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OINITUMU3ALIUA YCJIOBUM CUHTE3A KOH®OPMEPOB
KAJIMKC[4]PE3OPIIUHA, COAEPKAIIETI'O
4-TINMMETUNJIAMMOHNO®EHNJIBHBIE ®PAI'MEHTDI

IO HU’KHEMY ObOAY MOJIEKYJIbI, HA OCHOBE
METOIOJOI'MA NIOBEPXHOCTHU OTKJIUKA C
NUCITIOJIb3OBAHUEM TPEXYPOBHEBBIX IIJTAHOB
BOKCA-BEHKEHA
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C mespio ONITUMH3ALNHN BBIX0/1a KOH()OPMEPOB KOHYC W Kpecio B CHHTE3€ Kalukc[4]pe3opimHa, GyHKIHOHA-
JU3UPOBAHHOTO 4-TUMETHIaMMOHHO()EHITEHBIM (pparMeHToM 110 HIKHEMY 0001y, ObLTa MpIMEHEHa METOI0-
JIOTHSI TIOBEPXHOCTH OTKJIMKA C MCIOIBb30BAaHIEM TPEXYPOBHEBHIX INTaHOB bokca—benkena. Jls mocTpoeHus
MIOBEPXHOCTEH OTKJIMKA WCIOIH30BAIH JAaHHBIE OTHO(DAKTOPHBIX IKCIIEPUMEHTOB, B KOTOPHIX BapbUPOBAIIHCH
TeMIIepaTypa, BpeMs peakiun u MonbHoe cooTHomeHne HCl k pearenTam peaknuoHHo# cmecr. COOTHOIIEHHE
KOH(OPMEPOB PACCUNTHIBAIIN MCXO/A U3 aHAIM3a criekTpos SIMP 'H npoyKToB, BbIIeIEHHBIX U3 PEaKIMOHHOI
cMecH. AJIEKBaTHOCTD MPEIOKCHHBIX MAaTEeMaTHIECKUX MOJEICH A OmpeeeHus BEIXOI0B KOH(pOopMaIuit
Kpecio W KOHyc TIONTBEPKIAAETCS BHICOKUM Koddduimentom koppensaiuu (R 0.99979). IlogoGpansr onTH-
MaJIbHBIC YCIIOBUS I TonydeHus koHpopmanmu xkpecnio (50°C, 2 1, monpHOe cootHomenne HCl:peareHTs! =
1-1.5, Berxon 100%) u xordopmarmu xornyc (68.6°C, 2.24—6.44 4, monpHOe cooTHOImeHne HCl:peareHTs! = 2,
BbIx0ox 57.70-58.07%).

KroueBble ciioBa: kanukc[4]pe3opiyH, KOHPOPMEPBI KOHYC U KPecio, METOJ0JIOTHS TIOBEPXHOCTE! OTKIIHKA,

TpexypoBHeBbIe I1aHbl bokca—beHnkeHa
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OpnHoi#t u3 OypHO pa3BUBAIOIIUXCS OONacTeil Xu-
MHH SIBIIICTCS XUMUS KallMKc[4]pe30pImHOB — Ma-
KPOIMKIIMYECKUX TETPAMEPOB, KOTOPHIC OTIMYAIOTCS
MPOCTOTOM MOITYUYEHUS U1 BOSMOXXHOCTBIO TaJIbHEIIIei
¢ynkumonanmmzanun. OcoOblii MHTEpEC MpencTaBIs-
0T cO00# a3oTcoepxamiue Kamukc|[4|pe3opunHsl. B
3aBUCHMOCTH OT aMHUHOCOAEP)KaIMX (ParMeHTOB B
KaJTMKCaApEHOBOW MaTpHIle, MOMO00HBIE MaKpPOIHKIIBI

253

MOTYT MPOSIBISTh MHTEPECHBIC CBOMCTBA: BHICOKYIO
KOMIIIEKCOOOPa3yIoNIy0 CIOCOOHOCTh 10 OTHOIIIE-
HUIO K TIEPEXOIHBIM MeTajuiaM, (PU3HOIOrHYECKYHO
AKTUBHOCTH, BO3MOXHOCTh TIOJYUYEHHS BHYTPHMOJIE-
KYJSIpHBIX KaTanu3aropoB. Panee Hamu ObLT Monmy4eH
HOBBIM TUI Kanukc[4]|pe30pLUHOB B Pe3yibTaTe KUC-
JIOTHO — KaTaJu3upyeMoi KOHJICHCALIUU PE30PIIHHA U
€ro MPOU3BOJIHBIX C n-aMUHOOEeH3aberuaami [ 1, 2].
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Cxema 1.
X
X CHO OH OH
HO OH
—+ —_—
EtOH .

o

la-B, 2a-B
CMeCh H30MEpOB
KOHYC W Kpeco

N =NH,: X = H (1a), CH, (16), OH (18); N = N(CH;),: X = H (2a), CH, (26), OH (2B).

Peakuns mpuBOIHUT K 0Opa30BaHUIO CMECH CTEPEOH-
30MepOB — ccc (Bce 3aMECTHUTEIH B yuC-TIONOKEHHIN)
u ctt (OOUH 3aMECTUTEIb B yuc-TIOJIOXKEHUH, 1IBa — B
MpaHCc-TIONIOKEHUH), PEeaTU3yIOMNXCcs B KOH(opma-
LUSAX KOHYC B Kpecsio COOTBETCTBEHHO (cxeMma 1).

Paznuunth KoHPOpPMEPHI MOXKHO TIO COOTBETCTBY-
1omuM curHanam B criektpax IMP 'H, Tak kak pe-
30HAaHCHBIE CHUTHAIBI KOH()OPMAITMOHHO 3aBHCHUMBIX
MIPOTOHOB (0- M M- TIPOTOHBI PE3OPIIHOIBHOTO KOJb-
11a, METHHOBBIM MIPOTOH) MPOSIBIIAIOTCSA B Pa3HBIX 00-
nactsax. KpoMe Toro, B CrieKTpax COCIMHEHUN B KOH-
(hopmaru kpecio HaOMIOMAETCS YABOCHUE CUTHAIIOB
0- M M-TIDOTOHOB PE30PIHUHOIBHOTO KoybHa [3, 4].
OOBIYHO OTACIUTH M30MEP B KOH(MOPMAIMU KPEC10
BO3MOYXHO MHOTOKParHOW 3KCTPakLHMEN H30MEpPHOMN
cMecH ropsiuuM cnuptoMm. HepactBopuBiumiicss npo-
IYKT TIPEICTaBIsIET coO0 mM3oMep B KOH(pOpMAITUU
KOHYC.

[IpakTrueckass OJIE3HOCTh OMPENEICHHOTO THUIIA
KOH(opMepa MPUBOANT K MOTPEOHOCTH B ONTHMH3a-
IIUU €T0 CHHTEe3a. Tak, HampuMep, B CIydae Kanukc[4]
pe3opurHa 2a, KOHPOPMAIIUU KOHYC W Kpecjio ToKa-
3BIBAIOT PA3NIUYHYI0 KOMIUIEKCOOOPAa3yIOIIyIO CIO-
cobHOCTE [5, 6]. IlokazaHo, YTO coOenMHEHUE 2a TOIh-
KO B KOH(OPMAIUH KOHYC TIPOSIBIISICT HEHPOTPOITHYIO
aKTUBHOCTH [7].

