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Annomayua. Paspabomana u cozoana 1a60pamopHas YCManoeKka Kamdaiumiuyeckozo CUHme3d a30mco-
deporcawgux YHM ¢ dsyms napannenvusimu peaxmopami npoussooumenvrocmoio 0o 100 ¢ VHM 6 uwac. Yema-
HOBKA RO3GOIAEM UCCIE008AMb RPOYECC CUHIME3A YeNepOOHBIX HAHOMAMEPUANos KaK 6 peakmope ¢ ubpo-
OHCUNCEHHBIM CTI0eM KAMAIu3amopd, max u 6 RPOMoYHOM mpyouamom peakmope, UCNOIbIVIOMCA 6 Kaecimee
CoIPbA KAK 2a3000pasnble (MMUAK, dMMUAKCOOEPICAujue 2a306ble CMECH), MaK 1 HCUOKUX (AyemoHumpu, nu-
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PUOUH, oumemuagopmamud) azomeooepacauyie coeouHenus. Yemanoexa no3eoanen 6 Wupoxux npeoeidx us-
Mensmb yeaogus cunmesa YHM (cocmae ucxoduoil peakyuonnol cmect, CKoOpochbs no0ayl UCXOOHOU peakiyii-
OHHOTL cMecl, MeMRepamypa peaxyui).

Abstract. A laboratory installation for the catalytic synthesis of nitrogen-containing CNM with two parallel
reactors with a capacity of up to 100 grams of CNM per hour was developed and constructed. The installation
allows us to study the synthesis of carbon nanomaterials both in a reactor with a vibrating catalyst bed and in a
flow tube reactor using both gaseous (ammonia, ammonia-containing gas mixtures) and liquid (acetonitrile,
pyridine, dimethylformamide) nitrogen-containing compounds. The installation allows variation of the synthesis
conditions of the CNM within a wide range of parameters (the composition of the initial reaction mixture, the

feed rate of the initial reaction mixture, the reaction temperature).
Knioueswle cirosa: yeiepodusie Hanomamepuatbl, a3zomcodepicaiyue yeiepoonble HAaHOMamepuaiol, CUHmes
Keywords: carbon nanomaterials, nitrogen-containing carbon nanomaterials, synthesis

Cunres rpadUTOIOA00HBIX YITIEPOIHBIX HAHOMA-
tepuanoB (YHM) sBnaseTcss MHTEHCHBHO pPa3BHBAIO-
LIUMCSI HAIIPABIEHHEM HAHOTEXHOJIOTHH, U K HACTO-
AIMIEMY MOMEHTY HakoTuleH 60JIbITo#i 00beM 3HaHHH B
9TOH oOnacTH. AKTyaJbHOCTh JAHHOTO HAIpaBIEHUA
00yciIOBIeHa BBICOKHM mnoTeHnHamom YHM mis
MPaKTHUYECKOIO0 IIPUMEHEHHsS B HAHOJJICKTPOHHKE,
KaTajan3e, CO3JJaHHs HOBBIX KOMITO3HI[HOHHBIX MaTe-
pHANOB, Ta30BBIX U OHOJOTMYECKHX CEHCOPOB, COp-
OEHTOB ¥ MHOTHX APYTHX NpHIokeHuii. Mcmons3opa-
HHE JKOJIOTHYCCKH YHCTBIX U MHEPTHEHIX 10 OTHOIIE-
HUIO K BO3JEHCTBHIO peaklHoOHHOH cpeasl YHM B
KAuecTBE HOCHTEICH sBIIETCA OAHOM M3 MEpCHeK-
THBHBIX BO3MOXHOCTEH HOBbILIEHHS P ()EKTHBHOCTH
HaHECEeHHBIX KaTamm3aTopoB. Kpome Toro, coszmanue
KOMIIO3UTOB ¢ nobGaBkamu YHM mosBosser yiyd-

pHAaJIOB.

HoBBIM MOAXOJOM B M3MEHEHUM XUMHYECKUX H
snexTpoduinueckux cpoiicts YHM sBasercs moau-
(hHIMPOBAHHE YTIIEPO/IHOM CTPYKTYPBI TETEPOATOMOM
— azotoM (N-YHM). B Hacrosmee Bpems npu paspa-
0orke meronoB mosydeHuss N-YHM ocHOBHOe BHH-
MaHHE yAendeTcsa YINepOAHBIM HAHOTPYOKaM, JOIH-
poeanubiM azotoM (N-YHT). Bmecte ¢ Tem B yrie-
ponubix HaHOBoJokHax (YHB), B ornuume ot yrie-
POIHBIX HAHOTPYOOK, HA BHENIHIOIO IOBEPXHOCTH
BOJIOKHA BBIXO/SAT MHOKECTBEHHBIE Kpas rpadUTOBBIX
IUIOCKOCTEH, YTO IIOBBILIACT CTENEHb B3aWMOICH-

