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Highlights:

. A new method is reported to prepare 2D and 3D scaffolds by reactive electrospinning
. The prepared scaffolds are magnetic responsive and-futhy-biocompatible
. Reactive electrospinning produce non-soluble fibers in the nano scale

. Due to their magnetic character the scaffolds can be used for magnetic hyperthermia

Abstract:

In tissue engineering a permeable 3D fibrous macrostructure with high surface area is desired for
cell attachment and growth. In this paper novel experimental technique is reported to prepare 2D
and 3D fibrous scaffolds by reactive electrospinning as a potential matrix for cell culturing. The
sub-micrometer sized fibrous scaffolds were synthesized from chemically cross-linked
poly(succinimide) molecules (anhydrous form of poly(aspartic acid)). Magnetically active

particles of what the size distribution was—ere determined by small- and wide angle X-ray



scatterings were incorporated into the fibers. The morphology of loaded and unloaded fibers was
studied by light- and atomic force microscopy. It was found that coupling elastic and magnetic
properties within the 3D flexible scaffold enables continuous non-contact mode of mechanical
agitation by external magnetic field. These unique properties can be exploited in cell culturing or

in magnetic hyperthermia in solid-like matrix.

Keywords: electrospinning, magnetic particles, 3D scaffold, poly(succinimide), magnetic

hyperthermia

1. INTRODUCTION

Interest to develop biocompatible and biodegradable polymer matrices has increased recently due
to their wide range of applications. In the field of tissue engineering a permeable 3D scaffold
with high surface area is required for cell attachment and growth [1]. Electrospinning has recently
been the target of many studies because of the sub-micrometer and nanometer sized electrospun
fibers that find broad application in multiple biomedical fields.

Poly(amino acid)-based polymers that have desirable chemical, mechanical and biological
properties have recently emerged as promising new class of biomaterials [2,3]. In some recent
publications preparation of fibrous meshes from biocompatible poly(aspartic acid) (PASP)
molecules have been reported [4,5]. However PASP as well as other water soluble fibers
prepared by conventional electrospinning techniques may dissolve in bio-relevant media, thus

their use is limited in several biomedical fields. In order to prevent dissolution of such polymer



matrices, the polymer chains must be bound together in the mesh of fibers [4,6,7].
Electrospinning and cross-linking at the same time requires special technique, named reactive
electrospinning where the two processes happen simultaneously [4]. Fiber formation is
accompanied by a cross-linking reaction between the polymer molecules resulting in a mesh
insoluble in solvents. Cross-linked electrospun polymer meshes can be loaded by magnetic
particles. At this procedure the polymer solution is mixed with magnetic fluid prior to
electrospinning. Magnetic fluids or ferrofluids, as they are often called, consist of nanosized
magnetic particles. In case of superparamagnetic iron oxide nanoparticles the particles are
abbreviated as SPION particles [7]. The size of the dispersed particles is controllable in the
ranges from a few nanometers up to tens of nanometers. By applying a mixture of polymer
solution and magnetic fluids in electrospinning one can obtain magnetic polymer fibers [6,7]. The
resulting fibrous mesh amalgamates the unique properties of the magnetism and the elasticity.
Beside the appearance of magneto-elastic behavior [8], not only the spatial fiber structure, but
also the mechanical properties can be varied in wide range. Due to the presence of magnetic
particles not only deformation of mesh can be induced by external magnetic field, but also
magnetic hyperthermic effect can be utilized. The first effect is important to enhance the
efficiency of cell growth by mechanical agitation, whereas the hyperthermic effect can be used in
cancer treatment as an auxiliary therapy beside chemotherapy [9,10]. Realization of a heating
effect in solid-like electrospun magnetic scaffold provides novel opportunities [1].

The main purpose of the present work is to prepare magnetic fields responsive electrospun
fibers from biocompatible polymers. The chemical procedure is followed by the description of
electrospinning process. The effects of process parameters on the fiber morphology are studied
by light-, Scanning Electron and Atomic Force Microscope as well as the size of the magnetic

domains with small- and wide angle X-ray scattering methods. The demonstration of coupled



magnetic and elastic behavior of the electrospun fibers as well as the heating induced by external

magnetic field evidence the success of the work.

