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Preparation and characterization
of some phenolic nanocomposites using graphene oxide sheets
Zahraa Ali Fadel , Ghazwan Hassan Abdulwahab
Tikrit University / College of Education for Pure Sciences - Department of Chemistry
Email: za230028pep@st.tu.edu.iq

Abstract:

In this research, nano-phenolic graphene oxide Z, was prepared by reacting
compound Z, with compound Z, using deionized water and sublimation. The
authenticity of the prepared compound was confirmed by spectroscopic meth-
ods including (FT-IR, FESEM, XRD, TEM). The scanning electron microscope
(SEM) results showed that the values of Sa = 0.02143 nm and Sq = 0.0435 nm
indicate the regularity of the layers at the atomic scale with slight roughness.
The X-ray diffraction result also showed the large widening in FWHM indicat-
ing the presence of a large number of crystalline defects resulting from surface
modification.

Keywords: Graphene, Graphene Oxide, Nanocomposites




Awisgl - Jgitbgyglsa- giuol 2- (yjo J duabud! Jolgall duwlysg yotduilg Judas
Ooglluc Juus Jlgie . JuBld Lo el@) oo

|| 108

RYSTHI P PIIEY]

CL-.a\u_Ma.Josw b s 5P es 4l
=S A eVl Lghinas o5 S 53V
by apeal ol ST 055 S Sl S
CI-Num-) )L~4:>'-T 9 Colour Index Classification
ol ol s Lxal) Lsba SN dnpdall 2oy (ber
SIS 5 7 Eall plase ol |ty (CI-Name)
Gn g S 5eS W o) oy a3 O] S
55 oS 13 cmanl Lol ) Lgd 53 5 Sl
Ls| (COOH: OH-« -SO3H) Jto sl s
NH,- NRH-) s asle Lo (5528 <SS 1)
Ll ol o) Ul 3 Lol ciie B 0 5553 (-NR2
535 o dooiny Lghand 05503 eyl Ls
sl sl )l Of o (Plmsis 5 pelnll
G dnin b pnl oy 8 Ol IO 5 gl
el OL 1AL YL 5 (o)) 55 g5 S)iz A
Jmori 3 05N 3B 8oL 5 B Aage dn g S S|
2 5 iael 51 ae B wlis Lanall i s
O Lgro 3l A asUL LV e Ly s
U_:J\ sl Sl Y LUl wlst Al
Lgnial o b e i 5U Sl Led| Sl
Jomw 4 sl as U ¢u ca—waJ\ S Lot
G\ S JSts sl ol o e
d 255 Emm A 51 0 5 S Ul L)
Ll S0 Ao 5 Ayl A sl i
e T L) ) (g5 Hins cisl U
oasbas et dl 5055 S LS Ol
e Seab g gl jasladls U ¢S d Al
Ll s dudlall 53, J LS sasladl
lmreld ek | 4 2l Al 0, S5 0T g
Sod> 4 \buwa@ULA\ iUl
Hu\ q_bﬁﬂ(s/g\o 57)

e 4

dosdoJl

i S ole e i)l sy Gl SISl
S e S iy b Ao g by el Uiz
Gl b I ole pendl e Aol dlaiis
L5 3 Lol Ll ol GO L fus 5 S
u@ucaju@&ﬁwgva\ﬁm
ool Llo il 5 Lslas Juall (dl S
IS bt 150209 5201 Gy C: O 4
{,_us.w_awsi,\_pucﬁoﬁjw\}\m
qu\JJbJ\gu&meJ\oau\ AT}
u%ﬂ\&u}d\ﬁ}ﬁwuﬁﬁ)\
¢S e el G b e bl SN S
@M}M\}\wsbbww}.&j
g_.a_..b.\.ﬂ JEJ_C«WB‘}‘J._MS)\U.L:L@;-}
e sl Laisle DSV iy 5 o
G ge wlihall U5 LoVl eodl A iab i
0.7 ~) {5 o Mo ST il wladall aels s
Hummers and Of- , 4 b . P bl A1 - s (Lo b
M&.jbéji_pﬂjl;oij_ﬁ”_&i}feman

.(4)42\_5.1;1\)_»"’:\_3.3}
LS Dol o eV e o 5V Ll
NI IO PSS SOR U PP P E Sy w2
53V e gaz O] 3. a(not) tzoe (tolive) Lk V|
i 93508 pol gl 5 U s B 003 e sle
058 y3 aos L3 5 (SP? 5 Lgiamgz 5 (-N=N-)
Ladies Lo 50 3 calef 31l sle sl 51 Ll
WJQJ;)_WSJY‘@ALQJ‘bM&PSM



