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Annomayusn. B pamkax paboThl U3ydeHa CTPYKTypa 2-(THAPOKCHUMUHO)-1-(1-HadTrmn)3TaHOHA Me-
tonoM PCA. Apomarnueckas cuctema 2-(THIPOKCHUMHHO)-1-(1-HadTHI)3TaHOHA TIIOCKasi M XapaKTepH-
3yeTcs MOBOPOTOM aTOMOB T'MIAPOKCHMMUHOAIETHIBHOTO (hparMeHTa OTHOCUTEIHHO INIOCKOCTH IMKJIA Ha
31°. Berxoa KapOOHMIEHOTO aTOMa KHCJIOPOa W3 TaHHOH IIOCKOCTH cocTasiseT 0,714 A, Toraa kak BeI-
XOJ1 THAPOKCUILHOTO aTtoma Kuciopoaa — 1,237 A. [lapkeTHo-cTomo4Has ynakoBKa MOJIEKYI B KpUCTaJLie
00yCJIOBIIEHa CHCTEMON MEXMOJEKYJIAPHBIX BOAOPOIHBIX cBsazeil Tunma C-H...O ¢ ydactueM aroma Ku-
CJI0po/a THAPOKCHUIBHOM MM KapOOHWIBHOM TpymI, a Takke BogopoaHsMU cBazaMu O(2)-H...O(1) u
O(2)-H...N(1). Pe3ympTaThl peHTTCHOCTPYKTYPHOTO aHalN3a 3aperucTprupoBanbl B KemOpumkckoit 6ase
CTPYKTYpPHBIX AaHHBIX o HomepoMm CCDC 2445219.

Knrwuesvte  cnosa: 2-(ruapokcUUMUHO)-1-(1-HaQTHIT)ITaHOH, PCA, HUTPO3UPOBAHUE,
1-aneTunHaQTAIMH

bnazooapnocmu. Pabora mpoBeneHa C UCIONb30BaHHEM 00opymoBaHUsS LleHTpa KOJIJIEKTHBHOTO
nosp3oBaHus «CIeKTpOoCcKONHs M aHanu3 opranndeckux coeanHernuin» (LIKIT «CAOC») Uncruryra Op-
rannueckoro Cunre3a YpO PAH, a takxke o6opynoBanus L[eHTpa KOMIEKTUBHOTO TOJB30BaHus «VICTIBI-
TaTeJIbHBIA LEHTP HAHOTEXHOJIOTHI M MEePCHEKTUBHBIX MaTepuaioB» MHcTuTyTa Qusnku metamioB YpO
PAH. CnekrtpansHble TaHHBIE MMONy4deHH! B JlabopaTopun KOMIUIEKCHBIX HCCIEJOBAHUN M 3KCIEPTHU3HI
OpraHMYecKUX MaTepHasioB L[eHTpa KOJIEKTUBHOTO IOJIB30BAaHMS YHUKAJIBHBIM 000pyHIOBaHHEM Y pallb-
ckoro (eaepanbHOro yHuBepcutera, https://ckp.urfu.ru.

Pabora BeImonHeHa Ipu HozjAepkKke MUHHCTEpCTBa HayKH M BBICIIEro oOpa3zoBaHMsA Poccuiickoit
Oeneparmm (Tema Ne 124020200072-0). http://www.minobrnauki.gov.ru.
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Abstract. In the present study the structure of 2-(hydroxyimino)-1-(1-naphthyl)ethanone has been in-
vestigated by X-ray diffraction. The aromatic system of 2-(hydroxyimino)-1-(1-naphthyl)ethanone is pla-
nar; it is characterized by rotation of the hydroxyiminoacetyl fragment atoms in relation to the plane of the
ring by 31°. The deviation of the carbonyl oxygen atom from this plane is 0.714 A, while the deviation of
the hydroxyl oxygen atom is 1.237 A. The parquet-stack packing of molecules in the crystal is due to the
system of intermolecular hydrogen bonds of the C-H...O type with participation of the oxygen atom of
the hydroxyl or carbonyl groups, as well as the O(2) H...O(1) and O(2) H...N(1) hydrogen bonds. The re-
sults of X-ray diffraction analysis have been registered in the Cambridge Crystallographic Data Center
under the number CCDC 2445219.

