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2-amino-7,7-dimethyl-5-oxo-4-phenyl-5,6,7,8-
tetrahydro-4H-chromene-3-carbonitrile: Solid, m.p.
230-233 °C; FT-IR (KBr) vmad/cm™: 3395, 3324
(NH2), 3028 (CH, aromatic), 2960 (CH), 2199
(C=N), 1679 (C=0), 1661, 1604, 1413, 1371, 1249,
1139, *H NMR (400 MHz, DMSO-ds): § (ppm) 0.94
(s, 3H, CHs), 1.03 (s, 3H, CHz3), 2.17 (d, 2H, J=16
Hz, CHy), 2.50 (d, 2H, J= 11.6 Hz, CHy), 4.174 (s,
1H, benzylic), 7.01 (br, 2H, NH>), 7.13-7.19 (m, 3H,
aromatic), 7.26-7.29 (m, 2H, aromatic).
Me

2-amino-7, 7-dimethyl-5-oxo-4-(p-tolyl)-5, 6, 7, 8-
tetrahydro-4H-chromene-3-carbonitrile:Solid, m.p.
221-223°C; FT-IR (KBr) vmas/cm® , 3392, 3327
(NH2), 3028 (C-H aromatic), 2961 (CH), 2192
(C=N), 1679 (C=0), ,'H NMR(400 MHz, DMSO-
des): 0 (ppm) 0.94 (s, 3H, CH3), 1.03 (s, 3H, CHs),
2.08 (d, 1H, J=16 Hz, CH), 2.24 (d, 1H, J=16Hz,
CHy), 2,24 (s, 3H, CHg), 2.44-2.55 (m, 2H, CH>),
4.11 (s, 1H, benzylic), 6.98 (br, 2H, NH2), 7.00-
7.09 (m, 4H, aromatic).

2-amino-7,7-dimethyl-4-(3-nitrophenyl)-5-oxo-
5,6,7, 8-tetrahydro-4H-chromene -3-
carbonitrile:Solid m.p. 210-212 °C; FT-IR (KBr)
vma/cm™: 3471, 3334 (NHz), 2958 (C-H), 2192
(C=N), 1686 (C=0), 1525, 1364 (NO), 1041 (C-0),
'H NMR(400 MHz, DMSO-ds): § (ppm) 0.96 (s,
3H, CHg), 1.04 (s, 3H, CHg), 2.19 (d, 2H, J=16 Hz,
CH)), 2.50-2.55 (m, 2H, CH»), 4.42 (s, 1H,
benzylic), 7.21 (br, 2H, NH,), 7.60-7.68 (m, 2H,
aromatic), 7.98 (br. 1H, aromatic), 8.07-8.09 (m,
1H, aromatic).
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2-amino-4-(4-hydroxy-3-methoxyphenyl)-7,7-
dimethyl-5-0x0-5,6,7,8-tetrahydro -4H-chromene-
3-carbonitrile:Solid m.p. 234-235 °C; FT-IR (KBr)
vmad/CM™, 3495 (OH), 3403, 3324 (NH), 3016
(CH aromatic), 2962 (CH), 2193 (C=N), 1678
(C=0), 1604 (C=C), 1577, 1515, 1405, 1367, 1035
(C-O) 'H NMR(400 MHz, DMSO-ds): ¢ (ppm)
0.96 (s, 3H, CHs3), 1.03 (s, 3H, CH3), 2.17 (d, 2H,
J=16 Hz, CH), 2.49 (d, 2H, J=17.6 CH>), 3.71 (s,
3H, OMe), 4.07 (s, 1H, benzylic), 6.509 (d, 1H,
J=1.2 Hz, aromatic), 6.529 (d, 1H, J=1.2 Hz,
aromatic), 6.64-6.58 (m, 1H, aromatic), 6.93 (br,
2H, NHy), 8.84 (s, 1H, OH).