B mocnennee BpeMs CyIIECTBEHHO BO3pPOC MHTE-

PE€C XMMHUKOB K BaXHBIM IIPUJIOKCHUAMHU XCMOMC-
TPUKU: TNIAHUPOBAHUIO U ONTUMHU3ALWU ITPOLICCCOB.

OnHUM W3 HHUX SBJISETCS METOMOJIOTHS TIOBEPXHOCTH
otkiika. [lo cyTH MeTofomorus MOBEpXHOCTH OTKITH-
Ka TIpeICTaBIseT cO00I HA0OP CTAaTUCTUYECKUX U Ma-
TEMaTUYECKUX METOAOB, UCIONb3YEMbIX JIJIS AU3aiiHa
CepUU 3KCIIEPUMEHTOB C IEJIbI0 aJeKBAaTHOTO IpO-
THO3a OTKJIWKA ), (DUTTHPOBAHUE MOZETHN K JTaHHBIM,
TTOJTyYeHHBIM MTPH BRIOpaHHOM JTU3aiiHe, OTNIpeIeIeHre
ONTUMANbHBIX ycaoBuil [§—11].

B ocHoBHOM, myOnuKamuu KacarTcs ONTHMH3a-
LMY TIPOIIECCOB aCOPOLINH, TOTYUEHHs HAaHOYACTHII,
JIEKapCTBEHHBIX (HOPM, aHATTUTUIECKHUX OPEICICHUI
[11-14], HO UMEITCsT HEKOTOpbIE MPUMEPHI UCHOJb-
30BaHUSl METOAOJIOTHH TIOBEPXHOCTH OTKJIMKA B CHH-
Te3e, HalpuMep, CHUIMKOHOBOTO comonumepa [15],
TEPMOYYBCTBUTEIILHOTO THIPOTEINST THIAPOKCHOYTHII-
XuTo3aHa [16], TOCT-METaIIONEHOBOTO KOMILICK-
ca [17], PHAaHTHOCEIEKTUBHOTO CHHTE3a OCH30MHA B
CBEpXKpUTHUYECKOM auokcune yrepona [18]. Kpome
TOTO, PacCMaTPUBAIIUCH MPOLECCHI THAPOKCUINPOBA-
Hus 6enzona B dhenon [19], okucnenns ammuaka [20],
KaTaJIUTUIECKOTO BOCCTAHOBIECHHUS 4-HHUTpodeHona
[21] acuMMeETpPHUYHOTO CYIb(OKCUANPOBAHUS THOD-
¢upa omenpasona [22], nepearepudukarmu Gocdo-
TUAWIXONWHA [23], chHTE3a CIOKHBIX 3QUpoB [24]

B pabore [15] uccnenoBanyu ycinoBusi CHHTE3a CH-
JIOKCAHOBOTO TIOIMMEPa PEaKIel COMOIMMEPHU3AIIHN
MIPH UCTIOJNIB30BaHUU TPEXYPOBHEBBIX IIaHOB bokca—
Benkena, mpuueM B KayecTBe MapameTpa ONTHMHU3a-
LMY pacCMaTPUBAJIM BBIXOJ MIPOAYKTA, OOJIaaroIIero
JIYYIIMMHU 3arymariuMi cBoMcTBaMu. B kauecTBe
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HE3aBUCUMBIX (DaKTOPOB paccMaTpUBajId TEMIIEPaTy-
Py CHUHTE3a, MOJISIPHOE COOTHOIIEHHE aMHHOIPOIHII-
TPUITOKCHCUIIaHA K METHITPUAITOKCHCHIIAHY, Maccy
KaTanu3aropa (TUAPOKCHUA TETPaMETHIAMMOHKSA).
OnTuManpHbIE YCIOBUS MPENCKa3aHbl C MOMOLIBIO
MOJIMHOMA BTOpOro nopsaka. [Ipumenenue storo moa-
X0Ja TO3BOJIMJIO ABTOPAM IOJYYHTh SKOHOMUYHBIE U
JKOJIOTHYHBIC APPEKTHUBHBIE 3arycTUTeNH [ 15].

Mertononorusi HOBEPXHOCTH OTKJIMKA M TPEXy-
poBHeBbIN au3aiiH bokca—beHkeHa ¢ Tpems He3a-
BHCHMBIMH TiepeMeHHBIMU (KoHIeHTparuss NaOH,
COOTHOLIEHUE HU30MPOIMIOBOIO CIUPTA K BOAE, TEM-
nepatypa peakLiy) UCIIOIb30BAIN AJISI ONTUMHU3ALNH
[apaMeTPOB CHHTE3a TEPMOUYBCTBUTEILHOTO THIPO-
rejast TUAPOKCUOYTHIIXMTO3aHA C HCIIOIb30BAaHHEM
1,2-0OyTeHOKCHa B KadecTBe Moau(uKaTopa 3TepHh-
¢ukaruu [16]. Pesymbrarhl TpOIEeMOHCTPHPOBAIH
3¢ PEKTUBHOCT MOAETH METOAOJIOTHS TOBEPXHOCTH
OTKJIMKA M YHPABIAEMOCTh BBIXOA I'MIPOKCHOYTHII-
XHWTO3aHA B TETEPOTEHHON PEaKkIIMOHHON CHCTEME.

CuHTE3y NOCT-METAIONEHOBOTO KOMILIEKca, UC-
CIJICJIOBAHUIO €T0 aKTUBHOCTH IPH TOJUMEPU3AIH
oJeMHOB TIPU KOMHATHOM TEeMIIepaType B BOJIHOM
pacTBope, IPUMEHEHHUIO METOJIONIOTHH TTOBEPXHOCTH
OTKJIMKA JIJIsl TIOJTYYeHHUsSI MAaKCHMAJTBHOTO BBIXOJA T10-
JUMepa MPH BapbUPOBAaHHU KOJIMYECTBA MOJICH/KOJHU-
YyecTBa Karajau3aropa, CoKaTalii3aropa W MOHOMEpa
rocBseHa pabdora [17].

B pabGore [18] wm3ydancs >HAHTHOCEICKTUBHBIN
CHUHTE3 OEH30MHAa B CBEPXKPUTHUYECKOM JTMOKCH]IE
yriepoaa. MeTomonorusi TOBEPXHOCTH OTKJIMKA HC-
[IOJTF30BAIACH JJISl MICCIICIOBAHMS BIUSHUS TeMIepa-
TypHl, JaBieHus u pH Ha SHaAaHTHOMEPHBIN HM30BITOK
XUPaJbHOTO OEH30MHA C WCIOJIb30BAaHUEM JIMITa3bl
Candida cylindracea. JIns onTuMu3aIiuy CHATE3a XH-
payibHOTO O€H30MHa OBbUT BBIMONHEH 23-(QaKTopHBIH
IJIaH, YTO ITO3BOJIMIIO MOMYYUTh YIHAHTHOMEPHBIN U3-
OBITOK 62%.