2. MATERIALS AND METHODS
2.1. Reagents
L-aspartic acid (Sigma-Aldrich, UK), cysteamine (CYSE) (Sigma-Aldrich, UK), dimethyl
formamide (DMF) (VWR International, USA), o-phosphoric acid (VWR), iron (ll) chloride
(VWR International, USA), iron (Ill) chloride (VWR International, USA), oleic acid (VWR
International, USA), sodium-hydroxide (VWR International, USA), acetone (Sigma-Aldrich,

UK). All the chemicals were of analytical grade and were used as received.

2.2 Electrospinning

A home-made electrospinning instrument was used to prepare fibers. The instrument
includes a syringe pump (KD Scientific KDS100) equipped with a glass needle (Fortuna Optima
7.140-33) as well as a metal Hamilton tip. The 6 and 15 kV voltage was provided by a DC power
supply (STATRON TYP4211). One of the electrodes was attached to the metal tip; the other
electrode was attached to the collector, made of tinfoil in front of the needle in a well determined
distance. The distance between the tip of needle and collector foil was 15 cm. In electrospinning
a high voltage is applied to a polymer solution such that charges are induced and a fluid jet
releases from the droplet of the tip of the needle and travel towards to a grounded collector. The
properties (concentration, viscosity, surface tension, flew-rate; etc.) of polymer solution have the

most significant influence in the process.



2.3 Microscopic techniques (observation)

HUND-WETZLAR H500 light microscope equipped with a Sony Hyper HAD CCD-
IRIS/RGB Color Video Camera was used to visualize the samples. For the image analysis Scope
Photo software was used. The diameter and surface properties of the polymer fibers were
analyzed by Molecular Force Probe 3D (MFP3D) Atomic Force Microscope (AFM) instrument
(Asylum Research, Santa Barbara, CA, USA). An OlympusIX8linvert microscope was used to
fix the target under the AFM tip and oscillation mode was used during the measurements. The
dried polymer fibers were measured in air at oscillation mode with resonance frequencies of
about 0.2-0.5 Hz and 0.3-0.5 V target value. For the topography pictures 512x512 pixel
magnification was used. The axial height distribution along the polymer fiber samples was
obtained by manually tracking and then the size distribution was plotted using IgorPro 6 software
(Wavemetrics, Lake Oswego, OR). The mean diameters of fibers were determined from 50
randomly selected fibers for each sample.

SEM micrographs of the polymer fibers were taken using a ZEISS EVO 40 XVP scanning
electron microscope equipped with an Oxford INCA X-ray spectrometer (EDS). The accelerating
voltage of 15-25 kV was applied; the actual voltage was 20 kV in each case. The samples were
fixed on a special conductive sticker with tweezers. During the measurements no coating was
used, because the conductivity of the samples was high enough to avoid charging of the sample

surface.

2.4 Small Angle X-ray Scattering (SAXS) and Wide Angle X-ray Scattering (WAXS)
Simultaneous small-angle and wide-angle X-ray scattering experiments (SAXS and WAXS)
were recorded on the JUSIFA beamline of HASYLAB at DESY in Hamburg, using synchrotron

radiation source (8 keV photon energy; 925-, and 3625-mm sample-to-detector distances). The



SAXS intensities were fitted with a form factor from spheres with a Gaussian size distribution.
Wide-angle X-ray scattering were detected with a 1D MYTHEN detector in HASYLAB of
DESY (Hamburg). The WAXS data were collected over the 26-range of 7-30° with a step size
0.0212°. Identification of phases was achieved by comparing the diffraction patterns with the

standard PDF cards.

2.5 Viscosity measurements
Sine-wave Vibro Viscometers (SV-100, A&D Company Ltd, Japan) was used to measure the

viscosity of the polymer solutions at room temperature.

