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Abstract: The combination of extreme miniaturization with a high sensitivity and the potential to be
integrated in an array form on a chip has made silicon-based photonic microring resonators a very
attractive research topic. As biosensors are approaching the nanoscale, analyte mass transfer and
bonding kinetics have been ascribed as crucial factors that limit their performance. One solution may
be a system that applies dielectrophoretic forces, in addition to microfluidics, to overcome the diffusion
limits of conventional biosensors. Dielectrophoresis, which involves the migration of polarized
dielectric particles in a non-uniform alternating electric field, has previously been successfully applied
to achieve a 1000-fold improved detection efficiency in nanopore sensing and may significantly
increase the sensitivity in microring resonator biosensing. In the current work, we designed microring
resonators with integrated electrodes next to the sensor surface that may be used to explore the effect
of dielectrophoresis. The chip design, including two different electrode configurations, electric field
gradient simulations, and the fabrication process flow of a dielectrohoresis-enhanced microring
resonator-based sensor, is presented in this paper. Finite element method (FEM) simulations calculated
for both electrode configurations revealed VE? values above 10" V2m~3 around the sensing areas.
This is comparable to electric field gradients previously reported for successful interactions with
larger molecules, such as proteins and antibodies.

Keywords: biosensor; microring resonator; photonic sensor; dielectrophoresis; mass transfer;
micro fabrication

1. Introduction

Photonic biosensing based on silicon-on-insulator (SOI) technology has attracted intense interest
in the last two decades. The sensors allow for real time responses, a minimal footprint, a high
sensitivity (50-500 nm/RIU, [1,2]), and benefits over many biosensor techniques, such as quartz
crystal microbalance, electrochemical methods, surface enhanced Raman spectroscopy (SERS),
and surface plasmon resonance spectroscopy (SPR), due to their small sizes and scalable mass
production, attributed to their compatibility with well-known standardized semiconductor fabrication
processes. In addition, photonic integrated circuit technology (PIC) provides the opportunity for
the monolithic integration of electronic and photonic devices, allowing the integration of optical
sensors, electrodes, detectors, light-sources, and read-out electronics in a single chip. Furthermore,
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their implementation as biosensors is facilitated by a plethora of well-established and newly developed
chemical functionalization protocols that may be applied to immobilize receptor molecules on silicon
surfaces [3-5].

SOI-based photonic sensors are generally realized as interferometers (often in the form of a
Mach-Zehnder interferometer) or resonators (often in the form of microring resonators), in which
the latter benefit from higher sensitivities and small sizes, making them more suitable for integrated
sensing platforms [6]. As first proposed in the mid-90s, ring resonator technology is based on the
looped propagation of light in the form of whispering gallery modes, creating a resonance at frequencies
fulfilling the resonance conditions. The light traveling through the waveguides remains within the
waveguides due to total internal reflection and generates an evanescent field near the waveguide
surface, whose interaction with the environment enables the sensing of analytes. In the simplest devices,
a looped waveguide (ring resonator) with a loop diameter in the range of a few 10 to a few 100 um
is placed adjacent to a linear waveguide (bus). As light propagates through the straight waveguide,
from the incoupling to the outcoupling fiber, wavelengths (resonance wavelengths) with a harmonic
relation to the ring’s circumference of 27tRn = mA; (m being the mode number, R the ring radius, A, the
resonance wavelengths, and n the effective refractive index) are trapped in the ring (Figure 1) [7].
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Figure 1. Schematic drawing of the principle of ring resonators and their generated transmission
spectrum [8].

Organic molecules, such as proteins immobilized on the ring, cause n around the resonator to
change—represented as An—so longer wavelengths of light are trapped. Transmission spectra with
resonance wavelengths A; and the sensing-induced resonance shift are subsequently monitored by
photodetectors [9].

Ring resonators with different configurations and geometries have been developed to improve
the sensing ability, reduce the impact of production tolerances, and improve the detection limit [9].
These include the coupling of two linear waveguides to form a single microring, a two-cascade ring
resonator (Vernier-cascade silicon photonic label-free biosensor) [10], and a coupled-resonator optical
waveguide (CROW) that is an array of optical cavities, where adjacent cavities are coupled to each
other and thereby amplify the response [11].

