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Introduction

Dynamic response study of TizC,-MXene films to
shockwave and impact forcest

Shreyas Srivatsa, & *2 Pavithra Belthangadi,” Shivakarthik Ekambaram, Manu Pai,
Prosenjit Sen,® Tadeusz Uhl, 22 Saurabh Kumar, 2 *® Krzysztof Grabowski {2 *2
and M. M. Nayak®

MXenes (Titanium Carbide, TizC,-MXene) are two-dimensional nanomaterials that are known for their
conductivity, film-forming ability, and elasticity. Though literature reports the possibility of usage of
TizC,-MXenes for sensor development, the material properties and response need be studied in detail
for designing sensors to measure dynamic variables like force, displacement, etc., in a dynamic
environment. TizC,-MXenes due to their good electro-mechanical properties can be used for
manufacturing sensing elements for engineering and biomedical applications. This paper focuses on an
investigation of the dynamic response properties of TizC,-MXenes subjected to shockwave and impact
forces. A supersonic shockwave (Mach number: 1.68, peak overpressure: 234.3 kPa) produced in a shock
tube acts as an external force on the TizC,-MXene film placed inside the shock tube. In the experiment
performed, the response time of the TisC,-MXene film sample has been observed to be in the range of
few microseconds (~7 ps) for the high-velocity shock. In a separate experiment, TizC,-MXene film
samples are subjected to low-velocity impact forces through a ball drop test. The results from the ball
drop test provide a response time in the range of few milliseconds (average ~1.5 ms). In this novel
demonstration, the TizC,-MXene film sample responds well for both low-velocity mechanical impact as
well as high-velocity shockwave impact. Further, the repeatability of the dynamic response of the TizC,-
MXene film sample is discussed along with its significant piezoresistive behavior. This work provides the
basis for sensor development to measure the dynamic phenomena of pressure changes, acoustic
emissions, structural vibrations, etc.

the right choice of sensing element material. The dynamic
response parameters (e.g. response time) of the sensing element

Measurement of dynamic phenomena in engineering systems
including mechanical, aerospace structures etc., and in
biomedical devices is very important from the system control
and health monitoring point of view. These measurements
require dedicated sensors with properties that do not affect the
measured quantity. Common sensor design includes sensing
elements, signal conditioning electronics, power supply, input/
output connectors, packaging, etc. In the design of sensors for
dynamic measurements, one of the most important factors is
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material need to fit well for the requirements of sensor design
for various dynamic loading conditions. The sensing element
may transform field variables (displacement, strains, tempera-
ture, force, etc.) of the structure into electrical signals that can
be further processed by microcontroller or other computing
devices. This paper deals with testing of MXene nanomaterial
properties to be applied for sensor design for measurement of
dynamic variables.

With the discovery of many nanomaterials like carbon
nanotubes (CNTs), graphene, molybdenum disulfide etc., in the
past few decades, the multifunctional nature of these nano-
materials was utilized for developing sensing devices like pie-
zoresistive CNT micro-electro-mechanical sensors," CNT-based
actuators,” strain sensors** and pressure sensors.” The latest
among these two-dimensional (2D) nanomaterials are MXenes
(particularly Titanium Carbide, Ti;C,; henceforth referred to as
TizC,-MXenes) discovered in 2011.%” TizC,-MXenes have created
a lot of interest for sensor development due to their metallic
conductivity (6000-8000 S cm ™ '),*° capacitance,’*** film-
forming ability,"'* fast response time and good elastic

RSC Adv, 2020, 10, 29147-29155 | 29147


http://crossmark.crossref.org/dialog/?doi=10.1039/d0ra04879h&domain=pdf&date_stamp=2020-08-06
http://orcid.org/0000-0003-3662-4934
http://orcid.org/0000-0002-4332-3067
http://orcid.org/0000-0002-6597-3554
http://orcid.org/0000-0002-6033-6601
http://creativecommons.org/licenses/by-nc/3.0/
http://creativecommons.org/licenses/by-nc/3.0/
https://doi.org/10.1039/d0ra04879h
https://pubs.rsc.org/en/journals/journal/RA
https://pubs.rsc.org/en/journals/journal/RA?issueid=RA010049

Open Access Article. Published on 06 August 2020. Downloaded on 2/12/2026 5:18:42 AM.

Thisarticleislicensed under a Creative Commons Attribution-NonCommercial 3.0 Unported Licence.

