nony4yeHus cycneHsuu n3 rpaHyn nonumepa.
YKa3aHHY0 CyCneH3uio U3 rpaHyn nonnmepa BCTPSAXMBAIOT B YCMOBUSAX, NOAXOOALWLMX ANS
nposefeHns peakumm coveTaHud. Noaxoaammm ycnoBusiMmn B3auMoaencTBUS SBNAOTCA
TemnepaTypa nopsagka 0-60°C, npegnovtutensHoO 6nmM3skas kK KOMHaTHOW, NpubnuamTensHo 14-24

45

50
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Yyaca B MHepTHoW atMmocdepe. [NpoTekaHne peakuumn codeTaHUs MOXHO KOHTPOnMpoBaThb C
NOMOLLbIO NPUBOPOB, UCMONb3YS 0BLLENPUHATBLIE CNOCODLI, BKNOYaoLMe, HO He B nopsake
orpaHunyeHus, FT-UK (nHdbpakpacHasa cnekTpockonus ¢ ®ypbe-npeobpaszoBaHnem) nnm
opHony4eyto (single bead) FT-WK. O6blvHO B3anmogencteue, npmeogsiiee K o6pasoBaHuio
HecyLleln MHOOMWH CMOSbl, 3aBepLuaeTcs nocrne 24 4yacoe NpyM KOMHaTHOW TemnepaType.

Mo cnocoby B rmapokcmucmony BCTPAXUBAKOT € U3BbITKOM SSHTAPHOrO aHrMapuaa B yCrnoBusiX,
NoAxXoAsLWwmnX Ans NpoBeAeHUs peakumm codeTaHuns. NogxoaawmmMm yCcnoBusiMmn B3anmMoaencTeus
ABNAOTCA Temnepartypa nopsiaka 60-120°C, npegnoyvtutensHo nopsiaka 70-100°C, B TeveHne
npnbnmautensHo 10-60 yacos, npegnovTUTENbHO Nopsaka 24-48 yacos. [NpoTekaHne peakuun
MOXHO KOHTPONUpPOBaTh, UCNOMb3ys Niobble 0bLenpuHAaTLIE CIOCO6bI, Y 0BLIYHO
B3aumogencTBume 3aBepLuaeTcs nocrne 48 yacoB HarpeBaHWs 4O TemnepaTypbl KUNEeHUs ¢
obpaTHbIM XxonoaunbHUKOM. Nocne 3aBepLUeHNsi B3aMOAENCTBUS N30bITOK AHTApHOIO
aHrMapuvaa BbIMbIBAKOT U CMOIY, TeNepb COEAMHEHHYIO C SHTAPHOW KucnoTon, obpabaTbiBatoT
amMuHouHaonuHom copmynel IV Hapsagy ¢ 1-rmgpokcubensoTpuasonom ("HOBT-FOBT") u UK.
Moaxopawmmmn anga obpaboTku ycrnosusammn aenstoTcs Temnepartypa nopsigka 0-60°C,
npeanoyTUTENbHO KOMHATHasA TemnepaTtypa, U MHepTHas aTtMmocdepa.

Mo o6omm cnocobam 3arpyska 0bbIYHO npeBbiwaeT nopsaka 95%. MoxeT ObiTb NCNonb30BaH
nobor obLenpuHATLIA cnocob NPOBEPKN 3arpy3ku, BKMNoYas, HO 6e3 orpaHuyeHus nuw,
onucaHHbIn B 63(3) J. Org. Chem., 708-718 (1998). NekcameTunancunokcar ("HMDSO-rMACO")
MOXeT BbITb MCMONb30BaH B KAYECTBE BHYTPEHHEro cTaHaapTa Ans ueneii 'H-AMP ananuaa.

CoeguHeHnsa amuHomHgonuHa dopmynbl IV MoryT 6biTb NOMyYeHbl BOCCTAHOBIEHNEM
NPOU3BOAHbIX HUTPOUHAOMNMHA DOPMYIIbI

RZ R3

O,N

N S

|
Rl v

rae R', R? n R3 npuHumaloT Te e 3HaueHus, 4To Ans dopmynbi |.

Moaxopsawme Npom3BoaHbIE HATPOUHAONMMHA dhopMyribl V MOryT ObiTb MOMYYEHbI
HUTPOBaHWEM NPOUN3BOLHbLIX MHAOMMHA, kak onucaHo B 101 (8) Bull. Soc. Chim. Bdg., 719-
739 (1992). MNMpomn3BogHbIE MHAOMNHA MOXHO HATPOBATb a30THOW KMCITOTOWN B OXNaXKAEHHON HUXE
10°C cepHoOM KMCNoTe, NpeanovTUTEnsHO Hke 7°C, npubnuantensHo 3a nepuog 10 yacos.