Typically, a microring resonator allows protein detection in the picomolar (pM) range on a
10-30-min timescale [9,12,13]. This is comparable to other optical nano-scaled sensors, such as SPR
and SERS [14,15], and during the last decade, a large variety of bioanalytical applications have been
reported, including protein diagnostic assays [16], protein interaction studies [17], and the detection of
viruses [18] and bacteriophages [19,20].

Plasmonic enhancements have further reduced the limit of detection to even lower levels,
allowing single protein detection at concentrations in the femtomolar (fM) range. Furthermore,
even single macromolecular detection in the attomolar (aM) range was reported for a microtoroid
whispering gallery mode geometry by an approach called frequency locking [21].
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A limiting factor for the sensitivity of a ring resonator, as with all receptor-based biosensors, is
the diffusion of analytes from the bulk solution to the sensor surface. This was nicely illustrated by
Squirres et al. [22], who only calculated a single binding event every 3 days in a sensor, modeled as a
nanowire with dimensions in the nanometer range and a target protein solution with a concentration of
10 M. In order to increase the transfer rate and thus the detection sensitivity, techniques that facilitate
the movement of bioparticles to the sensing electrode are required. Microfluidic systems have turned
out to be an effective alternative for delivering the sample as they allow the convenient handling of
volumes in the pL range.

Among other methods employed to manipulate the mass transfer of biomolecules,
such as mechanical manipulation [23], inertial lift forces [24], hydrodynamic techniques [25],
acoustic techniques, optical tweezers [26], magnetic manipulation [27], electrophoresis,
and dielectrophoretic forces, the latter have many advantages, due to their versatile strong interactions
with neutral particles and straightforward integration into microfluidic systems [28].

Dielectrophoresis (DEP) is the migration of polarized dielectric particles in a non-uniform electric
field and has attracted intense interest in biotechnology regarding the separation and concentration of
viruses [29], bacteria [30], micro algae [31], DNA [32], and protein [33], as well as its compatibility with
micro fluidic systems and lab-on-a-chip (LOC) devices [33,34].

An induced dipole interacts with the electrical field gradient VE and depending on the relative
polarizability of the particle and the suspending medium, an attractive or repulsive force may
be induced on the particle, which will subsequently move towards (positive DEP) or away from
(negative DEP) the strongest generated electric field. The dielectrophoretic force is correlated with the
electrical conductivity o and dielectric constant ¢ of the particle, which represent various structural,
morphological, and chemical characteristics, hence enabling a highly selective manipulation.

Furthermore, in contrast to electrophoresis, where only charged particles can be manipulated,
dielectrophoresis may also be implemented for interactions with uncharged analytes [35].

While dielectrophoresis has mainly been applied for the manipulation of larger particles,
there are also several investigations dealing with molecular dielectrophoresis. For example,
several interactions with proteins and oligonucleotides have been reported, as pioneered by Wahizu [36]
et al. and Holzel et al. [37].

Since the induced force is proportional to the cubic radius of the particle, i.e., its volume,
molecular dielectrophoresis is challenging. To achieve the same dielectrophoretic effect as for larger
particles, this may be compensated for by applying higher voltages, placing the electrodes closer
together, and optimizing the geometry to achieve high electric fields and gradients [35,38].

As nano-technological fabrication methods have improved, several successful electrode
configurations have been developed for interactions with molecules. These include individual
electrode pairs, interdigitated electrodes, quadrupole electrodes, and 3D electrode arrays [39].

It has also been shown that DEP and bio-sensing may be combined with great success. Li et al. [40]
reported a capacitive immunosensor whose performance was substantially increased after focusing
the analyte on the sensor surface and Freedman et al. [41] recently reported a 1000-fold improved
detection efficiency in nanopore sensing using DEP trapping. Similar effects combined with optical
label-free sensing methods, such as a typical microring resonator, would allow for protein detection in
the attomolar range.