CTBUA MOBEPXHOCTH C aKTHBHBIMHU KOMIIOHCHTAMH H
nenaer YHB ocobeHHO npHBIeKaTeIbHBIMH IS HC-
II0JIL30BAHUA B KAaTaJlM3€ MM CO3/IaHHS NEePCIeKTHB-
HBIX KOMIIO3MTOB Jpyroro Hasnauyenus. CooTser-

maThb (byHK[IlfIOHaJ]bHBIB CBOMCTBA H3BECTHLIX MaTe-

CTBCHHO,

pazpaboTka (PU3MKO-XHMUYECKHX OCHOB

1 - BeHTWNb 3anopHbid
2 - PerynsTop notoka
3 - KpaH wecTMxoa0soi

4 - Neub

5 - Peaktop

6 - TepMonapsi

7 - Noeywka

8 - BNOK NnoaroToeky rasos

9 - [leTekTop no TennonpoBoOAHOCTH

Chpoc

Puc. 1. Cxema nabopamoproii ycmanoeru 015 KAMATUMULECKO20 CUHME3A YenepoOHblX HAHOMAMEPUATIOs.
Fig. 1. Scheme of a laboratory installation for the catalytic synthesis of carbon nanomaterials.
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KaTaJIATHYECKOI0 CHHTE3a YIIEPOJHBIX HaHOBOJIO-
KOH, AonupoBaHHbeIX azoToM (N-YHB), nns nonyue-
HUS MaTepHAJIOB C PETyIHpPYEMBIMH MOpQoIoruye-
CKMMH M TEKCTYPHBIMH CBOMCTBAMH, a TaKXe KOH-
TPOJIMPYEMBIM COJEpKaHHEM a30Ta B pa3IHYHBIX
COCTOSHHUAX SBIAETCS aKTyalbHOH QyHIaMEHTAIBHOH
3a/1a4ei.

HcenonezoBanne N-YHB B kauectBe HOCHTENS
KaTaJIM3aTOPOB WM KOMIIOHEHTA KOMIIO3UTOB JPYyro-
ro Ha3HAYEHHS SIBJIAETCS HOBBIM HAINpaBICHHEM B
MaTepHaIOBEICHHUHN YIIepOIHBIX HaHOMaTepHaaos. B
HACTOSILEES BPEMA CBEJCHHA O BIMAHHH a30Ta Ha CTa-
OMIM3AIMI0 METAUTHYEeCKUX MIM OKCHAHBIX YacTHI[
Ha YIIEPOJHON TOBEPXHOCTH, HX 3JIEKTPOHHOE CO-
CTOAHHE W KaTaJIHTHYECKHE CBOIMCTBA HEMHOTOYHC-
JIEHHbl W BeCbMa NPOTHBOPEYHBLL. B cBA3M ¢ 2TUM
CHHTE3 a30TCOAEPKAIIMX YIIEPOAHBIX MaTepHAIOB
SIBIISIETCS BaXKHEHIIeH 3a1aueid uceneaosanuit [1-21].

B pabote [22] omucana mpocras naboparopHas
YCTAHOBKA CHHTE3a YIJIEPOAHBIX MaTEPHAIOB B Peak-
TOpE C BUOPOOXKHKEHHBIM CIIOEM KaTanu3aropa.

YraeponHble HaHOMAaTepHanbl CHHTE3MPOBATH
pasnoxxenuem yruesojopojaos (CHa, C;Hs u C:;Hpe)
M cMeceit yriesogoponos ¢ ammuakom (CH4/NHs,
C>H4/NH; u C,H¢/NH3) Ha MeTamInyecKuX KaTaiusa-
topax npu 350 - 675°C. Peakuuio pa3iokeHUs Mpo-
BOJIMIM B MPOTOUHOH YCTAHOBKE B KBAPIEBOM DPEaK-
Tope 06beMoM V ~ 35 cm® ¢ BUOPOOKHIKEHHBIM CIIO-
eM Karammsatopa npu ngaeneHun 1 Gap (0.1 MIla).
Cxema HCIIOnb3yeMOil yCTAaHOBKHM IPUBEJCHA Ha PHC.
1.

3arpy3ka katanuzaropa ocraeimsna 0.1 T, cko-
pOCTb MOTOKA PEAaKLHOHHOHM cMecH cocTaBisia 2.25
/4. B 3KcrepuMeHTax [0 OIPEIeNIeHHIO OITHMAllb-
Horo coctasa Ni-coJepaallero kaTaauzaTopa J0moi-

HUTEJILHO IPOBOJIMIA IKCIIEPUMEHTBI IIPH CKOPOCTH
nortoka 9.0 n/4.

