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(54) Ilpou3BoagHbIe 3aMeLIEHHBIX XHHOJUHOB M CNOCO0 MOJy4YeHHs 3-MeTOKCUMETHJI-7-
WIN 8-THAPOKCUXUHOJTUHA

(57) U3o0OpereHne OTHOCUTCS K 3aMEIICHHBIM XHHOJUHOBBIM TPOMEKYTOUYHBIM COCTUHCHHSIM,
HCIIOJIb3YEMBIM JUISI CHHTE3a TepOuInaa, a UMEHHO 2-(4-u30mponuii-4-MeTHII-5-0KCO-2-uMHU1a-
30JIMINHII )-5-METOKCUMETUITHUKOTUHOBOM KHCIIOTHI, U K CHOCOOY MOJIy4eHUS MPOMEXKYTOU-
HOTO COEJIMHEHHUS, TAKOIO0 KAaK 3-METOKCHUMETHWII-7- WU 8-TUIPOKCUXUHOJIUH, KOTOPOE MOMKET
OBITh UCTIOIB30BAHO JIJIsl CHHTE3a YKa3aHHOTo repounuaa. 2 ¢. u 8 3.1. ¢-nsl, 18 mp., 1 Tabm.

N300peTeHne OTHOCUTCS K 3aMEIIEHHBIM XWHOJIUHOBBIM MPOMEKYTOUYHBIM COEIUHEHH-
SIM, MCIIOJIb3YEMbIM Ul CHHTEe3a repOHMINAa, TaKoro Kak 2-(4-uzonponui-4-mMeTui-S5-okco-2-
UMUIA30JIUAUHII)-5-METOKCUMETHIIHUKOTUHOBOW KUCIIOTHI, U K CIOCO0Y MOTYUYEHHUS] IPOMEXKY -
TOYHOI'O COEIMHEHUs 3-METOKCUMETWII-7- WM 8-TMJIPOKCUXMHOJIMHA JJIsl CUHTE3a yKa3aHHOI'o
repounua.

N300peTeHne OTHOCUTCA K NMPOMEXKYTOYHBIM COEAMHEHHSM, MCIOJIb3yeMbIM JJISI CHH-
Te3a repOuImaa, 1 UMeroIMM Gopmyy:
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B3aUMOJICICTBUE, TOJIy4YeHHOro coequHeHus 111 ¢ TpeTUyHbIM aMUHOM, HE COJEpKaIIUM
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rae B npencrasnsier co0oil ranoreHu1 4eTBEPTUYHOIO aMMOHMSI; M B3aUMOJIEHCTBUE MOJyUEH-
HOTO coenuHeHus Gopmyinbl [V ¢ ocHOBaHHEM B METaHOIIE B 3aKPBITOM PEAKTOpE MPH TeMIepa-
Type B npenenax ot okoyio 120 mo oxono 180°C, B pe3ynpTare 4ero moydyaroT COCAMHEHUE
dopmynsl 1 6o coenunenue Gopmyiel [V moasepraroT peakimy ¢ OCHOBaHHEM B METAHOJIE B
IIPUCYTCTBUHU COJIM MEPEXOJHOT0 METaula IPU TeMmIeparype oT okojo 65 no okoso 180°C B
3aKpBITOM PEaKTOpE, B pe3yjIbTaTe YETo MOJIY4yaroT COeqUHEHHE GOopMyIIbl 1.

Coenunaenue 3-METOKCUMETHII-8-TUAPOKCUXUHOIMH MOXKET OBITh UCTIOIB30BAHO JJIS TI0-
Jy4YyeHHUs] MHTepMeauara, TaKoro Kak S5-METOKCUMETHII-2,3-TUpUIUHANKApOOHOBas KHCIIOTA,
KOTOpasi, B CBOIO OYEpE/ib, SIBISIETCS IPOMEXYTOUHBIM COEIMHEHUEM JUIsl CUHTE3a TrepOounua, -
2-(4-u3onponmi-4-MeTHI-5-0KCO-2 -UMHIa30JUTUHI ) -5 -ME TOKCUME THUTHUKOTHHOBOM
KUCIOTHI, onucaHHbIM B mmateHTe US Ne 5 334 576.

Bonee moapobHO M300peTeHHE MPOUIUTIOCTPUPOBAHO B HUXKECIEIYIOIUX MpuUMepax,
KOTOpBbIE, O/IHAKO, HE JIOJKHBI PACCMAaTPUBAThCS KaK OrpaHUYeHHEe 00beMa N300pEeTEHHS.