oy g s -Y

o995 325 Jold (b lide CajopelS'sili g V-
Aty o 325y A2l 2 )5 (oS

(losd SlediSly 3 (Kenl la S3IUI S I eslazal (ol
baxa > (e ©1)3) 435l Syp0 4 1y gl Ysems
5 Vb o 4 s G > 4y 105 S o0 0081,y STy
dge p) uiblse > b oullyyily slaiiSeny sl
i 4 93b5 bl (gl (purblize (slo S 3L
UablS Cage 393 a5 D> dgng e D63 9 S, slaody
ool onl 5l mSsle Gln calple wedie S GL ol
N opl o caz en 4 S e Mol 1) gl
b ogwimn P9y 4 (oubliae 0390 i 5l dm olaghy
SaS 41 5 e o s Fe(Ill) 5 Fe(ll) slackas 1 osliz
cmioxon 3 FE30s &35 g 23! (5l NAOH oo
b 00lis] TEOS 31 ] (59 ouS gyt cslmogS ol
5 onl gl (o) Bl I by dope cpl

() Js)(FesO4@Si02)cs )5

Jlail Car giael (slmog,S (13,5 3l jlaie a4y sy > yo
(Fes04@Si02) o5 Mol (3a] 1ausST s b i VlgsS

@k JWo | Y o loni [VE+ € o ve



(3454) (2932)

(3420) (2936)

Transmittance (%)

(3458)
| (1070)
) |

VW
. (670), _.
_ My =

4000 3500 3000 2500 2000 1500 1000 500
Wavenumber (1/cm)

Eldgl(ll) CujomlS 9l duns Jolye FT-IR o cab ¥ JSS
g;:l)f)y‘li () ‘F9304@Si02-NH2 x;:l)f)y‘li (C) ‘F9304@Si02 Q|).553U(;TJ) <Fes0,
Fe;0,@Si0,@CMPS@ZrOCl, (2)¢ Fe;0,@Si0,@CMPS

Fe;0,@Si0, & Joy)o (FESEM)‘!N9) @9)3” u9§w;9)£¢: ).39.@.5 KA} JS\J‘;
(z) d++ nm SliS, 5 () F+ - nm slS, 5 (call) @CMPS@2ZrOCl,

Tum bS5 (5) 9 Yum ol

S ol spaiudo ¥

o I SBT3 dgrge (ele (slaog S pasits
5 €358 g FT-IR (glacads .5 oslizul FT-IR _ocius
i ;5 5l oas odly b ¥ SIS s o] eaas JSCis el
Al ol g bl o FE30s clydgl 4 by ye a5 lIF
wA-semt asl p» ols e o Fe-O Lils)l 4 094 cm™
19500 Ot )P 93 (e 2980 byye FE-O-H il
g e olaly) b ey a4 ¥ESF em? g vsy. om’
gl daw (59) 290 (wSgrkr laog)S (i
Gl 3 olgices |y SI02 09,8 it sl ) .15yl csllas
aw ; (<F) Fes04@SiO2 oais Mol wldgl 4 bgye
@ by b 3 ) sanlie AVS 5 VoVe cmT asl
cloyls (2¥) Fes0s@SiOrNHz oas s Jole l)dsil
&S 13,5 o Hlub V00—V eMT asl sl ol
daw 95 29290 N-H (glaog S (ptiod wlale)] onims L
it ks b N-H a8 clsls,) sl e oldgl
vars cm? s C-H isS olals,l )b Sligwen O-H
alpgl 4 baye a8 oF USG5 Wl ead el
sl & bgye slaols wuwl Fes04@Si0,@CMPS
C-H & bgye slo Gls 5 V80F 5 VF8 cm™? 5 Ssleg)
FT-IR Gib 5 0595 (0 000> YAYY CM™ 55 sl adls
slois Fes04@Si0,@CMPS@ZIOCI, 4 bgs o (oF)
by YFAF M clasis ¢ ZIOCl2 4 by ye 0F+ cm™

(B JSB)ed)S )8 () p 3590 FESEM L o ags



CojselSel 5 (o)FesOs@SIO2@CMPS il yo
amse ol 1y (z)Fes0s@Si0,@CMPS@ZrOCl,
395 5 ISbe cuple dhdiye (njy 4 bgiye XRD oS
2 (sueblise CojorslS gl bgppe XRD (6680 amd g (LS
oil8l (g )lde FesO4@SiO2@CMPS sl o () 4L
ol e LS gl ldnye (nj) & Cumd (Sush
Jidle > FesOs wlydgl dgng 4 o o |y (Sisysly yiol3dl
CejgealS 5l bgrye XRD (6581 A+ oy s cjopels” 93l
) ok dew i3l 0 Fe304@Si0.@CMPS@ZrOClI;