KonuenTpanuio yrieBojopoja ONPEAeNsatn ¢
noMomplo xpomarorpada JIXM-8MJL ¢ gerektopoM
no rernonposogHoct (T = 50°C, / = 80 MA). B ka-
4YeCTBE Ia3a-HOCUTENA HCIOJIb30BaIM aproH, CKo-
pocTk moTtoka KoToporo cocraeimsuia 1.8 n/4. Ilpu
Pa3NOKEHUH YUCTHIX YIJIEBOAOPOOB aHAH3 peareH-
TOB M HPOJYKTOB NPOBOJIMIN HA CTAlLHOH KOJIOHKE,
3aloJIHEHHOH yrosbHbiM copbentom CKT, npu tem-
nepatrype aetexropa 80°C m cune Toka 65 MA. Ko-
JIOHKA CPaBHEHMs, U3rOTOBJICHHAA U3 HepaBeroumei
CTallM, JUIMHOW 2 M C BHYTPEHHUM JHAMETPOM 3 MM
cojepxana neonaut 13X, Temmnepatypa KOJIOHOK €O-
crasmsuia 80°C. B ciyuae pasnokeHHs cMeceil yrie-
BOJIOPOJIOB ¢ aMMHAKOM /IS XpOMaTorpagpHr4ecKoro
aHallM3a MCMONB30BATH Te(hIOHOBYIO KOJNOHKY JUTH-
HOH 2.5 M ¢ BHYTPEHHUM JIUMETPOM 2 MM, 3aII0IHEH-
Hyio copberrom Porapak T. B atom ciyuae Temmepa-
Typa padodeil KOJNOHKM M KOJIOHKH CPaBHEHHs CO-
crasnsa 50°C.

[Mepen peakiuedl Karanu3aTop TPEHHPOBAIU B
Bojopoae npu 550°C B teuenue 15 mun. Ilocne mpo-
BE/ICHHS PEAKIIMM PeaKTop OXJIAXJANH B TOKE peak-
UOHHOH CMEeCH WJIM B aproHe CO CKOpPOCTBIO >
50°/muH.

KomuyecTBo yrieposna, oOpasoBaBlIeecs Ha Ka-
TaJTM3aTOpe 32 Pa3iIMYHOEe BPEeMs PeakiHH, Ompeens-
nu rpaBuMmerpuueckd. Beixox yraepoga Y (re/rKr)
PacCUYMTHIBAJIM KaK OTHOLIEHME MACChl I10JIyYEHHOIO
MaTepHasa K Macce BCero KaTajaus3aTopa.

Bnarogapss MCrONb30BaHUEK) BHOPOOKMKEHHOTO
CJIOS KATANM3aTOpa B YCTAHOBKE JIOCTHIAETCS PABHO-
MEpHOE pacIpejieleHHe Karanau3aTtopa no o00BeMy
peaxkTopa, 4TO NpEAOTBpaIlaeT OJOKHPOBaHHE IIO-

Puc. 2. Cxema nabopamopnoii yemanosiu cunmesa yenepoonvlx HAHOMamepuaiog: 1- cmecv apzon-6000poo;
2- cmecy smunen-ayemunen, 3-pacxodomemp; 4-peaxmop+neus; 5-6v1x00; 6-xpomamozpag,; 7-2az Hocumenw
(apeon),; 8-cocamviti 6030yx, 9-MoHUMOP.

Fig.2.Scheme of a laboratory installation for the synthesis of carbon nanomaterials: 1- mixture of argon-
hydrogen; 2- mixture of ethylene-acetylene; 3-flow meter; 4-reactor + furnace; 5-outlet; 6-chromatograph, 7-
carrier gas (argon); 8-compressed air; 9-monitor.
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BEPXHOCTH KaTaju3aTopa oOpasylomumcs B XOJe  IMMM Tra3aMH M TEPMOIIAPHOTO KapMaHa CIIY)KHT
peaKUUH YIIepPOIHLIM MATEPUAIOM. CHJIL(QOHHBIH y3€]1 ¢ ApOBLIM YINIOTHEHHEM.

Jpyroii moaxon, obecrneuHBaOLIMNA TOCTOSHHOS Kopnyc peaktopa (3), mpeicTaBIEHHOTO Ha PH-
HepeMelIMBaHUE CJI0S KAaTalH3aTopa B Ipollecce CUH-  CyHKax 3-4, mpencrabiser coboil Tpybky, coeauHeH-
Te3a YIIEPOAHBIX MATEPHAIOB, NPEACTABIEH B JAUC-  HYIO C OJIHOI CTOPOHEI C CUCTEMOH I0Jauu KaTaliusa-