Mpu cMHTe3e B TBepAor hase COeaMHEHUI MHOONNHOCIMPONMpaHa no n3obpeTeHnto cmona,
HecyLlas UHOONWH B KonmyecTBe obbiuHO npubnusmtensHo 100 mr - 100 r, npegnoYTuTensHo
okono 100 mr -10 r, oTBevatowasa opmyne lll, moxeT ObITb pacluenneHa n obpaboTaHa NOGLIM
N3 MHOXEeCTBa NPOM3BOAHbIX canvuunansaernga B ycrnoBusx, noaxoaswmnx ansg obpasosaHums
Tpebyemoro coegmHeHNsa NHOAoONUMHOCNnponMpaHa. lNMoaxogawmmm ycrnoBuamMmmn npoBeaeHus
CUHTEe3a aBnsATCcA Temnepatypa nopsgka 50-120°C B uHepTHOM aTMocdepe B Te4eHne
npubnmnantTensHo 14 yacoe - 11 gHel, NpeanoYTUTENBLHO NPNbNM3nTenbHO oT 14 Yacoe Ao 3

OHen. MNMoaxoasiime nponsBoaHble canuuunansgernga uMeroT hopmyny
CHO

% (RY)
OH

VI

rae R* 1 x npuHMMaloT Te xe 3HaueHus, 4to Ans dopmynsi |.
CwuHTes B TBepaon hase npoTekaeT creayrolmm obpasom:
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CwuHTe3 npoBoaAT B MoOoOM noaxogsillem pacteoputene, NpeanoyTUTENbHO B AUOKCaHe,
anmeTtundgopmamuae ("DMF-OM®A"), N-metunnupponugone ("NMP-HMTI"), TeTparngpodypaHe
("THF-TI®") unu ux kombrnHayuu. BeiceoboxaeHne coeanHeHnsa dopmynsl | ¢ TBepgoro
HOCUTENSA MOXET ObITb BbINOSHEHO MOOLIM yA06HbLIM CnOocob0oM, TakMM Kak crnocob kaTanuaa
OCHOBaHMEM C NMpMMeHeHneM nboro NoaxoasLLEero OCHOBaHNSA, BKOYaroLero, Ho 6e3
orpaHnyeHuns nmu, nunepuanH, DBU-OBK, metunat HaTpusa, TpeT-6yTmnart kanus. OBbluHO
ncnonb3ylT nopsiaka 3-4 aKBMBaneHToB NPOU3BOAHONO canuuunanbgernga ons
B3aumogencTems npmbnuautensHo ¢ 1,1-10 skBuBaneHTamu, NpeanoyYTUTENBHO NPUMEpPHO 2-5,
6ornee npegnoYvTUTENbLHO MPUMEPHO € 3-4 3KBMBANeHTaMu HeCyLlen MHOO0M CMOTbI.

CoeanHeHns No n3obpeTeHMIO MNOME3HbI A8 LWMPOKOro psaa BO3MOXHbLIX BApMaHTOB
NPUMEHEHUS, TaKNX KaK rnasHble NIH3bI, BETPOBbIE CTEKIA, OKHa N TOMY NogobHble n3genus, B
KOTOPbIX MOXET ObITb UCNOMNB30BaHO ABeHNe POTOXpoMm3amMa. bonee koHKpeTHO, addekTnBHOE
KONMMYEeCTBO COEAMHEHUI NO N30OPETEHMIO BBOOAT B COCTAB rMa3HbIX NNH3, BETPOBbLIX CTEKON,
OKOH U TOMY NOAOGHbIX N3AEeNWIA, UMW NOKPLIBAKOT HAa3BaHHbIE N3aenus 3geKTUBHBIM
KONMMYEeCTBOM COeaUHEHUN No n30bpeTeHnto. Magenns, B KOTOpbIE BKIIOYEHO COEAMHEHME UMK Ha
KOTOpble OHO HaHECEHO B BUAe Crosi, TEMHEIT noj AercTBMeM ynbLTpadmoneToBoro ceeta u
BO3BpAaLLaTCA K UICXOOHOM OKpacke nnm obecLBeunBalTca B OTCyTCTBUE YP-cBETa NpU
TemnepaTypax okpyxatowen cpeabl. IPPEKTUBHBIM KONIMYECTBOM COEANHEHNS ABNSAETCA
KONM4ecTBO nopsigka 107°-10-? monb/n, npeanoYTUTENbLHO Nopsiaka 107°-10® monb/n. Cnocobbi
BKMOYEHNS B Takne nsgenmnsa oTOXPOMHbLIX COEANHEHWI UIN NOKPLITUS U34enuii
(hOTOXPOMHBIMY COEAMHEHNSIMU, TAKUMM KaK COeQUHEHMS MO M30O6pEeTEHNIO, XOPOLLIO U3BECTHbI U3
YPOBHS TEXHUKN.

N300peTeHne NosicHsAEeTCS criefyowmMMmn He orpaHMuYnBaoLMMm npuMepamMum.
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Mpumep 1

5-Hutpo-1,3,3-TpumeTUNMHAONMH

2,3,4-TpumetunuHgonut (17,3 r, 0,1 monb) 4obaensaoT K 45 Mn oxnaxaeHHOW CEepHOM
KMCIOTbI MO Kannsam npu Temnepartype Huxke 5°C n nepemewwmsaHmmn. 3atem 7,0 r a30THON
kncnotbl (1 Monb) B 18 MN cepHON KMCNOThLl 4OBaBAAKT MO Kanfisam npy nepemMeLlnBaHnum B
TeyeHue 1 4, nogaepxmeasa Temnepatypy Hwxe 7°C. lNepemelunBaHme NpoaosKaloT B TeveHue 3
4y npu 7°C. 3aTem OCTaBNAT CMEChb CTOATb B XONOAUSbHUKE B TEYEHUE HOYM, NOCHE Yero
OpaHXeBO-KOPUYHEBLIN pacTBOpP BbINIMBAKOT HA KOMOTbIN flief U OCTOPOXHO HEWTPANuU3yoT
BOOHbLIM rmapokcmaom Hatpusa oo pH 4-5. O6pa3oBaBLUMIACA OpaHKEeBO-KPaCHbIN 0cadok
NbTPYHOT OTCacbiBaHMEM U1 TLLATENBHO NPOMbIBAKOT BOAOW Nepen NorfnoweHneM An3TUNoBbIM
achmpom. YaansioT pactBopuTenb U3 3dmpaTHOro pacTeopa, BbiCyLLEHHOro 6e3B0AHbIM
CynbdaTtoM HaTpu1s, U OCTATOK NEPEKPUCTANIU3OBLIBAIOT U3 METUNEHXNOpMAa, nonyyvas 13 1
XXenToBaTo-KOPMYHEBOrO TBEPAOro BellecTBa. Bbixog 5-HUTpo-1,3,3-TPUMETMNMHAONNHA paBeH
59,6%.

