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(57) Abstract:

FIELD: new for production of
4-methoxymethyl-2,3,5,6-tetrafluorobenzenemethanole
useful as synthetic intermediate for insecticide
compounds.

SUBSTANCE:
interaction of
2,3,5,6-tetrafluoro-1,4-benzenemethanole with
inorganic base in water, followed by b) addition of
dimethyl sulfate and water-immiscible organic solvent

claimed method includes a)

selected from group, containing hydrocarbons and
ethers, to reaction mixture; or a) interaction of
2,3,5,6-tetrafluoro-1,4-benzenemethanole with
inorganic base in water and water-immiscible organic
solvent selected from group, containing hydrocarbons
and ethers, followed by b) addition of dimethyl
sulfate to reaction mixture.

EFFECT: selective method for
manufacturing of high-purity target product.
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Ob6nacTb TeXHMKM

[aHHoe n3obpeTeHune OTHOCUTCA K crnocoby nosly4yeHus
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeH3onmeTaHona nocpeacTsom CeneKkTUBHOro
MOHOMeTUnNupoBanua 2,3,5,6-tetpadtop-1,4-6eH3ongmMmetaHona.

Mpeanockinkn n3odpeTeHns

Mpexne ObINO M3BECTHO, YTO OnpederieHHble CIOXHO3MUPHbIE COEAMHEHUS, B KOTOPbIX UX
cnupToBass 4acTtb aBndetcs  4-meTokcumeTun-2,3,5,6-teTpadpTopbeH30rIMeTaHoNoM,
OEeMOHCTPUPYIOT NMPEBOCXOAHOE MHCEKTULMAHOE AencTBue, YTo onucaHo B EP-54360A. MN3BecTeH
onpegeneHHbln  cnocob nony4veHus 4-meTokcumeTun-2,3,5,6-teTpadyTopbeH3onMeTaHona,
KOTOpbIV NPeACTaBNEH HA CXEME HUXE:

F F F F
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Tak kak B Ka4yeCTBe WCXOAHOro marepuana ucnonbayoTt 1,2,4,5-tetpacdTopbeH3on u aee
OyHKUMOHAmNbHbIE  TPYMMbl  METOKCUMETUMBHOW  Tpynnbl M TMOPOKCMMETMUITbHOW  rpynnbl
OeH30MbHOro KomnbLa Mnony4valT OTAEeNbHO, YKas3aHHbIM Bbie crnocob wumeeT 6onblioe
Konu4yecTtBo ctaguin. NoaTomy gaHHbINM cnocod He NoaxoAnT AN 3KOHOMWUYHOro NPou3BOACTBaA B
NpoMbILLNIEHHOM MacLuTabe.

B HacTosllLee Bpemsi cyLlecTByeT NoTpebHOCTL B pa3paboTke nonesHoro cnocoba nonyyvyeHus
4-meTokcnmeTnn-2,3,5,6-tetpacdTopbeHsonmeTaHona.

KpaTkoe onuncaHvne n3obpeTteHus

B paHHbIX o0bOCTOATENLCTBAX B KayecTBe WCXOAHOro Martepuana 6bin BbiOpaH
2,3,5,6-teTpacdTop-1,4-6eH30NAMMETaAHOS, KOTOPbIA NErko [OCTYMNeH, Tak Kak OH WMeeT
CYMMETPUYHYIO CTPYKTYPY M MOXET ObITb NIErKO Nosy4veH, 1 6bin paspabotaH cnocob nony4yeHns
4-meTokcnmeTun-2,3,5,6-teTpadpTopbeH3onMeTaHoIa MOHOMETUITMPOBAHMEM.

O6bl4HO [OOBONMBHO CMOXHO MOfyYaTb MOHOANKUINPOBAaHHOE COEAMHEHWE C  BbICOKUM
BbIXOAOM, MCMONb3ys COeOUHEHWE, WMelollee [OBE TMOPOKCU Tpynnbl, KOTOPbIE WMET
OLMHAKOBYK peakLMOHHOCMOCOOHOCTb, B Ka4yecTBe WCXOAHOro BeulecTBa. [lonyyeHue
MOHOArKUINPOBaHHOIO COEAUHEHUS MOXET COMpOBOXAATbCs MOOOYHOW peakuuen, AatoLlen
ONankMnMpoBaHHOe  COeAMHEeHWe B pesyfbTaTe  JanbHenwero  ankuinpoBaHus
MOHOAsKUINPOBaHHOIO CoeauHEHMS.

o

HO MeO

F F F COMe
F F P

ABTOpr AaHHOoro M306peTeHMﬂ Cepbe3HO n3y4yanm ycnoBus CeJieKTuBHOro

MOHOMeTUnNupoBanua 2,3,5,6-tetpadTop-1,4-6eH3ongumeTaHona, U B pesyrnbTate 6bin HageH
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cnocob nonyyeHus 4-metokcumeTun-2,3,5,6-tetTpacdTopbeHzonmerTaHona ¢ BbICOKUM BbIXOAOM,
COCTaBNAOLLNNIA AaHHoe n3obpeteHue. MonyyeHHbIN
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeH30NIMETAHON MMEET OTHOCUTENBbHO BbICOKYHD CTEMNEeHb
YUCTOTbI N MOXET BbITb NPOCTO OYULLIEH KpUCTannusauuen us pacteBopa unv AUCTUNNSUMEN C
BbICOKMM BbIXOA4OM. MO3TOMY AaHHbI cnoco® NoaxoauT AMis MPOU3BOACTBA B MPOMbILSIEHHOM
mMacTabe.