EMxocTs 1uist
cbopa YHM

DrekTporneusb

Peaxtop

Cucrema nogauu
KaTanu3aTopa

JlBurarenu

Puc. 3. Buewnuii 640 ycmanosku ¢ 6paujaiouyuMcst peaxkimopom 018 ROIVYeHUst 6000p00d U yerepooOHbiX Mame-

puanos.
Fig. 3. External view of the installation with a rotating reactor for production of hydrogen and carbon materi-
als.
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Puc.4. Cxema ycmanogku ¢ 6paiyanyumMc peakmopom 01 ROIVYeHUA 8000pO0d U Y2IepOOHbIX HAHOCMPYK-
myp: 1 — npuemnas emxkoems, 2 — anekmponeus, 3 — kopnyc peakmopa, 4 — kamepa 3azpysxku, 5 — npugoo (Mo-
mop-pedykmop, 3youamasn napa), 6 — ean noaviil, 7 — yszea cuavbgonunviit, 8 — mpyoxka d=10 mm, 9 — mpybra
d=16 mm, 10 — kapman mepmonapmneiii, 11 — pava, 12 — caiixa.

Fig.4. Scheme of installation with a rotating reactor for the production of hydrogen and carbon
nanostructures: 1 - receiving container, 2 - electric furnace, 3 - reactor vessel, 4 - loading chamber, 5 - drive
(motor-reducer, gear pair), 6 - hollow shaft, 7 - bellows unit, 8 - tube d = 10 mm, 9 - tube d = 16 mm, 10 -
thermocouple pocket, 11 - frame, 12 - nut.

cepraund Ynuxane A. C. [23]. Cxema nabopatopaoii  Topa (4) ¢ nomoueio raiiku (12), a ¢ apyroit — ¢ npu-
YCTaHOBKH NpHBEIcHA Ha pucyHke 2. PeakTop B BHIE eMHOH eMKocThIO 1t cbopa YHM (1).

TpyOKH pacmojaracTcs B TOPH3OHTAJIBHON TIeUH. PeakTop uepe3 Kamepy 3arpy3Kd COCIHHSETCS C
Bpamienne peaktopa OCYHIECTBISETCS TPHBOIOM. noseiM Basiom (6). PeakTop pacrionaraeTcss B Ieuu
Jlyisi repMeTH3aHd TPYOOK C BXOMIAIIHM W BBIXOJIS- (2). Bpamense peakTopa OCYUIECTBIAETCA JBHUIraTe-
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JAMH (5) ¢ TOMOLIBIO 3y04YaTOH Mapbl ¢ YHCIOM 000-
potoB Ha Bbixoze n_= 1,3 o6/mun. Tpybku (8 u 9) c
BXOJILIIMM M BBIXOIAIIMMH ra3aMd, TePMOTIAPHBIH
kapmad (10) BBoASATCS B peakTop 4yepes CHIb(OHHLIH
y3en (7) c¢ mapoBeM yiuloTHeHHeM. KoHcTpykuus
peakTopa cMoHTHpoBaHa Ha pame (11), koTopas mpu
HEOOXOIMMOCTH HMeEeT Yrol I0JbeMa BCeH KOH-
crpykimu ot 0 1o 20°. PeakTop MOKET COJEpKaTh
nonacti (13) Ha BHYTpeHHEH TOBEPXHOCTH KOPITyCa.

YcranoBka pabotaer cineayrouum obpazom. Ile-
pea HadajioM CHHTe3a PeakTop HarpeBaroT B MOTOKE
HMHEPTHOTO rasa (aprosa) Ao TpedyemMoi Temuepary-
pel peaxknuu. HarpeB peakropa OCYIIECTBISIETCS C
MOMOLIBIO 3ACKTPOIEUH 2, UMEIOLIEeH TpH HE3aBHCH-
MBIX IpYT OT Apyra ooMoTku. Hammune Tpex o6mMoTOK
[03BOJIIET PABHOMEPHO HAIpPeBaTh PeakTop IO Bcei
nnune. [Tocne Harpesa peaktopa 10 3aJaHHOH TemTe-
parypel, uepe3 cHCTEeMy MojauM karanuzaropa 4 3a-
rpy;atoT karaiausatop (1...2 r) ¥ BKIIOYAIOT Bpalie-
HHE peakTopa. Bpamenne peakTopa OCYIIECTBIISIETCS
nsuratensmu 5. M3 cuctemsl nmogayn 4 xatamus3aTtop
MOCTYMaeT B KOPITyC peakTop 3 W, Omaronaps Bparie-
HUIO PeakTopa U 0COOCHHOCTAM KOHCTPYKIIMH YCTa-
HOBKH (BO3MOMKHO PACHOJOXKEHHE peakTopa MoJ yT-
JIOM K TOPHM30HTaJH), JBHXKETCS IMOCTYNATEeJbHO IO
BCEH JUTHHE peakTopa, MPOXOJS BBEICOKOTEMIEPATY]-
HYI0 30HY peakuuu (30Ha 2). Bpems nmpoxoxjeHus
KaTaJM3aTOPOM BBICOKOTEMIEPATYPHOH 30HBI 3aBH-
CHT OT CKOPOCTH BpalleHHs peaktopa. Ha Bxome B
peakTop uepe3 TpyOKy 8 1OAalOT peakIHOHHYIO
cMech M3 YINICBOJOPOIOB H BoIopojaa. B temmepa-
TYpHOH 30HE 2 MPOXOJHUT PEAKIMA KATATHTHUYSCKOrO
nuponusza. Tsepawiii npoaykt peakiyuu (YHM — yr-
JIepOAHBIN HAaHOMATEpHal), IePechlIasch 10 PeakTo-
py, nonajgaeT B eMKOCThL A cOopa YHM 1. Ha BrI-
Xo0Jie U3 peakropa (TpyOka 9) mosyvaromascs razoBas
CMECh COCTOMT W3 BOJOpOJa, 0OOpa3oBaBHICTOCS B
MpOILeCCe PEeaKkUMd, H HeOONBLIOr0 KOJIMYEeCcTBa He-
pa30XKUBIIEHCs YTIEBOJIOPOIHOH CMECH.