Mpumep 2

5-AMnHO-1,3,3-TpUMETUNNHOONNH

5-Hutpo-1,3,3-TpumeTunungonuH (8,16 r, 40 Mmonb) 4O00aBNSAOT K pacTBOpY xnopvaa
AByxBaneHTHoro onosa (53 r, 280 mmonb) B 200 M1 CONAHOM KUCNOThI NPU NEpPEMELLMBAHNN.
CMech OCTOPOXHO HarpeBatlT 4O TeMnepaTypbl KUMEHUA ¢ 0OpaTHBIM XONOAUNBHUKOM B TEYEHMe
16 4. OxnaxxaeHHYH peakUMOHHY0 CMECh BbINMBAKOT Ha KOMNOThIM fed, nojllenadnsarT
KOHLIEHTPUPOBaHHLIM PacTBOPOM rMApoKcuaa HaTpUsa 1 aKCTparupytoT atunavetaTtom (4x200
mn). O6beanHeHHbIE 3aTUNaleTaTHble pacTBopbl cywaTt 6e3B04HbIM CyrbaToM HaTpus U
obecLBeYnBalOT HEBONBLLUMM KONMYECTBOM aKTUBMPOBAHHOIO Yris. PacTBopuTens yaansioT 1
OCTaTOK NepeKkpUCTaniM3oBbIBaOT U3 aTMnaueTaTa, nonyyaa 5,96 r xxenToro TBepaoro
BeLlecTBa, BbIxoq 5-amunHo-1,3,3-TpuMeTtunuHaonunHa coctasnset 80%.

Mpumep 3a

CnoxHbli acoup amnga 1,3,3-TpUMeTUNUHAONNH-5-1N-

SIHTapHoOW KMcnoTbl U cMonbl Wang'a

5-AmuHo-1,3,3-TpumeTunungonuH (1,94 r, 10,3 mmons) B 5 mn 6e3BogHOrO
TeTparngpodypaHa AobaBnsaoT No kannsm B atMocdepe aszotak 5 mn TIT'd B pactBope ¢ 1,01
(10 Mmonb) siHTapHoro aHruapuaa B TedeHve 1 4. CMech nepemelumBaioT Npy KOMHaTHON
TemnepaType B TeveHue 7 4. [lobaBnstoT cmony Wang'a (TeopeTnyeckas 3arpyska 1,28
MMonb/T, 5 r, 6,4 MMonb), aunsonponunkapboguumua (1,26 r, 10 mmone) n AMAI (61,1 wmr,

0,5 mmonb). CycneHsnto BCTPAXMBAKOT NPU KOMHATHOW TemnepaType 24 4 1 3ateM punbTpyoT
yepes CneyeHHbI CTeKNAHHBIN arnomMepaT, npombiBatoT TIO (4x15 mn), AM®A (4x15 mn),
anxnopmeTtaHoMm (4x10 mn) v cywaT B Bakyyme. [NonyyatoT 7,82 r NonnMMepHbIX rpaHyn.

50,9 Mr nonMMepHbIX rpaHyn ocTaBnsaT Habyxate B 1 mn TI® u Beigenstot 0,01 M TIo
pacTBopoM TpeT-0yTunarta kanus (3x0,2 mn, 3x15 muH). O6beaunHeHHbIi TTP pacTBop
BCTPAXMBAIOT C TOHKO M3MerbYeHHbIM AnrnapodoccaTtomM HaTpusa n 6e3BoAHbIM CyrbdaTom
HaTpus, PUNbLTPYIOT 1 NpomMbiBatoT TId. PactBopuTens yaansioT B Bakyyme. K octatky
0o6aBnsaoT xNnopodopM 1 3aTeM yaansaoT B Bakyyme ansa yganeHmsa cnegos TI®. OctaTtok
cywar B Bakyyme u godaensoT 1 mn 0,01 M rekcameTtungmcnnokcada 8 CDCls. U3 3HayeHus
uHTerpana ans npotoHa N-Me unu cykuuHuna npoTyMB COOTBETCTBYHOLLErO MHTEerpana ans
BHYTPEHHEro CTaHgapTa paccuyuTbiBalOT 3arpy3ky cnoxHoro acdupa ammnga 1,3,3-
TPMMETUNNHAONNH-5-UNAHTapPHON KMCNOTLl Ha cMmone Wang'a, kotopas paBHa 95,6%.

Mpumep 3b

Cwmony Wang'a (TeopeTtunyeckas 3arpyska 1,28 mmone/r, 3,0 r, 3,84 mmons), 2,0 r (20
MMOnb) AHTapHon kncnotbl u 47 mr (0,38 mmonb) OAMAIT HarpeBaloT 40 TeMnepaTypbl KUNEHUs C
obpaTtHbIM xonoauneHukoM B TF® B TedueHue 48 4, oxnaxgarT, PUNbTPYHOT Yepes CMeYEHHbIN
CTeKIAHHbIM arnomepart v npombiBaloT TIP (3x10 mn), AMDA (3x10 mn), auxnopmeTtaHom (2x10
Mn), MeTaHornoM (3x10 mn) n guxnopmetaHom (2x10 mn). MNMocne BbiCyLUMBaHUA B Bakyyme
nony4atot 3,524 r 6enor cmonsbl.