CnepoBaTtenbHo, gaHHoe  u3obpeTeHne  npeacraBnsieT  cnocod®  nonyyeHus
4-meTokcumeTun-2,3,5,6-teTtpadpTopbeH3onmeTaHona  (ganee 00603HAYEHHOrO Kak  LeneBoe
coefMHEHNE), KOTOPbIA BKITKOYAET i) B3aumogenctene 2,3,5,6-teTpadptop-1,4-6eH3ongnmeraHona
(manee 0603HAYEHHOrO Kak MCXOQHOE COEAMHEHME) C HEOPraHMYeckMM OCHOBaAHWEM B BOAE, U
3aTem ii) pobaBneHve aumeTuncynbgata M HeCMeluMBaloWerocsi C BOAOW OpraHWYecKoro
pacTBoOpuTens, BbIBpaHHOTrO M3 rpynnbl, COCTOSILEN U3 YITIEBOAOPOAOB M MPOCTbIX 3¢hMpoB, K
peakLMoHHOW cmecu. [pyrm acnektoM AaHHOro M300peTeHus siBnseTcsl cnocob nonyyveHus
Lenesoro COeaNHEHUS, KOTOpbIM BKMOYaeT i) B3aMMonencTeme
2,3,5,6-TeTpacdTop-1,4-6eH30namMmeTaHona ¢ HeopraHM4eCckMM OCHOBaHMEM B BOAE W YKka3aHHOM
HeCcMeLUMBaLWMMCA C BOAOW OpraHUM4eckoM pacTBopuTene, u 3ateMm i) pobaBneHue
anmeTuncynbdaTa K peakLnoHHON cMecH.

MoagpobHoe onncaHne n3obpeTeHns

[aHHoe n3obpeTeHne BKMOYaeT cnegyowme Ase Ctaguu.

MepBas crtagms: Bsaumopenctene 2,3,5,6-teTpadptop-1,4-6eH3onanmeTaHona ¢
HEeopraHM4eckum OCHOBaHMEM B BOAe W, HeobsizaTenbHO, HEeCMEeLLMBaKLWMMCA C BOOOM
OpraHM4yeckom pacTtBopuTerne, BblbpaHHOM K3 rpynnbl, COCTOSILLEN U3 YrNEBOAOPOAOB U MPOCTbIX
achupos.

BTtopas ctagus: lMonydeHne ueneBoro coeamHeHus gobaBneHnem AuMeTuncynbdaTa W,
HeobsA3aTeNbHO, YKa3aHHOMO HEeCMeLUMBAalOLLEroca C BOLOW OpraHMYeckoro pacTtBOpuTEns K
peaKkLMOHHOW CMecH.

Ha BTOpoOW cTagmm peakuuio crnegyet NpoBoAUTb B NPUCYTCTBUM BOAbI M HECMELLMBAKOLLErocs
C BOLOM OpraHn4yeckoro pacteoputens, BbiIGpaHHOro U3 rpynnbl, COCTOsILLEN N3 YyrNeBO4OPOSOB U
npoctbiX 3dupoB. [lpMmepbl HeCMeLMBaKOLWNXCA C BOAOW OpraHMYecKUx pacTBopuTenen
BKMIOYAKOT apoMaTMyeckme YrreBoAopOAbl, TakMe Kak TOnyon W Kcunon, anudartmyeckme
yrneBoaopoabl, Takme Kak rekcaH u rentaH, 1 NpocTble 3dupbl, Takne Kak TpeT-0yTunmeTunoBbIn
adomp.

MepBaga cTagusa cumMTaeTcsd cTaguen NofyvyeHus conu UcxogHoro coegmHeHnsa. OBbIMHO OHa
npeacrtaesnseTr cobon, Hampumep, MOryYeHWe COnMM WMCXOL4HOro coeuHeHust aobaBreHnem
NUCXOOHOro COeAMHEHUsI B BOAHbIA PacTBOP HEOPraHU4EeCKOro OCHOBaHWUS U CMELLUMBAHUEM WX,
UnNu OMCNeprupoBaHNEM MCXOOHOrO coeauHeHUs B Boae, 40DaBNeHNEM K HEMY HEOPraHU4eCKOro
OCHOBaHM1s 1 CMELUMBAHNEM.

MpyMepbl HeopraHM4Yeckoro OCHOBaHMS, MCMOMb3yeMOro Ha NepBOM CTaguu, BKMKYaoT
rMapoKCUAbI LWENOYHbIX MeTanoB, Takne Kak rmapokcug HaTpus u ruapokcma kanud. Konvyecteo
HeopraHNM4eCcKoro OCHOBaHMs!, UCMNOSIb3yeMOe Ha NepBON CTaguun, cocTaBnseT oanH unu Gonee
MoOnen, npeanoyTuTenbHo 1-2 mMoner No OTHOWEHMI0 K 1 MOMK MCXOAHOro COeAUHEHUS.
KonuyectBo BOAbI, UCMOMNb3YEMON B KayeCTBE PaCTBOPUTENS peakuuun, COCTaBNAET OOHY WIu
©onee mMaccoBbIX YacTen Mo OTHOLLUEHUIO K OOHOW YacTU UCXOOQHOro COeANHEHUS, N KONNMYEeCTBO
BOAbl MpeAanoyYTMTenbHO cocTaBnsieT 3-5 MaccoBbIX YacTen AOns OOCTUKEHUS XOpoLuewn
pacTBOPUMOCTU COSM UCXOAHOrO coeamMHEHMS 1 0O BEMHON NPON3BOANTENBHOCTN.

Temnepatypa peakumm npegnovtuTensHo coctaenset ot 15°C go 65°C.

OaHMM 13 NpeanoYTUTENBHBLIX YCIOBUA ABMSETCSA TO, YTO NepemeLlvBaHne Ha NepBon cTagun
npoBoAAT A0 Tex Mop, noka 6onblias 4YacTb WMCNONb3YyEMOr0 WMCXOAHOrO COEOUHEHUs1 He
NpeBpaTUTCH B COMb MCXOAHOrO coeguMHeHns. B 3ToM criydae OKOH4YaHMeM NepBOK CTagumn MoxeT
CUMTaATLCA MOMEHT BPEMEHW, B KOTOPLIN MUCXOOQHOE COEAMHEHWE Mcye3aeT W BOAHbIA pacTBOp
CTaHOBUTCS Npo3padHbiM. Bpemsi peakumm 3aBucUT OT TemnepaTtypbl peakuunm u macwrtaba
peakuun, Ho 0BbIYHO OHO cocTaBnsieT oT 15 MuHyT fo 20 yacos.