B mHacrosmeH craThbe ONWCBHIBACTCA JAW3alH U
KOHCTPYKIIHS HOBOH YCTaHOBKH KATATHTHYECKOTO
cuHTe3a asorcoAepkamux YHM ¢ npymsa napannens-
HbIMHM PEaKTOpaMH NPOM3BOAHUTENBHOCTRIO A0 100 r
YHM B uac.

OnucaHHe KATATHTHYECKOH YCTAHOBKH CHH-
Te3a YrJepoIHbIX MATepPHAJIOB

YcTaHoBKa NpejiHa3HaueHa JUIs KaTaJTHTHYeCKOro
CHHTE3a YIIIEpOIHBIX HAaHOMAaTEePHAJIOB MIPH TeMIepa-
typax 400-1000°C u naBnenun 1 aTM.

Tabnuua 1. OCHOBHBIC TApaMEeTPhl YCTAHOBKH.
Table 1. The main parameters of the installation.

VcraHoBka obecneunBaeT MOATOTOBKY K paboTe,
3amyck 00OpYAOBaHHSA H NPOBEISHHE LIENEBOTO IPO-
ecca — CHHTE3a a30TCOJCPKAIIMX  YIIEPOTHBIX
HAHOMATEPHATIOB, KOMMYTAIHIO MOTOKOB B COOTBET-
CTBHM C IPOTPaMMOH JKCIIEPHMEHTa, YCTAHOBKY He-
00XOUMEBIX PadoUYHX TemIlepaTyp, odecreueHHe 3a-
JAaHHBIX TTOTOKOB ra3000pa3HbIX pearcHTOB, a TaKXKe
KOHTPOJIb U PETUCTPALIMI0 KAK OCHOBHBIX TIAPAMETPOB
KaTAJIUTHYECKOTO CHHTE3a YIIIEPOJAHBIX HAHOMATEPH-
aJloB , TAK U COCTOSIHHE 000pYIOBAHHUS.

OcHOBHOH 0OCOOEHHOCTBIO YCTaHOBKH SIBIISETCA
HCIOJb30BaHUE U1 CHHTE3a YIJIEPOIHBIX HaHOMAaTe-
pHANOB M TIpeBapUTENLHON 00paboTKM KaTanu3ato-
POB [BYX MNapaJulelIbHBIX PEAaKTOPOB: KBAapIEBOTO
peaxTopa ¢ BHOPOOKIIKEHHBIM CII0EM KaTaaH3aropa H
TOPHU30HTATBHOTO TPYOUYATOTO peaKTopa.

OcHOBHbIE TEXHHYECKWE MapameTphbl YCTAHOBKH
IpHBE/IEHB! B TabauLe 1.

Onucanne KATAITUTHYECKON YCTAHOBKU

dyHKIHOHaNEHAs OJIOK-CXeMa  YCTAaHOBKH H
IIHCBMOTHPABIMYECKAsl CXEMa YCTAHOBKH IIpHBEjie-
HBl Ha pUcyHKax 5-6. ['abapuTbl W KOMIIOHOBKa OC-
HOBHOr0 000pPYy/0BaHMs, BHEIIHHI BHJI YKCIICPUMEH-
TaJbHOI YCTAHOBKH KAaTAJMTHYECKOrO CHHTE3a Yriie-
POIHBIX HAHOMATEPHATIOB IPHBEIEHBI Ha pHC. 7-8.

VYcTaHoBKa BKIIOYAET B ce0sl CIEAYIONUE V3Bl H
OnoKu:

l. Vsen nopaud, AO3MPOBAHHS M MNOJTOTOBKH
peakIMOHHBEIX IOTOKOB, BKJIIOYAOIIMI OalloHBI C
UHIHBUAYATBHBIMH Ta3aMH1 (MITH T'a30BBIMH CMECAMH)
C peayKTopoM, BEHTHJIM 3allOpHBIE, H3TOTOBJICHUS
OnsitHoTO 3aB0a CO PAH, aHanoroBeie peryiasiTops
pacxona rasza tuna PPI'-10, mocraBkn OO0 «3JI-
TOUYITPUEOP».