2 o ylis

120

100

80

60

Weight [%)]

20

100 200 300 400 500 600 700 800
Temperature (°C)

(<) 5 Fes04@Si0,@CMPS (e bgy e (TGA) plSg0y5 ¥ JSi
Fe;0,@Si0,@CMPS@2ZrOCl

N ot b ik

’/w‘w", S

T T T T T T T T T

10 20 30 40 50 60 70
2 Theta (degree)

O A) 1 jonlS U ags s Jolpo oSl andl i1y XA JS5

Intensity (a.u)

oS b & CajoelSsl ul 4 bgiye FESEM gl
GlaBl goo Hlid b wiloads dps Ve K 5 0-K YK 4 V-K
Voo BVer om jhB L pladia g (69)5 and dwrin b S5 ]
WAapd o s |y el

sl 5)90 yolic 39 alsyo ya > EDX 3JUT I enlazal b
05z soke pols d92g i (pl 4 &S AD )y ladiged
Wb LT cpl bawgs b iges 3 ZF 9 ClC N O Si Fe
(F JS8) 5,5

(TOA) i oS 3 plfsey ¥ JS5
o ()1 ol alsye 93 )3 oad awd lacyjeelsil
5 Sl Sl eor ¢ln TEA s 5 aps ol
My il as d Aee BYA olod 03505 53 dlge s wisl 48
Al e i pols o aep Ve GleS g5L
P S dloye dw plSee s 93 a5 b bl (039%)
INATI IR AR PRSP FU | IR ESSRL | S Vi R PR PR E)
bgpo 3,5 o doyd Ave B 5o glod 5015 il as
() 5 Fes0s@SiO2@CMPS  (Qll) 5306 &
iy 4 &S sed e FEsO4@SIO@CMPS@ZrOCI;
0B ek o g9y ead Cle Ol Gle 4 by
A g yesh 4 0,3 03636 VLSl 5 peuls oo ye YLl

el yorly ol gl o) (538) (gl 4 bgape 55

I ladiges jI om0 g (SKoosh lime ()p Gl
sl iy slagSl A S5 05 oolitel Sl 4l Ll
2 B g embliae CojenelS el (il yo opjy WS

U R
“ | Fe,0,@Si0,-NH,@ CI-MPS “ 1 FeD,

= | a0 |

| ZroCL@eLmes - '.I-'.-‘(Ijﬁr-:iiﬂ:-.\ll‘_

@Fe 0 @SI0,-NH, =
=
5

S

I O

oSl 8 5 il i i U gl S S

@k JWo | Y o loni [VE+ € o '



o e

(o [Blg50 50 155) 098 e jii S gl N+ IS8

2 s Db gy el Sl b et
9 optes el Sl Gl e glagMe
oclen 45 odisd V) 1) ge cslocams b sl
e (90) 5l 5 T 3l 3930 aalia ) Jyso 5 &5
Y gL LSy ol anisly S s M & o 1y 4
s ol ) ATl iy 4iB Fe oy ey S JLKS
P C8S HE oyp 290 SNy (2led balpd e a2
I g ol Lt |y lej oy 9 033k o 58”361 (sled
13 STy sl 03,8 L Lialsél STy o03b 5 ey Lo
Wil ol balyd 0,5 le asd Ae g as 0 £ sled
CLl dige slod plgis 4 3l il a2 )3 Fe slod el
Mo b JuiSly b (o) S IBLS e lade Coles 5> B
Cuwd & +/+F O Hlde & alie (gl S3JUK 51 </-0 0
1 o (S3IB 5aS M 5] oolil syl domis > el
Do bl gy Hlde lgieas [SIB/F g jlade U
&S polailen A3 (awyp o S B OLe o GiSTy Geionen
Fo cabdS Gl g )53 Ole )3 09d 0 oaaline V Jaus y
A5 Jolbs odyglyp B 7 s Lsly e
ol Sjgbre 3 Sy STy o35l g loj mimen
M3 eap 250 S3IUE 3 35250 Jlade pl 53 L FesOs
o Ve cele S cidlS Gl e oh s o cs)S