109 dudlyelldoolall-duyyUlduls - daolellg dugul lwlysdldlao
0 2025 Joi gails - cluouddl pgle - guslud! adaadl - ggyuuellg gusludl el

J._:Jéo.:,_:al.:.ﬂ ésu)\dj_lad\ (5B 108.1.3.{32
ek rdl e d 2 pa Sl

\)\.:VS}\U_AV_GOT %S\Z;\'—‘éw\ﬁj_k_g-\
30 a0l dl_jd?:ﬁ‘ tﬁ (’j—.’.’j—"a-“ J.:_..\.S))J.:A
(5_0)%,—?J~5'9L—A<‘l‘—>=3dj—l>d\>ﬂv—?‘a—bi§>
S ol Il o3l SIS 5l e
LT A Y101 e 5 S LS i
ﬁj_é (=5 5 o :\Juy\dﬁd& c&_éu‘;!\
s . 3565 10 = 5 50l & e 455 0 s Lo J
s el N e o5 Jelad) ISt Ol
G i 8,5 (a5 #3051 GBI <UL
S 05 eld s a0 e 453 50 uie O 4
.(”)c\_;.)\ :\_‘>-j.l?l‘ U)\.&lb Cr'_.,oj./a

L5 laeld ol 4] Al 1 2L

'(1O)L} LJZ\_:JLO dj_ﬁ
Lol cjall
Z 55 b _pad

uugrﬁ};gw\c_urb:gﬂ\sjﬂ\

e o 10 e 555 s & bV o o 2
Qjﬁ,)@\upu:purn@abdju
oo e i ple dlannl 5 e (377 55
sz Lo dsamd] bl £ (5-0) (05l
J e il (5 2) I J sl s e 550,
1@l sl ey 5 (e (£0.007)
BU o) ol as S5 5 DU el s s
les IS g Y5 (p2) ae i) A i 55 e
ualﬁfd\g_é@:u\w;\ﬁcujﬂ\

oH OoH
//N—F’h
N
Aniline / NaOH
HC1/NaNO,
| |
RSN PP TR R N (P Z, 53) G £

S Al ol 1 e Loy 55855 5V
S « (J=e5%3)5 ) Y sl= J—bs 6000rpm
.(12)0L_;>| :\J-J;.'él\ UJL&LL: Gp}n

/

Hydrolysis

OH
NH,
NH,
‘ +
NHzNHz_HQO /EtOH,abs




Awisgl - Jgitbgyglsa- giuol 2- (yjo J duabud! Jolgall duwlysg yotduilg Judas

Jwgllbuc oo glgie . Juolo e clys)

RYSTHI P PIIEY]

|| 10

ug_é_é.?)@:tj\@:)nggpuw_&ﬁoo
(13) ¥l - 250

Zs‘éjsuh}ﬁﬂ‘;@‘ﬂ‘.\.r.s‘g‘jbéj
&15@: ZZO_A(O.lg)cAz7O_A(O.1g)GJ'_A
SJ\JJ-Q_?-JJJ_LP@}\J_&:&V_?S;)_;TYGLA

OH

_ >

OH CI

Reflux 20, 100C° 4o
15ml DIW

G oo |55 SN IS 2l oY)
(1) =2l

Carbonyl) J_Y/, Jj SN Uy W :T...gt?
(and Amide Groups

SN ossas om™ 1707 doe iad o lo> )
iy .(C=0 stretching) |55 K ik, Lo
oS 5 S Ole et 55 dl oVl s
S5 03, 4S5l e e (-COOH)
QDN R

= J1adl i el lald ) e LG
(Aromatic and Amine Related Bands) < uY)

1552.7 scm™ 1616.35.,\_;.0{'_&'&)_@.15
«em”' 1570.26 5 cm' 1533.47 5 cm™'
£ anll Lol 2l 3135 e e Lgnot 5
Ll ol S oS 858 Lo o250 C=C
ol i3 g lanll eV J el olald
Goos U Addbom™ 1533.41,51552.7 s
oy S (sanleY) N-H Lo T oY
plladl 3 el Lol 5SS Ml & gl

s Liadlg it

o ekl g B il el Y
* Z, io.s) (FTIR)