IIpumep 1. [TonyuyeHne anniaMpoBaHHOTO 8-THIPOKCH-3-METHIXUHOIMHA
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CMech XJIOpUCTO-BOAOPOIHON conu 8-ruapokcu-3-metwnxunonnHa (200 r, 1.02 M) u
runpokcuza Hatpus (102 1, 2.55 M) B 1000 mMa Boasl 00pabaTbiBalM YKCYCHBIM aHTHJIPUIIOM
(208 1, 2.04 M) npu Temnepatype 0-10°C Gonee ogHOTO Y, a 3aTEM MEPEMENIUBAIA B TCUCHUE
OJIHOTO 4 IpH KOMHATHOH Temmepatype. [locie nobaBieHus elre 4acTu yKCYCHOTO aHTHIpHJIA
(50 1, 0.49 M), monyueHHyI0 CMECh TIEpEeMEIINBAIH e1ie oauH 4. K 3Toif cmecu no karuie 100aB-
JISTM HaCBIEHHBIH OnkapOonat Hatpus (100 mur). HeouunmeHHbIH TPOAYKT COOMpaIH IMyTeM
dbunpTpany, TpoMbIBaJIM BoJ0K u/min B Bakyyme npu 60°C. Ilocne mepexkpucTainzanuu u3
STUIAIETaTa U renTana noxydanu 168.5 v (Berxoq = 82 %) BeriecTBa B BUAE OCNBIX UTOIBYATHIX
KPHUCTAJIOB.

CH, CH
- XCOCl 3
_.. "/
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CMech XJTOpUCTO-BOAOPOIHON conu 8-ruapokcu-3-metunxunonuHa (10 v, 0.051 M) u
tpudTIiIamuHa (15.5 1, 0.15 M) B 100 M1 meTmiieHxI0puaa oopadaTeiBasii OCH30MIXJIOPUIOM
(10.8 1, 0.077 M) npu temneparype 0-10°C B TeueHue OJHOIO 4, a 3aTEM NEPEMEIINBATN TPU
KOMHATHOW Temnepatype B TeueHue 3 4. [locrme moGaBneHHs BOJIBI, OTpaHUYEcKyio (Hazy
MIPOMBIBAJIM TPHU Pa3a BOAOH, a 3aTeM CyHIHIH cyibhaTrom maraus. [lociie BeImapuBaHus | Ii€-
PEKPHUCTAIUTH3AIMH U3 CMECHU TeITaHa/TOJIyoJIa TOTydald MPOJAYKT B BUJIE OJETHO-KENITHIX KPH-
ctayuioB (8.8 T, BeIXOa = 65 %).

AHaAJNOTMUHBIM CIIOCOOOM TMOJIy4add JpYyrue alujIupoBaHHbIE &-THJIPOKCH-3-METUII-
XUHOJIHUHBI.

Ipumep 2. [TonyueHue 4eTBEPTUUHON CONH
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PactBop 8-amerokcu-3-merunxuHonuna (168.5 r, 0.84 M), N-OpomocyKumumHUMHUIA
(NBS) (1779 r, 1.00 M), u 2,2'-a306ucuzodytuporutpuia (AIBN) (6.7 r, 0.04 M) B 1675 mn
XJIOpoOEH30J1a TpoAyBaiK a30ToM, HarpeBaym npu 80-90°C B armMocdepe a3oTa B TeueHue 2 d,
OXJIAKJAIH J0 KOMHATHOM TeMIleparypsl, a 3ateM ¢uibTpoBaiu. OuabTpar cMemuBaiu ¢ ame-
toHOM (700 M), oOpabateiBanu TpudTHiIaMuHoM (75.4 1, 1.28 M) npu 0-5°C, nocne yero, mne-
pememnBanu npu 5-10°C B Teuenue 30 MuH, a 3aTeM TP KOMHAaTHOM TEMIIEPAType B TEUCHHE
oaHOro 4, U ¢mibTpoBanu. Ocagok Ha (GUIBTPE MPOMBIBAIN ALETOHOM M CYIIWJINA B BaKyyMe
npu temnepatype 60°C, B pesynbrate uero nonydanu 180 r (obumii Beixoq = 63 %) Genoro
TBEPJOTO BemiecTBa. MakcuManbHbIN BbIXo ] gocturan 77 %.

W3 npyrux aunmivpoBaHHBIX §-alleTOKCH-3-METHJIXUHOJIMHOB MOJIY4Yald COOTBETCTBY-
IOII[UE YETBEPTUUHBIE COJIM C AHATIOTMYHBIMH BBIXOJIaMU.