PactBopuTenb, MCNoNb3yemblii Ha NEPBON CTagun, SBNSETCS BOLOW WM CMEChbIO BOAbl U
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apyroro pacteoputend. Ecnu wucnonb3yetcss Opyron pacTBopuTeNb, TO pPacTBOpPUTESb
NpeanoyTUTENbHO ABMSETCA HecMeLMBalLWUMCHA C BOAOW OpraHMYecKMM pacTBopuTenem,
BblOpaHHbIM M3 rPyMnbl, COCTOSALLEN U3 YrMeBOoAOPOAOB U MPOCTbiX 3a¢mpoB. Ecnv Ha nepson
cTaguu ncnonb3yeTcs YrneBogopos WM npocTtor adup, TO HET HeobxoaumocTn [o6aBnATb
yrnesoaoposa Unm NpocTon admp Ha BTOPON cTaaun.

MonyyeHHas cMecb COMM UCXOOHOIO COEAMHEHMSI MOXeT ObiTb MCMoMnb3oBaHa Ha BTOPON
cTaguMm Kak ecTb. [pyrMmm cnoBamu, Ha BTOpOM CTagum MoXeT ObiTb MCMNOMb30BaHa
peakumoHHass cmecb. [lpumepbl conen npeacTtaBneHbl MOHOHATPUEBOW COMbKO UMK
MOHOKarnvMeBoW COnMbHO.

Btopasa crtagus npegctaBnser cobon OObIMHO MOMyyYeHue LeneBOoro COoeAVHEHUS
nobaBneHnem gumeTuncynbarta u HeCMeLIMBAaKOLLErOCHA C BOAOW OPraHN4eCcKoro pactsopuTens,
BbIOPaHHOrO U3 rpynmnbl, COCTOSALEN W3 YrNeBOAOPOAOB WM NPOCTbIX IUPOB K peaKkLMOHHOM
cMmecn. Ecnu peakumoHHasi CMecCb yKe COAEPXUT YKasaHHblI HecMeLuMBaloLWMACA C BOOOW
OpraHn4yecKkuii pacTBOpUTENb, BTOpasi CTaauMs MOXET 3akn4yatbcs B o06aBneHuM TONbKO
anveTtuncynbdata. Btopas cragua MoxeT npeactaBnaTb COOOM B3aMMOOEWCTBME CONMU
WUCXOOHOMO COeAMHEHus C  AaumeTuncynbdartomM B BoAe B MNPUCYTCTBUM  YKa3aHHOMO
HecMeLUMBaloLLEerocs ¢ BOAOW OpraHN4eckoro pacTBopuTens.

KonuyectBo auMmeturnicynbdaTa, Ucnonb3yemoe Ha BTOPOW CTaguw, COCTaBNAeT OOUH Wi
bonee monen, npegnodTUTENLHO 1-2,5 Monen No OTHOLIEHMIO K 1 MO0 MCXOOQHOIO COeaUHEHUS.
Mpeano4ytnuTenbHo, 4TOObLI 3Ha4veHMe pH BogHok dasbl coctaensano 10 wnm Gonee, Gonee
npegnoytutensHo 13 unu 6onee, B TakOM Crlydae peakuusi BTOPOW CTagun XOpPOLLO npoTekaeT
npyv NPUMEPHO KOMHATHOW TemnepaTtype. XoTda 3HadeHne pH BoaHbIM dhasbl peakLMoOHHON cMecu
MOXeET BbITb HKE B 3aBUCUMOCTU OT KONUYECTBa HEOPraHNM4eckoro OCHOBaHWS, UCNONb3yeMoro
Ha nepBon cTaguu, AobaBneHne HeopraHM4Yeckoro OCHOBaHWS UMM ero BOAHOMO pacTBopa MoXeT
COXpaHuTb 3HayeHue pH BogHOro cnod B MpeanoyvYTUTENbLHOM WHTEpBane, KOTOpbld OnucaH
BblLLE.

KonuyectBo HecmeluBaemMoro ¢ BOAOW OpraHM4eckoro pacTBopuTens cocTaBnseT OAHY Unu
bornee MaccoBbIX YacTen NO OTHOLLEHWUIO K OOHOW YaCTu MCXOOHOIO COEAUHEHUS, UCMOMb3YEeMOro
Ha nepBoi cTaguu. KonuyectBo BOAbl, UCMONL3yeMOW B KayeCTBE pacTBOPUTENS peakuumu,
coctaenseT ogHy unum 6onee MaccoBblX YacTel MO OTHOLUEHWO K OAHOW 4YacTu WUCXOAHOro
coefMHEeHNd, NCNoMNb3yeMoro Ha nepBoKr CTaguu, N BoAy, UCNONb30BaHHYKO Ha NepBoin cTaguu,
NCNONb3YIOT KaK TaKkoBYHO.

Temnepatypa BTOpon ctagum o6bivHO cocTaBnsieT oT 0°C go 100°C, npegnoyTutTensHO, OT
15°C po 65°C.

Ha BTOpoOK cTaguv npegnoyvTUTeNnsHO MPOBOAUTL PeakuMio Mo CYLWeCTBY Mpu OTCYTCTBUM
YeTBEPTMYHON aMMOHMEBOW COMM B peakunoHHoW cucteme. [lobaBneHune 4eTBEpPTUYHOM
aMMOHMEBOW COMNU K JaHHOW peakLMOHHOW CUCTEME MOBbIWAaeT KONMYecTBO AUMETUNNPOBAHHOMO
noboyHoro npoaykta 1,4-gu(metokcumetunn)-2,3,5,6-tetpadtopbeHsona (nanee ob6o3Ha4eHHOro
Kak nobo4HOe coeavHeHue). YkasaHHas Bbllle YeTBepTU4Has aMMOHMEeBasi CONb SABMsETCS
4YeTBEPTUYHON aMMOHUEBOMW COMblO, UCMOMb3YEMOW B peakuum cuHTe3a Ob6blMHO B KayecTBe
MexdasHOro katanusatopa, ee npumepamm sSBnATCa dpomua TeTpabyTnnammoHus, Xnopua
TeTpabyTunaMmmMmoHus, xnopug G6eH3nNTPMMEeTUNaMMOHMKS, xnopug OeH3UNTPUITUNaMMOHUS |
OpomMuA LeTUATPUITUIAaMMOHKS.