Ctpanuua: 9
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1,37 r (1,5 MMOnb) CyCcneH3uun M3 rpaHyn cmorsbl, 5-amnHo-1,3,3-TpumeTunmHgonuHa (3,76
r, 2,0 mmone), FOBT (12% Boapl, 322 mr, 2,1 mmons) n AWK (265 mr, 2,1 mmons) B 15 mn
TIr® BCTPAXMBAKOT B TEYEHNE HOYM NPU KOMHATHOW TemnepaType B aTMocdepe asoTa,
UNbTPYIOT Yepes CNeYEHHbI CTEKNSAHHbIN arnomepart 1 npombiatoT TIP (3x5 mn), Bogown (2x5
M), AM®A (2x3 mn), TTd (3x3 Mn) n guxnopmetaHom (3x3 mn). MNocne BbiCylLMBaHUA B
Bakyyme nony4yatT 1,725 r nypnypoBbIX rpaHyn crioxHoro acdupa ammga 1,3,3-
TPUMETUINMHAONMH-5-UNSHTAPHOM KMCNoTbl Ha cmone Wang'a. 3arpysky onpegensior
KONM4YeCTBEHHO, NCNONb3ys Cnocob, ONMCaHHbIV B NpuMepe 3a.

Mpumep 4

5-CykuyuHnmngo-1',3', 3'-TpumeTtuncnupo-[2H-1-6eH3onnpaH-2,2'-nHaonuH]

PacwenneHHbIn nonumep B rpaHynax no npumepy 3a (0,243 r, cootBeTcTBYOWME 0,2 MMOSb
TEOopEeTUYECKON 3arpy3kun) octaBnstoT Habyxate B 3 mn IM®A B atMocdepe a3oTa B TedeHne 1
4y, 3atem BcTpaAxusatoT co 100 mr (0,8 mmonb) canvumnanesgervaa npu 60°C B TeyeHne 14 v,
nocre Yero oxnaxaarT, PUbLTPYIOT Yepes CNeYveHHbIN CTEKNSHHBIN arnomMepaT U NPpoMbIBaKOT
OM®A (5x3 mn) un octaBnstoT B 3 mn AM®A Ha Houb. CHoBa (ounbTpyOT U NnpombiBatoT AMOA
(3x3 mn), anxnopmeTtaHoM (3x3 mn), TFP (3x2 mn) 1 6e3sogHbIM TIO (3x2 mn).

Monnmep B rpaHynax, cycneHanpoBaHHbii B 2 Mn TIP, gobasnsatoT k 0,25 mn (0,1 M) TI®
pacTBopa TpeT-byTunara Kkanud, octaBnsaoT Ha 15-20 MUHYT, PUNbTPYIOT 1 NpoMbiBaOT 1 MnN
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6esBogHoro TI®. Mpouenypy BbicBObGOXAEHNA NOBTOPSAOT, ucnoneays 0,1-0,15 mn (0,1 M)
pacTtBopa TpeT-6yTunata kanus B TTd. O6beanHeHHbIn TID pacTBOp BCTPAXMBAIOT C
HeBGOoNbLUMM KONTMYECTBOM TOHKO M3MerbYeHHOro aurnapodocdaTta HaTpus, PUIbLTPYIOT,

pacTBopuUTENb YOansaloT U OcTaTok cyllat B Bakyyme. [MonyyaTt 80,5 Mr BA3KOro macra, Bbixoq