A5 Juols 03,9,

ol oslil b wsel Cuwnd 4y aigo bl 4 a3 b

oles 5l aads

chsy a8 Silog)l (slasadl] I oolinl sl lis guls .ol
9 (op Y g 9pY) adlie oaidS (Sl 0g)S
@YU b 035k L odygl 3 S5 4y oo J1o)lS slanaal]

b ST e 398 0 sdalie ¥ Jodo mls pillae dgd s
Syglone p3 Blgi oo byl ya[D] 959 00l 55 liiitio

CojoeelSall g FE30s  o)dgl  awblie L8,
VSM U1 alwss 4 Fe304@Si0.@CMPS@ZrOCl,
Slam o 8 FE30s udbline jldy b awyp U1 slod jo
5 FE30s uwblize gLl polie b duslie CujouelS ans
sidlS g YV 5 £+AF eMUIY sy & CojamelS el
el Ghbg Jdd 4 cujeellal o ublie glul

(A JSE) 15l o youls 9 STIO2 b ubolize Fe304
PPM 5 561 )5 dgmg0 ZI lade oads plosl ICP JUT 5o
o U0 5 onel vty polie pl 4 ds g b a8 a5 )5 YA
35929 ZIOCl2 £,5 +INY Cujamals 5l 5V o caS ol
Jeoyd O/A 739» S 0 Zr S doyd g cuwl azil
LS Hlade jn 536K 5l eolawl Jb yo o el
o) o RiSTy 51 S g sl o 485 )5 53 Jge ol
Jsecse [-VA s dodl (gsluws 3o Cand 5 (Jsoide
odlitwl S3JB e & ZIOCI2 5l Jgo 2o pd YIA n

4 d>y

Sl 00U

Iagnetization lemu/g)

Appliedfield (Oe)

(<55, 3o,3) Fes0,@Si0,@CMPS@ZrOC,

i Cujonel il (6,5 301 Cllad b, -Y-Y
[D] 9552 992 155) (pog S libiuo 5han y3 200
R

Cojoellel (o S cwsls byl e
Sp A ey Fes0s@SI0:@CMPS@ZrOCl;
Joa 9 Ve JSO)as 03 )84 bysgigdle 9 JoeyS oo

0

sk Jlo [ Y o )leud [V € o %



o590l Ciyglome )3 o yider S=Y— pog ,S—FH—g,0ul o5 A‘V‘F‘a—L),;é—f—,MSl—a—Jﬁ;:oda—V‘V—wT—Y S (gly ‘“‘J’.Sb bylys gilwdings ) Joio
Fe;0,@Si0,@CMPS@ZrOCl,

ot (e

S36ls el (B)ol; (S Bleaples  (p)8), S Do sy
Fes0:@Si0.@CMPS@ZrOCl, AD 5. bl eles R Jstl )
Fes04@SiO2@CMPS@ZrOCl; Yo s. b1 sled ooy o Y
Fes04@Si02@CMPS@ZrOCl2 5. 5. a1 eles oY s yiunl 5 ¥
Fe30:@Si0:@CMPS@ZrOCla A 5. bl sl R p 99,18 i
Fes04@SiO2@CMPS@ZrOCl: I 5. b1 sled ey I g d
Fes04@Si02@CMPS@ZrOCl, q. 5. a1 o .Y 2 Jgilil 5 5
Fes04@Si02@CMPS@ZrOCl;, qy €. €. N Jgibl 9 O \
Fe30:@Si02@CMPS@ZrOCla a¥ Y. 5 R Jsibl o o A
Fes0:@Si0O2@CMPS@ZrOCl2 a0 Y. A o]y Jsibl g o a
Fe30:@Si0:@CMPS@ZrOCla a0 v. 5 ¥ Jsibl o o Ve
Fes04@Si02@CMPS@ZrOCl;, Qs v 5 o[+0 Jgibl 9 O )