Bpemsa peakunyn BTOpOW CTaguu Takke 3aBUCUT OT TemnepaTypbl peakumm n MacwTtaba
peakuun, Ho 0BbIYHO OHO cocTaBnsieT oT 15 MuHyT fo 20 yacos.

lMocne npoBefeHUs peakuun peakuMoHHY CMECh BbIAEPXKMBAIOT, CMOW HECMELUMBAKOLLErOCH
C BOOOM OpPraHW4Yeckoro pacTBOPUTENS OTOENSAT U OPraHWYecKUi Criol KOHLUEHTPUPYKT C
nonyyeHvemM uUeneBoro coeavHeHus. [anee, BOAHbIA CrOW MOXeT ObiTb 3KCTparMpoBaH
OpraHMyecknm pacTBOpUTENEM C BbldeneHneM LeneBoro coeguHeHus ansa nonyyeHusi BblICOKOro
Bbixoda. [pn npoBedeHUM 3KCTpakuuu NpeanoyTuTernbHO, Y4Tobbl 3HadYeHMe pH BogHoOro cros
COCTaBNANo 3 nnNn MeHee Ans OOCTMXEHUs appekTUBHON aKCTpakuuu. MNMprmepsl opraHnyeckmx
pacTBopuTenein, Mcnonb3yeMblX ANA SKCTPaKLMK, BKMOYaKT apomaTuyeckue yrneBoaopoAbl,
Takme Kak TONyon M Kcunosn; anudatuyeckue YrrneBodopodbl, TakMe Kak rekcaH W renta;
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npocTble 3upbl, TakMe Kak TpeT-OyTUNMeTUNOoBbIN 3up; CrnoxHble 3dupbl, TakMe Kak
aTunauetaT n 6ytTunaueraT; u ux cmecu. Cnom opraHM4ecKoro pacTBopuUTENS, NOfyYeHHbIe npu
pasgeneHum u aKCTpakuuu, MoryT 6biTb 0ObeAuHEHbl U CKOHLEHTPUPOBaHbI C MOMyYeHUeM
LeneBoro CoeAnHeHus.

LleneBoe coeauHeHve MoOXeT OblTb O4YMWEHO MO OOblYHBIM MeToaMKaMm, TakuM Kak
KpucTannmsauus M3 pactsBopa, Avctunnsaums u tak ganee. OcobeHHO KkpucTtannu3auusa us
pacTBopa MOXeT [faTb LeneBoe CoeAWHEeHMEe, WUMEIoLee BbICOKYD CTerneHb YUCTOTbl Mpu
BbICOKOM BbIXO4€, TaK Kak AaHHbI crnoco® OaeT OTHOCUTENbHO BbLICOKYHD CTeMNeHb YUCTOThI
LeneBoro coeAHeHus.

MpuMepbl pacTBOpUTENS, UCMNOMbL3YEeMOro AN Kpuctannusauuu, BKMAYalT apomMaTundeckue
yrneBogopoabl, TakMe Kak TONyors 1 KCUNon; anvdaTtnyeckne yrneBogopoabl, Takme Kak rekcaH u
renTaH; NpocTble 3UPbI, TaKMe Kak TpeT-0yTUNMeTUnoBbIn 3Up 1 TeTparnapodypaH; CNoXHble
adupbl, Takne Kak aTunauetart u byTunaueTar; CnMpTbl, TAKMe Kak MeTaHos, 3TaHos, NponaHon,
2-nponaHon, 6ytaHon u TpeT-OyTWNOBbLIN CNUPT; OpPraHUYecKne KUCMOTbl, TakMe Kak yKCycHas
Kucnota, TPUMPTOPYKCYCHas KMCNoTa UM MypaBbWHAs KUCMOTa;, U BoAdy; U ux cmecu. [lpwu
Kpuctannmsaumm nobovyHoe CcoedMHEHue, KOTOpPOE MPUCYTCTBYET B HEOYULLEHHOM LiefeBoM
COeaNHEHNN B HE3HAUUTENbHbIX KONMYEeCTBax, MOXeT ObITb yaarneHo NpakTU4eckn NOfHOCTbIO.

NcxopHoe coepmHenune, 2,3,5,6-TeTpadTop-1,4-0€H30N1OMMETAHON, MOXET ObITh MOMY4YEHO NO
MeTOoANKe, PacKpbITOM B onncaHmm nateHTa Bennkobputanmm Ne2127013A.

Mpumepsl

[anee HacTosiwee uzobpeteHne 6Gonee nogpobHO OOBLACHAETCH C NMOMOLLBI NPUMEPOB
nony4eHns N cpaBHUTENbHBLIX NPUMEPOB, OOHAKO HacTosee usobpeteHne He orpaHn4MBaeTCH
AaHHbIMW NpUMepamu.

Mpumep nonyyeHus 1

B peakuMoHHbIn cocya, KOTOpPLIM 3anofiHeH a3oToM, nocrneaoBartenbHo 3arpyxatoT 5,00 r (23,1
mmone) 2,3,5,6-teTpadptop1,4-6eH3ongmmetanona, 15,00 r sogbl u 1,30 r (23,1 mMmonb)
rmapokcuaa Kanmus M MOMyYeHHYI CMecb HarpesalT f[o TemnepaTypbl 60°C  npu
nepemewmBaHun. K atomy BpemeHum TBepabii 2,3,5,6-TetpadTop-1,4-6eH30namMmeTaHon
MOMHOCTBIO PACTBOPSETCS C NONydYeHMEM NpO3padHOro pactesopa. 3atem gobaensot cmeck 15,0
r tonyona u 3,07 r (23,1 mmonb) aumetuncynbcdata npu Temnepatype 55+5°C. [lMocne
nepemewmnBaHna npu temnepatype 50+5°C B TeueHme 1,5 yacos pobasnswot 0,64 r (11,4
MMOSb) ruapokecmnaa kanua n 1,51 r (12,6 mmone) aumetuncynosdara. Yepes 1,5 yaca gobasnstior
ewe 0,66 r (11,7 mmonb) rugpokenaa kanua n 1,51 r (12,6 mmonbe) aumeTuncynsdara u cmecb
nepemMeLlnBaoT Mpuv TOW xe Temnepatype B TedeHne 1,5 yacoB. PeakuuoHHyl cmechb
oXnaxpaarwT OO KOMHATHOW TemnepaTypbl, CAou peakuMOHHOW CMecu pasgensioT U BOAHbLIN CNown
akcTparupytot 30 Mn aTunauetata. OpraHudeckme crnov ob6beanHAT, npombiBatoT 30 Mn BOAbI,
KOHLEHTPUPYIOT U cyliaT NpW MOHWKEHHOM AaBfeHUW C norydyeHnem 5,22 r HeouULLEeHHOro
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeHsonmetTaHona. HeounLeHHbIN
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeH30IMETAHON  MOABEPrawT  aHanuady COOEPXKMMOro C
NomMoLLb0 MeToAda BHYTpeHHero ctangapta ['X (AHanuTuyeckuin MeTod 1, OaHHbIN HUXE).