Keywords: 2-(hydroxyimino)-1-(1-naphthyl)ethanone, X-ray analysis, nitrosation, 1-acetylnaphthalene
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Beenenne

[IpousBogHBIE N30HUTPO30a1IETOPEHOHOB SBIISIOTCS Ba)KHBIMH CHHTOHAMHM Ul JalbHEUIIEro Mmo-
CTPOCHHUS Pa3INYHBIX TETEPOIMKIIOB, B YacTHOCTH, 1,2,4-TpmasunoB [1-4], mupasunos [5, 6], 2H-1,4-
okcasuHoB [7] u ap. Taxke MPeacTaBIAIOT HHTEPEC CBOCH OMOJIOTMYECKOM aKTHUBHOCTHIO METAJIOKOM-
IUIEKCHl HA OCHOBE AAaHHBIX coeAnHEeHHH [8]. OCHOBHBIM METOAOM HX MOJYYEHHS SBISICTCS peaKius
HUTPO3UPOBAHUS COOTBETCTBYIOIINX alETHIIBHBIX MPOU3BOAHBIX (T€TepO)apOMaTHUECKUX COeIUHEHH,
KOTOpasi MOXET OBITh peain3oBaHa B KUCIBIX [9] mwin ocHoBHEIX [10] ycnoBusix. Uto kacaercst Hero-
CPEACTBEHHO O0BEKTa, pacCMaTPUBAEMOro B IaHHOH padote (2-(THIpOKCUMMUHO)-1-(HadThI)3TaHOH ),
TO ISl €TO CHHTE3a paHee MCIOJIb30BAIMCH B3aumoaeicTue (1-HadTwn)rianokcans ¢ THAPOKCHIAMU-
HoM [11], a Takke HUTpo3WpoOBaHHE |-aneTHnHATATNHA B KACIBIX ycinoBusx [12]. B manHo# pabote
HaMH BIIEPBbIE PACCMOTPEHA KPUCTAIUIMYECKAs CTPYKTypa JAHHOTO COCIMHEHHS.

IKCNepUMEeHTAILHAS YaCTh
Cnektp SIMP 'H 3amucan Ha crektpomerpe Bruker Avance-400 (uactota 400 MI'L), BHyTpeHHUI
crangapT — SiMe,. Macc-ciekTp (THII HOHM3aLUH — 3JIEKTpocpeil) 3anucan Ha nmpudope Agilent 6545
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Q-TOF LC-MS ¢upmsr «Agilent Technologies» (CLLIA). DnementHsiii ananu3 BeinonaHeH Ha CHN ana-
muzarope PE 2400 II pupmer Perkin Elmer (CLLIA).

Cunres 2-(ruppokcuuMuHoO)-1-(1-HadTrin)sTaHoHa 1 BBINOJIHEH IO MPONEIype, OMUCAHHOW pa-
Hee [2] u1d cXOXuX coenuHeHW. BhIXoa mpojaykTa MO ABYM CTaAMsIM CHHTE3a COCTaBiseT 55 %.
Cnektp SIMP 'H: 7,56-7,63 (M, 3H, nadrun), 7,82 (un, 1H, °J 7,2 T'n, *J 1,2 T, madyrun), 8,00-8,05 (m,
1H, nadrun), 8,07 (c, 1H, H-2), 8,08-8,16 (m, 2H, nadtun), 12,71 (ym. ¢, 1H, OH). MS ESI: m/z (1, %):
200,07 (100) [M+H]". Haiineno, %: C 72,26; H 4,67; N 6,92. Beruucneno, %: C 72,35; H 4,55; N 7,03.