W3meHeHus B yCIOBUSIX U CYIIECTBEHHBIX (haKTOpax JUIsl MOTYUYEHHs] YeTBEPTHUHOM COMH

1. PexoMeHlyeMbIM pacTBOPUTEIIEM SIBISETCS XJIOPOOEH30II.

2. Konnentparus arerara MOxeT cocTaBisaTh Bcero 0.2 r Ha 10 mMa pacTBopuTens Jau0o
OHa MOXeT JoXoAuTh 110 1 r Ha 10 M pacTBOpHTENs. DTa COJb, BEPOIATHO, MOKET OBITH U Oojee
KOHLIEHTPUPOBAHHOM, MOCKOJIbKY BCE€ PEareHThl SIBJSIOTCS PACTBOPUMBIMHU MPHU PEAKIIMOHHOU
TeMIIeparype.

3. Temmepatypy, 00bIuHO, orpanuuuBaroT auanazoHom 80-95°C. Ilpu Gonee HHU3KOM
TEMIIEpaType peakius 3aMeUIIeTcs, a Mpu TeMIepaType, MpeBbIIaoIel yKa3aHHbI BEpXHUN
IpeJies, BOSHUKAET MOO0YHAs peaKIusl.

4. KomnuectBo AIBN moxer coctaBisath oT 2 - 10 %.

5. Peakuuio ¢ TpUSTHUIIAMHHOM OCYIIECTBIISIFOT, OOBIUHO, MpHU TemmepaType oT -10 mo
10°C.

6. HcxonHoe coenuHeHHE, 8-THIPOKCH-3-METHIXHUHOIWH, HHTHOUPYET OpOMHUpOBaHHE.
[ToaTomy ero conepkaHue JOHKHO ObITh OTPAHUYEHO KOJMYECTBOM, COCTABIIAIOIIMM MEHee S5
%.

7. bpomupoBaHue ocymiecTBIsAIOT B arMmocdepe azora. Kuciaopon MoxeT 3aMeiiarh
peaxIuio.

Hpumep 3. [Tonyuenue §-ruIpoKcu-3-METOKCUMETUIXUHOINHA
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PactBop (8-ameTokCMXHUHOIMH-3-11) MeTuATpuMeTuaammonust opomuaa (80 r, 0.24 M)
B 15 %-HOM MeTOoKcuae Hatpus B MetaHose (250 r, 0.69 M) narpesanu npu 120°C B peaktope
IO/ IaBJICHHEM B TeueHue 18 4, a 3aTeM KOHUEHTPUPOBAJIN MPU NOHMKEHHOM AaBieHuu. Ocra-
TOK pazbarisiiu Bojoi, pH goBoaunu no 7-8 u punstpoBanu. Ocanok Ha GUIBTPE MTPOMBIBAIH
BOJOW M cymmid B Bakyyme npu 60°C, B pe3yapTaTe 4Yero mojiydald TBEPAOE KEITOBATO-
KopuuHeBaToe BemiecTBo (40.63 r, Beixon 91 %).

B npumepax 4-17 npowsuirocTpupoBaHa peaklus METOKCUIMPOBAHUS C UCIIOJIb30BAHUEM
Pa3TUYHBIX YCIOBHM. Pe3ybTaThl mpuBeaeHBI B Ta0IUIEe. METaHOJIBHBINA pacTBOp OpOMHUIA YET-
BEPTHUYHOTO aMMOHUS M 3 SKBUBAJICHTOB OCHOBAHMUSI, HEO0S3aTENbHO B MIPUCYTCTBUM KaTaau3a-

4
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TOpa, HarpeBaju B 3aKpbITOM peakTope mnpu 65-180°C B Teuenue 16-96 4 u KOHIIEHTPHUPOBATIHU
MpU NOHWXEHHOM JaBieHnu. Octatok pazBoauiu Boaou, pH moBoaunu g0 7-8 u GuiabTpoBaIH.
OcraTok Ha GUIBTPE MPOMBIBAIIA BOJIOM U cymmin mpu 60°C B BakyyMe, B pe3yJIbTaTe Yero I1o-

Jy4dain )KGHTOBaTO-KOpI/IQHeBaTHﬁ TBepI[BIﬁ MMPOAYKT.