(cc)

RSC Advances

properties (e.g. Young's modulus ~330 GPa).'*** Free-standing
films of Ti;C,-MXenes have been fabricated and the multi-
functional properties of these films have been described
including elasticity, electrical conductivity,"*'*'” electromag-
netic interference'® etc. The response of free-standing Ti;C,-
MXene films have been reported in these literatures using
tensile test and nano-indentation tests to quasi-static forces.
Even as the physical and chemical properties of Ti;C,-MXenes
are being explored by many research groups, very few physical
sensing capabilities and implementations have been reported
in biosensing,' strain sensing,””*' thermal sensing,*® piezor-
esistive pressure sensing,>*** flexible strain and chemical
sensing®?® etc. Response of the free-standing Ti;C,-MXene
films to dynamic changes of repeatable external forces like high-
velocity shockwave impact and low-velocity mechanical impact
acting on it is not explored. There is a need to consider the
dynamic response properties of Ti;C,-MXene films when
designing sensors for control and health monitoring
applications.

This paper focuses on the experimental investigations of
free-standing Ti;C,-MXene films subjected to dynamic external
forces in the form of shockwave and mechanical impact. These
tests on the Ti;C,-MXene films help study the response of the
films to forces which are applied for a very short period of time
(us or ms). The preparation of Ti;C,-MXene films, device
fabrication, the experimental set-up for testing and the results
obtained are all provided in this paper. A shock tube driven by
piston and manual mechanical force is used to generate the
shockwave and, in another experiment, metallic (stainless steel)
balls are used to generate the impact. The response of the Ti;C,-
MXene films to dynamic forces and their utility in developing
sensors are discussed. The response time of the material are
reported along with the repeatability test results of the samples.

The choice of the two dynamic forces and the tests through
which these forces are applied is selected based on the need for
a repeatable source of forcing.”” Shockwave®® and impact
forces® provide repeatable external forces that can be applied to
the TizC,-MXene films for testing. Based on known repeatable
input, the response of the Ti;C,-MXene films as sensing mate-
rial has been ascertained. The impact force generated by a ball
drop test generates a simple aperiodic forcing function close to
a true impulse while the shock tube test generates a step forcing
function on the sensing element (sensing element and TizC,-
MXene film sample are used interchangeably throughout the
paper). The forces have a time of microseconds and/or milli-
seconds which causes the Ti;C,-MXene film sample to respond
in the same time range. The rise time of the Ti;C,-MXene
response due to the shockwave in the form of changing fluid
pressure is very short (~few ps) while due to mechanical impact
is short (~ms). The limitations of the ball drop test arising from
non-precise forcing function (due to the assumptions involved
in the test), joint mass effect due to contact between sensing
element and ball mass, signal noise and restricted point-
concentrated force is overcome by the shock tube test. The
incident shockwave or primary shockwave produced in the
shock tube creates an approximate uniformly distributed force
on the Ti;C,-MXene film surface. But this changes when the
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shockwave gets reflected within the shock tube. The back-
ground for the present investigations are based on the literature
works with shock tube test on graphene®® and impact tests on
film structures.”*®® The shock tube test is conducted using
a table-top, manually operated piston driven shock tube
comprising of driving and driven section described in litera-
ture.*>*> The ball drop test is performed by dropping the ball
from a known height through a glass tube and the Ti;C,-MXene
film is housed in a support structure similar to these literature
Works'29,33—35

The organization of this paper is given henceforth. The
synthesis and device fabrication as a part of Ti;C,-MXene film
sample preparation is discussed initially. Experimental test set-
ups for shock tube test and ball drop test are explained in detail
with testing procedures. Then the experimental theory and
simple equations used in the process of post-processing is
provided. As a follow-up for the synthesis of Ti;C,-MXenes, the
pure Ti;C,-MXene film along with the precursor material
(TizAlC,) are subjected to X-ray diffraction method to confirm
the successful synthesis of Ti;C,-MXene films. The morphology
of the two-dimensional Ti;C,-MXene sample is studied under
transmission electron microscopy. The Ti;C,-MXene film is
fabricated into a device for it to be subjected to high-velocity
shockwave and low-velocity mechanical impact. The results
are analysed and discussed for each test. The indication of
piezoresistive behaviour of pure Ti;C,-MXene film when subject
to both tests are discussed along with conclusions. It is to be
noted that this is a first attempt of testing the Ti;C,-MXene film
samples under the dynamic force conditions of shock and
impact and results show repeatable behaviour for the material.