PentrenoctpykrypHblii anaau3 (PCA) mpoBeaeH Ha aBTOMAaTHYECKOM YETBIPEXKPY>KHOM -
¢pakromerpe Rigaku XtaLAB Synergy ¢ CCD-nerextopom HyPix-6000HE u ucrounukom peHTreHOB-
ckoro m3nyuenus PhotonJet mo crangaptaoit npoueaype (MoK, -u3nyuenue, rpaduTOBEIA MOHOXpOMa-
TOp, W-ckaHuposanue ¢ maroM 1°) mpu 7 = 295(2) K. brina nmpuMeHeHa 3MIUpUyUecKas IonpaBKa Ha
noryionenye. Jlanaeie U3MEPEHHBIX OTPAKEHUH MPOMHACKCUPOBAaHbI, HHTETPUPOBAHBI M MacIITaOUpO-
BaHbI ¢ UCMoib3oBaHueM makeTa nmporpamm CrysAlisPro [13]. CtpykTypsl pacuiudpoBaHbl METOAOM
BHyTpeHHeH ¢a3zupoBku no nporpamme SHELXT [14] u yrouHeHB METOOM HaMMEHBIIUX KBaIpaTOB
no F° ¢ ucrone3osanueM nporpammsl SHELXL [15]. PacingpoBKa i yTOUHEHHE CTPYKTYphI HpOBE/Ie-
HBI B mporpammHoii o6osouke Olex2 [16]. HeBogopoaHbie aTOMBI YTOUHEHBI B aHU30TPOITHOM TPHOIH-
JKEHUH. ATOMBI BOAOpPO/A MPH aTOMax KHUCIOPO/a BBISBIEHBI U3 Pa3HOCTHBIX panoB Dypre. Bee ocrans-
HBIC aTOMBI BOJIOPOAA TIOMEIICHB! B BBIYHCIICHHBIC MOJIOKEHHUSI B COOTBETCTBUH CO CTEPEOXUMHUYECKUMHU
KPUTEPHSMHU U YTOYHEHBI 110 «CXEME Hae3AHUKa». Pe3ynbTaTel peHTTEHOCTPYKTYPHOTO aHaIM3a 3aperu-
cTpupoBanbl B KeMOpHIDKCKoi 6a3ze cTpyKTypHBIX qaHHbIX 1oa HomepoM CCDC 2445219. Dtu naHHbIe
HaxOZAATCsI B CBOOOJHOM JOCTYIIE U MOTYT OBITh 3alpoLIeHB! 1o aapecy www.ccde.cam.ac.uk. OcHOBHBIE
KpHUCTaJUIorpauiyecKue JaHHble U pe3yjbTaThl YTOYHEHUS CTPYKTYphl 2-(TMAPOKCHHMHHO)-1-
(HadTHIT)3TAaHOHA IPUBEICHBI B TA0II. 1.

Tabnuua 1
Kpuctannorpachmyeckue AaHHble, NapameTpbl 3KCNEPUMEHTA U YTOUHEHUSI CTPYKTYpPbI
2-(ruapoKcMMMunHo)-1-(HacdpTaneHun)aTaHoHa
ITapamerp 3HayeHue
dopmyna C,HoNO,
M 199,20
CuHronus monoclinic
Ip. rpynmna P2\/c
a, A 18,8114(5)
b, A 3,87210(10)
¢, A 13,8287(3)
o, Tpa. 90
B, rpan. 109,652(3)
Y, Tpam. 90
v, A’ 948,61(4)
Z 4
P r/em’ 1,395
1, MM ! 0,096
F(000) 416,0
Pasmep kpucranna, Mm 0,707 x 0,261 x 0,063
Ob6acTb cOopa gaHHBIX 110 20, Tpa. 4,598-59,166
HHTepBaNB HHACKCOB OTPAXKCHHUN —25<h<25;-5<5k<5;-18</<18
W3mepeHo oTpakeHHUH 34582
HezaBucumpIx oTpaskeHU 2454 [Riy = 0,0592; Ryigma = 0,0247]
IlepeMeHHBIX YTOUHEHHS 137
GOOF 1,054
R-daxropsl o F* > 26(F?) R, =0,0388; wR, = 0,0979
R-(axTopsl 10 BCEM OTPaXKCHHUSIM R;=0,0523; wR, =0,1074
OcTaToyHast 3MEeKTPOHHAs MIOTHOCTb (min/max), e/A’ 0,13/-0,18
154 Bulletin of the South Ural State University. Ser. Chemistry.
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Oo0cy:xxnenne pe3yJbTaToB

Cunres 2-(rugpokcuuMuHO)-1-(1-Hadtrn)sTanoHa (1) ObUT BBHIMONHEH C MCIIONB30BaHUEM B Kade-
CTBE MCXOJHOTO COEJMHEHUSI KOMMEPYECKH JOCTYMHOTO l-anerwiHadTanina (2), mpyu 5ToM ObUIa MpH-
MEHEHa ONHCaHHas paHee mpouenypa [2] (cxema). Tak, B3aumoeiicTBie HATPUEBOM COJIM alleTUINPO-
n3BoHOrO 2 Kak C-H-KHCIOTBI, MOMYyYeHHOMW in situ EeHCTBUEM STHIIAaTa HATPHA, C M3ONPONMIHUTPH-
TOM MPUBOIUT K HATPUEBOU COJIH IIETIEBOTO coeAMHEHMS (3), KOTOpas JIETKO BBIACISETCS U3 PEaKIIMOH-
HOH Macchl B BUJIe ocafaka. Ha nocienyronieil ctaauu B3aMMOJIEUCTBHE C JIEASHOU YKCYCHON KUCIOTOR
MO3BOJISIET NOMYYHUTh 2~(TUAPOKCUUMHHO)- 1 -(HadTrin)3TanoH 1; B faHHOM paboTe HaMH BIEPBBIE MPE-
cTaBlieHHI AaHHbIe criekTpa SIMP atoro coennuenus. Ero kpucramnsl, npuronnsie ais PCA, 0buH 1mo-
Jy4eHbI B pe3yJibTaTe MEJJICHHOTO YIIapUBAHUS PACTBOPA B XJIOpOQopMe.