— [ £ s. _ J95L‘;| WY

FesOq v 5 5 /o f Jsbl g ol VY

ZrOCl Y- 5o 5o /¥ Jilil 5 I A

odal Cands (gl LalE g (cilolin 5l e 035b gl bl i ¢ S B (Y mmol) s yisgiglle () mmol) ygdesd o) mmol) aaall o = (2iSTy Loyl
Cawl Fe30,@Si0,@CMPS@ZrOCl, CaUlS 15 35390 Z0Cl, 5 FesOu polio ply duw g 93 jl yidin iy & pldo (pl” V1) cooes Connd & L Cansl

o U iSly oy pd dasMe BB ials o ,S3JUK
el 33500 o3l g objb BB Jlge Lioles]

Faw Sy ole glie 028 GBS slaciy) ) S
Ll yls olyenas 1y oblie ol [D] g5 g)ilys clinie
SYsb o) a1 oolil fte i L5

dawgs s yog)S abaxMe LB u0'95 G dog kil

g sl sao3sl L Fes0s@Si0@CMPS@ZrOCl,
SIS il ol st g 33 a5 ol 5
oS GiSly plye 4 s siglle 5 (gaend il (ST
A plosl odal Cands dige Lol 3 o STy 9 s ool
5 STy B )b 1S 3IBET (glulax 5l ey (2STy e LG
09l P 28 SS9 g Jobl ekl b o) (ggdiad
b ol s cé)S LS eolaiel dyge base S 3JLK

o3k b | Y oyloan [VEL £ oo YA



Fes0:@Si0.@CMPS@ZrOCl, )3 jJL1S < jglota y3 ! y0g,S litiie st Y Jgd>

(Clogs alab (3o 9) o33 (4 oo 039059 i)
X uu)l)f o5 odalio
\
AASAAAGRAR A 0 Y. N
NH,
[FY]¥Ve-Y-A YIV-Y10 af Vo v
CN
NH,
[FY]YIY-Y)- YYO-YYY M ¥ o ¥
NH,
Cl
”
[FY]YIY-Y)- YVS-YA¥ . Y. cN
NH,
[¥¥]¥y-Y+) YoY-ve) - A o
CN
NH,
[¥Y]V-A-Y-5 Ye5-Yef ay ¥ 4
CN
NH,
[¥Y]YYa-yyv YYA-YYS A o v
[FY]YIY-Y)- Yov-yof 0 Yo A
[¥Y] yva-\vs WA- VY a5 Vo o A
NH,
sk Jlo [ Y o )leud [V € o 4



Y g dobl

[¥Y]YY--YYA YYy-yy- a-

[¥Y] VY=Y WYF-\YY 0

AR

o 03b = &C slod > (V1)) Joibil g o 2 Lo & g (+/+¥ g) 53U () mmol) s zigiglle () mmol) yedend () mmol) aadljo = (uSly Loy

(R=H) Ol (]9l 5 itio s (2STy 5l Juol> golis dwglie Y Jouo
ole SVl 3 005 b pme (sl S5ILIS 1503 5 005 g S 31 o pglona 5

@y Tope (@B)oly (Sl ks ) SHLE

s a0 y. Fes0,@Si0,@CMPS@ZrOCl, \
(4535 o1/ Jgls1)

pol>

(VY] ay A MgO NPs Y

(MW, 80 °C)

¥o] Ay celuYiY I2 ¥
(DMSO0, 120 °C)

[v#] q. ¥. diamine-modified silica- ¥
coated magnetite-
polyoxometalate

(4?).) Yoo cg.j)
[YV] ay . aminopropylated SiO2 N
(22 Vo o)
[YA] v =Y KF/Al03 5
cely (DMF, r.t.)