2.6 Hyperthermia measurements

A home-made instrument has been used to study the magnetic heating effect due to high
frequency magnetic field on the fibrous samples. Alternating magnetic field (AC) was produced
in a solenoid coil by a toroid transformer. The measurements were carried out at 60 V with a
current of 8:35 mA. The applied frequency was 88 kHz, and the excited magnetic field was 10.67
kA/m (146.6 Oe). The temperature of the coil was kept constant by a special glass cuvette
connected to a thermostat, providing circulating water at room temperature in order to eliminate
the effect of self-heating of the coil. The fibrous sample was placed in the middle of the coil
horizontally and vertically, respectively. Since the high-frequency magnetic field leads to
erroneous temperature measurements in resistance thermometers, we have used infrared

thermometer to determine the temperature.



3. SYNTHESIS
3.1 Synthesis of poly(succinimide)

Poly(succinimide) abbreviated as PSI was prepared by thermal poly-condensation of L-
aspartic acid using phosphoric acid catalyst under high temperature (heat up from room
temperature to 180°C) and low pressure (below 10 mbar). The reaction mixture was kept for 7
hours under the above mentioned eireumstances conditions, thaen it was solved in DMF. To
remove the unreacted chemicals several washing steps was used. The PSI-DMF mixture was
dropped into water and after a 10 min stirring step the polymer was collected with filtering the
suspension. The polymer was dried at mild conditions (40°C for 2 days). More detailed

description of the preparative process can be found in our previous earher papers [3,4,11].

3.2 PSI grafted with cysteamine

The chemical structure of PSI chains was modified by grafting cysteamine, in order to bound
thiol groups as pendant side chains on the polymer backbone (Fig.1). In a glass reactor
cysteamine was added to the PSI-DMF solution and was stirred for an hour. The molar ratio of
succinimide monomer units to moles of cysteamine was varied between 10, 15 and 20
respectively respectively. This ratio means that - on average — every 10", 15" and 20" of PSI
monomer units bounds a cysteamine molecule. The samples are denoted with symbols like
15PSI10CYSE, where the first number stands for the PSI concentration, the second number

represents the degree of graftingage and CY SE indicate the presence of cysteamine side chain.



3.3 Preparation of magnetic nanoparticles and PSI-SPION mixture.

Magnetic nanoparticles (magnetite) were synthesized by alkaline hydrolysis of iron (Il) and
iron (I11) salts and were stabilized by oleic acid monolayer. This surface layer is responsible for
the homogenous dispersion of the particles in organic solvents [6,7,12,13].

The particles prepared this way are SPIONSs, because each particle carries a single magnetic
domain in the nano scale. The particle size, size distribution and characterization have been
described in previous publications [12,14].

Magnetite particles were washed with acetone several times, until the supernatant became
transparent and all of the unreacted ingredients were removed. Then acetone was evaporated at
room temperature. The magnetic particles were dispersed in the polymer solution in different
mass concentrations (2.5-10 w%) at high speed stirring for 10 min. The schematic representation
of preparative process is shown in Fig2.

In the presence of magnetic nanoparticles, the polymer solution becomes black [6]. The PSI-
SPION mixture is identified with symbols like PSI-OAMagn 1, where the last number indicates
the sample having magnetite concentration shown in Table I, and OAMagn symbol indicates that
the particles were stabilized by oleic acid. Fig. 2 shows the schematic representation of the

preparation process.

The viscosity of the base PSI polymer solution without magnetite particles was 1.13 + 0.0046
Pas (at 25°C). By adding magnetic particles to the system, a significant increase in the viscosity

has been found as shown in Table I. This finding is in agreement with the result of [15].



To disperse the magnetic particles in the PSI-CYSE polymer solution we faced some difficulties
when preparing the system. The oleic acid may not cover completely the nanoparticles, and thus
either the free thiol groups on the grafted polymer chain or the amino end groups of the polymer
chain can interact with the Fe-OH groups at the surface of the nanoparticles, and cause gelation,
during the mixing of components. It is well known that either the thiol or the phosphate group
can exchange with the carboxyl group on metal oxide surfaces [16-19]. Therefore a competition
takes place between the oleic acid and the cysteamine for the surface Fe-OH groups in our
system. Thus the viscosity measurements cannot be implemented because of the fast gelation of

the system (details will be explained in the Results and Discussion section and in Table V.).