This triggered us to explore microring resonance biosensing assisted by dielectrophoretic forces,
as such a combination of these successful approaches, to the best of our knowledge, has not yet been
explored. In the following work, we present the design, simulation, and fabrication process of a ring
resonator with a biosensing functionality assisted by positive dielectrophoresis. We chose to explore
two electrode configurations for this purpose: One with a coplanar single electrode pair enclosing the
sensor area and one 3D geometry, with one electrode in the immediate proximity to the sensing surface
on the sensor chip and the second electrode placed on top of a microfluidic channel.
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2. Materials and Methods

2.1. Fabrication

SOI consists of a bulk silicon support wafer and a buried oxide layer as an electric insulator (SiO;)
that separates the bulk silicon substrate from a second silicon layer, often called the device layer. In a
typical application, sensing elements, waveguides, and possible integrated circuit (IC) devices are built
on the device layer, with the buried oxide functioning as an effective etch-stop during wafer processing.

In an SOI waveguide, light with a wavelength of about 1550 nm is guided in silicon as a high index
medium (n = 3.476) called the core (Figure 1), separated from the silicon substrate by the buried oxide
as a low index medium (n = 1.444). Above and on the side of the waveguide is an upper cladding layer
of a low index medium (often air or SiO;), allowing the light to propagate via total internal reflection.

In this work, the photonic chip was fabricated in a photonic integrated circuit (PIC) using a
200 mm SOI wafer with a 220 nm thick Si device layer on top of a 2 pm buried oxide. The back-end of
line (BEOL) allowed individual components comprising three thin and two thick metal layers, named
ml to m5 from bottom to top, to be interconnected. However, the wafers were only processed up to
the first metallization layer (Figure 2).
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Figure 2. (a) Cross-section of the nano rib waveguide structure used in this work. (b) Schematic figure
of the general IHP photonic BICMOS architecture. In this work, the wafers were only processed up to
the first metallization layer.

Metal layers were essentially made of Al:Cu exhibiting thicknesses from 0.5 to 2 um and sheet
resistances of approx. 10 m-Q-sq ~!. The Al:Cu alloy was confined between 50 nm thin TiN layers,
in order to suppress the oxidation of Al and to avoid the out-diffusion of Cu.

The waveguides prepared for this work were standard rib waveguides with a core width of 450 nm,
a core height of 220 nm, a 70 nm rib height, and a rail height of 220 nm. For the manufacturing, standard
SOI processing, including photolithograpy and inductively coupled plasma etching, was used.

Doped waveguides were prepared via ion implantation. Furthermore, silicidation of the rail with
cobalt silicide (CoSiy) allowed the waveguide to be connected to the metal layer through a tungsten
vertical interconnect access (VIA).
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The cladding over the waveguides was a stack of 10 nm silicon dioxide directly on top of the
SOl silicon layer, a 100 nm silicon nitride layer, and finally silicon dioxide with a thickness of 1.6 um.
The resonators were further exposed in the sensing areas by removing the cladding stack with reactive
ion etching (RIE) over a resist mask.

2.2. Simulation by the Finite Element Method (FEM)

The induced dipole interacts with the electrical field gradient VE, resulting in the dielectrophoretic
force Fpgp, which depends on the polarizability of the particle (index p) within the medium (m),
where the latter can be expressed by a function of their complex dielectric constants. Accordingly,
Fprp exerted upon a spherical particle in an AC field can be given by

FpEp = 27temr Re(fem) VE?, 1)

where r is the particle radius and real part of the complex Clausius-Mossotti factor Re(fom) describing
the dielectric properties of the particle and the medium and VE? is the generated gradient of the
squared electric field.

From Equation (1), it may be concluded that, apart from changing the size and dielectric properties
of the particles, the dielectrophoretic force may be influenced by the generated VE2. The VE? may be
tuned by changing the electrode geometry and applied voltage and may be calculated by using FEM to
solve Maxwell’s equations.