5-cykumHummngo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onupaH-2,2'-nHaonuHal 96,4% 4ncToThl
coctaBnsiet 106,6%.
Mpumep 5
6-Bpom-5'-cykumHumngo-1',3', 3'-tpumeTtuncnmpo-[2H-1-6eH3onupaH-2,2'-HaoMNvH]
[MoBTOPSAT METOAUKY MpuMeEpa 4 3a TEM UCKITOYEHUEM, YTO UCMONb3YHOT 5-
6pomcanuuunansgerng (121 mr, 0,6 Mmonb). Beixog 6-6pom-5'-cykunHummao-1',3',3'-
TpumeTuncnnpo-[2H-1-6eH3onunpan-2,2'-uHgonunal 94,3% unctotbl coctaenset 118%.
Mpumep 6
6-Xnop-5'-cykunHmnmngo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onnpax-2,2'-nHA0NMH]
[MoBTOPSAT METOAUKY MpuMepa 4 3a TEM UCKITOYEHUEM, YTO UCTONb3YHOT 5-
xnopcanuuunansgerug (95 mr, 0,6 mmone). Beixog 6-xnop-5'-cykunHumngo-1',3',3'-
TpumeTuncnnpo-[2H-1-6eHsonupan-2,2'-nHgonuHa 97,6% unctotel coctaenseT 111,8%.
Mpumep 7
6-F-5'-CykymHummpo-1',3',3'-tpumetnncnupo-[2H-1-6eH3onmpaH-2,2'-MHA0MMH]
MMoBTOPSAOT METOAMKY NpuMepa 4 3a TEM UCKITHOYEHNEM, YTO UCMNOSMb3YIOT 5-F-
cannuunansgerng (84 mr, 0,6 mmons). Beixog 6-F-5'-cykunHnmungo-1',3',3'-tpumetuncnmpo-
[2H-1-6eH30nupaH-2,2'-nHgonunnHal 97,6% 4nctotbl coctanseT 119,4%.
Mpumep 8
6-Hutpo-5'-cykunHnmungo-1',3',3'-tpumetuncnmnpo-[2H-1-6eHsonupax-2,2'-nHa0NNH]
[MoBTOPSAT METOAUKY MpuMeEpa 4 3a TEM UCKITOYEHUEM, YTO UCTONb3YHOT 5-
Hutpocanuuunanegerng (100 mr, 0,6 mmonb). Beixoa 6-HUTpo-5'-cykumHumngo-1',3',3'-
TpumeTuncnupo-[2H-1-6eH3onumpan-2,2'-ungonunHa) 97,9% uvuctotel coctaBnset 119,8%.
Mpumep 9
6,8-Anxnop-5'-cykymHnmmngo-1',3', 3'-tpumetuncnupo-[2H-1-6eH3onnpaH-2,2'-nHaonmH]
lMoBTOPSAT METOAMKY NpuMepa 4 3a TEM UCKIHOYEHNEM, YTO UCNONb3YLOT 3,5-
anxnopcanuuunansgerng (115 mr, 0,6 mmons). Beixog 6,8-anxnop-5'-cykunHnmungo-1',3',3'-
TpumeTuncnnpo-[2H-1-6eHzonunpan-2,2'-uHgonunal 97,8% uncrotel coctaenset 107,7%.
Mpumep 10
6,8-Anbpom-5'-cykunHnmmngo-1',3', 3'-tpumetuncnupo-[2H-1-6eHsonnpaH-2,2'-nHaonmH]
lMoBTOPSAT METOAMKY NpuMepa 4 3a TEM UCKIHOYEHNEM, YTO UCNONb3YLOT 3,5-
anbpomcanvumnansgerng (167 mr, 0,6 mmons). Beixog 6,8-anépom-5'-cykunHmmngo-1',3',3'-
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TpumeTuncnunpo-[2H-1-6eH3onunpan-2,2'-nHgonunal 97,6% uncrotel coctaenseT 106,6%.
Mpumep 11
6,8-Ounoa-5'-cykumHmnmngo-1',3',3'-tpumeTuncnmpo-[2H-1-6eH3onnpaH-2,2'-MHA0MNNH]
[MoBTOPSAOT METOANKY NpUMepa 4 3a TEM UCKIMIOYEHNEM, YTO UCNONb3YIOT 3,5-

aunnoacanuuunanegerng (225 mr, 0,6 mmonb). Beixog 6,8-gumoa-5'-cykymHmmngo-1',3',3'-

TpumeTuncnupo-[2H-1-6eH3onmpan-2,2'-ungonuHa) 97,7% uyuctotel coctaBnset 99,5%.
Mpumep 12
6-bpom-8-meTokcu-5'-cykunHnmmngo-1',3',3'-tpumeTtuncnmnpo-[2H-1-6eHsonupax-2,2'-nHa0nunH]
[MoBTOPSAOT METOAMKY NPpMMeEpa 4 32 TEM UCKIIOYEHNEM, YTO UCMOMb3YIOT 5-6poM-2-rapoKCK-

3-meTokenbeHsanbgerma (139 mr, 0,6 mmone). Beixog 6-6pom-8-mMeToKCn-5"-CyKUMHUMNOO-

1',3",3'-TpumeTuncnupo-[2H-1-6eH3onnpaH-2,2'-nHgonuHal 98,6% 4vmctoThl coctaBnseT 96,1%.
Mpumep 13
8-dopmun-6-metnn-5'-cykumHmmngo-1',3',3'-tpumetuncnupo-[2H-1-6eH3onnpaH-2,2'-MHO0NWH]
[MoBTOPAOT METOAMKY NpUMepa 4 3a TEM UCKIIOYEHNEM, YTO UCMONb3YIOT 2-MMOPOKCU-5-

meTun-1,3-6eH3onankapboansaerng (99 mr, 0,6 MMOsb) M CyCneH3UIo Nonnumepa B rpaHynax

BCTpsAxuBatoT 24 4 npu 60°C. Beixog 8-popmnn-6-meTtun-5'-cykyuHnmugo-1',3',3'-

TpumeTuncnnpo-[2H-1-6eHsonunpan-2,2'-nHgonunal 96,1% uncrotel coctaenseT 98,6%.
Mpumep 14
8-I'vapoken-5'-cykumHummngo-1',3',3'-tpumeTuncnmpo-[2H-1-6eH3onupaH-2,2'-HA0MNVH]
MoBTOPSAOT MeTOANKY NpuMepa 13 3a TeM UCKMIOYEHUEM, YTO UCMNONb3YIOT 2,3-

anrngpokcnbensansgerma (100 mr, 0,6 mmonb). Beixoa 8-rugpokcun-5'-cykunHmnmngo-1',3',3'-

TpumeTuncnnpo-[2H-1-6eH3onunpan-2,2'-nHgonunal coctaenseT 112,6%.