Experimental sample preparation
Ti;C,-MXene synthesis and device fabrication

MXenes (TizC,) are synthesized by in situ hydrogen fluoride
formation (Lithium Fluoride (LiF) + Hydrogen Chloride (HCL))
using Minimally Intensive Layer Delamination (MILD) method
similar to guidelines provided in these literature works.®***% 2 o
amount of Titanium Aluminium Carbide (TizAlC,; supplier:
Carbon-Ukraine Ltd.) is added into etchant solution (6 M HCl
and 1.5 g amount of LiF) for 24 h to etch aluminium. Next, the
solution is washed until the pH value reaches =6. The product
obtained after washing, is collected and sonicated for 1 h. The
resultant black colour solution called Ti;C,-MXene are filtered
out in vacuum (vacuum-assisted filtration process) to form
Titanium Carbide (Ti;C,) films.

The Ti;C,-MXene films are cut to rectangular strips of mil-
limetre lateral dimensions as mentioned in Table 1. It has been
shown in the literature® that pure Ti;C,-MXene films oxidize if
left open in air, become brittle and lose conductivity. To avoid
this, samples are laminated (sandwiched) between plastic
sheets (thickness: 150 microns per sheet) and stuck on to
a support for shock tube and ball drop test. The plastic sheet
laminations avoid oxidation as the lamination process provides
isolation for the films from external environment (temperature,
humidity, dust and damage).*® Silver epoxy paste is applied at

This journal is © The Royal Society of Chemistry 2020
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Table 1 Dimensions of TizC,-MXene film samples used

Dimension of Ti;C,-MXene Sample 1 (for ball Sample 2 (for shock

film sample drop test) tube test)
Length (mm) 9 12
Width (mm) 2 3
Thickness (um) 12 12

the Ti;C,-MXene sample edges for connection to external
instrumentation for output signal processing and recording.

Experimental test set-up

Shock tube test. A simple hand-operated pressure-driven
table-top shock tube is the test set-up within which the Ti;C,-
MXene sample is kept for subjecting it to the shock tube test.
The tube is a free piston-driven shock tube. It consists of
a driver and driven section. The piston plunger in the driver
section is used for compressing the pressurized air (3 bar)
stored in this section using an external air supply. The driver
section pressure is monitored by a pressure monitor (M/s IRA
Ltd., India). A diaphragm made of tracing paper (thickness: 0.08
mm) is used as the separator between the driver and driven
section. The driven section contains commercial piezoresistive
sensors (NXP Semiconductors USA Inc.) to measure the shock
speed as soon as the diaphragm bursts due to compression
from the hand-operated piston plunger. The shockwave trav-
eling from one commercial piezoresistive sensor to the other
commercial piezoresistive sensor records the voltage variation
due to pressure wave propagation. The distance between the
two sensors are known and the voltage rise of the two sensors
are recorded on the digital storage oscilloscope (Tektronix, TBS
1072B-EDU). The time taken for the shockwave to travel the
known distance is provided by the difference in the time of rise
of each sensor. This helps in calculating the speed of the
shockwave and the Mach number to be noted. All these details
are described schematically in Fig. 1 and the specifications of
the shock-tube are provided in the ESI S1.f The shockwave
travels in supersonic speed with Mach number more than 1.2.
The shock tube test set-up can produce shockwaves of speeds
varying with Mach number 1.1 to 2.