In order to enable an estimation of the performance of the device, simulations with FEM of VE? in
the y direction were conducted using the electrostatic module in Comsol Multiphysics by employing
the expression “log(sqrt(d(ec.normE"2,y)"2))/log(10)” and the material properties given in Table 1.

Table 1. Material properties used in finite element simulations.

Material Relative Permittivity Electric Conductivity (S/m)
510, 3.74 10714
Medium (PBS Puffer) 80 1
Si 11.7 10
n*-Si 11.7 2 x 10*
Metal 1 1 10°

3. Results

3.1. Electrode Design and Simulation of the VE? Distribution

3.1.1. 3D Electrode Geometry

The electrodes and ring resonator layout were designed to be compatible with the IHP PIC
technology using a commercially available 200 mm SOI wafer with 2 pm thick SiO, and a 220 nm thick
top silicon layer.

Among the different types of nano waveguides that can be produced, we chose the nano rib
waveguide, as it has previously been prepared for biosensor purposes with good results [42].

Moreover, the IHP photonic BiCMOS technology further allows for ion implantations and the
preparation of doped rib waveguides (n*, p*) that can be connected via the metal 1 layer, as has been
previously shown for the preparation of optical pn phase shifters [43,44].

This approach was applied in this work, in order to realize a DEP electrode adjacent to the sensing
segment of the ring resonator.

As shown in Figure 3a, the waveguides were covered by a cladding SiO; layer to prevent optical
losses. The red areas represent highly n-doped silicon with a resistivity of approximately 5 mQcm that
can be contacted via the metal 1 layer. The core waveguide is kept lightly p-doped with a resistivity of
10 Qcm, which is required to preserve the optical properties.
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Figure 3. (a) Contacting the silicon waveguide: Cross-section of the silicon waveguide (xy plane) used
for the 3D electrode geometry. The red areas represent highly-doped silicon that is contacted via a
channel from the metal 1 layers. Most of the waveguide is covered by an SiO; layer to protect it from
the outside and prevent losses. (b) In the sensing areas, the SiO, is etched off, to allow exposure of the
waveguide to the analyte medium. The doped area on the waveguide functions as a dielectrophoresis
(DEP) electrode, whereas the counter electrode is placed on top of a microfluidic channel with the
distance h in the y-direction to the waveguide. (c) 3D view of the sensor region.

In Figure 3b, which illustrates the sensing area, the protecting SiO, is etched off to expose the
waveguide to the medium and the analytes to be detected. The counter electrode is made of a
transparent conductive oxide (TCO), such as indium thin oxide (ITO), and is placed on top of a
microfluidic channel, 50-200 um above the waveguide. As this electrode is several dimensions larger
than the waveguide, an inhomogeneous electric field with its maximum on the waveguide surface may
be generated. Compared to other common electrode geometries that generate a strong tangential field
vector E, the electric field vector in the 3D geometry is primarily oriented orthogonal to the surface. As
the tangential field may lead to electro-osmotic fluid flow, which interferes with the application of the
DEP effect, this geometry has been proposed to be suitable for protein dielectrophoresis [37].

In Figure 4, FEM simulations of the VE? distribution on the xy plane, corresponding to geometry
of Figure 3b, are shown. The peak to peak potential is 10 V and VE? in the order of 10'* V2m~3 can
be observed approximately 50 m above the sensor. The VE? increases with a decreasing distance to
the waveguide, reaching a maximum above 10%° V2:m~3 close to the core waveguide surface. As the
analytes are expected to interact with the applied field and move to the highest VE?, they are expected
to be transported from the bulk solution to the sensor surface, thus increasing the sensing ability.
Changing the distance (h) of the counter electrode from 50 to 200 um slightly reduces the generated
electric field strength. However, the change is not dramatic, suggesting that the sensor is feasible,
even with the counter electrode placed at greater distances. Being able to place the electrode further
away from the sensor surface may ease the packaging and the integration into a microfluidics system.
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Figure 4. Finite element method (FEM) simulations, as described in Section 2.2, of the VE2 distribution
in the 3D geometry with a 10 V peak to peak potential applied, given in V>m~3. The figure shows the
cross-section (xy plane) at different heights h in relation to the counter electrode. The waveguide is
placed in center at the bottom, extending in the z-direction. The analytes are expected to be transported
from the bulk solution to the area with the strongest VEZ, next to the core waveguide.