3.4 Preparation of PSI-SPION composite fibers by reactive electrospinning

In order to prepare stable fibers, hence preventing the polymer chains from dissolution, a
cross-linking reaction has to be applied during or after the fiber formation. When cysteamine
containing PSI is electrospun in the presence of oxygen environment, the pendant thiol groups
react with each other forming disulphide bonds as shown in Fig.1l. [4]. During the
electrospinning, the solvent evaporates from the reactive mixture and the chemically cross-linked
polymer fibers are deposited on a grounded flat collector like a mesh. The obtained structure is a
two or three-dimensional, randomly oriented fiber network in micro- or nano-size range. This
structure resembles to the collagen fiber network existing in the natural extracellular matrix
[20,21].
We have prepared fibers from both PSI and PSI-SPION composites. The following abbreviation

was used to distinguish the samples: PSI-OAMagn x and PSI-CYS-OAMagn X, where X is an



integer number, which characterizes the experimental data of electrospinning process given in

Tables | - 111.

4. Results and Discussion
We have proved that electrospinning is a versatile method to prepare fibers from
poly(succinimide) under a fully controllable way. In the following paragraph structure and
properties of the electrospun fibers are discussed.
4.1 Structure and morphology of the PSI fibers and mesh
Fig. 3 shows micro- and macrostructure of PSI fibers. In the absence of magnetic nanoparticles
the PSI fibers form a white, flat, non-woven mesh as shown in Fig. 3.a.

In the presence of magnetic nanoparticles, not only the polymer solution but also the fibers
become dark as shown in Fig. 3.b. The electrospinning procedure may results either in a flat 2D
or a fluffy 3D mesh structures. The fiber mesh shown in Fig. 3.b has macroscopic extent in 3
dimensions in contrast to that shown in Fig. 3.a, where the polymer fibers do not contain
magnetic particles. PSI fibers without magnetic particles have a tight, randomly oriented, non-
woven flat structure. Magnetite loaded fibers - on the contrary — shows 3D structure, when the
concentration exceeds a critical value. This finding is in agreement with the theory of Bonino and
Yousefzadeh [22,23]. Bonino and coworkers summarized in their paper the potential parameters
which can affect the 3D structure formation during the electrospinning, such as solution
components, surface of the collector plate, high charge density materials and so on [23].
Yousefzadeh and coworkers suggested a method to deposit the electrospun fibers on a low

surface tension solvent to create 3D structured fiber mesh [22]. We assume that in our case the



solution components should induce the special structure during the electrospinning procedure as
it will be explained in the following paragraphs.

At low magnetite content (PSI-OAMagn1l) the produced scaffold is a thin film, as shown in
Fig. 4. This structure is very similar to the scaffold prepared from the pure basic polymer (Fig.
3.a); only the magnetic particle content results in a brownish color of the scaffold. By increasing
the magnetite concentration (PSI-OAMagn 2 and 3) 3D macrostructures develops as shown in
Fig. 3.b. and Fig. 4. The structural change may originate from the enhanced viscosity of the
polymer solution. More detailed analysis of the microscopic structure of prepared meshes (see
Fig. 5.a-c.) led us to the conclusion, that magnetic particles underwent aggregation (seen as black
spots) either on the surface or inside the fibers.

In order to characterize the surface roughness, AFM measurements have been performed. In Fig.
6.a, the phase contrast profile shows an enhanced surface area of the investigated fiber. In
contrast to the unloaded PSI fibers, which show up very smooth surface without defects, the
magnetite loaded fibers are characterized by rather rough surfaces. The presence of magnetite
particles causes grooves of various sizes on the fibers (Fig. 5.b and c). The fibers widened
alongside and the surface became rougher (Fig. 6.a), further increasing the surface area. The
diameter of the fibers, determined by AFM (1.43 + 0.5 um), shows a rather broad distribution
(Fig. 6.b), which is likely to be the consequence of the presence of particle aggregates.