0 1. Na, EtOH

2. I-Pr-ONO AcOH

2

Cxema cuHTe3a 2-(rv|,qp0|<cvmmvmo)-1 -(1-HadoTUn)3aTaHOHa (1)

[lo maHHBIM PEHTIEHOCTPYKTYPHOro aHanu3a 2-(TMAPOKCUUMMHO)-1-(1-HadTrin)s3TaHOH KpHCTal-
JU3yeTCs] B MOHOKJIMHHOW CHHTOHUU C IIEHTPOCUMMETPHYHOM NPOCTpaHCTBEHHOH rpymnmnoi P2,/c. Ilpu-
HATas B CTPYKTYPHOM 3KCIIEpUMEHTE HyMepalus aTOMOB MpecTaBiieHa Ha puc. 1.

Bce atompl apoMaTHUeCKOil CHCTEMBI 0XKHIaeMO JIe)KaT B OJHOMN MIOCKOCTH, aTOMBI THAPOKCUUMHU-
HOALETHIBHOTO (pparMeHTa MOBEPHYTHl OTHOCUTEIBHO TUNIOCKOCTH IMKJIA Ha 31°, mpH 3TOM BBIXOJ Kap-
GOHIILHOTO aTOMa KHCIOpOJa M3 JAHHOH miockocTu cocTapiseT 0,714 A, BBIXOA TMAPOKCHIBHOTO
aroma xucnopona — 1,237 A (puc. 2). Creayer oTMETHTb, UTO NOA0OHAS TEOMETPHS ABJIAETCS Xapak-
TEpHOHN U1l aHAJIOTMUYHBIX CTPYKTYp, U3BECTHBIX B nuteparype [17, 18] u HalineHHbIX HaMH B Kewm-
opumxckoit CtpykrypHoil baze Janubix (Cambridge Structural Database http://www.ccdc.cam.ac.uk).
OpHako, BBEJIEHHE B apOMaTHUYECKUN [TUKI TUAPOKCHUIBHOM MITM HUTPO-TPYTII, @ TAK)XKE MOSIBICHNE KPH-
CTAJUIM3ALMOHHOI MOJIEKYNbI BOJBI, I0-BUANMOMY, CYIIECTBEHHO BIMACT HA MEKMOJICKYJISIPHBIC B3aH-
MOJEHCTBUS B KpPHUCTAJUIE, 32 CYET KOTOPHIX aTOMBbl T'MAPOKCHHMHHOALETHIIFHOTO (parMeHTa JiexKar
MPAKTUYECKH B OMHOU TIIOCKOCTH C ITUKINIECKOM cucteMoit [19].

1,237 A

Puc. 1. AaHHble PCA 2-(rugpokcunmmnHo)-1-(1- Puc. 2. MpocTpaHcTBEHHOE pacnosoXeHne aToMOB
HadTUN)3TaHOHA B TENNOBLIX 3anfuncomaax B Morekyre 2-(ruapokcumMmmnHo)-1-(1-Hadtun)ataHoHa
50 % BepOATHOCTU U NPUHATAA B CTPYKTYPHOM
3KCNepuMeHTe HyMepauusi aTOMOB

CrpykTypHasi caMOOpraHu3anus Mojekya B Kpuctauie 1 oOyciioBieHa cHCTEMOH MEXKMOJIEKY-
JISIPHBIX BOJOPOAHBIX CBs3el (Talu. 2), cpein KOTOPBIX MOYKHO BBIJCIUTH CJIa0ble BOJOPOIHBIC CBSI3H
C-H...O ¢ yuactmeM aToMa KHCIOpOJa THAPOKCHIBHOW WIM KapOOHWJIBHOW  TpyII.
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Tabnuua 2
FeomeTpuyeckue napameTpbl BOAOPOAHbLIX CBA3eN B KpucTtasnne 2-(ruppokCMmMMnHo)-1-(1-Hadptmun)ataHoHa
D-H...A dD-H, A dH...A, A dD...A, A <D-H...A,°
C(5)-H...0(1) 0,93(0) 2,46 3,37 164,0(8)
C(2)-H...0(2) 0,93(0) 2,49 3,42 171,5(2)
0(2)-H...O(1) 0,82(0) 2,09 2,85 153,7(0)
0O(2)-H...N(1) 0,82(0) 2,46 3,07 131,5(9)