3.1.2. Coplanar Electrode Pair Configuration

A cross-section and a top-view of the electrode pair layout are illustrated in Figure 5a,b.
Two electrodes are realized as part of the metal layer 1 (M1), 1.6 um above the silicon waveguide, as
shown in Figure 5a. The electrodes enclose the exposed waveguide that is the sensor surface. As
the highest fields are generated at sharp edges, a thorny-shaped electrode was designed, with the
highest electric fields generated on the thorn-edges and spreading over the electrode gap. Due to the
fabrication process, the angle « at the thorn was restricted to a minimum of 45°.
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Figure 5. (a) Cross-section of the sensing region with the coplanar electrode pair geometry. (b) Top

view of the coplanar electrode pair geometry. (c) 3D view of the sensing region.

FEM simulations were conducted for the optimization of the electrode gap (distance between the
electrode pair), so that a sufficient electric field was generated above the sensor surfaces. As shown from
the FEM simulations of the xy plane (Figure 6a), a large distance d between the electrodes only generates
electric fields above 107 V2.m~3 at the electrode edges. Bringing the electrodes closer together allows
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a high field gradient in the whole area between the electrodes to be generated at reasonable applied
voltages; here, at a 10 V peak to peak potential. The purpose of this design is to transport analytes
from the bulk solution closer to the sensor surface, thus locally increasing the analyte concentration.
A similar electrode configuration has previously been reported to lower the detection time [45] from
60 to 1 min and increase the limit of detection of nanowire field effect transistors by a factor of 104,
reaching the aM range [46]. The mechanism was explained as a combination of AC electro-osmosis
and streaming DEP, enabling a DEP interaction with proteins that cannot be immobilized against
the electro-osmotic conveyance. Consequently, the proteins will concentrate and rarefy into flowing
filamentary streams.

log,, VE?
17

a)

60

10 m

30 60 0 30 60 10 m L. Z

Figure 6. (a) Cross-section (xy plane) of the coplanar electrode configuration with different distances

0 30 60

(d) between the electrodes. The waveguide is in the center at the bottom, extending in the z-direction
(b) Cross-section (yz plane) at the center of the waveguide with the coplanar electrode configuration.
Simulated VE? distribution at different thorn-to-thorn distances (t).

In order to achieve a strong VEZ over the whole sensor surface, the distance t between the thorn
edges should be small, as shown in Figure 6b. Here, the VE? is simulated on the yz plane along
the center of the waveguide. At larger distances, an inhomogeneous field is observed. At shorter
distances, on the other hand, the generated VE? above 10'7 V2-m~3 is homogenously distributed over
the sensor surface.

From these simulations, we decided to choose an electrode gap and a thorn-to-thorn distance
of 5 um.



Micromachines 2020, 11, 954 9of 16

3.2. Ring Resonator Design

Each sensor consists of two ring resonators coupled to a common bus waveguide using directional
couplers (Figure 7). One ring is completely covered by cladding SiO, and acts as a reference to control
for ambient temperature variations. For the other ring, the passivating SiO; layer is locally etched off,
exposing part of the waveguide to the analyte solution, and used as a sensor.

— e enles

Figure 7. Ring resonator layout. Each sensor consists of two ring resonators (dark blue) coupled to a
common bus waveguide (dark blue) using directional couplers. One ring is completely covered with
SiO2 (light blue) and acts as a reference to control for ambient temperature. The two variants differ in
terms of using doped waveguides (left) and coplanar electrodes (right) for dielectrophoresis.