Table-top Shock Tube Set-up

400 mm I 600 mm

| Pi isti Specimen
Driver pressure monitor iezoresistive sensors

—_—
s1 s2 s3
Plunger =
Output from J
specimen End

Diaphragm/Burst disc
Oscil Flange

with power P

Output

Shockwave after
diaphragm rupture

Shock tube inner diameter = 30.88 mm

Shock tube outer diameter = 41.88 mm

Fig.1 Experimental test set-up of shock tube with three piezoresistive
sensors S1, S2 and S3.
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The initial incident or primary shockwave generated due to
the diaphragm burst, travels through the driven section and
strikes the specimen attached to the end flange. The rupture
pressure is in the range of 3-7 bar (ref. 31) which depends on
the diaphragm thickness and the force exerted by the person
operating the piston plunger and this is measured. Output leads
are connected to the Ti;C,-MXene film sample. The device
fabricated is attached to the glass plate support using a double-
sided tape (3 M) and then fixed to the end flange. The device
fabricated is illustrated in Fig. 2. The shockwaves travel through
the driven section in microseconds and impacts the end flange
with Ti;C,-MXene film sample before getting reflected inside
the driven section. The reflected waves lose energy and dampen
out. The double-sided tape used for attaching the glass plate
containing Tiz;C,-MXene film sample dampens the energy due
to shockwave impact as well. The primary shockwave impacting
the Ti;C,-MXene film sample is recorded using the instru-
mentation set up (signal processing) and this is connected to
the digital storage oscilloscope which displays the output. A
voltage source (1 V) is provided to the sample through a series
resistance (25 Q) to convert the resistance change into propor-
tional voltage. The variation of resistance due to shockwave
impact gets converted to voltage, measuring the instantaneous
response. The response is in the time scale of microseconds and
the output is recorded. This is illustrated in the Fig. 3.

Ball drop test. The experimental test set-up is designed and
developed in-house at CeNSE, IISc. The picture of the test set-up
is given in Fig. 4. A glass tube holder with a heavy metal base is
the support structure for the glass tube. The glass tubes of
particular height can be selected, and this height is typically the
drop height of the ball as the metallic ball is dropped from the

Ti;C,-MXene sample preparation

AN
Poni”

N

Specimen
(MXene)

7
Laminated

MXene on
end flange

Conductive
coating

Fig.2 Experimental sample with lamination and placed on end flange.
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(a)| Experimental Tests and forcing functions ‘ Force

Driver Section
Plunger E /

/ Lamination
Diaphragm rupture
leads to forcing !
(c)| Signal Conditioning

— Output

Shock tube test with step forcing

Driven Section

Pl

Time

(b) | Ti3C,-MXene film samples |

Series resistor
connection

A

Shockwave impact

Impact forces

Fig. 3 Illustration of the shock tube test on TizC,-MXene film with
signal conditioning to obtain output.

top end of the glass tube while the Ti;C,-MXene film is present
at the bottom end of the glass tube. The base of the tube holder
is made of heavy metal such that the stiffness and mass of the
base is very high compared to the ball which is being dropped.
This ensures that the natural frequencies of metallic base are
much higher than the natural frequencies of the ball and the
Ti;C,-MXene film sample. Similar method is employed for
testing of any metallic component used in mechanical and
aerospace systems. The output of the TizC,-MXene film is
recorded through a Wheatstone bridge circuit (average resis-
tance of the other three resistors are 33.68 Q) and a DC power
supply (V = 1.5 V; Advanced Electronics System, India) along
with digital storage oscilloscope (Gwinstek, GDS-2102A). The
diameter of the glass tube and the Ti;C,-MXene sample diam-
eter under the tube were approximately the same. The metallic
balls made of stainless-steel, fall through the glass tube and
have a direct impact on the Ti;C,-MXene film (sensing element).
The Ti;C,-MXene film was held below the glass tube using
a holder (polymer support) perpendicular to the tube. The
output voltage was recorded for the ball drop with stainless-

Stainless-steel ball

Table-top Ball Drop Set-up

Digital Storage
Oscilloscope

N

Glass tube =
holder

© 0
=

Glass tube

3D printed
support for
sample

MXene (TiC,) film
sample

Fig. 4 Illustration of experimental set-up of ball drop test with glass
tube and instrumentation.
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steel metallic balls of different diameter and weights. The test
set-ups used for the experiment are provided in the table below
and Fig. 5 illustrates the experimentation process.

The experiments were repeated for each drop height to
achieve better accuracy and repeatability. A concentrated
impact force is exerted by the ball when it hits the Ti;C,-MXene
film at the centre of the Ti;C,-MXene film. This results in an
impact on the Ti;C,-MXene film and the Ti;C,-MXene film
response is recorded along with the plastic laminations which
creates a sandwich with Ti;C,-MXene film.

Experimental theory

The theory based on which the calculations for the experiments
are carried out for shock tube test and ball drop test are
described in this section.