PV I D E CP I P I PR A
i dl 55 AN el ol s de 02 78
b sl oMl S 55 S L
“ i das LSTas LU Lo

Sls pordls a1 3ma¥l Slode Y]
(Polar Functional Groups) i_.ka)l i_2b 4l

cm! 3425.58 U dimsly dad o, b
ie god bl l5al () eolad St s 1
oda 34>5 .(O-H é’tretching) J.:_MS);J%.M
JoeSoodbl Sle s ol ) iy de pord
eSS 5N i anll LAl 8 3
N-H colsldel s ddozs Pl J L3LSYL
N-) 5l (NHz) Y1 ol sl L\l e
g 55 S =4 sl =2 b G ) e AU (H
= Je el i ) i sl Sl porndl e 25




m ||

dudlyelldoolall-duyyUlduls - daolellg dugul lwlysdldlao
0 2025 Joi gails - cluouddl pgle - guslud! adaadl - ggyuuellg gusludl el

SV Al 1) 3L (sl SN A S )

—4— 4o al-2) Ssaall el ks
c (d=dgysls

olad ) g g o= <l =Y Lsla
(Out-of-plane  Vibrations) i Jasll

696.3 3 cm' 812.03 J_¢ V_Q.; C)J_@L
Ll (g g oo <) =N U (6525 em !
oda L5 5> «(C—H oop bending) i lax]l
Slald Lo ddsdl dluaN1 bt ol
?A\j.wy\g\)pd\w\uuj@ju\
A e )

Lol S Ol goseadd Ll Ol tlslw
(Heavy Atom and C—Cl Bands)

420.48 5 cm™ 437.84 s 4ol Lo ]
bl d ololawyl sda (5w ccm™
—4— 5 al=2 G, IS LUl s 4L CCI
.(1)L}.§_:J\L}6~byl<_ﬁ.dj_::éw}ls

Js s as em™ 1616.35 Js dedll L
i Y L™ (bending) N-H ¢los! =
Gy e gez o ST arlis [ Say e
S5 -l sl el o LY olazl
(DSl 3 e 5o

LSV ole oz b lelios ¥l b la
Alkyl and Aromatic Amine) i sl LesY! g
(Bands

cm™' 1448.54 Je Ol s Olied Cloe
lelssl ) Olews oLl em™ 1409.96
cm ™' 1394.53 o dod oda> o) | S« CHo/CHs
Jetdl e pamd LA eLiousNT 1 (g ms )
. (CH)

Y1yt ¥ s goz e 1 lels
(Epoxy and Ether Groups)

cm?' 1049.28 Je yolaw¥l e
Sle s (33 52 I C-0 Sl =l e Sag gl
G s S s L sl S 5

TEHFOAE 1-33:3E FM

BFC Anlyviis Center

FH sHmanzu

B
IIII|IIII|IIIIIIIIIIIIII

B
a
a
o

Z, S ol o) jadk| o ansNI i (1) Kl

Eaghded Ad-ambya resr A-Human Tesching HospRal
Call phone: 07705054308 - 07233055241




Awisgl - Jgitbgyglsa- giuol 2- (yjo J duabud! Jolgall duwlysg yotduilg Judas

OOGIe Juud JIgJE |, JuALO LA CIEB) oo ST Jgiadsl b 1551

|| m2

« K=09

o A=1.5406A

« B FWHM)=5.76°=0.1005 rad
« 0=13.699°

D =8.2nm
:%;M\..&U"'” é\:ﬂaﬂe\.}a;
P E S & gl | dandl]
0 (Theta) 13.699°
FWHM (rad 0.1005) 5.76°
d-spacing A 3.252
by ekl az>= D nm 8.2
(n layers) wlada)l sue b 25

il y ) ) sl 3
355 )t FWHM G oSO gLyl o
Jrendl e BN A, ) gl e S Se
]
S s Gaie i oy llads
=25 S5 Sy SlaeSIl 51 Al
(2) s 4