In a previous publication we determined the distribution of the base polymer (PSI) and it was
arisen 500 £ 60 nm [4].

The large difference in the diameter of the loaded and unloaded fibers comes from the
interaction between the magnetic particles, the polymer and the electric field. We assume that
these interactions should be responsible for the 3D structure which is in agreement with the ef

prediction Yousefzadeh [22].



Table V. evidences that the relative amount of magnetic particles and the cross-linker
(cysteamine) have decisive role in the structure formation. If the cross-linking density is
relatively high e.g. every 10" of succinimid unit is cross-linked by cysteamine, then even a small
amount of particles (2 w%) induces gelation, which hinders electrospinning. When decreasing the
amount of cysteamine cross-links (every 15™) a flat 2D fiber mesh has been obtained even in the
presence of both 2 and 4 w% of magnetite concentration. Further increasing the magnetite
concentration up to 5 w%, results in 3D structure (see Table V.).

We have compared the surface roughness of cross-linked and uncross-linked polymer based
fibers. Fig. 7. a and b show typical AFM pictures of the cross-linked polymer fiber loaded with
magnetic particles.

The similar surface properties have been found as it was shown in Fig. 5 and 6. In the presence
of the magnetic particles the surface became rough, but the particles have not shown big clots as
it was observed without the cross-linkers (Fig. 5 and 6). The average diameter of the fibers was
found to be 0.5 + 0.1 um (Fig. 7.c).

Our hypothesis concerning the deficiency of the visible aggregated clots along the fibers was
mentioned in section 3.3. The surface of the magnetite may not completely be covered by oleic
acid, thus, the thiol groups can create chemical bonds with the Fe-OH groups on the surface.
Thus, cysteamine has a disaggregation effect in the system. This kind of effect was published
earlier in the presence of human serum proteins, which also contain a lot of thiol groups [24].

The average diameter of the PSI-CYS fibers without the magnetic particles was found to be
less than 0.1 um (0.088 + 0.03 um) [4], while with magnetic particles it increased to 0.5 £ 0.1
um. We also found the same effect in the non-cross-linked system, where the diameter raised
from 0.5 = 0.06 um (PSI) to 1.43 £ 0.5 um (PSI-OAMagn). It is important to note, that the impact

of particles on fibers diameter is higher where there were thiol side chains and cross-linking



reaction in electrospinning. The reason should be that the chemical reaction between the particles,

the polymer and the cross-linker, but this question is still need to be investigated.

4.2 Colloidal state of magnetic particles in the fibers
In order to determine the magnetic particle size inside the fibers and in the aggregates, SAXS
and WAXS measurements have been performed and shown in Fig 8 and 9.

The characteristic size derived from the broad peak is around 6 nm (Fig. 8.a). However, the
intensity of the broad peak is independent of the concentration of magnetite particles; the
distortion belongs to magnetite (Fig. 9.a). This peak cannot be observed on the curves for pure
PSI based polymer fibers (Fig. 8.a). The slope of the linear curves is between -3;.6 and -3;.7 in
the log-log plot and does not change with magnetite concentration (Fig. 9.a). The slope may be
related to the surface of compact, 3D magnetite particles and means 2.4-2.3 surface fractals. The
peak at around q = 1 belongs to atomic range (WAXS) rather than supra-molecular range (SAXS)
of the structure (Fig. 8.b). This peak does not indicate a characteristic size, it is preferable a
diffraction peak which reflects the ordering of magnetite (Fig. 8.b). This aggregation has been
verified by small diffraction peaks on the WAXS curves, which are derived from poorly

crystalline magnetite (Fig. 9.b).

4.3 PSI-SPION fibers in non-uniform magnetic field
Since the fiber mesh contains magnetic particles, consequently a non-uniform external
magnetic field attracts it, and thus deforms the mesh as shown in Fig. 10.
The mechanical stress induced by magnetic interaction may play a decisive role in efficient
cell growing [1]. Many studies explaining that a small and controlled mechanical stresses

enhance cell proliferation [25-29].