UccnenoBanue aBTopoB [19] mokasamo, 4To Me-
TOHOJIOTUA TIOBCPXHOCTHU OTKIIMKA ABJIACTCA HAICK-
HBIM METOAOM OINTHUMH3ALMU IapaMeTpoB Iporecca
MPSMOTO TUAPOKCHIINPOBaHUs OeH30ma B peHod mpu
WCTIOJIb30BaHWU HOBOTO Karaim3zaropa Cr/SBA-16 u
H,0, B kauecTBe okucaurens. B aTom cirydae 3a He3a-
BUCUMBIMU TNIEPEMECHHBIMH IIPUHUMAJIN TEMIIEPATYPY
peakuuu, BpeMs peakuuu, konngectso H,O, u no3u-
POBKy Katanu3zaropa. Koppensiusi Mexy He3aBHCH-
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MBIMH TTapaMeTpaMH M BBIXOZOM (heHosla mpencras-
JIeHa TOJMHOMHUAIIBHOM MOJIENIBI0 BTOPOTO MOPS/IKa,
aJICKBATHOCTh KOTOPOW TOITBEPIK/ICHA BBHICOKHM KO-
s¢puunentom xoppemsiuu (0.985). [lannsie, npen-
CKa3aHHbBIE C MOMOIIBI0 METONOJIOTHH IOBEPXHOCTH
OTKJIMKA, XOPOLIO COINIACYIOTCSI C DKCIIEPHUMEHTaIb-
HBIMH pe3yJIbTaTaMH.

B pa6ote [20] npemiokeHsl IaH SKCIIEPUMEHTOB
Y METOZOJIOTHS MIOBEPXHOCTH OTKIIMKA JJIS1 U3yUEHUS
Mpolecca OKMCIEHUsS aMMHaka, I7ie He3aBUCHUMBIMU
MEPEMEHHBIMH SIBIISUIMCH: 3arpy3Ka peakTopa, TeMIIe-
patypa peakiuy U KOJUYECTBO KaTAIUTHYECKUX Ce-
TOK, @ B KQY€CTBE 3aBUCUMBIX IIEPEMEHHBIX PUHATHI
3P PEKTUBHOCTh OKHUCICHUS aMMHaKa U KOHILIEHTpa-
uust N,O B HUTPO3HBIX Tra3ax. Ha ocHoBe moiydeH-
HBIX PE3YNIbTaTOB ObUIN pa3paboTaHbl CTATUCTUIECKU
3Ha4MMble MaTeMaTHYECKHUE MOJENH, OMHCHIBAIOIINE
BIIMSTHME HE3aBHCHMBIX IEPEMEHHBIX Ha aHAIU3HPY-
€MBbI€ OTKIIMKH.

[posienenne cuaepruueckoro 3¢dexra Kommo3u-
ta Ce02/g-C3N4/Ag B OTHOLICHUM KaTaJIUTHUECKO-
ro BOCCTaHOBJIEHUS 4-HUTpo(deHOoNa B MPUCYTCTBHU
6opruapuaa HaTpusi oTMedeHo B pabore [21]. Buu-
STHHEC YETBIPEX I1apaMeTpoB (KOHIIEHTparuu 4-HU-
TpoeHoNna, KOIWYEeCTBa KaTalu3aropa, KOJNYeCTBa
NaBH, u Bpemenn BoccTaHoBieHnus 4-HUTpodeHomna)
WCCIIEZIOBAJI C MCIIOJIb30BAHUEM METOIOJIOTHH TI0-
BEPXHOCTH OTKJIMKa C I1aHaMHu bokca—beHkeHa s
ONTHMHU3AIMN YCIOBHHA PEaKIUN MaKCHMaJIbHOTO
BoccTaHOBJIeHHa 4-HuTpodeHona. beicTpoe BoccTa-
HOBIJICHHE W DSKOJOTHYHBIA METOJ CHHTE3a JeNaloT
Ce02/g-C3N4/Ag >bdeKTUBHBIM U 3KOJIOTHYECKU
YUCTBIM KaTaJM3aTOPOM BOCCTaHOBJIEHHS 4-HUTPO-
¢enona.

ABtopbI [22] uccnenoBaiu aCUMMETPUYHOE CYIlb-
(doxcumupoBaHue THOdGUpPAa oOMenpaszona (JeKap-
CTBEHHOTO CPE/ACTBA IPH JICUECHHUH S3BBI JKEITyIKa) IPU
KaTajlin3e MMMOOMIN30BaHHBIMHM KIIETKAMHU MYTaHTa
Rhodococcus rhodocrous ATCC 4276. buopeakuuio
ONTUMH3HPOBAIN C HCIOIB30BAHHEM METONOIOTHS
MOBEPXHOCTH OTKJIMKA, IPUYEM ONTUMAaIbHBII BBIXO
MOJIY4eHHOTo 330Merpasona coctasui 94.8% 6e3 06-
pasoBaHus CylTb()OHOBOH (OPMBI B Ka4ecTBE MOO0Y-
HOTO TpomykTa. beima paspaboranHa KBagpaTHdIHas
MOJMHOMHUAIIbHAS MOJIENb ¢ KOA(PQHUIUEHTOM KOppe-
nsud, paBHBIM 0.9998. MyTaHT MPOSIBISI BBHICOKYIO
SHAHTHOCEJIECKTUBHYIO aKTHBHOCTh U TOJIEPAHTHOCTh
K CyOCTpaTy M MPOAYKTY.
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Cxema 2.

NMe,HCl
NMe, HCI

NMe, HCI
NMe, HCl

2a, xoHyc

Meto0orusi IOBEPXHOCTH OTKIIMKA JIJISl BBIOO-
pa ONTUMAJBHBIX YCJIOBUI YCIEIIHO IPUMEHHIIH
JUIsL yBENMYEHHs BbIxoAa (HOCHOTHIMIXOIMHA C TI0-
BBIIICHHBIM COAEP’KaHUEM OJIEMHOBOW KHCIJIOTBHI BO
BpeMs NepedTepu(puKaiy Mpu BapbUPOBAHUH TAKUX
(bakTopoB, kKak KoHIeHTparus (ochoTuamnxonnna,
COOTHOLICHUE CyOCTpaTroB, KOJIMYECTBO BOJIBI, JO-
3UpoBKa Jinnasel U Temneparypa [23]. Ilpu ouenke
BJIMSHUSI Ha TPOLEHTHBIA BBIXOJ CIIOXHBIX 3(HUPOB
Ha OCHOBE MaJIbMOBOIO Macja MapamMeTpoB CHHTE3a,
TaKUX KaK TEeMIIepaTypa, KOIu4ecTBO (epMeHTa, KO-
JMYECTBO MaJIbMOBOTO Macia, KOJIHYECTBO OJIEHIIOBO-
rO CIIHPTa U CKOPOCTH BpAIlEHHS HEHTPUPYTH TaKKe
MIPUMEHSJIaCh METOMOJIOTHSl HOBEPXHOCTH OTKJIMKA
[24]. OnTUMM3MPOBAHHBIN KaTalu3UpyeMBbIN JUMa-
300 CHHTE3 CIOKHOTO 3(HUpa aTuIHHOBOW KHCIIOTHI
B cucTeMe 0e3 pacTBOpUTENs U3ydanu B padote [25].
B arom ciydae HezaBUCHMBIMU (pakTOpaMu OBLIH
BpeMs1, TEMIIEPATypa, CKOPOCTh HEPEMELINBAHUS, KO-
IM4YeCcTBO (PEPMEHTA, a OTKIMKA — BBIXOJ TPOAYKTA.
Bricokuil BeIx0on KOHBEpCHH OBl AOCTUTHYT IIPU UC-
MOJIb30BAaHUK HU3KHUX KoNuecTB hepmenta 2.5 mac%
ipu 60°C, BpeMeHu peakiuu 438 MUH U CKOPOCTH TIe-
pememmBanus 500 o6/muH [25].