Shock tube test. Shockwaves generated in the shock tube
provides a repeatable forcing on the Ti;C,-MXene film sample
to study its response. In order to calculate the velocity at which
the shockwave impacts the Ti;C,-MXene film sample, the
commercial sensors in the experimental set-up provides the
measurement. If d is the distance (mm or 10> m) between two
commercial piezoresistive sensors and ¢ (seconds, s) is the time
taken by the shockwave to travel the distance between the two
sensors, then the velocity of the shockwave, ¥goc (ms ™), is
given by eqn (1). Mach number (M) is calculated as a ratio of
velocity of the shockwave to the velocity of sound in the same
medium (air, in the present case) which is given in eqn (2).
Here, ‘@’ is the speed of sound in air (ms™ %), v; (=1.4) is the
specific heat ratio, R (=287 ] kg™ ") is specific gas constant and T
(=300 K) is the air temperature.

d

19sh0ck = 7 (1)

05 OcCl| l
hock . 4 = (y,RT)? (2)

M=

(a) Experimental Tests and / e Force

forcing functions Stainless-steel
ball

Ball drop test with impulse

forcing Glass tube

Lamination

Polymer support \.
(c)| signal Conditioning
h Bridge

J configuration
B

R, . R.=R
+, R1= Ruixene

v

- —ofp
\%\ ﬁ( A
RZ o4 R3

Fig. 5 Illustration of the ball drop test on TizC,-MXene film sample
with signal conditioning to obtain output.
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Ball drop test. The stainless-steel ball of varying diameter
and weight is dropped from a fixed height in the experiments
conducted in this paper. The effect of parameters of drop
height, acceleration due to gravity and mass of the ball on the
impact force and velocity of impact is discussed here. The
experimental set-up is a specific implementation of the law of
conservation of energy. With the assumptions of the air drag in
the glass tube and its side walls to be negligible and the accel-
eration due to gravity to be equal to 9.81 ms?, the testing
condition of the experiment can simplify the energy relation-
ship before and after impact of the ball. The assumptions lead
to the deduction that the potential energy before impact is equal
to the kinetic energy after impact. Eqn (3) provides the
conservation of energy equation, where m is the mass of the of
the metallic ball (grams or kg), / is the drop height or length of
glass tube (mm or m), g is the acceleration due to gravity (9.81
ms ™), Yimpace (ms ™) is the impact velocity and Fimy, (N) is the
idealized impact force.

1
mgh = Em'&impactz; Fimp =mg (3)

The eqn (3) also indicates that the impact velocity is inde-
pendent of the mass and depends on the drop height and
acceleration due to gravity resulting in eqn (4).

"}impact =V Zgh (4)

Results and discussions

The Ti;C,-MXene films synthesized are characterized to validate
the pure MXene film formation. The films are used to fabricate
Ti;C,-MXene film sample devices which are subjected to shock
tube and ball drop test. All these results are provided in this
section and discussion is provided in the respective
subsections.

Material characterization of Ti;C,-MXene film

The MXene (TizC,) and its parent material (Ti;AlC,) are subjected
to XRD (Rigaku Smartlab) to confirm the successful aluminium
etching and synthesis of the Ti;C,-MXene (Fig. 6(a)). The char-
acteristic aluminium peak of MAX (Ti;AlC,) phase compound at
~39° completely disappears in MXene (Ti3C,) film.

Additionally, Ti;C,-MXene peak broadens and loses crystal-
linity due to removal of aluminium. The peak at (002) shifts
from 9.5° to 6.7°, indicating the increase in d-spacing (0.9 nm to
1.3 nm). This clearly confirms the successful synthesis of Ti;C,-
MXene.* Fig. 6(b) shows the two-dimensional sheet like
morphology found using Transmission Electron Microscopy
(TEM) (Titan Themis 300 kV from FEI), which indicates
successful synthesis of Ti;C,-MXene nanosheets. It is observed
that Ti;C,-MXene nanosheets are irregular in shape and overlap
with each other. The darker region reveals stacking of layers
(multilayer) whereas lighter region corresponds to stacking of
few layers.

This journal is © The Royal Society of Chemistry 2020
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Fig. 6 (a) XRD spectra of the MAX (TizAlC,) phase and MXene (TizC,)
compounds (b) TEM image of two-dimensional TizC,-MXene
nanosheets.