4.4 Heating of PSI-SPION fibers by external magnetic field

A significant novel property of the magnetite loaded scaffolds is their thermal response to
high-frequency external magnetic field. However, in contrast to magnetic fluids where magnetic
nanoparticles can respond to the alternating external magnetic field by both Brown- and Neel
relaxation [30,31], in the solid scaffold, where the magnetic particles are captured in the fibers or
on the surface of the fibers, the heating effect comes solely from the Neel relaxation. The
temperature increase observed in our magnetic hyperthermic measurements (Fig. 11.) is
comparable with that reported in the papers of Timko et al and Motoyama et al, in magnetic
fluids [1,30,31]. Samal et al [1] published an extremely high heating effect, 18°C/70 s, with
magnetic particle loaded gelatin hydrogels.

To compare the results with the magnetic particle doped PSI fibers, 7°C/60 s was detected
(Fig. 11.). It is worth to note, that the magnetic content of the gelatin hydrogel was 83 w%,
instead of the fiber scaffold where this content was 10 w%. After 10 min the electrospun mesh
also reaches this temperature increase published by Samal et al [1]. In clinical application the aim
is to increase the temperature above 42°C, which is 5°C higher than the normal body temperature
[32]. Thus this electrospun fiber mesh with much lower magnetic particle content should be a
suitable candidate for hyperthermic application as Amarjargal et al showed it on a different type
of electrospun mesh in their paper [33].

The hyperthermic effect is strongly dependent on the size of the particles, thus it is necessary
to determine the particle size not just after the preparation, but after the electrospinning, where

particle aggregation can occur.

4.5. Dissolution — importance of the cross-linker



The fibers in PSI-OAMagn 3D scaffolds are uncross-linked. Consequently the meshes may be
dissolved under physiological conditions (pH 7.5 and 150 mM NacCl). For any biomedical
application it is an important criterion that the used scaffold keeps its structure during the
application and after serving its purpose it degrades and eliminates from the living system [9,10].
Since PSI dissolves rapidly under physiological condition (less than 16 h - results are shown in
Fig. 12.), a chemical cross-linker is necessary to fix its structure and prevent the fibers from
dissolution. This is not unfamiliar to the biological system, as the extracellular fibers are built up
(such as collagen and reticular fibers) of subunits and cross-links in a similar way [21]. To avoid
PSI mesh dissolution we created disulphide bonds as cross-links in our system according to the

process described in 3.4. section.

Conclusions:

In this paper an experimental technique is reported to create 3D magnetically responsive
scaffolds. The electrospun magnetic field responsive fibers are flexible and dimensionally stable.
It was found that the magnetic particles loaded into electrospun scaffolds may provide a unique
platform for the design of biomimetic fibrous scaffold for potential cell culturing. The
preparation of sub-micrometer sized, two or three dimensional fibrous scaffolds from magnetite
doped poly(succinimide) that are cross-linked by cysteamine is a novel approach with great
promise in tissue engineering applications.

One important and well known advantage of these fibers is that they provide high surface for
cells, leading to a better cell attachment. In the paper it is elearly demonstrated on the
microscopic pictures (taken both by AFM and SEM) that the presence of magnetic particles
suggests an increase € of the fiber surface. The scaffold thickness for cell growing is usually

around 2-5 mm, and one of the most important parameter is the porosity. Sufficient pore size is



needed not just for cell migration, but for nutrient transport and for the vascularization [34]. The
magnetic nanoparticles dispersed in cysteamine grafted poly(succinimed) results in a special
structure in the presence of high voltage. This provides an advantage for using the scaffold for
cell growing.

The matrices are built up solely by biocompatible compounds: not only the polymer that turns
to poly(amino acid) under physiological conditions but also the magnetic particles which have
previously been reported to be biocompatible as well [25,26]. In spite of the biocompatibility test
haven’t been done yet, the magnetic scaffold is a promising candidate to be biocompatible
because of its composition eempeund.