B pabore [26] moka3zaHa menecooOpa3HOCTh HC-
IMOJIb30BaHUA MECTOOOJIOTHU TOBEPXHOCTU OTKIIMKA
JUIS TIOMCKA ONTHMAJbHBIX YCIOBHHA yIAllEHUS W3
po0 BOZBI KPACUTENSI METHJICHOBOTO TOJIyOOro mpu

NMe, HCI

NMe, HCI

NMe, HCl ' NMe,-HCI

2a, kpecio

MpUMEHEHUN Kainkc|[8]apeHa, Monu(UIIMPOBaHHOTO
cynb(huaoM CBUHIA. B kKauecTBe HE3aBUCHMBIX (ak-
TOPOB, BIMAIOUIMX Ha aJcopOLUIO KpacuTens, pac-
CMaTpHUBaIM JO3UPOBKY alcopOeHTa, BpeMsi KOHTaK-
Ta u pH. Mozens annpokcuMupoBaizach MOJIUHOMOM
BTOpOro mopsiaka. [Ipu 3Tom ObUT HaligeHa Xoporas
CTENeHb yAaJleHUs KpacuTene.

Takum 00pa3oM, OIpe/eIeHHbIC TapaMeTPhl CHUH-
T€3a MOTYT BIUSATH HA BBIXOJ] TOTO MM HHOTO MPOAYK-
Ta, HaPUMEP, TPUPOJIa PACTBOPUTEIS, BPEMsI U CKO-
POCTH IEPEMEIINBAHUSA. I[.HH UX BBIABJICHUA IIPOBOAAT
otHO(aKTOpHBIE AKCHIEpUMEHTBI. OIHAKO HAXOXKIC-
HUE ONTHMAJIBHBIX YCIOBUH TpeOyeT MCIOIb30BaHUs
COYCTaHUA CTATUCTUUYCCKUX U MAaTEMATNYCCKUX METO-
JIOB, YTO PEaM3yeTCs] B METOIOJIOIMH MOBEPXHOCTH
OTKJIMIKA TIPH TIaHUPOBAHUH dKcniepuMenTa [9, 10].

[Tomo6HEIH THIT MU3aitHa (KOHCTPYHPOBAHUS) Cpe-
JIBI TIPOTEKAHHUSA PEAKIMH UMEET TO MPEUMYIIECTBO,
YTO TIPH TIPOBENSHWH OTHOCHUTENBHO HEOOIBIIOro
YHclia YKCIIEPUMEHTOB, PACCMATPHUBAIOTCA KaK OTPH-
1aTeIbHbIe, TaK U TOJOKHUTEIbHBIE PE3YIBTAThl. JTO
MTOMOTAET JIy4Ille IOHSTh, YTO IIPOUCXOTUT B CIOKHOMN
PEaKIMOHHON CMeCH, U TAe HEOOXOIUMO YCTaHOBHUTH
MIpeJeNIbHbIC YCIOBUS ISl TOJNYYCHHS, HAIpuMep,
oTpenesieHHOTo KoH(opMepa. ITO CyLIECTBEHHO CHU-
JKaeT 3aTparkl B JalibHEHIIIeM Ha pa3paboTKy mporiec-
COB MOJTy4eHUs] KOH)OPMEPOB OIMPEICIICHHOTO THIIA.

J)KYPHAJI OBLLIENA XUMMU tom 93 Ne2 2023
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Ta6auna 1. KogupoBaHHbIE U JEKOANPOBAHHBIC 3HAUYCHNS HE3aBUCHMBIX IEPEMEHHBIX ((haKTOpPOB) MPH TIIAHUPOBAHMH SKC-
TICPUMEHTOB UISl ONTUMH3ALUH BBIX0AA KOH(DOPMALIUI Kpecio N KOHYC

YpoBeHb
X ®aktop 1 0 +1
HIDKHUI CpeqHuit BEPXHUI
x; | Temneparypa, °C 50 65 80
X, |Bpems nepememmuBanus, 4 2 5 8
X3 Monbaoe cooTHomenrne HCI k peareHTaM B peakI[MOHHON CMECH, MOJIB/JT 1 1.5

B mactosmieit pabore mokazaHa BO3MOXKHOCTH
MIPIMEHEHUS] METOJOJIOTHH MOBEPXHOCTH OTKJIMKA C
LEThI0 ONTUMU3AIMN C TIOMOIIBIO0 TPEXYPOBHEBBHIX
maHoB bokca—benkeHa BbIxoma KoHGOPMAIIUN Kpec-
0 M KoHyc TPU CHUHTE3€ Kanukc[4]|pezopuuHa 2a,
HEeCymero 4-IuMeTHIaMMOHHO(GEHIITEHBIA 3aMeCTH-
TEJNb 10 HKHEMY 000y MOJIEKYIIbI.

MeTtonmonorusi MOBEPXHOCTH OTKINKA U TPEXYPOB-
HeBblE IIaHbl bokca-beHkeHa NMpUMEHSNIHCh HaMU
IUTS ONITUMH3AIMH BBIXOAa KOH(GOPMEPOB KOHYC W
Kpecio xanukc[4]pe3opiinHa 2a, QyHKITHOHAIH3UPO-
BAaHHOTO 4-TUMETHIAMMOHHO(DESHUIILHEIM (parMeH-
TOM TI0 HIDKHEMY 000y (cxema 2).

B xome omHOMAKTOPHBIX IKCHEPUMEHTOB OBLIO
YCTaHOBJIEHO, YTO Ha BBIXO]] TOTO MJIH UHOTO KOH(OP-
Mepa BIHSIOT TaKWe HE3aBHCHMBIE MapaMeTphl, Kak
TeMIepaTrypa, BpeMs PEeakIid W MOJBHOE COOTHO-
menne HCI k pearentam peakunonHoit cmecu [1,2].
Hamu wm3ydeHo BiusiHHME Ha BBIXOJ KOH(OpMAIUi
KOHYC W Kpecno 3TUX TPEeX HE3aBUCHMBIX (PAaKTOpPOB
(mepemMeHHBIX): Temmeparypa (x;), BpeMs epeMerIn-
BaHHA (X,), MonbHOe cooTHoleHne HCI k pearenram
B PEAaKIIMOHHON CMECH (X3), YTO TIO3BOJISIET UCTIONB30-
BaThb TPEXYPOBHEBBIEC IUIaHbl bokca—beHkeHa. Yucio
9KCHEPUMEHTAIBHBIX TOYEK JAJISI CO3JAAaHUS MaTPHIIBI
IIaHupoBaHusi (N) OmpeneNnsaan B COOTBETCTBUHU C
ypaBHeHueM (1).

N=2K(K - 1)+ CP, (1)

rge K — 4ncio He3aBUCUMBIX (akTopoB U CP —
LIEHTpaJIbHas TOYKA.