MpoueHTHbIN cocTaB nnowaaun X HeounweHHoro npoaykta: 87% uenesoro coeavHeHuns, 4%
ncxogHoro coeanHeHust n 8% nobo4YHOro coeguHeHuUs.

AHanus cogep>xumMoro rno MetToy BHYTpeHHero ctangapta [X:

85% uenesoro coeanHeHnsa n 86% BbIxo4a YACTOrO COeAMHEHMS.

Mprmep nonyyeHms 2

B peakuMOHHbIV cocyf, KOTOpbI 3anofHEH a30ToM, nocregoBaTtenbHo 3arpyxatot 5,00 r (23,1
Mmone) 2,3,5,6-tetpadtop-1,4-6eH3ongnmerarHona, 15,00 r Bogbl 1 6,85 r (46,3 mmonb) 27%
BOAHOro pacTBopa rMapokcuaa HaTpus 1 NonyyYeHHy CMecb HarpeBaloT 4o TemnepaTypbl 65°C
npy nepemewmBaHun. McxogHoe coefuHEHWe MOMHOCTLI0 PacTBOPSETCA C NoslydyeHnem
npo3pavyHoro pactsopa. 3aTeM peakLMOHHYI0 CMeCb OxNnaxgalT OO0 KOMHATHOW Temnepartypbl
npy nepemewmBaHun. K 9TOMy BpemeHM Mony4awT HeKkoTopoe konmmyecTBO ocagka. K
peakunoHHon cmecn gobasnaoT 20,0 r Tonyona n 3ateM no kannam gobasnaoTt 4,33 1 (32,6
MMOMb) AuMeTuncynbdata B TeveHue 7,5 4yacoB npu KOMHaTHOW Temnepatype. [locne
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pobaeneHus 3HadeHne pH BogHoro cnost ctaHoBuTcs 13,5. Crnon peakuMOHHOW CMecu
pasgenstoT u pH BogHoro crnosi goBoadaT o npumepHo 3 gobaeneHnem 10% cepHOW KUCMOThI.
BogHbii crion akctparupytioT 30 mn aTunauetata M oObeaMHEHHblE OpraHWYecKue Ccriou
npombiBatoT 30 MN BOAb!, KOHLEHTPUPYIOT U cyllaT Npy MOHWKEHHOM AaBfieHUN C NOMyvYeHUem
5,22 r HeoumweHHoro 4-meTtokcumeTun-2,3,5,6-teTpadpTopbeH3onmeTaHona. HeounweHHbI
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeH3onMeTaHon nogsepratT  aHanu3y COAEPXKMMOro C
NMOMOLLbI0 MeToAa BHYTpeHHero ctaHgapTta X (AHanuTudeckuii Metoq 1, OaHHbIA HUXeE).

MpoueHTHbIN cocTas nnowaan X Heo4nLLeHHOro nNpoaykra:

85% ueneBoro coeanHeHus, 1% ncxogHoro coeamHeHnsa n 13% nNobGoYHOro coeamHeHUs.

AHanus cogepXxMmoro no metody BHyTpeHHero craHgapta 'X: 85% uenesoro coeguHeHUs U
86% BbIXxo4a YNCTOro COegMHEHUS.

Mpumep nonyyvenmsa 3

B peakumoHHbI cocyn, KOTOpbIA 3amnofiHeH as3oToM, nocnepoBaTenbHo 3arpyxatT 10,00 r
(47,07 mmonb) 2,3,5,6-TeTpadtop1,4-6eH3ongumeTtanona, 30,00 r Bogbl, 3,77 1 (94,13 mmonb)
rmgpokcuaa Hatpus n 50,00 r Tonyona. B TeyeHne 20 MUHYT nepemelunBaHns Npu KOMHaTHOWN
TemnepaTtype BHYTPEHHIOI Temnepatypy nosbiwaioT Ao 34,0°C m wucxogHoe coefuHeHue
MOMHOCTBIO pacTBOPSETCH C NonyvyeHnem npospadHoro pacreopa. K peakuyuoHHoOW cMecn ogHou
nopuuer pobasnsiT 8,75 r (65,8 mmonb) aumetuncynbdgata npu Temnepatype 30,5°C.
lNepemewmnBaHne npogosmkaloT B TedeHnme 1 yaca m pH BogHoro crnoss gosogat go 1,02
nobaeneHnem 10% cepHon KMCroTbl Ans 06paboTkn. TONyonoBbIN U BOAHbLIA CIOU pa3gensiioT 1
KaXkabl Criov noaBepralT aHanmay cOoAepXMMOoro no Metony BHewHero ctangapta KX gns
LeneBoro coeanHeHnsa (AHaNUMTUYECKUIA MeTop, 2, AaHHbIA HUXeE).

MpoueHTHbIM cocTaB nnowaan KX (CKoppekTMpoBaHHLIN) NpU KOHeYHOM oTbope npod xopa
peakuun: 87,6% ueneBoro coeauHeHusi, 4,7% wucxogHoro coeguvHeHnss U 6,5% noBOYHOro
coevHEHUS.

AHanus cogepXumMoro no MeToay BHewHero craHgapta KX: 89,0% Bbixoga 4MCTOro
coeHEHUS.