Tabnua
[Tpumepsl Ycnosus Bpewms (1) Beixon, %
4 0e3 karanuzaropa, NaOMe, 65°C 31 4
5 6e3 katanuzaropa, LiOMe, 65°C 31 50
6 5 % CuSO4, NaOMe, 65°C 31 65
7 10 % CuSO4, NaOMe, 65°C 22 94
8 10 % CuSO0., K,COs3, 65°C 96 73
9 50 % CuSO,, K»COs, 65°C 47 98
10 5 % FeSO0,, K,COs, 65°C 96 67
11 10 % ZnCl,, NaOMe, 65°C 20 38
12 1-2 % CuSOs, KyCO3, 150°C 22 69-91
13 1-2 % CuSO,, NaOMe, 120°C 17-21 ~ 80
14 0e3 karanmuzaropa, 13 % NaOMe, 120°C 19 73
15 0e3 katanmuzaropa, 15 % NaOMe, 120°C 18 74
16 0e3 karanuzaropa, NaOMe, 150°C 17 73
17 0e3 karanuzaropa, NaOMe, 180°C 16 69
18 6e3 katanuzaropa, K,COs, 150°C 16.5 65

Ecnu B popmyne IV X = Ph, To HeouneHHbIH KOHEUHBIA IPOIYKT C BBIX0OJI0M 82 % mo-
Jy4yaJy NOocje HarpeBaHMs YETBEPTUYHON COJM ¢ KapOOHATOM Kallis B METAaHOJIE B TeueHue 18
g nipu 150°C.

Ecnu B popmyne IV X = OMe, To HEOUnIIeHHbIN KOHEUHBIH NPOAYKT ¢ BbixoaoM 90 %
MOJTy4Yajy Mociie HarpeBaHUs YeTBEPTHUUHOM coiiu ¢ KapOOHATOM KaJlus B KHIISILIEM METaHOJIE B
npucyrctBud 10 % CuSO, B Teuenue 22 u.

V3MeHeHus B yCIOBHSX U CYIIECTBEHHBIX (PakTOpax Jyis MPOBEACHUS PEaKIUd METOKCH-
JUPOBAHUS.

1. Conu nepexoAHbIX METAJUIOB, KOTOPbIE MPEJICTABISAIOT COOOH, HO HE OIrPAaHMYMBAIOTCS
umu: CuSOs, FeSO4, ZnSO,, ZnCl,, kaTann3aTopsl peakiui.

2. TemmepaTypa peakiuu MoOXeT BapbupoBaTthcsi oT 65 g0 180°C. bosee BbIcOKas
TeMIIepaTypa MOXKET BbI3bIBaTh MOOOUYHYIO peakiuto. [Ipu Gosee HU3KON TemrepaType peaxius
MO>KET MPOTEKaTh OYE€Hb MEJJIEHHO.

3. IlpeanouTuTenbHBIM PAaCTBOPUTENIEM SIBIISIETCS METaHOJ. B KauecTBe pacTBOPUTEINS
MOTYT OBITh McTIONIb30BaHbl AurauM win JIMCO Bmecte ¢ NaOMe.

4. Jlna naHHOW peaklyu, MPEANOYTUTEIbHBIMA OCHOBAHUSMU SIBIISIFOTCSI METOKCHUJ Ha-
Tpus U KapOOHAT Kajusi, XOTS INPH OMNpPEENICHHBIX YCIOBHSX, HalpuUMep, MpPU MOBBIIICHHOM
TeMIIepaType, MOTYT OBbITh HCIOJb30BaHbl M Apyrue ocHoBaHus, Takue kak LiOMe, KOMe,
Ca(OMe),, Mg(Ome),, NaHCOs;, Na,COs;, KHCO;, CaCOs, MesN, EtsN u nupuaun. dakruye-
CKH, peaKIsi MOKET OBbITh OCYIIeCTBIeHa 0e3 100aBleHUs] OCHOBAHUSA, MOCKOJIBbKY OCHOBAaHHE
(MesN) mpomyupyercst B Ipoliecce peakiiim.

5. KonneHnrpamusi He MMeeT pelaroniero 3HadeHus. Hambosee BbICOKash M3 HUCHOJb-
3yeMbIX KOHLEHTpauui coctaBisgeTr 15 % NaOMe wnu 3 r dyerBepTuuHOM conu Ha 10 mi me-
TaHOJIa, & camasi Hu3Kasi KOHLeHTpalus cocrasiseT 0.2 r yeTBepTu4HOM conu Ha 10 Mi MeTaHoO-
na.
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®opmysia u300peTeHu
1. [Ipou3BoIHBIE 3aMEIIEHHBIX XMHOJINHOB 001Iel (hOpMYyIIbL:
5 4

rae X - npssmoi uinu pasBerBieHHbINA (Ci-Co) ankun, ¢penunn, -O-(C-Cy) mpsiMOi WM pa3BETB-
neHHbIl ankui, Y-N-Z, rae Y u Z He3aBUCUMO MpPeJCTaBiIsIoT coboil H, npsamoit uiu pa3BeTs-
nennbiit (Ci-Co) ankun yiu enu,
B - 6pom unu XJ1op WM raloreHu 1 4eTBePTUYHOTO aMMOHHUS.