INockoneky K =3, 10 N=15. B nenTpansHoi T04-
K€ TIPOBOAMIIN TPH MAPAJIIENBHBIX 3KCTIEPUMEHTA TS
OLICHKH OIINOKH OTpeaeIICHHS.

JKYPHAJI OBLUENA XUMMU Ttom 93 Ne2 2023

B cootBeTcTBHU C BBHILIECKAa3aHHBIM, [UIS COCTaB-
neHus: 1aHa bokca—benkena Mmbl mpoBenu 15 on-
HO(aKTOPHBIX AKCIIEPUMEHTOB IPH BAPbUPOBAHUU
HE3aBUCHMBIX IEpPEeMEHHBIX X;—x3. s cocrasine-
HUS pacueTHOM MaTpulbl 3-ypoBHEro IuaHa bokca—
benkena xopupoBanu peaibHble 3HAYEHUS! (PaKTOPOB
(He3aBHCUMBIX NIEPEMEHHBIX ), 3aaBasi HIDKHUM, CPea-
HUH 1 BepXxHUH ypoBHU. KognpoBaHue ypoBHEii (hakTo-
POB X|—X3 OCYLIECTBIISTM B COOTBETCTBUH C paboTaMu
[9-11] mo dopmyme (2).

5 M 2

rae Xx; — KOJMpOBAaHHBI YpOBEHb i-0T0 (haKTOpa,
X; — IEKOIMPOBAHHBIN (peanbHbIN) YPOBEHB i-0T0 (ak-
TOpa, M — cpenHee 3HaueHUE, /1 — MONYLIUPUHA UH-
TepBaa.

HexonupoBaHue ypoBHEH (PakTOPOB BBIMOIHSIH
o popmyne (3).

xl‘ = x,»*'H + M (3)

B Tabn. 1 npuBeneHb! KOAUPOBAHHBIE U IEKOAUPO-
BaHHbIC YPOBHH, B Ta0J. 2 — pacueTHas MaTpHLa Tpe-
XypoBHero miuana bokca—beHkena ans onpeneneHus
MOJICTIM OTIMCAHMS IIOBEPXHOCTEN OTKIIMKA U ONTHMH-
3allUM yCJIOBUH CHHTE3A.

CooTHomenne KOoH(DOPMEPOB PACCUUTHIBATH WC-
xoid U3 aHanmsa crektpos AMP 'H mo unTerpais-
HBIM HMHTEHCUBHOCTAM KOH(POPMAIIMOHHO 3aBHCH-
MBIX TIPOTOHOB 00pa3ma, B3ATOTO M3 PEaKIHOHHOMN
CMeCH TI0 WCTEUEHHIO 3aJJaHHOTO BPEMEHHU pPEeaKIIHU.
U3 oroOpanHO# TpoOBI ymapuBaiw PacTBOPUTEIND,
CYLIMIHM U cyXod ocTatok pactBopsiid B JIMCO-dg.
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Tabauna 2. Pakropsl, pakTHUIECKUE U KOAWPOBAHHBIE YPOBHY U pacueTHas MaTpuna 1miana bokca—benkena aist onpexnee-
HUSI MOJIEJTH, OTIMCaHNs IOBEPXHOCTEH OTKIIMKA, HAXOXK/ACHHS ONITUMAJIBHBIX YCIIOBHUH CHHTE3a KOH()OPMEPOB Kpecio U KOHYC

Konuposanusle ypoBHH (hak- PeaspHble (1eKOMMPOBAaHHEIE) YPOBHU OTKIIHK, BHIXOZl MPOZLyKTa
TOpOB (akxropoB
Ne onbiTa
X x x Kpecno KOHYC
i 2 3 t, OlC r,zq ®H3Cl a)lzh, % @, %’2)
1 -1 -1 0 50 2 1.5 100 0
2 +1 -1 0 80 2 1.5 57.8 422
3 -1 +1 0 50 8 1.5 57.7 423
4 +1 +1 0 80 8 1.5 50.8 49.2
5 -1 0 -1 50 5 1 67.1 329
6 +1 0 -1 80 5 1 41.8 58.2
7 -1 0 +1 50 5 2 55.8 44.2
8 +1 0 +1 80 5 2 44.7 55.3
9 0 -1 -1 65 2 1 65.3 34.7
10 0 +1 -1 65 8 1 49.8 50.2
11 0 -1 +1 65 2 2 45.5 53.5
12 0 +1 +1 65 8 2 51.5 48.5
13 0 0 0 65 5 1.5 46.9 53.0
14 0 0 0 65 5 1.5 454 54.6
15 0 0 0 65 5 1.5 45.0 55.0

B cnekrpe SIMP 'H coenunenus 2a B koHpopMaIuu
KOHyc W KOH(QUTYpalUU ccc HAOMIOMAeTCs TOJIBKO
OITMH Ha0Op CUTHAJIOB KOH(POPMAITMOHHO 3aBUCUMBIX
0- W M-TIPOTOHOB PE30PIIMHOIBHOTO KOJIbIIa B 00a-
ctu 6.11 1 6.36 M. 1. COOTBETCTBEHHO, PE30OHAHCHBIIM
CUTHAJI METUHOBOTO IPOTOHA MPOSIBIISICTCS B 00J1aCTH
5.40 M. a. Jlnsa xoHbOpManuu xpecio ¢ KOHPUTYpa-
el ctt coenuHeHNs 2a HAOMIOMASTCs YIBOCHHUE CHUT-
HaJiOB 0- U M-IIPOTOHOB PE30PLUHOIBLHOTO KOJbIIA,
KOTOPBIC MPOSBIISIIOTCS B BUJAE JABYX CHHIJIETOB IIPHU
5.56, 6.37 u 6.42, 6.57 M. I. COOTBETCTBEHHO, PE30-
HAHCHBIH CHTHAJI METHHOBOTO IPOTOHA MPOSIBIISETCS
B obmactu 5.64 m. 1. [IponieHTHEI cocTaB KoHpOpMe-
POB HOJyYEHHBIM HA OCHOBE aHaiu3a crekTpos AMP
"H u ycnosus nposeieHus! SKCIIEPUMEHTOB TIPUBE/IE-
HBI B Ta0M. 2.

B pesynprare aucnepcHOHHOIO aHajaM3a C IOMO-
LIpI0 MakeTa mporpamm Statistica 10 Hamu mony4eH
MIOJIMHOM BTOPOM CTeneHH (4) B KadyecTBE MareMaru-
YeCKOW MOJIeNH, ONMHUCHIBAIOIICH BIWSHUE HE3aBHCH-
MBIX TEPEMEHHBIX Ha BBIXOJ KOH(QOPMAIMU Kpecio
@, %) B peakunu pesopurHa U n-N,N-auMeTuia-
MHUHOOCH3AIbJETHIa B MPUCYTCTBUU KOHLIEHTPUPO-

BaHHOH COJNSHOHN KHCIOTBL. B paccmorpenue Opann
3HauCHHS KOAPPHUIMEHTOB, YPOBEHb 3HAUUMOCTH IS
KOTOpBIX cocTaBiis p < 0.05, 4TO COOTBETCTBYET J10-
BEPUTEIBHON BEPOSITHOCTH 95%.

Ven =0 = 45.50 + 10.89(x,)% + 10.19(x;)? — 9.95(x,)*(x,)?
—9.12(x)) + 8.82(x)(xy) + 5.38(x)(x3) — 4.52(x3)
+3.58(x))(x3) — 3.63(x3)* — 3.15(x)(x,)?