Mpumep nonyyeHus 4

B peakumoHHbIM cocyn, KOTOpbIA 3anofiHeH as3oToM, nocnegosaTenbHo 3arpyxatT 10,00 r
(46,26 mmonb) 2,3,5,6-teTpadptop-1,4-6eH3onammeTanona, 19,99 r sogbl n 13,71 r (92,51
MMOnb) 27% BOAHOro pacTBopa rMapoKcuaa HaTpus U MONyYEeHHY CMeChb HarpesalT Ao
TemnepaTtypbl 67,2°C npu nepemelumsaHmmn. MicxogHoe coeMHeHne NONHOCTbLIO pacTBOPSETCS C
nonyyYeHMeM Mpo3payvyHOro pacTBopa. 3aTeM peakUMOHHYK CMeCb HarpeBalT Aangd
nogaepXvBaHusa BHyTpeHHen TemnepaTypbl 50+3°C. K. peakumoHHon cmecn gobasnstot 30,0 r
MeTun TpeT-0yTnnoBoro admpa m 3atem ogHon nopumer gobasnawT 6,14 r (46,26 Mmonb)
anmeTuncynbdarta npu Temnepatype 50+3°C. MNocne nepsoro gobaeneHusa gumeTtuncynsdarta
fanee nocnegoBaTenibHO [06aBnAT nopunn gumeTuncynobdara vyepes 2 vaca (2,5 r), yepes 3,5
yaca (3,15 r), yepes 5 yvacos (3,1 r), yepes 6,5 vacos (3,1 r) n yepes 8 vacos (3,1 r); a Takke
aobaenstoT nopuun 27% BOZHOrO pacTteopa rmgpokcuaa Hatpusa vyepes 5 yacos (6,86 r) n yepes
7 yacoB (6,86 r). Yepes yac nocne koHe4yHoro gobaBneHnsa aumMeTuncynbdaTta peakuyUoHHYH
CMeCb OXxnaxgawT [0 KOMHaTHoOW TemnepaTypbl. Crnou peakuMOHHOW CMecu pasgensior.
Opranunyeckun cnon npombisaloT 25 r 10% BogHOro rmgpokcuaa HaTpust 4 pasa, KOHLEHTPUPYHOT
M cywaTr npu  MNOHWKEHHOM  AaBreHun C  nonydeHnem 930 r  Heo4uLLlEHHOro
4-meTokcmumeTunn-2,3,5,6-tetpadhTopbeHsonmetTaHona. HeouneHHbIM
4-meTokcmmeTun-2,3,5,6-tetpadpTopbeH3onmeTaHon  nogsepratoT  aHanuM3y COAEPXKMMOro C
NMoMoLLbI0 MeToda BHYTpeHHero ctaHgapta X (AHanuTudeckuii metoq 1, AaHHbIM Huxe). Bee
BOAHbIE Criou cOpachbiBatoT.

MpoueHTHbINM cocTaB nnowaau X npu KoHeyHoMm oTBope npob xoda peakuun: 89% LeneBoro
coeaunHenusi, 0% ncxogHoro coeguHeHusi n 10% nobo4yHoro coeguHeHus.

AHanus coaepXXMMoro KoHLeHTpaTa OpraHM4eckoro crnos rno MeTody BHYTPEeHHero ctaHgapTta
'X: 83,5% ueneoro coeamHeHnsi U 75% BbIXo4 YNCTOr0 COEaNHEHMUS.

CcCbINOYHbIN NpUMep nonyveHnst (04MCTKa KpucTannmsaumen)

5,15 rpaMmma HeouULLLEeHHOro NpoayKTa LeneBoro coeamHeHns (MpoLEeHTHbIM cocTaB nnoLaam
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X: 89% uenesoro coeavHeHnss U 9,5% noGoOYHOro CoeauMHEHUd), NOSTYYEHHOro AaHHbIM
cnocobom, gobaensT kK cmecn 7,5 r Tonyona n 10 r rekcaHa M NOMHOCTBIO PacTBOPSAIOT MpK
HarpeBaHUM 00 BHYTPeHHel TemnepaTypbl 66,3°C. PacTBop oxnaxaawT npu nepemMeLlinBaHnmn co
ckopocTbio npumepHo 20°C B 1 vac. lpu BHyTpeHHen Temnepatype 30°C kpuctannbl He
ocaxpgatotcs. NMocne gobasneHns npumepHo 10 Mr OYMLLEHHOrO LeNeBOro CoeanHeHUs npu
BHYTpPeHHen Temnepatype 29,9°C pacTBop oxnaxpawT A0 KoOMHaTHon Temnepatypbl 20,1°C ¢
TOW € CKOPOCTbIO, NPOJOIKAOT NepemellmBaTh B TeYEHME 2 AHEN 1 Aanee oxXnaxaaroT NbAoM.
Mocne nepemelnBaHusa Npy BHYTPEHHeW TemnepaType 2,5+1°C B TeyeHne 3 4yacoB pacTBOp
UNLTPYIOT Npu Ton e TemnepaTtype. PunbTpaT npombiBaloT 10 r rekcaHa v cywart npu
NMOHWXEHHOM AaBneHuu c nony4yeHvem 4,05 r OYNLLEHHOTO
4-meTokcmumeTunn-2,3,5,6-tetpadptopbeHsonmetaHona. OunLeHHbIN
4-meTokcMmeTun-2,3,5,6-teTpadpTopOEH30NIMETAHON  MOABEPralT  aHanu3dy COAEPXKMMOro C
NoMoLLb0 MeToAa BHYTpeHHero ctangapta X (AHanuTuyeckuini MeTod 1, OaHHbIN HUXE).

MpoueHTHbIM cocTtaB nnowaan X: 98,5% ueneBoro coeauHeHus n 0,2% noGo4vHoro
coeMHEHUS.

AHanus cogep>xumMoro rno MetToay BHYTpeHHero ctaHgapta ['X:

96,6% uenesoro coeanHeHna n 93,3% BbIXxo4a YACTOrO CoOeAMHEHMS.