Analysis of shock tube test

The effect of forces due to shockwaves on the Ti;C,-MXene film
has been discussed in this section. For the high-velocity
shockwave front acting on the Tiz;C,-MXene film sample, the
response is recorded. The overall experiment time for the shock
tube tests conducted is 500 ps. The peak overpressure measured
at the end of the tube of driven section is 234.3 kPa or 2.343 bar.
The incident pressure acting on the end flange (with diameter of
30 mm) results in a force of about 162.5 N to act on the Ti;C,-
MXene film sample mounted on the end flange. The burst of the
paper diaphragm results in the shockwave being generated with
Mach number of 1.68 (calculation given in ESI S1f). The
shockwave generated after diaphragm burst is given in Fig. 7(a)
and a particular response of the Ti;C,-MXene film sample is
given in Fig. 7(b). The results demonstrate the capability of the
Ti;C,-MXene film sample to respond to the external force of
shockwave with high-velocity (acting on the sample in time
scale of microseconds in the form of a step forcing function).
The response time is observed to be 7.13 + 1.28 ps. The
shockwave interaction with the Ti;C,-MXene film sample might
cause a dislocation in the nanosheets arrangement of the Ti;C,-
MXene film sample which consists of stacked up monolayer
Ti;C,-MXenes. Sometimes, this interaction may result in the
deviation of the response time. This dislocation leads to change
in recorded maximum voltage (in turn resistance) as well as
increase in the slope of the response curve (see ESI S1f). A
change of the response is observed along with a consistent
qualitative behaviour of the Ti;C,-MXene film sample with rise

RSC Adv, 2020, 10, 29147-29155 | 29151
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Fig. 7 (a) Measurement of shockwave generated by commercial
piezoresistive sensor (b) response of TizC,-MXene film sample to
primary shockwave impact.

and decay of the curve (see ESI S1f) and this qualitative
behaviour remains consistent beyond three trials as well. The
dislocation might be a result of changes in contact between
layers and orientations of monolayer Ti;C,-MXene which forms
the Ti;C,-MXene film. The results of very fast response time for
the forcing makes the material a good candidate to develop
shockwave measurement sensor while the dislocation behav-
iour needs more exploration. These microstructural changes
need detail study using material characterization methods in
future.

Analysis of ball drop test

Ball drop test applies a low-velocity impulse force on the Tiz;C,-
MXene film sample. The forcing depends on the parameters of
the stainless-steel balls used for the test. The stainless-steel
balls are dropped from a known height for all the trials which
are recorded here. The variation in the ball diameter, weight
and the tube diameter define the test set-up parameters and is
provided in Table 2. The response or rise time is observed to be
1.24 + 0.43 ms, 1.56 £ 0.03 ms and 1.60 + 0.01 ms for test set-
ups 1, 2 and 3, respectively. The rise time for each test set-up
case is provided in detail in ESI S2.f The mean value of
response time is observed to increase with the increase in ball
weight and diameter. With the increase in the weight of the ball,
the impact force exerted on the TizC,-MXene film sample also
increases and this results in longer contact time between the
ball and the sample due to higher energy transfer upon impact.
This results of increase in response time with impact forces are

29152 | RSC Adv,, 2020, 10, 29147-29155
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Table 2 Physical parameters of ball drop test set-ups used for testing

Test set Test set Test set
Physical parameters up 1 up 2 up 3
Tube height (mm) 300 300 300

Tube diameter (mm) 5 5 12

Ball weight (mg) 131.1 443.2 1049
Ball diameter (mm) 3.14 4.75 6.31
Velocity of impact (m s™) 2.4261 2.4261 2.4261
Impact force (N) 1.2860 4.3477 10.2906
Potential energy (/) 0.3858 1.3043 3.0872

shown in Fig. 8(a) with a sample response for test set-up 3
shown in Fig. 8(b).

Distinct voltage output for each weight and diameter of the
stainless-steel ball provides an evidence of particular response
of the Ti;C,-MXene film sample for individual input force (see
ESI S27). In the present experiment, the density of the ball is
kept constant (stainless-steel) and the variation of weight and
diameter is captured with varying response of TizC,-MXene. The
test results provide enough evidence to develop an impact
sensor for non-destructive material characterization.