+ 2.45(x1)%(x3) — 2.38(x,), 4)

rae x; — remneparypa, °C; x, — BpeMs nepeMenInBa-
HUSL, 9; X3 — MoJibHOE cooTHOomenne HCl x pearenram
B PEAKIIMOHHOW CMECH, Myycj- AJICKBATHOCThH BHIOpaH-
HOM MOIEeNH IMOATBEPKAaeTCs 3HAYCHUSIMH KO3 u-
nueHTa koppemsauuu (R-sqr 0.99979). Tlocnennuit
OJIM30K K €AMHUIIE, YTO YKa3bIBACT Ha XOPOLIYIO KOp-
penAnnio Mex 1y HaOM0AaeMbIMH U MTPeICKa3aHHBIMU
3HAUEHUSIMU.

Ha puc. 1-3 nokasanbl 3D-rpadukn, 3aBUCHMOCTH
OTKJIMKa — BbIXOAa KoH(opmauuu kpecio (®gp,%) oT
W3y4YaeMbIX HE3aBUCHMBIX IIEPEMEHHBIX, (PaKTOpoB
X1—X3.

Ha puc. 1 npeacraBneHa MOBEpXHOCTh OTKIIMKA,
XapaKTepu3ylolias B3alUMOJAEHCTBUE MEXAY BpeMe-

J)KYPHAJI OBLLIENA XUMMU tom 93 Ne2 2023
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(a)

=20
I <120
B < 100
[ <sgo
B <60
<40

Puc. 1. [ToBepXHOCTH OTKJIMKA 3aBUCHMOCTEH BBIXOJa KOHYOPMAUH kpecio (@, %) OT BPEMEHH IEPEMENINBAHHUS X, (T, 9) U

(6) (B)

- i
= b
£ =7
5] !

g -

3

.

'e.
I > 120
<1
<4
B <64
| Rt

temmeparypsl x| (¢, °C) npu @y (a) 1 (x3=-1); (6) 1.5 (x3=10); (B) 2 (x3=1).

(a)

@ Y%
P T

Oepe %

(©)

(8)

SRR T T

o,
®s "o

| B
Il <66

<56
<46
I <36

M =100
I <98
B <ss
<78
[ <68
B <58
W <5
I <38

M -0
| <46

Il <3

Puc. 2. IToBepXHOCTH OTKJIMKA 3aBUCUMOCTEl (yHKINH OTKIMKA (BBIXOZ KOH(GOPMALMHK Kpecio, @y, %) OT MOJIBHOTO COOTHO-

menust HCI k peareHTaM B peakIIMOHHOMH CMECH My (X3) ¥ TeMIepaTypbl X; IPH BPEMEHH NepeMeIlnBanus T, 4: (a) 2 (x, = —1);
(6) 5 (x,=0); (8) 8 (x, = 1).

(@)

o
[0} Yo
CERAREANER

I =120
<120
<10
Il <100
<90
<80
M <70
I <60
I <50

[OF %

cat1RlridE

(6) (B)

h
P R T

| B
B <o - ‘ M -0
e <56 N <ss
B <46 Il <48
B <36 Ml <33

Puc. 3. TIoBepXHOCTH OTKJINKA 3aBUCUMOCTEH (DYHKIIMH OTKIIHKA (BBIXOJ KOHDOPMAIUH KPecio, @y, %) OT BPEMEHHU MepeMelii-
BaHMS X, ¥ MobHOTO cooTHomeHuss HCI k peareHTam B peakIMOHHON cMecH My (x3) mpu ¢, °C: (a) 50 (x; =—1); (6) 65 (x; = 0);
(®) 80 (x; =1).

JKYPHAJT OBILEA XUMMH tom 93 Ne2 2023
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X Xa

120.00

100.00 §

20.000

X3 JKenatensHOCTE
100.00
S
@ 70.850
41.700

1.0000 }

KenarenbHocTh

-1 1 -1 1

0 1

Puc. 4. Ilpodunu npenckazaHHbIX 3HaUCHUN U (QYHKIMH JKEJIATEIBHOCTH JUIA IpoLiecca CHHTe3a KOH(pOopMaLuu Kpecio.

HEM MepEeMEILINBAHUS X, H TeMIlepaTypoi x;. Cnenyet
OTMETHUTh, UTO CYIICCTBYET HeOOMbINAas 00NaCTh MPH
HU3KUX YPOBHSIX X| H X,, [JIe MOXKHO JTOOUTHCS BBIXO-
nma 100% xordopmanuu kpecio. ITy 00IacTh TPYIHO
HaWTH, TPOBONAS TOJBKO OMHO(AKTOPHBIE SKCIEPH-
MCHTHI.

Ha puc. 2 npencraBineHa MOBEpXHOCTh OTKIIMKA,
XapaKTepU3yIoIias BIUSHUE MOJIBHOTO COOTHOILIEHUS
HCI x pearenTam B peakIMOHHOW CMECH X3, U TEMIIE-
parypsl x; Ha BeIX0J KoH(bopMaiuu xpecro. Bzaumo-
JefCTBHE TOCTATOYHO CIOKHOE, ¥ TIPY HU3KOH TemIie-
patype peakiuu U MaJloM BPEeMEHH TMepeMeIINBaHUs
(2 ) MmoxHO yBenUUUTH BeIX0x A0 100%.

JlocTarouHO CIOXKHOE B3aUMOJICHCTBHE TaKkKe
MOXKHO BHJIETh Ha puc. 3, rae npezacrasieH 3D-rpa-
(hMK 3aBUCUMOCTH BBIXOZIa KOH(MOPMAIIUH Kpecio OT
BPEMEHH TEPEMEIINBAHUA X, ¥ MOJBHOTO COOTHO-

menusi HCl k peareHTam B peakIMOHHOW CMECH Xj.
Opnnaxo 100%-HOTO BEIXOAA B 3TOM CiIy4ae OOUThCS
HEBO3MOKHO.

B nesnom, onpenenuTs ONTUMaNIbHBIE YCIOBUS IS
MaKCHMaJILHOTO BBIXOa KOHPOPMAIHU Kpecio MOXK-
HO, Hccnenyst QyHKIUIO xKenaTelbHoCTH (puc. 4). On-
TUMaJIbHBIX YCJIOBHM BBhIXOa KOH(OpMALUHU Kpecio
MOXHO JOOUTBHCS B KOIUPOBAHHBIX 3HAYCHUSIX MpPU
x;=-1,x,=-1,x3=1-0, 4TO COOTBETCTBYET TEMIIEPA-
Type 50°C, BpeMeHH MepeMeIuBaHusI 2 9 U MOJIBHO-
My cootHomenuto HCI k peareHTaM B peakmOHHON
cMecu My 1-1.5. DkcnepuMeHTanpHOE 3HAUYEHUE
BBIX0J1a KOH(opMaluu Kkpecio MpH AaHHBIX yCIOBUSIX
cooTBeTCTBYeT Kommo3ummu 1 B Tadm. 2 (100%).