Two grating couplers at the ends of the bus waveguide allow for coupling to fiber optics.
A racetrack-like ring geometry with two 90 um straight segments parallel to the bus function as a
directional coupler and sensing area, respectively; a 20 um straight segment vertical to the bus allows
for electrical contact with the waveguide; and four 90° bends (radius of 55 um) connect the straight
segments. A straight sensor area was chosen, as it allows for a straightforward way of placing the
coplanar electrode pair.

Furthermore, this geometry allows for both electric contact with the rib and a spatial distance
between the placed electrodes and the directional coupler, thus avoiding interference by the AC field
in the coupling region. This helps in ensuring a straight forward evaluation of spectra measured while
the electrodes are in use, as any refractive index change induced by the electrodes (e.g., by temperature
changes) will only influence the wavelength at which resonance occurs and not its extinction ratio.
That would be the case if the effective index in the coupling region changed. Limited changes to the
extinction ratio are still possible due to changes in absorption because of the presence of the sample
and concentration of analyte in the exposed area and artefacts caused by integration occurring during
the acquisition of the optical transmission spectrum.

Exposing only part of the sensing ring serves several purposes. Firstly, it simplifies the electrical
contact, as it allows for the circuit on the M1 layer to reach the center of the ring. Secondly, it keeps
the sample from filling the volume around the directional coupler, where changes to the refractive
index would influence the coupling factor and thereby also the extinction ratio. Such changes would
make it hard to ensure that the system performs comparably in both the dry state and wet state [47].
The size of the opening is chosen such that it only contains the straight part of the wave-guide, in order
to optimize the design for producing a simple geometry and a more explainable system, without bent
electrodes. The system sensitivity can be increased linearly with the portion of the ring exposed and
accessed by electrodes.

As the operation of the DEP influences the resonance wavelength via the thermo optic effect,
measured values are only compared for the same state of electrodes. This allows for both a comparison
of measurement values before and after the binding of the analyte, as well as monitoring of the binding
process itself while the DEP voltage is applied. Depending on the oscillation frequency of the DEP
voltage and the strength of the thermoelectric effect, integration times during the acquisition can lead
to an apparent widening of the resonance dips. In this case, a lock-in amplifier locked to twice the
modulation frequency can be used to more precisely measure the resonance wavelength [47].

The radius of the circular segment was set to 55 um, as for the given circumference, a larger
radius would have decreased the coupling and sensing areas. Too small bend radii, on the other hand,
cause optical losses [8].
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A waveguide geometry consisting of rib waveguides of a 450 nm core width, 220 nm core height,
70 nm rib height, and 4 pm rib width was chosen (Figure 5b). Similar structures have previously been
shown to possess optical properties suitable for biosensing, with a bulk sensitivity of 90 nm/refractive
index unit (RIU) (without cladding) and 28 nm/RIU (with cladding and an opening exposing the
waveguide) and a quality-factor (defined as r/FWHM) of around 1.3 x 10° [48]. A free spectral range
(FSR) of approximately 1 nm was chosen, in accordance with the same study. This ensures that multiple
resonances are visible within typical scanning ranges of tunable laser sources (TLS), whilst at the
same time ensuring that the FSR is large enough that the binding events of interest do not change the
resonance frequency by more than one FSR, guaranteeing that the shift measured using measurements
before and after the binding event is unambiguous. If only research-grade TLS are used, a larger
FSR allowing for a larger unambiguous measurement range is possible, but that would also require a
smaller ring circumference, limiting the possibility to separate the bent sections, the coupling section,
the interaction section, and the electrical contact section of a ring.

The width of the doping areas was set to 6.5 um at a 775 nm distance to the core waveguide.
Doping was applied along approximately half of the ring resonator, starting at the electrical contacts
and ending after the sensing region, in order to prevent interference at the directional couplers.

3.3. Fabrication and Optical Characteristics

The silicon-based photonic microring resonators were successfully constructed in a photonic
integrated circuit (PIC) using a 200 mm SOI wafer with a 220 nm thick Si device layer on top of a 2 pm
buried oxide. In Figure 8a,b, SEM images of the sensing regions of the fabricated sensors are shown,
whereas an overview of the layout can be seen in Figure 8c.