2. bnoku cmemenus norokos (BCII-1) (BCII-2),
KOMMYTALHOHHBIE LIECTH XOAO0BbIC M TPEXXOILOBOH
KpaH, ra3oBbI€ MarHCTPagd, o0paTHBIC KiamnaHbel. Bo
n30exaHne KOHAEHCAIMH KHIKHX PEeareHTOB M Ipo-
JIYKTOB PeaKIlMH OCHOBHBIE €JIMHHMIIBI, CMOHTHPOBAHbI
B TEpPMHUUYECKOM IIKaQy.

3. V3en nmomauyM SKHJIKOCTH, BKIIOYANOIMH EM-
KOCTE s mojaun xujaxoctu (E-1) m mukponnyn-
AKEepHBIH HKUAKOCTHEIH Hacoc Tuma MMC-1 (H-1). Bo
n30exkaHne KOHACHCAIMH KUIKHX PEareHTOB H Ipo-
JIYKTOB PeaKIMH OCHOBHbIC €IUHHILIbI, CMOHTHPOBAHbI
B TepMuyeckoMm mkady (puc. 9).

4. Y3zen peakTOpoB, BKIIOYAIOMIMH KBaplLEBbIH
peaktop (peaktop-1) — peaklnoHHBII KOHTYp-1, (puc.
9) moMemieHHBIH B CHEMHYI0 BEpPTHKAIbHYIO IEYb

No [TapameTp 3HaueHue

1 Tumn ycranoBku [IpoTouHbIi

2 KonuyecTBo peakropos 2

3 3arpyska katanuzaTopa, cMm’ 0,1-5

4 Jnana3on peryaupoBKH TEMIIEPATYPHI peakTopos, °C 50-1000

5 Pacxoj ra3oBoii cMecH uepes peKTopsl, J1/4 0,5-100

6 Anann3 ra3000pa3HBIX KOMIOHEHTOB peakIiu Xpomartorpaduueckuit
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(anexTponeus-1) n Budbponpusox (BII), u xBapuessiit
TpyOuatelii peakTtop (peakTop 2) — peakIHOHHBIH
KOHTYp-2, TIOMEHICHHLIH B TOPH30HTAILHYIO MEUYb
(2nexTpornieys - 2). DIeKTpooOOrpes rnevyel Mpous3Bo-
IWTCSL IIPOBOJIOYHBIM HArpesaTeleM U3
X27105T, namMoTaHHeIM Ha TpyOy MO CIOI0 JJIEKTO-

U30SIIMOHHON OrHeynmopHoi oOMmaszku. CHapyxu
[e4Yd TeIUIOU30JHPOBAHEl BOMIOKOM H3 MYIIHTO-
KPEeMHHEBOTO BOJNOKHA. 3aJjaHHAs TEMIEpaTypa IMOJ-
JIePKUBACTCS ABTOMATHYECKH.

cIuiaBa
AHanuUTUYECKUN
Gnok.
XpomaTorpadg

Bnok peakTopa 1 @. ............. #

Y

> Kon 1 Pt
<E>_. Typ <T>‘ DIl
i % Bnok KoHTponsa u
@’ = A : perynupoBaHua
: i ] ’\\D ! TemnepaTypsl
@" Bnok peaktopa 2 | " TPM 148
: KoHTtyp 2
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HAaHoMamepuauiose.
Fig. 5. Functional block diagram of the experimental installation for catalytic synthesis of carbon
nanomaterials.
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Puc. 6. [nesmo2udpasnuieckas cxema IKCNePUMeHmMAtbHOU YCMAHOBKU KAMAIUMUYECKO20 CUHMESd Y2nepoo-
HBIX HAHOMAMEPUAILOB.
Fig. 6. Pneumohydraulic diagram of the experimental installation for catalytic synthesis of carbon nanomateri-
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Puc. 7. I'abapumpi u KOMNOHOBKA 0CHO8HO20 0DOPYO08ATUS IKCHEPUMEHTNATLHOU YCMAHOBKU KAMATUMUYECKO-
20 CUHME3d YeNepOOHbIX HAHOMAMEPUAN08.
Fig. 7. Dimensions and layout of the main equipment of the experimental installation of catalytic synthesis of
carbon nanomaterials.

Puc. 8. Brewinuii 610 3KChepuUMeHmanbHOl YCmMano8Ku KAMAaiumuiecko2o CUHme3d y2iepoOrslX HaHOMaAmepua-
7108.
Fig. 8. External view of the experimental installation for catalytic synthesis of carbon nanomaterials.
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Fig. 9. Drawing and external view of a quartz reactor with a vibrating catalyst bed (reactor-1).