psS ) ol At ye o) by yesh SSHBE el
s 2 Mol 36l ) oslitel b g A dg 1,1 g3 ST
Olye & ol @hl g b awblize FE30, (ol 1T gonis
wor O [B] g5 gpuelys clinie s ) S5l
caadl l eolatl b cliuie ol ob ol mls )5
5 5 AD 03j s odimd g oS 39,5 09,5 gyl Sislog)

ol ool Cands (giloalls 5 jlulis

sinl (aiodg Coldy il 4l (sl s g5t lads,
oS ol [D]osugael clitie ans Gl g
&S s bgiw Cwl ad)3 8 elaiel dyse (goaxie
YL ol o 1y gy i Sl b bcawgd
9 B g o S ASly 9 Pl esliul pas ST
duglio g (uyp b S (o0 Wl ploj g abja )3 (og> Ly
» ol [Plosugels as (Sl 5l Job @b
2 0l (Byme (sl )SHIU S5 5 00l 4 53U & pglone
N 53 0 4 S5O Ll e 4 plgiee (ole VL

ool 0dds o ¥ Jgda 30 Jols zuls oy g wols

gy By % 93 g o

80+

60+

Yield(%)

40

204

1 2 3 4 5 6

Catalytic run

5518 samme oalizl 5 bl cull N IS

S5 doG - &

@k JWo | Y o loni [VE+ € o v



13. N. Ghods Ghasem-

Ghaffari Khaligh, P.
Abadi, T. Mihankhah. Comptes Rendus Chimie 17,
23-29 (2014).

14. G. Zhao, Z. Chai. in Recoverable and
Recyclable Catalysts, ed. By M. Benaglia, (John
Wiley & Sons, 2009), pp. 49-50.

15. J. Govan, Y.K. Gun’ko. Nanomaterials, 4, 222—
241 (2014).

16. A.M. Abu-Dief, S.M. Abdel-Fatah. Beni-Suef
Univ. J. Basic Appl. Sci., 7, 55-67 (2018).

17. H.L. Singh, M.
Chahar, Sangeeta, S. Sahal, S. Khaturia. Results in
Chemistry 5, 100884 (2023).

18. M.K. Katiyar, G.K. Dhakad, S. Arora, S.
Bhagat, T. Katyal, R. Kumar. J. Mol. Struct. 1263,
133012 (2022).

19. P.B. Hiremath, K. Kantharaju. ChemistrySelect
5, 1896 —-1906 (2020).

20. M. Kidwai, S. Saxena, M.K.R. Khan, S.S.
Thukral. Bioorg. Med. Chem. Lett. 15, 4295-4298
(2005).

21. L. Bonsignore, G. Loy, D. Secci, A. Calignano.
Eur. J. Med. Chem., 28, 517-520 (1993).

22. L. Alvey, S. Prado, B. Saint-Joanis, S. Michel,
M. Koch, S.T. Cole, F. Tillequin, Y.L. Janin. Eur.
J. Med. Chem. 44, 2497-2505 (2009).

23. D. Kumar, V.B. Reddy, S. Sharad, U. Dube, S.
Kapur. Eur. J. Med. Chem. 44, 3805-3809 (2009).

24. L. R. Wen, H. Y. Xie, M. Li. J. Heterocyclic
Chem. 46, 954-959 (2009).

S5l blie 5l e ags BB e bulys 0 sy
bilyd o9 mlo oy Lo b 90 Bl 4 (lyiee
3,5 o)Ll )1 51 dame oalisl cubld ¢ ol (gjlolis (j5STg

&l

1. P.Y. Bruice, Organic Chemistry, 7th edn.
(Pearson Education, Boston, 2014), pp. 1079-
1081.

2. AS. Sharma, V.S.
Kaur, R.S. Varma.
202201493 (2023).

Sharma, P. Yadav, H.
ChemCatChem, 15,

3. T. Aalhusaini, D. Pore, G. Rashinkar. J.
Organomet. Chem. 1023, 123406 (2025).

4. A. Aggarwal, H.K. Chopra. J. Mol. Lig. 415,
Part A, 126329 (2024).

5. A. Aggarwal, A. Singh, H.K. Chopra. Curr. Org.
Chem. 27, 130-152 (2023).

6. P. Kachhap, N. Chaudhary, C. Haldar. React.
Funct. Polym. 189, 105606 (2023).

7. M. Fantinel, N. Valiati, P.A.M. Moro, M.M. Sa.
Tetrahedron 86, 132081, (2021).

8. K. Rajasree, K. S. Devaky. J. Appl. Polym. Sci.
82, 593-600 (2001).

9.M. Xu, Z. Ou, Z. Shi, M. Xu, H. Li, S. Yu, B. He
React. Funct. Polym. 48, 85-95 (2001).