The experimental transmission spectra of three typical devices (Figure 9a) were taken for
characterization. Each sensor generates two resonance peaks (one attributed to the reference ring
and one to the sensing ring) that are harmonically repeated at frequencies that fulfil the resonance
conditions [1,49].

The free spectral range (FSR), as the spectral distance between two adjacent resonances (different
resonance mode) of the same ring resonator, was determined to be 1.12-1.13 nm and the Q-factor was
determined to be approximately 1-1.5 x 10°. The extinction ratio of the waveguides was determined
to be 3-7 dB for both the reference ring and the exposed ring.

The variations in the extinction ratio may be caused by small reflections, resulting in coupling to
the back-propagating mode of the ring resonator.

The sensitivity of a completely exposed ring resonator is given by Equation (2):

g oA A Inepr(h mool) ?
vl Oyl ng(/\/ Mol Mol ’

where the ambient volume index sensitivity S, is defined as the change in the spectral position of a
resonance peak per change of the ambient volume refractive index ny,), neg is the effective index of the
light propagating in the waveguide, and ng is the effective group index for the light propagating in
the waveguide.

With the simulation-based values taken from [8] of ng = 3.7591 and aneﬁ//anw, = 0.0720 at a
wavelength of A = 1550 nm and a nanorib waveguide of the same dimensions as the design values used
in this work, this results in an expected value of 29.4 nm/RIU for a ring resonator that is completely
exposed to the sample. In this case, only a 90 nm section of the whole circumference of 550 nm is
exposed, which translates to a sensitivity of 4.82 nm/RIU.

The resonance peak positions are in a first order approximation of Equation (2) for small changes
of the ambient refractive index and linearly correlated to the refractive index of the environment with
a sensitivity of 4.9 £+ 0.03 nm/RIU for the ring resonator with the top bottom electrode configuration,
as shown in Figure 9b, and 2.7 + 0.1 nm/RIU for the coplanar electrode configuration (see supporting
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information Figures S1-53). The measured sensitivity is larger than the expected theoretical value by
more than the statistical measurement error of the sensitivity measurement. This difference is attributed
to production tolerances in the shape of the waveguide, such as the waveguide width or the etch depth.
The reason for the reduced sensitivity of the ring resonator with the coplanar electrode configuration
is likely that the sides of the core waveguide are still partly covered by silicon nitride as the narrow
sensing window makes the etching process conducted to expose the waveguide less efficient.

a) b)

PO424B14B41  WB3 (041 PO424R14BE]  UB3

100 et

[ Plazieiese]l  Ug3

ol

Figure 8. SEM image of the fabricated sensors. (a) The sensor region in the doped waveguide,
corresponding to Figure 3c. The core waveguide can be observed at the center as a bright line next to a
thin dark gray area representing the undoped rib. The brighter gray area is attributed to the doped rib,
while the whiter region is attributed to the salcide segment. (b) The coplanar electrodes: A 4 x 90 um
large window that is etched with reactive ion etching (RIE) that exposes the core waveguide can be
observed at the center of the opening. (c) An overview of the chip layout, showing the ring resonators,
sensing areas, and electrode structures.

Itis acknowledged that the yet unoptimized sensitivity reduces the measurement capabilities of the
realized system. The exact characteristics have been chosen as they are used to reduce the complexity
and ensure reproducibility of the system. In the further development of a measurement system based
on this work, the sensitivity can be increased to 29.4 nm/RIU by using the full circumference of the ring.
For the coplanar electrode configuration, it could be possible to further increase the sensitivity through
a switch to nanowire waveguides. Nanowire waveguides provide a higher field penetration in the
cladding region compared to rib waveguides, thus enabling a stronger interaction with the analyte and
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a higher sensitivity. According to simulation-based values [8], 450 nm wide and 220 nm high nanowire
waveguides would result in a new sensitivity of 69.2 nm/RIU.