5. bnok ynpasiieHUsl H KOHTPOJIS TEMIIEpaTypoi.

KouTpons TeMmneparypsl OCYLIECTBISETCS B Clie-
JAYIOUIHMX KOHTPOJIBHBIX TOYKAX: BIEKTponeyb-l,
aJeKTponeys-2, peakTop 1, peakrop 2, repmomkad.

PerynupoBka TemmepaTypsl B IPOH3BOAHTCA C
MOMOIIBI0  M3MEPHTENS-PETYIITOpPa MHKPOTpOIEC-
coproro TPM-148 yKOMIJIEKTOBAaHHOTO TBEPJOTEMb-
HbIMHU pene SSR-25DA u TepMonapamu - 3ajjaT4HKa-
MH (XpOMemb-allioMeNk) ¢ TouHocThio +0,1 °C.

6. brok aHaTUTHYECKMii, BKIIOYAIOIIAH Ta30BhIi
xpomarorpag JIXM-8MJ1 u cucreMy MOATOTOBKH W
MPOBECHUS aHAIM3a, BKIIOYAIOLIEH TPEXXO0J0BOH
kpan (MPC/ITP), mecruxomoBoii kpan 6x-1 (mpoays-
Ka/aHajm3), mpoOoOTOOPHYIO METIIIO.

Omnucanue padoTsl YCTAHOBKHU

VYceranoska npejnasHadena s cuaresa YHM
KaK M3 ra3000pa3HbIX (aMMHAK U Ap.), TaK U KHIKAX
(AaUeTOHUTPHI, NHPHAMH M Jp.) a30TCOJepiKaLINX
coequHeHui. ["a3000pa3Hble peareHThl, BKIOYAs He-
npenenpHsie yraesogoponasl (CoHy, C,H»), ammumak,
uHepTHeIe Ta3zbl (N2, Ar), BO3ayX nojarTcs B ycTa-
HOBKY M3 0aJUIOHOB C IIOMOIIBIO PETYISTOPOB Pacxo-
na razoB PPI". Cxopocths mogaum razoo0pasHbIX pea-
reHToB Bapbupyercsa B npegenax 0,5-100 n/u. Cocran
HCXOJHOH ra3oobpasznas padouast cMech GopMHUPYET-
sl TIOCPEJICTBOM CMeENIeHHs HeOOX0ANMBIX KOJTHYECTB
peareHToB B 0j0ke cMmemenns notokos BCII-1.

[Togaua >KMJAKHMX pPEAreHTOB  OCYHICCTBISETCS
MHKPOTUTYHKEPHBIM  JKHJIKOCTHBIM ~HACOCOM  THIIA
MMC-1 (H-1) u3 emkocru (E-1). OxoH4aTenbHBIH
COCTaB MCX0/IHOH pabouell cMecH POUCXOIUT B OJ10-
Ke cmemenus motokos BCIT-2.

JItst mpetoTBpaIeHus KOHIEHCAITHN KHKHX pea-
TEHTOB M MPOJYKTOB PEAaKIHMH BCE EIMHHILI 000py-
JIOBaHHWsT CMOHTHPOBaHbI B TEPMHUYECKOM IIKady, B
KOTOPOM MOJJIEPIKUBAETCS MOCTOSHHAS TeMIeparypa
BBIIIE TEMTIEPATYPHI KHIIECHHST BO3MOKHBIX TIPOLYKTOB
peaxIu,

Jlanee MCcXomHas peakIMOHHAS CMECh 4epe3 CH-
CTeMy KOMMYTAIIHH Ta30BBIX IIOTOKOB, BBIITOJHEHHBIX
Ha OCHOBE O-TH XOIOBBIX KPaHOB H 3-X XOJOBOTO
KpaHa, MOCTYTAeT Ha BXOJ B padOYHii peakTop.

Peakrop ¢ pasmenieHHON BHYTPH HABECKOM Kara-
JU3aTOPa YCTAHABIMBAETCS B ODNIEGKTPOIEYb ¢ 3ajaH-
HOH TeMIeparypoii IpoBeaeHHs npouecca. B peakro-
pe TPOHCXOIUT HEIOCPECTBEHHO PEeaKIHs pa3oxkKe-
HHUS YIJIEBOJAOPOAHBIX pEareHTOB B IMPHCYTCTBUH
a30TCOMEPIKAIIMX COeTHHEHHH ¢ oOpa3oBaHHeM Iie-
nesoro npoaykra — N-YHM, xoropslil Hakaninusaet-
csi B obweme peaktopa. Ilocme 3amaHHOrO BpeMeHH
IPOBEICHH MPOIIECca PeakTop OCTYHKAeTCs U KOHeu-
HEII poxykT cunTe3a (YHM) usenekaercs U3 peak-
TOpa M OTIPABISETCA HA JalbHEHIITHE HeCleT0BaHUS.
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Puc. 11. Muxpopomozpaghuu npoceeuusaioweil 2.1eKmpoHHOL MUkpockonuu oopaszyoe YVHM, cunmesupo-
sannvix pasnodiceruem yucmozo CoHyu cmecu CoH/NH3.
Fig. 11. Microphotographs of transmission electron microscopy of samples of CNM synthesized by decom-
position of pure C:Hy and a mixture of C:Hy/ NH3.