Jdy ol ot oLl iisle L 2
: o
ng'_dO—H_S\V.QScﬁ.ﬁ-BJQ.:.Q\Ql}LA\ .
AL Lo gl odid Il LT
el s S Gkl oLl el
L il e gomdl JLstsl s SloanSl il
.Z\_Aﬁ\j\}_:ﬁwa)uo_ﬂa;;_o%_ﬂ\ Buagndl
o B A s b s pmgode o
al) ol S S5 I e
e Zy anld g5 5 o A silen L
(XRD) &yl ¥ 5 4>
I Z il oL (XRD) oo bl
e
:(Phase Identification) | gb¥I CiiS . 1
55 25(20)°27.398 ue s Jlaiaal o
S S e Jll AN S A )
functionalized/decorated Rezluced) Jaall
. (Graphene Oxide - RGO
L e Jy Bl b i phe s
el day UL 1 Ealy s Ll
:(Crystallite Size) <l 5 okl == 2
bl
(d-spacing) ds ; gl b gudl o L LT
:(Bragg) ¢ Usles pldsely

d=A2sinf
0=27.398°+2=13.699"A=1.5406A
d=3.252A°

fl.b';:_wb. (D) o, 40 == clws . 2
:(Scherrer) ;=& idslee
D=KA\BcosO



13 ||

dudlyelldoolall-duyyUlduls - daolellg dugul lwlysdldlao
0 2025 Joi gails - cluouddl pgle - guslud! adaadl - ggyuuellg gusludl el

Counts

600 |

400 _}

200 _]

Position [°2Theta] (Copper (Cu))

&g O3 Jdndl CbuJ_qu\_? ddslie
50 S A iUl s 05 S aof
(35 G

{(RAr) ol bl folas . 5

35055 ) e L Lo oo RAF Jolas o
A s o I e Bl ] 2 L)
PRy

SEM i1 6 gl Lot 1
(SEM) Surface Roughness dzuaudl & gl . 1
Sq=0.0435 3Sa=0.02743 nm r_z.EL)\
= ol gl e Slakll Ul Lo Jusnm
S e oLVl e s s idb Byt

PV
Indentations & Un- <l Cj_o.:ll .2
dulations

S dl i i ol dw) o
SEEAN P PR A [P VPEIF R FRCEA R
(3) ISl 3 e g0 (S 0521 g

dodazl) a8 Ol gl olaaiall 3

G pales sty dolanll s Glpdl
S b b 315V e e e
(3) Sl @ b 50 | S

um!j“,.stadlg@;ﬂl.é}

s S ST 35y el o B



Awisgl - Jgitbgyglsa- giuol 2- (yjo J duabud! Jolgall duwlysg yotduilg Judas

OOGIe Juud JIgJE |, JuALO LA CIEB) oo ST Jgiadsl b 1551

|| na

SEM MAG: 70.0 kx WD: 5.85 mm

Det: SE SEMHV: 15.0kV | 500 nm
Date(m/dly): 03/11/25

SUT - FESEM

MIRA3 TESCAN

&
MIRA3 TESCAN|

SEM MAG: 135 kx WD: 5.85 mm
Det: SE SEM HV: 15.0 kV 200 nm

Date(m/dly): 03/11/25 SUT - FESEM

SEM MAG: 70.0 kx WD: 5.86 mm
Det: SE SEMHV: 15.0kV | 500 nm

Date(m/dly): 03/11/25 SUT - FESEM

mira3 TEscAnfl| SEM MAG: 35.0 kx

Date(m/dly): 03/1125

WD: 5.85 mm MIRA3 TESCAN|

SEM HV: 15.0 k!

SUT-FESEM

Zy S o SEM sl 55 ASOY1 sl ) 500 (3) S

:(Total Pore Volume) Q.Q! CL...ll (== 3
cm’/g 0.1324
SU Y ol el SIS ol gm0
SleNl ides ST LU ES 2! s
O G AN el ol (Ll
Z, i) TEM
Layered Struc- wlidal g el |21 1
ture
U s Jladil o 51 e Lkl
S5 ikl ole peadl ] Jas olabll
(4) S g 25

pldl g g g el dm Ll dtils sl
:(BET Surface Area) & 4! cla..dl d>luw . 1
MYg 33.317 = ioda ol il e O
e il LS dle v gto deda v il dny g
oS el e LN Lsla ST jasladd e Legs
:(Average Pore Diameter) fL...ll ks .2
Ll 4 a5 nm 15.898 = f\_"‘“l‘ S| Ol
«(mesoporous) da_ws | (al_...l\ I e ]
el old L SU Y1 J s d) ol



15 ||

dudlyelldoolall-duyyUlduls - daolellg dugul lwlysdldlao
02025 Joi ggils - cleaysll oglc - gusludl aloodl - ggpuiellg gusludl daell