Mpumep 15

6-MeTtun-5'-cykunnummao-1',3',3'-TpumeTnncnnpo-[2H-1-6eH3onmpan-2,2'-MHO0NNH]

[MoBTOPSAT METOANKY NpMMepa 4 3a TeM MUCKIIOYEHNEM, YTO UCMONMb3YIOT 5-
mMeTuncanuuunansgerng (82 mr, 0,6 MMOrnb) U CyCneH3uto NonnumMepa B rpaHynax BCTPAXUBaroT
npu 60°C 24 4 n 3atem 14 4 npu 80°C. Bbixog 6-meTun-5'-cykymHummago-1',3',3'-

TpumeTuncnupo-[2H-1-6eH3onmpan-2,2'-ungonuHa) 96,3% unctotel coctaBnset 95,9%.
Mpumep 16
8-MeTtun-5'-cykyumHmummngo-1',3',3'-tpumetnncnupo-[2H-1-6eH3onmpan-2,2"-UH0MMH]
[MoBTOPSAOT METOANKY NpuMepa 15 3a TeM UCKMIOYEHNEM, YTO UCMOMB3YIOT 3-

mMeTuncanuuunansgerng (82 mr, 0,6 mmons). Beixog 6-meTtun-5'-cykunHnmungo-1',3',3'-

TpumeTuncnupo-[2H-1-6eH3onmpan-2,2'-ungonunHa) 96,3% uvnctotel coctaBnset 103,7%.
Mpumep 17
6-MeTokcun-5'-cykumHummao-1',3',3'-Tpumetuncnunpo-[2H-1-6eH3onmpan-2,2'-Ha0NUH
[MoBTOPSAOT METOANKY NpUMepa 4 3a TEM UCKIIOYEHNEM, YTO UCMONb3YIOT 2-MMOPOKCU-5-

mMeTokcubeHsanbaerng (91 mr, 0,6 MMorb) U CycneH3uo nonnumMepa B rpaHynax BCTpAXMBaoT

npu 60°C 18 4 n 3atem 14 4 npu 80°C. Beixoa 6-meTokcu-5'-cykunHnmugo-1',3',3'-

TpumeTuncnupo-[2H-1-6eH3onmpan-2,2'-ungonuHa) 96,1% uuctotel coctaBnset 97,2%.
Mpumep 18
8-31oken-5"-cykumHumungo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onupaH-2,2'-HA0MNVH]
MoBTOPSAOT MeTOAMKY NpuMepa 17 3a TeM UCKIIOYEHNEM, YTO UCMOMb3YIOT 2-rMOPOKCU-3-

aTokenbensanegerng (99 mr, 0,6 mmone). Beixoa 8-atokcn-5'-cykymHummao-1',3',3'-

TpumeTuncnnpo-[2H-1-6eH3onunpan-2,2'-uHgonunal 96,4% uncrotel coctaenseT 98,8%.
Mpumep 19
8-MeTtokcu-5"-cykumHumungo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onupaH-2,2'-HA0MNMH]
[MoBTOPSAOT METOANKY NpUMepa 4 3a TEM UCKIMOYEHNEM, YTO ncnonb3ytoT O-BaHUnMH (91 wr,

0,6 mmoneb). Bbixog, 8-meToken-5'-cykumnmumngo-1',3',3'-tpumetnncnupo-[2H-1-6eH3onmpan-

2,2'-nHponuHal 96,6% unctotbl coctaBnsaet 110%.

Mpumep 20
6-TpudpTopmeToken-5'-cykunummmngo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onnpan-2,2'-MHaAoNMH]
[MoBTOPSAOT METOAMKY NPpUMepa 4 3a TEM UCKIIOYEHNEM, YTO UCMONb3YIOT 2-rMOPOKCU-5-

TpudpTopmeTokcmbeHsanbaerna (95 mr, 0,46 MMOnb) U CyCNeH3no Nonumepa B rpaHynax
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BCTpAxuBaoT 18 4 npu kOMHaTHON Temnepatype u 3atem 3 4 npu 60°C. Bbixog 6-
TpudpTopmeTokemn-5'-cykymHnmngo-1',3', 3'-tpumetuncnupo-[2H-1-6eH3onunpan-2,2'-nHaonuHaj
coctaBnseT 88%.

Mpumep 21

6-I'mapoken-5'-cykymHummnao-1',3',3'-Tpumetnncnupo-[2H-1-6eH3onmpan-2,2"-MH0MMH]

[MoBTOPAOT METOANKY NpUMepa 4 3a TEM UCKIIOYEHNEM, YTO UCMNONb3YIOT 2,5-
anrngpokcnbensansaermg (100 mr, 0,6 MMOSb) U CyCneH3nto NonmMMmepa B rpaHynax
BcTpaAxusatoT npu 60°C 24 4 1 3atem 15 4 npu 80°C. Bbixon 6-ruapokcn-5'-CyKLMHUMUAO-
1',3",3'-TpumeTnncnupo-[2H-1-6eH3onnpaH-2,2'-nHgonuHal coctaenset 103,2%.

Mpumep 22

6-TpeT-byTnn-5'-cykymHummao-1',3',3'-Tpumetmnncnunpo-[2H-1-6eH3onmpan-2,2"-MHO0MMH]

[MoBTOPSAOT METOANKY NpuMepa 21 3a TeM UCKIIOYEHUEM, YTO UCMONb3YIOT 5-TpeT-
oytuncanuumnansgerng (107 mr, 0,6 mmons). Beixog 6-1peT-0yTnn-5'-cykumHmmngo-1',3',3'-
TpumeTuncnupo-[2H-1-6eH3onumpan-2,2'-uHgonuHa) 96,6% uyncrtotel coctaBnset 89,4%.

Mpumep 23

8-tpeT-byTnn-5'-cykymHummao-1',3',3'-Tpumetnncnunpo-[2H-1-6eH3onmpan-2,2"-MHO0MMH]

MoBTOPSAOT METOANKY NpumMepa 21 3a TeM UCKIMIOYEHNEM, YTO UCMNONb3YIOT 3-TpeT-
oytuncanvumnansgermg (107 mr, 0,6 MMOMb) 1 CyCNeH3MIO NoNMMepa B rpaHynax BCTpAXMBatoT
npu 60°C 18 4 1 3atem 14 4 npu 80°C. Beixog 8-TpeT-6yTun-5'-cykyunnmmngo-1',3',3'-
TpumeTuncnnpo-[2H-1-6eH3onunpan-2,2'-nHaonunHal 96% unctotel coctasnsaet 97,7%.