2. Coenunenue no 1. 1, rne X - CH; B 8-M monoxenun, B - 6pom unu 6poMu 4yeTBep-
TUYHOTO aMMOHHSI.

3. Coenunenne mo 1. 1, rne X - ¢penmn, a B - Opom mimu OpoMuj 4ETBEPTUUHOTO aM-
MOHUSI.

4. Coenunenue 1o . 1, rae X - TpeT-OyTrin, a B - 6poM mimm 6poMut 4eTBEPTUIHOTO aM-
MOHWUS.

5. Coenunenue 1o 1. 1, rae X - OCH; B 8-M nonoxenun, B - 6pom.

6. Coenunenne mo 1. 1, tie X - OCHj3, B - OGpoMu 4eTBEpTUYHOTO aMMOHHUS.

7. Crioco6 monyyeHHus 3-MEeTOKCUMETHII-7- WX 8-THIPOKCUXUHOIUHOB (POPMYIIBIL:

@,

(D),

14
rae X - npsiMoit miun pa3BerBiaeHHbIN (Ci-Cg) ankwmi, ¢enun, -O-(C-Cs) npsimoit
WM Pa3BETBICHHBIA ankui, win Y-N-Z, tme Y ¥ Z He3aBUCHMO MPEACTaBISIOT coboil H,
npsiMoit min pa3BeTBieHHBIN (Ci-Cg) ankwmn wiu GeHwI1, MoBEpraroT B3aUMOJICHCTBHIO C PaJIU-
KaJIraJOTeHUPYIOLUM pPEareHToOM, Ie TajJloreHOM SBIseTcS OpoM WU XJIOp, MOJIYyYEHHOE CO-

enuHeHue (HopMyJIbl

(I11)

MOJBEPratoT B3aUMOJEHCTBUIO C TPETUUHBIM aMUHOM, HE COJEPKALIUM PEaKIIHOHHOCIIOCOOHBIH
B-Bomopon, ¢ moryueHHeM COeTUHEHUS (OPMYITbI

V),
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rie B - ramoreHua 4eTBEpPTUYHOTO aMMOHHA, C MOCIEIYIOIUM IOJyYEHHEM COEIUHEHUS
dopmyibl 1 B3aumoaeiicTBueM coequHeHus GopMyJibl 4 ¢ OCHOBAHMEM B METAHOJIE B 3aKPHITOM
peaxkTope Ipu TEMIIEpAType B MpeAenax oT, okoio, 120 1o, okono, 180°C unu npu Temmneparype
B MPEJENax OT, OKoJo, 65 10, okoiso, 180°C B MpUCYTCTBUU COJIM MEPEXOIHOTO METAJLIA.

8. Crocob 1o n. 7, oTnuyarwomuics TeMm, yTo B coeaquHenuu 1 OH rpynma Ha-
XOJOUTCSI B 8-M IIOJIO)KEHHHU, B KAuy€CTBE PaJUKAITAJIOIEHUPYIOIIEr0 areHTa HCHoJb3yroT N-
OpOMCYKIIMHUMHU/I, B Ka4eCTBE TPETHUHOTO aMHHa MCIOJIb3YIOT TPUMETHIAMUH, U COETUHEHHE
4 B3aMMOJEICTBYET C METOKCHJIOM HaTpusi B MeTaHose B npucyrctBuu CuSO,4 npu temmepary-
pe oT, okoJjo, 65 10, okoso, 180°C.

9. Crtoco0 1o 1. 8, OTIHYAKNIUHCS TEM, YTO PEAKIUIO, B KOTOPOU coeauHeHue |
MIOJTy4aroT U3 COEIMHEHUS 4, OCYIIECTBIAIOT NpU Temneparype okosno 65°C B IpUCYTCTBUM
CuSOs.

10. Cnoco® mo m. 7, OTAHMYAOIMUINCSA TeM, YTO B Ka4eCTBE PaJHKaI-TaIOTCHUPY-
IOIIETO areHTa UCHOIb3YI0T N-OPOMCYKIIMHUMUJ, B Ka4eCTBE TPETUYHOTO aMUHA HCIIOJB3YIOT
TPUMETHJIAMUH U COEAMHEHHE 4 TMOJABEepraroT B3aWMOJAEUCTBHUIO C METOKCHJIOM HAaTpusi B Me-
TaHoJe Tpu Temmeparype okojo 120°C.

CocraButenb onucaHus Caprazakos K. /1.
OTBETCTBEHHBI 3a BBIITYCK Apwunos C.K.
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