Yrto kacaercs KOH(OPMAIUU KOHYC, TO MareMa-
THYECKas MOJENb aNNPOKCHMHUPYETCSl TOIMHOMOM
BTOPOTO MOPS/IKA ¢ MHOXKECTBEHHBIM KOX(HUIIHEH-

J)KYPHAJI OBLLIENA XUMMU tom 93 Ne2 2023
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(a) (6)

(8)

I > 60

7]

> 60 B <2
=<48 | __Ex <32
B <28 M <36 i <22
<8 . <16 t <2
. <-12 <4 i <2
. <32 — .-

Puc. 5. TIoBepXHOCTH OTKIIMKA 3aBHCHMOCTEH (DyHKIMH OTKJIHKA (BBIXOI KOH(OpMEpa KoHyc, ®,, %) OT TeMIIepaTyphbl CHHTE3a X,
1 BPEMEHH NePEeMEIINBAHUS X, IPH Oyt (a) 1 (x3 =—1); (6) 1.5 (x3=0); (8) 2 (x3=1).

(a) () (B)
: - El
£, =5 < v
£ P e
= . e‘: E,:J :
| EX M -0
I <40 B -5
<20 : > : <48 : -
M <0 B <3 T I <52
I <-20 <2 -«

Puc. 6. [ToBepXHOCTH OTKJIMKA 3aBUCUMOCTEN (DYHKIIMH OTKIIMKA (BBIXOA KOHPOPMALMHU KOHYC, B, %0) OT MOJIBHOTO COOTHOILEHHS

HCI k peareHTam B peakIIMOHHON CMECU (e (¥3) U TEMIIEPaTyphl X; P BPEMEHH NepeMelnBanus T, 4: (a) 2 (x, = —1); (0) 5
(2 =0); (8) 8 (x,=1).

(a) (©)

(B)

e £ -
b $:
. >0
I >4 < P . > 60
<2 ' > <48 E . <5
<4 <3 [ <48
<6 < <3
Puc. 7. [ToBepXHOCTH OTKIIMKA 3aBUCUMOCTEH (PyHKIMU OTKIIHKA (BBIXOJ KOHDOPMALUH KOHYC, @y, Y0) OT BPEMEHH IepeMeIIn-
BaHUA X, U MOJIbHOTO cooTHOIeHuss HC1 k peareHTaM B peaklMOHHON cMecH My (x3) ipu ¢, °C: (a) 50 (x; =—1); (6) 65 (x; = 0);
(®) 80 (x; =1).

JKYPHAJT OBILEA XUMMH tom 93 Ne2 2023
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X) X2 ¥3 XKenarenbHOCTh
80.000
58.212 1) 58.200
b
& 5 29.100
0.0000
-20.00
1.0000 il AT U]

KenarenbHOoCTh

-1 0.24 1 -1

048 1 -1

1

Puc. 8. [Ipodunn ns npeackazaHHBIX 3HAYSHUH U (PyHKIUH KEeIaTeIbHOCTH IS poIiecca cuHTe3a KoHdopManun xonyc. Bepru-

KaJIbHasA 4€pTa MOKa3bIBACT ONITUMAJIbHBIC 3HAYCHUA q)aKTOpOB.

ToM Koppensauuu R-sqr 0.99924 u numeet cnenyrommi
BuI (5).

Ve =B, = 54.20 — 10.89(x)% + 9.93(x;) — 9.70(x,)2(x,)
+9.100x,) — 8.82(x))(xy) + 5.12(x3) + 4.28(x5)
~3.55(x,)(x3) + 3.38(x3) + 2.63(x,). 5)

Ha puc. 5-7 npencrasnenst 3D-rpaduku 3aBucu-
MocTel BEIXona KoH(popMepa Konyc TIpH B3auMOIIEH-
CTBHHM HE3aBUCHUMBIX 3HAUUMBIX (PaKTOPOB X—x5. [Ipn
aHanm3e (QYHKIUU KelareabHocTH (puc. §) MOXKHO
BHJIETH, YTO KOOPJIMHATHI ONTUMYyMa B KOAMPOBAHHBIX
koopauHarax x; = 0.24, x, = 0.48, x3 = 1, 4T0 cooT-
BETCTBYET TeMIleparype cuHTeza 68.6°C, BpemMeHU
nepemennBanng 2.24-6.44 4 M MOJIBHOMY COOTHO-
menuto HCI k peareHTam B peaklmOHHON cMeCcH My
2. PacuerHsIil BBIXOA KOH(QOPMAILIUU KOHYC COCTABHII
57.70-58.07%. Ilposenenne cuutesa npu 68°C, Bpe-
MEHU IepeMeIINBaHus 3 4 U MOJIBHOM COOTHOIIEHUH
HCI k peareHTamM B peakIMOHHOM CMeCH My 2 AAJI0
BBIX0J] KOH(popMatuu koryc 57%.

Ha nam B3misi1, MHTEPECHO CPaBHUTH CTAHAAPTH-
3UpPOBaHHbIE AP(EKThl HE3aBUCHMBIX ITEPEMEHHBIX
(daxTOopoB) Ha BBEIXOI KOHGOPMAIIUN Kpecio N KOHYC.
Ha puc. 9 npencrasnens! auarpammel [lapeto cran-
JIapTH3UpOBaHHBIX dpdekroB. B nuarpamme Ilapero
paccMarpuBalOTCs Te 3HAYCHHUS, YPOBEHb 3HAYMMO-
ctu KoTopbix MeHblie 0.05, 4To 03Ha4aeT ypoBEHb
nocroBepHocTH 95%. 3meck L — nuneliHble 3¢ dek-
ThI, Q — kBasparuuHbie Y3PPEeKTl. 3HAK «—» 03HAYALT
HETaTHBHOE BIMSHHUE Ha BBIXOA KOHGOpMEpa, a 3HAK
«+» — IOJIOXKUTETLHOE BIMSHUE Ha BBIXOJ KOH(OpMe-
pa. AHanu3 AuarpaMM HOKa3bIBaeT, YTO YBEJINYEHUE
TeMIIepaTypbl He CONIEHCTBYET BBIXOAY KoH(popmepa
Kpecio, OMHAKO B3aUMOJICHCTBUE TEMIIEPaTyphI U Bpe-
MEHHM TEepPEeMELIMBAHMs OKAa3bIBAET IOJOKHUTEIBLHOE
BIIMSIHUE Ha BBIXOX 3TOro koH(popmepa. [IpoTuBomo-
JIOKHAsT KapTHUHA HaOIIomaeTcs sl BBIXoma KOHGOp-
Mepa KOHycC.

Takum 00Opa3oM, Ha OCHOBE MOJMYYCHHBIX PE3YJib-
TaToB TOKa3aHa BO3MOXXHOCTh HCIIOJIb30BaHMUS Me-
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(a)

(They (L) —_54'
(2)xs(L) 43414
5(Q) |-37.5748

x(Q) |-35.1589
1L by 2L ~|31.70034
1Q by 2L |25.2?303
2L by 3L | 19.30757
(3)x;3(L) — ]-13.9359
1L by 3L [12.84178

x3(Q) | 11.60461
IL by 20 |8.00]008
1Q by 3L |-6.22301

p=0.05

()

(1xy(L) D 28.43944)
(2)x(L) |23.05158

Q) ]19.70016
x(Q) | 18.02065

IL by 2L |-16.6777

1Q by 2L |-12.9622

2L by 3L ~ ]-9.68534

(3)x,3(L) | 7.162682

IL by 3L |-6.70887
Q) |-6.12793

1L by 2Q -4.24277

1Q by 3L| ]2/906466

p=0.05

Puc. 9. [lnarpammsl [Tapeto crangaprusrpoBaHHbIX 3¢ dekToB dakropos x; (¢, °C), x, (T, 9), X3 (@, MOIB/IT) HA OTKIIMK — BBIXO]

KoH(popMauuH: (a) kpecio @y, %; (0) konyc @, %.