10.N. Iranpoor, H. Firouzabadi, A.R. Pourali.
Tetrahedron, 58, 5179-5184 (2002).

11. AR. Pourali, S. Ghayeni, F. Afghahi. Bull.
Korean Chem. Soc. 34, 1741-1744 (2013).

12. A.R. Pourali, S. Bahrami-Nasab, S.M.R.
Nazifi. Natl. Acad. Sci. Lett. 38, 45-48 (2015).

oskn U | ) oylons [VE+E kg ¥\



25. R.S. Bhosale, C.V. Magar, K.S. Solanke, S.B.
Mane, S.S. Choudhary, R.P. Pawar. Synth.

Commun. 37, 4353-4357 (2007).

26. F. Shahbazi, K. Amani. Catal. Commun. 55,
57-64 (2014).

27. V.M. Joshi, R.L. Magar, P.B. Throat, S.U.
Tekale, B.R. Patil, M.P. Kale, R.P. Pawar. Chin.
Chem. Lett. 25, 455-458 (2014).

28. X.S. Wang, D.Q. Shi, S.J. Tu, C.S. Yao. Synth.
Commun. 33, 119-126 (2003).

29. H. Firouzabadi, M. Jafarpour. J. Iran. Chem.
Soc. 5, 159-183 (2008).

30. K. Nikoofar, Z. Khademi. Res. Chem.
Intermed. 42, 3929-3977 (2016).

31. B. Karami, M. Kiani. Catal. Commun. 14, 62-
67 (2011).

32. N. Hazeri, M. T. Maghsoodlou, F. Mir, M.
Kangani, H. Saravani, E. Molashahi, Chinese J.
Catal. 35, 391-395 (2014).

33. B. Paplal, S. Nagaraju, P. Veerabhadraiah, K.
Sujatha, S. Kanvah, B.V. Kumar, D. Kashinath,
RSC Adv. 4, 54168-54174 (2014).

@k JWo | Y o loni [VE+ € o oy



(thslw 3190950 9 lgnpdi jclm Lﬁmsﬂi’m ¢l 9 ,,.o.uu

Chemistry & Nanochemistry

https://sanad.iau.ir/journal/crn ISSN:3060-7442

Preparation of magnetic nanocomposite containing
zirconium(1V) oxydichloride based on Merrifield resin
and its application as catalyst in the synthesis of
chromene derivatives

Milad Sadeghi, Ali Reza Pourali *

School of Chemistry, Damghan University, Damghan, Iran.

Abstract: In this study, a heterogeneous nanocomposite was prepared from chloromethyl polystyrene
(Merrifield resin), iron magnetic nanoparticles and ZrOCl, and its catalytic properties were investigated in the
three-component reaction of the synthesis of chromene derivatives. The iron nanoparticles were surface
modified in two steps including (1) reaction with tetraethyl orthosilicate (TEOS) and (2) reaction with 3-
aminopropyl triethoxysilane (APTES). In each step, the precipitate was separated by a relatively strong external
magnet and washed with water and ethanol. Then, the heterogeneous catalyst Fe;O.@SiO,@CMPS@ZrOCl;
was prepared in three steps including (1) polymer swelling with a suitable solvent (2) preparation of
Fes0.@S10.@CMPS nanocomposite by covalently linking chloromethylated polystyrene with surface-modified
iron nanoparticles (3) reaction with ZrOCl,. FTIR, FESEM, EDX, XRD, ICP, TGA and VSM analyses were
used to characterize the catalyst. The Fe;0.@SiO,@CMPS@ZrOCIl; nanocomposite was used as a
heterogeneous catalyst for the three-component synthesis of chromene derivatives (benzaldehyde, dimedone and
malononitrile). The derivatives were prepared in a short reaction time with high yield. In addition, the catalyst
showed good magnetic properties so that it was easily separated magnetically from the reaction mixture. This
nanocatalyst can also be recycled and reused up to five consecutive cycles without any reduction in its
effectiveness.

Keywords: Polymer nanocomposite, Chloromethyl polystyrene (Merrifield resin), Iron nanoparticles,
Zirconium(1V) oxydichloride, Chromene.
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