Mpumep 24

6,8-Aun-TpeT-6yTnn-5'-cykumHmummgo-1',3',3'-tpumeTncnmpo-[2H-1-6eH3onupaH-2,2'-uHa0NVH]

MoBTOPSAT MeTOAMKY NpuMepa 4 3a TEM UCKITHOYEHNEM, YTO UCNONb3YIOT 3,5-AN-TpeT-
oytuncanvumnansgervg (180 mr, 0,6 MMOnb) 1 CycneH3uio NonMMepa B rpaHynax BCTpSXMBaKOT
npu 60°C 18 4 1 3atem 14 4 npu 80°C. Beixog 6,8-gu-tpet-0yTnn-5'-cykumHumugo-1',3',3'-
TpumeTuncnnpo-[2H-1-6eH3onnpat-2,2'-ungonunHa) 95% unctotsl coctaenset 101,2%.

Mpumep 25

7-MeTokcu-5"-cykunHnmungo-1',3',3'-tpumetuncnmpo-[2H-1-6eH3onupax-2,2'-nHa0nnH]

[MoBTOPSAOT METOANKY NpUMepa 4 3a TEM UCKIIOYEHNEM, YTO UCMONb3YIOT 2-MMOPOKCU-4-
meTokcmbeHsanbaerng (91 mr, 0,6 MMOMb) M CycneH3uto NonMMepa B rpaHynax BCTpSXUBaOT
npu 60°C 58 4 n 3atem 14 4 npu 80°C. Beixoa 7-meTokcu-5'-cykunHnmugo-1',3',3'-
TpumeTuncnupo-[2H-1-6eH3onumpan-2,2'-ungonunHa) coctasngaeT 82,1%.

Mpumep 26

5,7-OumeTokcn-5"-cykumHmnmngo-1',3', 3'-tpumetuncnmpo-[2H-1-6eH3onnpan-2,2'-nHaonmnH]

[MoBTOPSAOT METOAMKY NPpMMepa 4 3a TeEM UCKIIOYEHNEM, YTO UCMOMb3YIOT 2-rnapokcn-4,6-
anmeTokcubeHnsansaermg (240 mr, 2,0 MMOIb) 1 CYCNEH3MI0 NonMMepa B rpaHynax BCTPSIXMBaKOT
npu 60°C 24 4 n 3atem 11 gHeit npu 80°C. Buixog 5,7-anmeTokcn-5'-cykunHumngo-1',3',3'-
TpumeTuncnupo-[2H-1-6eH3onmpan-2,2'-ungonunHa) 96,8% unctotel coctaBnset 82,9%.

Mpumep 27

8-MeTokcun-6-HuTpo-5'-cykymHnmngo-1',3', 3'-tpumetuncnumpo-[2H-1-6eH3onupaH-2,2'-nHaonmH]

162 Mr pacuienneHHOro nonumepa B rpaHynax no npumepy 3b, coorsetctaytowero 0,14
MMOJ1b TEOPETUYECKON 3arpy3kn, ocTaBnAlT HabyxaTb B 3 min JM®A B atmocdepe azoTta Ha 1
yac, BCTpPAXMBAKOT ¢ 8-MeTokcu-5-HuTpocanuuymnansgerngom (83 mr, 0,42 mmons) npu 60°C 14
4. CycneHauto oxnaxgarT, MnNbTPYHOT Yepes CreYvYeHHbI CTEKMNSAHHbIN arfiomepaT, NPoOMbIBalOT
OMO®A (5x1 mn), octaenstoT B 3 mn JM®A Ha HOoub, CHOBa punbTpytoT U NpomMbiBatoT JMOA
(3x1 mn), TT® (3x1 mn), anxnopmeTaHoMm (3x2 mn) u TId (3x2 mn). K cycneHamposaHHoMy B 1
mn TF® nonumepy B rpadynax gobasnstot 1 mn 0,1 M pacteopa OBK B TT®, octaBnsoT Ha 10
4, bunbTpyoT U NpoMbiBatoT TI® (2x1 mn). MNpoueaypy BbiAeneHns NOBTOPSOT ABaXab!.
O6beanHeHHbIn TIP-pacTBOp NPOMYCKalOT Yepes KOPOTKYIO KONTOHKY C CUInuKarernem, anoupys
Tro, ona yaanennsa OBK. PactBopuTtene yaansaoT 1 OCTaTOK CyllaT B Bakyyme, noslyyvas BbIXO4
8-meToKCn-6-HNTPO-5'-cykumHummao-1',3',3'-Tpumetmncnnpo-[2H-1-6eH3onmpan-2,2'-
nugonunHal 104,6%.
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dopmyna nsobpeteHus
1. Cnocob nony4yeHus coegmHeHns - NPOM3BOAHOMO MHAONMHOCNMpoNMpaHa chopmynbl
0 RZ R3

rae R' osHavaeT C4-Cqg-ankun, kaxapiii u3 R? n R3 Hesasucumo o3navaeT C4-Cy-ankun, R*
03HayaeT BOLOPOA, MMAPOKCH, TPUXIIOPMETUH, TpudTopMeTun, dopmun, C4-C4-ankun,
ranoreH, C-C,4-ankokcu, HUTPO 1 X paBeH 1 unu 2,