TOJIOJIOTMH TOBEPXHOCTH OTKJIMKA W IJIaHOB bokca—
Benkena st ompeneneHus ONTUMANbHBIX YCIOBHH
CUHTE32 KOHPOPMEPOB Kpeciio M KoHyc Kamukc[4]pe-
30pIIMHA, HECYIIETO 4-TUMeTHIaMMOHNO(EHIITEHEII
(parMeHT 1Mo HYKHEMY 000y MOJEKYJbL ODTOT THII
JIU3aiiHa HCCIIEJOBAaHUSA HMEET TO IPEUMYIIECTBO,
YTO OH OTOOPa)KaeT BCE MPOTECTHPOBAHHBIE HAOOPHI
JMAHHBIX U UCKITI0YaeT cOOp MCKIFOYNTENHHO TOIOKH-
TENBHBIX pe3ynbTartoB. CyecTBeHHBIM (haKTOPOM SIB-
JIIeTCSl COKpAIleHHe BPEMEHHM MOHCKAa ONTHMAaJIbHOU
MaTpHLbl U YCIOBUH sl IPOBEACHUS CHHTE3a OIIpe-
JIEJIEHHOTO THIIa KoH(popMepoB. [IpemmoxkeHHbIH Mo/~
XOJl MOJKET OBITh MPHIMEHEH K ONTHMHU3ALMN CHHTE3a
JIpYyTHUX MIpeJicTaBuTeNel Kainukc[4]pe30opuuHoB.

OKCIIEPUMEHTAJIBHA A YACTD

Cnextpsl SIMP 'H 3anucaHbl Ha CHEKTpOMETpE
Bruker Avance 600 MHz ¢ paboueii wacroroii 600.1
MI1.

4,6,10,12,16,18,22,24-OKTaruapoKcu-
2,8,14,20-TeTpakuc,(4-1MMeTHIAMMOHHU OXJIOPH-
adenna)nentanukao[19.3.1.137.1%13, 11519 ok-
Tako3a-1(25),3,5,7(28),9,11,13(27),15,17,19(26)-
21,23-nonexkaen (2a) (cMecb H30MEPOB KOHYC W
kpecno). CMech M30MEPOB KAJIMKPE30pLMHA 2a IS
WCCIICJIOBaHUSI CUHTE3UPOBANIU 10 OIMMCAHHOW METO-
muke [1]. Cmecs 0.20 r (1.8 mmonb) pesopinHa, 0.26
r (1,8 MMoIB) n-mUMETHIAMHUHOOEH3AMBACTHIA U 6
I 95%-Horo aTrnoBoro criupra. CMech pu nepeme-

JKYPHAJI OBLUENA XUMMU Ttom 93 Ne2 2023

IIMBAaHUY HATPEBAIU JI0 33J]aHHON TeMIepaTyphl, 3a-
TeM MpuOaBIsIM HeOOXOAMMOE MOJIEHOE KOJIMYECTBO
KOHIICHTPUPOBAHHOW COJSIHOM KUCIOTHI. Peakunon-
Has Macca MEHsJIa OKpPAacKy OT JKENTOW 0 KOpUIHE-
BO-00pIOBOI. Bpemst peakiiiu OTMEPSUTH OT MOMEHTA
OKOHYaHUS MpUOaBIIEHUS COISIHOM KUCIIOTHI. [laHHbBIE
o MosnbHOMY KonmuectBy HCL, Bpemenu u Temiiepa-
Type peakuuu ykaszansl B Ta0m. 2. [To ucreueHun 3a-
JTAHHOTO BPEMEHHU Peakiu oTOMpanu 4 MI peakiiu-
OHHOHM CMECH, paCTBOPHUTEINb yIaphBalld B BaKyyMe.
Cyxoit ocrarok cymmmm 1 1 B Bakyyme (0.4 MM pT.
cr.) npu 60°C. Crextp SIMP 'H (IMCO-dy), 8, m. 1
3.18 ¢ (24H, NCH;), 5.40 ¢ (xonyc) n 5.64 c (4H, CH,
Kpecno); 5.56 ¢ (kpecno), 6.11 ¢ (xonyc) u 6.37 c (4H,
0-CHy,, xpecno); 6.36 c (xouyc), 6.42 c u 6.57 ¢ (4H,
m-CH,,, xpecno); 6.66 1 (8H, CH,,, J 8.0 'm), 6.97 1
(8H, m-CH,,, J 8.0 I'mr), 8.80 ymr. ¢ (§8H, OH).

OO0paboOTKy MaHHBIX C LEIbIO MOJYUYCHHS MareMa-
TUYECKUX MOJIeNel, Tpa kOB TIOBEPXHOCTEW OTKIIHU-
Ka, ONTUMAJIBHBIX YCJIOBHN MOJMY4YCHHs] KOH(pOpMa-
U Kpecio U KOHYC TPOBOIMIIN C ITOMOIIBIO MaKeTa
Statistica 10.

KOH®JIMKT UHTEPECOB

ABTOpBI 3asBIAIOT 00 OTCYTCTBHM KOH(IIHMKTA
HUHTEPECOB.
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Optimization of Conditions for the Synthesis
of Calyx|[4]resorcinol Conformers Containing
4-Dimethylammoniophenyl Fragments on the Lower Rim
of the Molecule Based on the Response Surface Methodology
Using Three-Level Box—Behnken Plans

R. F. Bakeeva®*, A. G. Parfenova“, N. 1. Shatalova“, V. F. Sopin“, and E. L. Gavrilova“®

“ Kazan National Research Technological University, Kazan, 420015 Russia
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The response surface methodology using three-level Box—Behnken plans was applied in order to optimize the
yield of the cone and chair conformers in the synthesis of calix[4]resorcinol functionalized with 4-dimethylam-
moniophenyl group along the lower rim. We used data from one-factor experiments in which the temperature,
reaction time, and molar ratio of HCI to the reactants of the reaction mixture were varied to plot the response
surfaces. The ratio of conformers was calculated based on the analysis of "H NMR spectra of the products iso-
lated from the reaction mixture. The adequacy of the proposed mathematical models for determining the yields
of chair and cone conformations is confirmed by a high correlation coefficient (R 0.99979). Optimal conditions
were found for the maximum yield of the chair conformation (50°C, 2 h, molar ratio of HCI to reagents in the
reaction mixture is 1-1.5, yield 100%). The optimal conditions for obtaining the cone conformation are: tem-
perature 68.6°C, stirring time in the range of 2.24—6.44 h and the molar ratio of HCl to reagents in the reaction
mixture is 2. Carrying out the synthesis under these conditions leads to the yield of the cone conformation in
the range of 57.70-58.07%.

Keywords: calix[4]resorcinol, cone and chair conformers, response surface methodology, three-level Box—
Behnken designs
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