CpaBHutenbHbI npumep 1

K cmecm 0,20 r (5,3 mmonb, cogepxaHue 64,1%) rugpuaa Hatpus/gucnepcun B macne un 3,0 r
aumeTundopmammaa nobaensawT 1,00 r (4,73 MMOIb)
2,3,5,6-teTpacTop-1,4-6eH30onanmeTaHona npy KOMHaTHOW TeMnepaType, U NOMy4YEeHHY CMEeCh
nepemMeLlnBaloT B TedeHne 45 MUHYT npu Tou Xe Temnepatype. K atori cmecu gobasnswoT 0,63 r
(4,73 mMmonb, cogepxaHue 95%) aumeTuncynbdata U cMecb nepeMmeLunBaloT B TedeHue 45
MUHYT NpY KOMHaTHOW TemnepaType. K aToMy BpeMeHM UCXOQHOE COoedvHEeHue ocTaeTcsl B
konuyectee 28% wunu Gonee, 4YTO NOATBEPXAAETCA MPOLEHTHbIM coctaBoM nnowaan MX. K
cmecu pobasnawTt 0,05 r (1,3 mmons) rugpuaga Hatpus/gucnepcun B macne. [locne
nepemMeLlnBaHNa CMecu Npu KOMHaTHOM TemnepaType B TedeHne 1 yaca K Hel fobaenstoTt 0,24 r
(1,90 mmonb) gumeTtuncynsdaTa u 3atem nepemelunsaloT B TedeHne 30 mMuHyT. K peakunoHHoM
cmecu gobaensaoT aee kannu 20% consiHoM KMCNOThl C NONTy4YeHMEM FrOMOreHHOro pacTeopa, 4,98
I KOTOPOro nNoAsepratT aHanu3y COAePKMMOro C NOMOLLLIO MeToda BHYTpeHHero ctaHgapTta X
(AHanuTuyecknin metoA 1, AaHHbIN HUXKE).

MpoueHTHbI cocTas nnowaamn MNX: 41% yenesoro coeanHeHns, 25% MCXoQHOro coeanHeHns
n 27% noboYHOro coeanHEHUS.

AHanns cogepXxuMmoro no metody BHyTpeHHero craHgapta ['X: 12% ueneBoro coeguHeHust u
24% BbIXxoA4a YNCTOro COeANHEHUS.

CpaBHUTENbHLIN Npumep 2

K cmecn 1,00 r (4,73 wmmonb) 2,3,5,6-Tetpadptop-1,4-6eH3ongumeTtanHona u 3,0 r
anveTtuncynbgokemga pobasnsawot 0,18 r (4,7 mmonb, cogepkaHve 64,1%) rmmgpnga
HaTpua/MacnsiHom AucrnepcuMnM Npu  KOMHATHOW Temnepatype W MOMYYEHHYH CMEeChb
nepemelnBaloT B TedeHme 1 yaca npu Tom xe Temnepartype. K ator cmecn gobasnsiot 0,60 r
(4,73 mmonb) auvmeTuncynbaTta M nepemellnBaHne MNpPOAOIHKalT B TevyeHne 3 4acos.
PeakumoHHyto cmecb BbinuBawT B 30 mn 5% congHon kucnoTel M akcTparvpytot 30 mn
atnnauetata. OpraHuyeckuin Cnon npoMbiBalOT BOAOW M pacTBOPUTENb BbINApMBaKOT MNpu
MOHWXEHHOM [JaBreHun ¢ nonyyvyeHnem 1,11 r ocTaTka, KOTOpbIA MoABeprawT aHanuay
COOEPXKMMOIrO C MOMOLLBbD MeToda BHyTpeHHero ctaHgapta X (AHanutuyeckun metog 1,
A@HHbIN HUXKeE).

MpoueHTHbIA cocTaB nnowaamn MX: 35% uenesoro coeanHerns, 37% WMCXOOHOrO COeaANHEHNS
n 16% noboyHoro coegnHeHus.

AHanus cogepXxMmoro no meTody BHYTpeHHero craHgapta ['X: 26% ueneBoro coeguHeHus u
27% BbIXoA4a YNCTOro COeANHEHNUS.

CpaBHuTenbHbIN npumep 3

Mpun KOMHaTHOM Temnepartype cmewmBaroT 1,00 r (4,73 MMOJSb)
2,3,5,6-TeTpadptop-1,4-6eH3onammeTanona, 0,65 r (4,73 mmonb) kapboHaTa kanus, 0,75 r (5,94
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MMOnb) anmeTtuncynbgarta u 3,0 r aueToHa 1 NOMyYEHHY CMEChb NepemellvBatoT B TedeHne 8
YacoB npw HarpeBaHuW. PacTBopuTenb peakuUoHHOW CMeCU OTFOHSAIT MPU MOHWXKEHHOM
AaBneHun n k octatky godaensot 30 mn 5% consHom KMCNOTLI, 3aTeM OCTaTok akcTparnpytot 30
Mn atunauertata. OpraHMyYeckuin Crion nNpoMbIBalOT BOAOM W PacTBOPUTENb OTFOHAT Mpu
MOHWXEHHOM [AaBrieHun ¢ nonyvyeHnem 1,08 r ocTtaTka, KOTOpbIA MoABeprawT aHanuay
COOEPXKMMOro C MOMOLLbI0 MeToda BHyTpeHHero ctaHgapTta X (AHanuTtudeckuin metop 1,
A@HHbIN HUXKE).

MpoueHTHbIN cocTae nnowaan X: 33% ueneBoro coeanHeHus, 51% NCXOQHOro coeguHeHus
1 6% nobo4Horo coegmMHeHUs.

AHanus cogepXxMmoro no metody BHyTpeHHero ctaHgapta 'X: 31% ueneBoro coeguHeHUs U
31% BbIXo4a YNCTOro CoegMHEHUS.

AHanuTtudecknin metog 1 (aHanus cogepXXMmMoro no meTtony BHyTpeHHero ctaHgapta [MX).

Kaxxgoe u3 ycTpoicTBa Ans npoBefeHus rasoBort xpomatorpacumn (MX), MHTerpupyroLlero
camMmornucua u ycTponcTBa aBTOBMpLICKMBaHMA (BBoZa) npeacrtaensaeT cobon GC14A, C-R5A u
AOC-14 ot dwupmbl Shimadzu Corporation, KOTOpble WCMNOML3YHOT B COOTBETCTBUN C
Ha3HayeHneM. KonoHka npeactaenseTr cobor KanunnsapHyto konoHky DB-1 ot dumpmbl J &W
Scientific Company (0,53 mm x 30 m, 1,5 MkM TonwuHa meMOpaHbl). Ycnosus X crnegytowme:
aeTektop npeacraensaet cobon FID, TemnepaTtypa BnpbickMBaHusa cocTtaensieTr 250°C,
Temnepatypa getektopa coctaensetr 250°C u Temnepatypa KomoHku coctasnseTr 80°C (0
MWHYT), NoBblWeHne TemnepaTtypbl co ckopocTbio 5°C/MuHyTy 1 300°C (0 MUHYT, KOHe4YHas).
PacTtBop obpasua BrpbLICKMBAIOT B KONMyecTse 1 MKI.