Furthermore, the magnetic character of the meshes allows it>s selective heating in the
presence of alternating magnetic field by means of magnetic hyperthermia. The possibility of

using magnetic hyperthermia in such solid meshes is clearly demonstrated here.
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Figure Legends

Fig 1. Synthesis and modification of poly(succinimide).
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Fig. 2. Schematic representation of preparation of magnetite loaded PSI fibers.
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Fig. 3. Microscopic and macroscopic structure of electrospun PSI fibers a) mesh of unloaded PSI
fibers on the thin collector and seen by light microscope, b) 3D structure of magnetite loaded PSI

fibers.
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Fig. 4. Structural changes of the PSI fiber mesh loaded with different amounts of magnetic

nanoparticles.
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Fig. 5. a) The light microscopic, b) the AFM picture and c) SEM picture of the PSI nanofibers

loaded with magnetic nanoparticles.




Fig. 6. a) Surface roughness and b) size distribution of the PSI fibers loaded with magnetic

nanoparticles, measured by AFM. ¢) SEM pictures of the magnetite loaded mesh.
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Fig. 7. a) Surface roughness, b) inhomogeneity and c) the size distribution of the PSI-CYSE

fibers loaded with magnetic nanoparticles.
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Fig. 8. a) SAXS and b) WAXS patterns of the PSI and the PSI-OAMagn3 samples.
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Fig 9. a) SAXS and b) WAXS patterns of the PSI-OAMagn samples at different magnetite

contents.
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Fig. 10. Attraction of electrospun fiber mesh loaded with magnetic particles by non-uniform

magnetic field.
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Fig. 11. Magnetic hyperthermic effect of the magnetite loaded mesh: The temperature change as

a function of time for sample PSI-OAMagn 3.
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Fig. 12. PSI fibrous mesh dissolution at physiological condition in time.




List of Tables

Table I. Viscosity of PSI-SPION mixture.

Magnetite Viscosity
Sample concentration, | (at 25°C),

wiw % Pas
PSI-OAMagn 1 | 2.5 1.79 £ 0.0051
PSI-OAMagn 2 | 5 2.92 +0.0047
PSI-OAMagn 3 | 10 7.35+0.0143




Table Il. Technical parameters of electrospinning process.

Magnetite Flow Voltage
Sample concentration, | rate, KV ge,
w/w% mi/h
PSI-OAMagn 1 | 2.5 0.4 6
PSI-OAMagn 2 | 5 1.2 8-7
PSI-OAMagn 3 | 10 1.2 8-8.5




Table I11. Technical parameters of reactive electrospinning process.

PSI, wiw% / | Magnetite Flow Voltage
Sample Grafting concentration, | rate, KV ge,

number w/iw% ml/h
PSI-CYS-OAMagn 1 | 15/10 2 - -
PSI-CYS-OAMagn 2 | 15/10 4.6 - -
PSI-CYS-OAMagn 3 | 15/15 2 1.2 8
PSI-CYS-OAMagn 4 | 15/15 4 1.2 10
PSI-CYS-OAMagn 5 | 15/15 5 1.2 6.5-7




Table IV. The influence of solution viscosity on the morphology of electrospun fibers.

Magnetite Viscosity
Sample concentration, | Morphology (at 25°C),

wiw % Pas
PSI-OAMagn 1 | 2.5 2D thin film 1.79 £ 0.0051

3D spiderweb like

2.92 +0.0047
structure

PSI-OAMagn 2 | 5

3D spiderweb like

PSI-OAMagn 3 | 10 structure

7.35+0.0143




Table V. Macroscopic changes of PSI-CYSE system at different magnetite and cysteamine

concentrations.

0,
PSI wiw%% Magnetite
/ .
. concentration, | Notes
Grafting
wiw %
number
15/10 2 Gel formation in the presence of MPs
15/10 4.6 Gel formation in the presence of MPs
15/15 2 Homogenous 2D thin film
15/15 4 Homogenous 2D thin film
15/15 5 Spiderweb like 3D sturcture