J1st KOHTpOns 32 COCTABOM HCXOJHOMH peaKIMOH-
HOH CMECH WJIH [POAYKTOB PEaKLUUH HCIIONb3YeTCs
aHATUTHYECKHi ONOK Ha 0ase ra3oBOro xpomarorpa-
dha. Or6op mpodbl OCYIIECTBIACTCS ¢ NOMOIIBIY 6-TH
X0J0BOTO KpaHa 6X-1 ¢ yCcTaHOBJIEHHOH MpobooTOop-
HOM nersel 3aganHoro odbemMa.

O6pa3zusl YHM u N-YHM, noay4yennsle
HA YCTAHOBKeE

Co3pnanHast yCTaHOBKA CMOHTHPOBAaHA M 3aMlyleHa
B 3KcIUTyaTanuio. PaspaboTaHa MeToHKa KaTaluTH-
YECKOro CHHTE3a YIJIEPOJHBIX HAaHOMAaTepualoB, CO-
JlepKaIux a30T 1 0e3 a30Ta MyTeM Pa3JokKeHHs cMe-
CH yrieBojaopoda W ammuaka. B kauectBe paboueit
cmec 1mipu cuHTese N-YHM wucrnons3oBanu cmeck
aTHIEHA M aMMHaka, cojepxaniyio 40 06. % NHj.
Peaknuio pa3moskeHHs TPOBOAWIH B B KBapIEBOM
peaxtope 06beMoM V ~ 35 ¢M® ¢ BUOPOOKMKEHHBIM
ciroeM KaTtanusaTtopa npu nasieHun 1 6ap (0.1 MIla).
3arpyska katanusatopa coctasisna 0,1 r. YHB cun-
TE3HPOBAJIH, HCIIOJIL3YA B KAUECTBE IIPCAIICCTBCHHH -
kOB 4McThId oTuneH. [locne mpoBeaeHHs peaklHd
cure3a YHB win N-YHB peaktop oxnaxnanud B
TOKE PEaKIMOHHOH CMECH MM B Ar O CKOPOCTBIO 50
°/MHH.

Mukpodororpadgun obpasuos YHM u N-YHM,
nonydenssle MetogoM [19M, npuseaens! Ha puc. 11.

Kak Buano w3 pucyHka, cuHTesuposaHHele YHB
[PEACTaBISAIOT CO0OH HAHOTPYOKH, OTIHYAKIIHECS
pa3MepoM H CTPYKTYpOH B 3aBHCHMOCTH OT NPHUCYT-
CTBMSI WJIM HeT a30Ta B coctare YHM.

PesyabTarhi: PaspaGortana u cosgaHa nabopa-
TOpHAs YCTAaHOBKA KATATHTHYECKOTO CHHTE3a a30TCO-
gepxkamx YHM ¢ aByms mapanelbHBIMH PeakTo-
paMu MpOH3BOAMTENBHOCTRIO A0 100 1 YHM B wac.
YcraHoBKa MO3BONSAET UCCIESA0BATH MPOLECC CHHTE3A
YIIEpOHBIX HAHOMATEPHAJIIOB KaK B peakTope c
BI/I6POO)KI/DKCHHBIM CJIOEM KaTalusaTropa, Tak H B
IIPOTOYHOM TPYOUaTOM pEaKTOpe, HCIONB3YIOTCA B
Ka4ecTBE CHIPhA KaK razoodpasHble (aMMHAK, aMMH-
aKcojiepiKalie ra3oBble CMECH), TaK M KMJKHE (are-
TOHUTPUI, MHPWINH, IUMETHI()OpMaMHI) a30Tco-
JepKalliX COeQMHEHHH. YCTaHOBKa IIO3BOJISIET B
IIMPOKHX Mpeaenax U3MEHATh YCIOBHsS cuHTe3a YHM
(coctaB HMCXOMHOH peakIHOHHOH CMeECH, CKOPOCTh
M0JIa4H UCXOHOH PEaKIIHOHHOH CMeCH, TeMIeparypa
peakuuu). Bo3MOKHO TUPAaKUPOBAHHUE YCTAHOBKH II0
pa3paboTaHHON JOKYMEHTAIIHH.

HccnenoBanne BBINOTHEHO 3a c4eT rpaHta Poc-
cuiickoro HayuHoro ¢onna (mpoext Ne 15-13-10043).
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