(3) Js=i

Partial Aggregation &5 ;4| M) . 5
PETE PR DI PRI TR ECL ECE PP
- Jrdl s pelaall a5 5 3 il p LI )
(4) sl @ =2\ S
Wrinkles and Flex- <leloiYl g deledl . 6
ibility
g Ao p ol iVl weledl 54y e
e ST 5,008 LBl ey s Ll 45550
DLl saiaze 3 eY) e Ll U oY1 el |
(4) S g =25 S5

Electron Con- s +sJY! ol oo glis . 2
trast Variations
3 ST able ) ai5 d4by 4S1s Gble o
b I Sle gazell) i 5 o By 3 3L ST
(4) Sl g =25 S5
Structural Defects &, 3ol & gl . 3
55 3 el ol heall o
(4) S g 250 | S sade el Sl
Interlayer Spacing & Lakll (o LI . 4
XRD 5 TEM ;s
3.252 < gl d-spacing = Gblg e
L}Hy\‘_ij.XRD Euw.\_@iu/&

Z8 S W TEM W1 55 ASIN1 gondl fuloutll | g (4) S80I




Jwgllbuc oo glgie . Juolo e clys)

Awisgl - Jgitbgyglsa- giuol 2- (yjo J duabud! Jolgall duwlysg yotduilg Judas

.......................... S gl gasl a1 H 116

10.

11.

12.

13.

cent synthesis and applications of textile
dyes. Inorganic Chemistry Communica-
tions, 115, 107891.

Chaudhary, B., & Violet, T. (2020).
Chemistry of synthetic dyes: a review.
J. Interdiscipl. Cycle Res, 12(390), 390-
396.

Dharshini, M. R. P. (2013). International
Journal Pharmaceutica.

Rathi, B. S., & Kumar, P. S. (2022). Sus-
tainable approach on the biodegrada-
tion of azo dyes: a short review. Current
Opinion in Green and Sustainable Chem-
istry, 33, 100578.

Kango, S., Kalia, S., Celli, A., Njuguna,
J., Habibi, Y., & Kumar, R. (2013). Sur-
face modification of inorganic nanoparti-
cles for development of organic—inorgan-
ic nanocomposites—A review. Progress
in polymer science, 38(8), 1232-1261.
Gupta, A., & Saha, S. K. (2012). Emerg-
ing photoluminescence in azo-pyridine
intercalated graphene oxide layers. Na-
noscale, 4(20), 6562-6567.

Rollas, S. (2010). Reduction of aromatic
and heteroaromatic azo compounds with
hydrazine hydrate. Marmara Pharma-
ceutical Journal, 14(1), 41-46.
Al-Sumaida, G. H. A. W., & Mohamed,
A. S. E. (2023). Preparation and char-
acterization of reduced graphene oxide
nanoparticles and reduced graphene ox-
ide decorations. Journal of Education
and Scientific Studies, 3(22).

References
Hummers Jr, W. S., & Offeman, R. E.
(1958). Preparation of graphitic oxide.
Journal of the american chemical soci-
ety, 80(6), 1339-1339.
Sadri, R., Zangeneh Kamali, K., Hossei-
ni, M., Zubir, N., Kazi, S. N., Ahmadi,
G., ... & Golsheikh, A. M. (2017). Ex-
perimental study on thermo-physical and
rheological properties of stable and green
reduced graphene oxide nanofluids: Hy-
drothermal assisted technique. Journal
of dispersion science and technology,
38(9), 1302-1310.
Feicht, P., Siegel, R., Thurn, H., Neubau-
er, J. W., Seuss, M., Szabo, T., ... & Breu,
J. (2017). Systematic evaluation of dif-
ferent types of graphene oxide in respect
to variations in their in-plane modulus.
Carbon, 114, 700-705.
Marcano, D. C., Kosynkin, D. V., Ber-
lin, J. M., Sinitskii, A., Sun, Z., Slesarev,
A., ... & Tour, J. M. (2010). Improved
synthesis of graphene oxide. ACS nano,
4(8), 4806-4814.
Alsantali, R. 1., Raja, Q. A., Alzahrani, A.
Y., Sadiq, A., Naeem, N., Mughal, E. U.,
... & Ahmed, S. A. (2022). Miscellaneous
azo dyes: a comprehensive review on re-
cent advancements in biological and in-
dustrial applications. Dyes and pigments,
199, 110050.
Benkhaya, S., M’rabet, S., & El Harfi, A.
(2020). A review on classifications, re-