[Tpu 5TOM KapOOHMIIBHAS TPYINIAa 00pa3yeT OJHOTOUYEUHBIH [€TEPOCHHTOH, a TUAPOKCHIIbHAS TPYII-
ma — JIByXTOUYEYHBIN reTepocuHToH (puc. 3). KpoMe Toro, BOIOpOa THUAPOKCUIIEHON TPYIIITEI y4acTBYET
B oOpazoBanuu Ou(QypKkaTHOH (TPEXLEHTPOBOH) BOJOPONHON CBS3M, B KOTOPOH B3aMMOJACHCTBHE
0O(2)-H...O0(1) 6onee xopotkoe (2,09 A) u Ha3pIBaeTCS OCHOBHEIM KOMIIOHEHTOM, a B3aMMOJICHCTBHE
O(2)-H...N(1) 6onee anunnoe (2,46 A) — BropocTeneHHbIM KoMIOHeHTOM cBsasu [20]. Takum 06pasom,
3a CUET CUCTEMBI MEXKMOJIEKYIIAPHBIX CBS3€i MOJEKYIbI B KpUCTa/UIe 1 YKIaIbIBAIOTCS B CTOIIKH BIOJb
ocu b (puc. 4), pacroioXeHHbIE OTHOCUTEIBFHO JAPYT APYyra Moj yriaoM ~ 47 ©, 4To MPUBOIUT K UX Tap-
KETHO-CTOIIOYHOH («EITOYHOI») ymaKkoBKe (puc. 5).

JByxTOUCUHBI
reTepOCUHTOH

BudypkarHas
BOA0POAHAA CBA3L

- =
OfHOTOUEYHbIA

©

“© FeTepOCMHTOH
Puc. 3. BogpopoaHo-cBsi3aHHble MOTUBbI B KpU- Puc. 4. H-cBAi3aHHble CTOMNKKN BAONbL OCU b
cTtanne coeauHeHus 1 (npoekuus BAONb ocu b) B CTPyKType 1 (BogopoAHble CBAA3U NoKa3aHbl

NYHKTUPHbLIMU FIMHUAMMN)

Puc. 5. MapkeTHO-cTONOYHas («EnoYyHasa») ynakoBKa MONeKys B Kpu-
cTanne coeanHeHus 1 (npoekuns BAOMNb OCH a)
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Hamu Taxoke 3amedeHo, 4TO JUIs aHAJOTMYHBIX CTPYKTYpP THAPOKCHUMHMHOAPWUIITAHOHOB(IIPONAHOHA), OIH-
CaHHBIX B JIUTEpaType, XxapakTepHeiMu Takxke sBisaorcs C-H...O, O-H...N u O-H...O tuns! BoqOpoAHbIX CBsA3eH
[17-19], popmupyrOHX «ENOYHYIOY FITH CIOUCTYIO YIIAKOBKY MOJICKYJ B KPUCTAJLIE.

3akiouenne

Takum 00pa3oM, HAMH H3yYeHa KpUCTALIMYECKasi CTPYKTypa 2-(TMAPOKCUUMUHO)-1-(1-HadTrn)ataHoHa Me-
tonoMm PCA. CynpamonexymspHas CTpyKTypa B Kpuctamuie 1 oOyciioBieHa CHCTEMOI MEKXMOJEKYIISIPHBIX BOIO-
porubIx cBs3eit Tuna C-H...O ¢ ygacTuem aToma KHCJIOpOJa THAPOKCHIIBHON WM KapOOHMJIBHOW TPYIIL, a TakXKe
BogoponHbie cBs3u O(2)-H...O(1) u O(2)-H...N(1). 3a cu€T BbIlIeNepeUNCICHHBIX MEKXMOJICKYIISIPHBIX CBS3€H
MOJIEKYJIBI YKJIaJbIBAIOTCS B CTOIKH BIOJIb OCH b, OPMHUPYS TAPKETHO-CTOIIOYHYIO YIIAKOBKY.
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