B kayecTBe BHYTPEHHEro ctaHgapTa rotoBaTt u ncnonbaytoT 40,0 mr/10,0 mn doeHunbeH3oata
B aueToHUTpune.

Kaxablh ctaHgapTHeli obpasey 43,4 wmr, 83,6 mr u 131,0 mr ueneBoro coefuHeEHUs
pacteopstoT B 10,0 MNn ykasaHHOro Bbllle CTaHOAPTHOrO pacTBOpa COOTBETCTBEHHO U
nogsepratoT X aHanusy. CooTHOWeEHUs nnowagern MnUKoB MOSyYeHHOW XpomMaTorpammbl U
BHYTPEHHEro cTaHjapTa Kaxgoro obpasua paccuuThiBalOT C MOMyYeHUeM rpagympoBOYHOMN
KpVBOW, MPEeACTaBEHHOW HIDKE, KOTOPYIO NCMOMb3YHOT ANS aHannsa cogepXnumoro.

KoHueHTpauus (Mmr uenesoro coeamHeHmnsa/10 mn) = 60,91007313 x cOOTHOLWIEHWE NnoLwlagen
+ 2,2257 (koadpcpmumeHT koppensayum, 1,0000)

AHanuTudeckuii metog 2 (aHanv3 COAEPKMMOro No MeToay BHeLLHero ctaHgapTa XKX).

Cuctema B3IXXX npegcraBnsietr cobon ceputo L-7000 ot cmpmbl Hitachi-Seisakusho
Corporation. cnonb3yemasa konoHka npefctaenseT cobor Sumipax ODS A-212 oT dupmbl
Sumika-Bunseki Center Corporation. KoHTponb ocyuiectBnanu c¢ nomowibto Y® 270 HMm.
Vcnonb3yembln antoeHT npeacTtaBnsieT cobon Body - aueTOHUTPUI, CO CreaylowuM YCroBueEM
rpagueHTa: Boga : auyetoHutpun = 90:10 (0 muH) go 10:90 (5 MuH) B TedeHne 45 muHyT. O6BEM
BMpbICKMBaHUS - 10 MKI.

Kaxabli ctaHgapTHbIi obpasel (aHanu3 99,7-npoueHTHoro coctaBa nnowaaun MX) 11,4 wr,
34,6 Mr n 53,9 Mr ueneBoro CoOeaANHEHNA PacTBOPAOT B aLETOHUTPUIe C Nosly4eHMeM TOYHOro
obbema 20,0 wmn. TllnowaguM nNMKOB MOMYYEHHOW XpoMaTorpammbl Kaxgoro obpasua
paccuMTbliBalOT C MOMyYeHUeM rpagynpoBOYHON KPWBOW, MpencTaBNeHHOW HUXe, KOTOpYHo
MCNONb3YIOT AN aHanuaa cogep>Xumoro.

KoHueHTpaums (Mmr uenesoro coeauHeHus/20 mn) = 0,00001094 x nnowagb + 0,1383
(koadbbmumeHT Koppensumm, 1,0000)

dopmyna n3obpeteHns

1. Cnocob nony4deHus 4-metokcumeTun-2,3,5,6-tetpacdpTopbeH3onmeTaHona, BKNIOYAOLLNNA i)
B3anmopgericteme 2,3,5,6-tetpadtop-1,4-6eH3onammeTaHona ¢ HeopraHMYyeckuM OCHOBaHMEM B
BOAe 1 3aTeM ii) gobasneHne gumeTuncynbdara 1 He CMELLUBAOLLErOCs C BOAOW OPraHU4eCcKoro
pacTBopuTens, BbIBpaHHOTrO M3 rpynnbl, COCTOSILLEN U3 YITIEBOAOPOAOB M MPOCTbIX 3¢umpoB, K
peaKkLMOHHOW CMecH.

2. Cnocob no n.1, B KOTOPOM HEOPraHMYECKUM OCHOBaHMEM SIBIISIETCS MMOPOKCUA LENTOYHOro
mMeTanna.
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3. Cnocob no n.2, B KOTOPOM FMAPOKCUAOM LLENOYHOro MeTanna saBnseTcs rmapokcua HaTpus.

4. Cnocob no n.1, B KOTOPOM HE CMeLIMBaloLWMMCA C BOOOW OpraHMYeckMM pactBopuTenem
ABNAETCHA TONyon.

5. Cnoco6 no n.1, B KOTOPOM He CMELLMBAIOLLMMCHA C BOLOW OpraHMYeckum pacTtBoputenem
ABNsieTca TpeT-6yTMNMeTMnoBbIn agmp.

6. Cnocob nony4veHus 4-metokcumeTun-2,3,5,6-tetpacdtopbeHsonveraHona, BKYaoLWmi i)
B3anmopericteme 2,3,5,6-tetpadtop-1,4-6eH3onammeTaHona ¢ HeOpraHM4eckuM OCHOBaHMEM B
BOJE M He CMeLUMBalLWUMCH C BOAOW OpraHMyeckoMm pacTBopuTene, BbIOpaHHOM K3 rpynnbl,
COCTOSLLEN U3 YINEBOAOPOAOB M NPOCTLIX 3UPOB, 1 3aTeM ii) fobasneHne gumetuncynbdaTta K
peakuMOHHOW CMeCH.

7. Cnoco6 no n.6, B KOTOPOM HEOPraHMYECKMM OCHOBAHMEM SIBNSETCS MMAPOKCUA, LLENOYHOro
mMeTanna.

8. Cnocob no n.7, B KOTOPOM MMAPOKCUAOM LLENOYHOro MeTarnna sABnseTcs rmapokena HaTpus.

9. Cnoco6 no n.6, B KOTOPOM He CMeLUMBAKOLWUMCA C BOOOW OpraHMYeckMM pactBopuTenem
ABMNSieTCA TOMyorn.

10. Cnocob no n.6, B KOTOPOM HE CMELUUBAKOLLMMCH C BOOAOW OpraHMYeckMM pacTtBoputenem
ABNsieTca TpeT-6yTMNMeTMnoBbIn agump.

Crpanuua: 10
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