BKIOYaIoLLMIA cTaanm

(i) nony4yeHnsa nHOoNMHa Ha NONUMEPHOM HocuTene opMynbl
REZ RS

ITT

roe R' osHavaet C4-Cqg-ankun, kaxablii u3 R% u R® HesaBncumo o3HauaeT Cq-Cy-ankur;
(ii) oB6paboTkKy HecyLLero MHAOMMH NOMMEPHOro HoCUTENS, rae AaHHbIN HOCUTErb
npeacTtaensaet cobown rmgpokcucmony, npu temnepatype ot 50 go 120°C, B MHEPTHOM
aTMocdepe, B TedeHue BpemeHu oT 14 yacos Ao 11 gHei, NpoM3BoaHbLIM canvumunansiernia
hopmynbl
CHO

% (RY) \Z:<
MOH
VI

roe R* o3HavaeT BofopoA, r1MApOKCH, TPUXIIOPMETUH, TpUdTOpMETUN,
cpopmun, C,-C,-ankun, ranoreH, C-C4-ankokcu, HUTPO 1 X paBeH 1 unm 2,

C nony4yeHMeM coeuHeHnsa nHaonuHocnuponupana popmynsl (1) n

(i) BbICBOBOXOEHNE COEAMHEHUA MHOONMHOCNuponupaHa dopmyrbl (1).

2. Cnocob no n.1, rae rmgpokcmMcmona npegcrasnseT cobor rmapoKCUMMETUNNONUCTUPONBHYIO
cmony, cmony Wang'a, cmony FrMOY-T3rA, cmony FrM®OB-BI'A, cmony MMOB-MBI'A nnmn nx
codeTaHus.

3. Cnocob no n.1, rae ucnonb3yT cMony ¢ pasmepamu rpaHyn okono 100-200 mew nnbo
okono 200-400 meLw.

4. Cnocob6 no n.1, rae Ucnonb3yT rMaPOKCUMETUNMNONMUCTUPONBHYO CMOMY UMW CMOMY
Wang'a ¢ paamepamu rpaHyn npnénuauntensHo 100-200 meLl, ¢ BLICOKOW 3arpy3KoMn.

5. Cnoco6 no n.1, 4ONONHUTENBHO BKIOYALWUA CTaauio NOyYeHUs HeCyLLLero MHA0MNMH
NMONMMEPHOro HocuTeNns NyTemMm

(i) o6paboTkn coeamHeHNs aMMHONHAOMHA hopMY bl
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RZ R3
H.N

I

Rl
v
rae R' osHauaet C4-Cqg-ankun, kaxapiii u3 R? n R3 HesaBucrmo o3Havaet C4-Cy-ankun,
AHTAPHBLIM aHrMAPUAOM;
(ii) o6aBneHnsa BnocneacTBUM K CMECU MapoKCMCMOrbl, Auusonponunkapbogmmmuaa v
anmeTunaMmmHonMpuauHa ¢ obpasoBaH1eM CycneHsum U3 rpaHyn nonumepa u
(iif) BCTpAAXMBaHWE CyCneH3Mn U3 rpaHyn nonMMmepa ¢ nonyyeHMem HecyLero MHAOMNUH
NONMMMEPHOro HocuTens.
6. Cnoco6 no n.1, 4ONONHUTENBbHO BKMOYAKLWUIA NonyYeHne HecyLwero MHAOMWH
NOMMMEpPHOro HocuTens nyTem
(i) BCTpsAxmBaHNS U3bbiTKa rMAPOKCUCMONbI C N3BLITKOM SSHTapHOro aHrMapuaa npu
TemnepaType nopsgka 60-120°C B TeveHne npnbnuantensHo 24-48 yacoB AN COeAMHEHNS
CMOfbl U AHTAPHOW KUCMOThI;
(ii) nocneaytoLwero oTMbIBaHUSA U30bITKA AHTAPHOIO aHrMapuaa u
(iii) obpaboTKM cMOnbl, COEOUHEHHOW C AHTAPHOW KACNOTON, 1-rmapoKCMOEeH30TPUa3onom u
OVIK npubnuantensHo npm 0-60°C 1 B MHepTHOM aTMocdepe 1 aMMHOMHAONMHOM chopMmynbl IV
RZ R3

H,N

I

Rl
IV
roe R' osHavaet C4-Cqg-ankun, kaxaplii u3 R2n R3 HesaBucrmo o3HavaeT Cy-Cy-ankun.
7. Cnoco6 no 1.5, JONONHUTENbHO BKMIOYAIOLLWIA CTaAUU NONyYeHUst COeanHEHMS
aMUHOWHIONMHA MyTeM BOCCTaHOBMEHWS MPOU3BOAHOMO HUTPOMHAONMHA POPMYIibl
RZ B

O,N

|
1
R vV

roe R' osnavaet C4-Cqg-ankun, kaxapiii u3 R? n R3 HesaBncmumo o3nauaeT Cy-Cy-ankun.
8. Cnocob no n.6, 4ONONHWUTENBHO BKIHOYAOLWNIA CTagun NoslyvyeHns CoOeAMHEHNs
aMUWHOVHAONMHA NMyTEM BOCCTaHOBIEHNS MPOU3BOAHOIO HUTPOUHAONMHA POPMYIIbI
RZ R3

O,N

|
1
R v

rne R' osHavaeT C4-Cqg-ankun, kaxapiii u3 R? n R3 HesaBucumo o3HavaeT Cy-Cy-ankun.
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