Comparison of results and piezoresistive behaviour

The results from shock tube test and ball drop test characterizes
the dynamic response time (an important sensing element
material property) of the pure Ti;C,-MXene film material to be
in range of microseconds and milliseconds, respectively. These
responses are for different forcing functions acting with

Effect of impact force on response time (a)
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Fig. 8 (a) Variation of response time due to impact forces with
changing ball weight (b) response of TizC,-MXene film sample for ball
drop impact (test set-up 3).
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different time scales. The results also indicate that with either
shockwave impact created by fluid medium or mechanical
impact created by a solid causes deformation in the Tiz;C,-
MXene film sample (in turn Ti;C,-MXene monolayer stacking).
The changes in resistance measured is converted to voltage
output and recorded. The effect of change in resistance due to
applied forces indicate piezoresistive behaviour of the sensing
element material.** This proves the observation made in liter-
ature about piezoresistive behaviour for Tiz;C,-MXene based
sensor** (where nano-indentation test was conducted to
demonstrate piezoresistive behaviour). Fig. 9(a) indicates the
change in voltage response recorded by repeated impact of
shock on the same Ti;C,-MXene film sample. The peak output
voltage increases with each impact. Thus, indicating a micro-
structural change due to loading, leading to deformation in the
material causing resistance change. Similarly, Fig. 9(b) captures
the response of the Ti;C,-MXene film sample to ball drop test.
The ball which drops from a certain height applies force on the
Ti;C,-MXene film sample and the response is captured as
resistance change (converted to voltage output). The ball after
initial impact bounces multiple times as all the kinetic energy is
not transferred to the Tiz;C,-MXene film upon first impact.
These multiple bounces of the ball have reducing forces and
energy with each successive bounce. The Ti;C,-MXene film
sample undergoes deformation and because of restitution it
gets back to original shape. This causes changes in resistance as
well. The literature work>?** modify the Ti;C,-MXene material
and use it as sensor device and demonstrate piezoresistive

Response to Shockwave Impact (a)

T
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Trial 3

Amplitude (mV)
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Time (ps)

Response to ball drop impact (b)
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=
N
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Fig.9 (a) Response of TizC,-MXene film sample to multiple impacts of
shockwave (b) full spectrum response of TizC,-MXene film sample for
ball drop impacts (test set-up 3).
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behaviour for quasi-static forces. But with the present work we
find that the pure Ti;C,-MXene films inherently (laminated with
plastic sheets to avoid faster oxidation behaviour and loss of
conductivity) have significant piezoresistive behaviour which
can be utilized for sensor design and development. In the
present work the dynamic response time is about ~7 ps for
forces from shockwave and ~1.5 ms (average) for forces from
mechanical impact. These response times are significantly
better than the ones reported in literature, namely, 30 ms,** 88
ms ** and 138 ms > (detail comparison with commercial
sensors are also provided in the ESI S31). This also signifies the
need for good sensor packaging and signal conditioning with
a good sensing element (with fast response time). These results
and discussions provide a plethora of opportunities for sensor
design for various dynamic phenomena leading to better
control and health monitoring of mechanical and aerospace
systems along with biomedical devices.

Conclusions

The dynamic response properties of the Ti;C,-MXene film
sample have been studied for the first time for both low-velocity
mechanical impact force (ball drop test) and high-velocity
shockwave force (shock tube test). The Ti;C,-MXene material
is found to respond well for both velocity ranges indicating its
use for sensing elements during sensor design for measure-
ment of dynamic phenomena. The shockwave interaction with
Ti;C,-MXene film results in a response time of 7.13 £ 1.28 us.
The deviation of the results indicates a dislocation in the Ti;C,-
MXene stack assembly (which forms the TizC,-MXene film
sample) due to shockwave interaction. The very fast response
time of the Ti;C,-MXene film samples provides the basis for
development of shockwave measurement sensor. For the ball
drop test conducted, the response time for three different test
set-ups (with increasing stainless-steel ball diameter and
weight) are 1.24 + 0.43 ms, 1.56 + 0.03 ms and 1.60 £ 0.01 ms,
respectively. The contact time between the ball and Ti;C,-
MXene film sample increases with increasing weight and thus
results in increasing response time. The distinct voltage output
got for each stainless-steel ball provides a basis for using the
Ti;C,-MXene film sample as impact sensor. The variation of
resistance of the pure Tiz;C,-MXene film sample to dynamic
forces is converted to voltage output through signal processing.
The response from both high-velocity shockwave impact and
low-velocity mechanical impact indicate significant piezor-
esistive behaviour. The results indicate that the Ti;C,-MXene
nanomaterial-based film has inherent piezoresistivity. The
paper presents the evidence of fast response time of Ti;C,-
MXene film sample (~1.5 ms and ~7 ps) compared to published
literature works. Finally, the response time measurement is an
important quantitative parameter that forms the basis of sensor
design for measurement of dynamically varying parameters of
pressure, force, accelerations etc.
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