Finally, the functionality of the electrodes was verified by measuring the impedance between
100 and 40 MHz of NaCl dissolved in milli-Q water. In accordance with the literature [50], the Bode
plot of the impedance measurements Z'(f) showed a large plateau between 100 and 10* Hz, with the
value of the plateau increasing with a decreasing salt concentration. Furthermore, the Nyquist plot
displayed a characteristic shape of Randle equivalent circle and the expected trend as the electrolyte
charge transfer resistance (represented by the semi-circle part of the plot) increased linearly with the
increased salt concentration.
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Figure 9. (a) A typical experimental transmission spectrum of the ring resonators. The red peaks
are attributed to the reference ring and the blue to the sensor ring. (b) The resonance peak shift
of the ring resonators exposed to MeOH (n = 1.3118), [51] H,O (n = 1.3164), EtOH (n = 1.3503),
and isopropanol (n = 1.3661) normalized to the peak position in air (n = 1.003). [52] (c) Nyquist and
Bode plot representing the impedance measurement of NaCl aqueous solutions, as performed with the
coplanar electrode configuration.

4. Discussion

In this work, ring resonators with integrated electrodes in close proximity to the waveguide aimed
at dielectrophoretic-assisted biosensing were successfully designed and fabricated using photonic
integrated circuit (PIC) technology. The chip design, with two different electrode configurations and
electric field gradient simulations, was presented. In the first design, the rib and the rail next to the
core waveguide were used as an electrode, whereas the second electrode was placed on top of a
microfluidic channel. In the second design, an electrode pair was placed on the metal 1 layer enclosing
the sensor surface. FEM simulations calculated for both electrode configurations showed a VE? in
the 10'°~10%° V2m~3 range around the sensing MRR areas. This is comparable to values previously
reported for successful interactions with larger molecules, such as proteins and antibodies [37,39].
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The strong simulated VE? suggests that the electrodes can be applied to the ring resonator surface
to directly target biomolecules, thus bypassing limitations in diffusion kinetics and improving the
sensitivity in biosensor applications.

While the purpose of both electrode geometries is to focus analyte molecules on the sensing MRR
surface to improve receptor-based sensing, the VE? generated also suggests that the dielectrophoretic
force may assist in surface functionalization. The application of electrical forces for permanently
bonding receptor molecules to the sensor surface and thereby simplifying biofunctionalization has
already been shown for other mesoscopic surface structures [53]. In the case of dielectrophoresis,
the induced surface immobilization would be applicable in a 3D electrode geometry, where the highest
electric fields are generated very close to the sensing region.

As the highest field strengths in the coplanar electrode configuration are not generated on
the microring directly, but on the metal 1 layer, DEP-assisted surface immobilization is precluded.
However, this configuration may be applied to increase the concentration of analytes through streaming
dielectrophoresis. The coplanar electrode geometry further benefits from an easier integration in
microfluidics. In this work, a rib waveguide was chosen for the realization of ring resonators.
This geometry offers advantages, such as low losses, less dependence on the production tolerance,
and compatibility with both electrode configurations. However, it suffers from a lower bulk sensitivity
compared to other waveguide geometries, such as the nanowire waveguide or the slot waveguide,
as the evanescent field is not penetrating as far into the cladding layer [8,9]. Therefore, a further
increase in sensitivity may be achieved by optimizing the waveguide structure. While the coplanar
electrode geometry is compatible with most available waveguides, the top-down arrangement
requires several new solutions to realize the electric contacts. Variations of the waveguides that
could be straight-forwardly implemented to increase the sensitivity would include both nano wire
or slot structures for the coplanar electrode geometry and a one-sided nanorib structure for the
top-bottom arrangement.

Dielectrophoresis has been frequently studied for the manipulation of oligonucleotides [54].
Furthermore, at least 22 globular proteins with a radius in the range 2-7 nm have been investigated [55].
Therefore, the realized sensor may be beneficial as both a genosensor and immunosensor for applications
that require an improved sensitivity and kinetics.

While the sensors were designed to assist with molecular biosensing, they may also be beneficial
for the detection of whole cells and pathogens. There are only a few examples of the MRR analysis
of whole cells, such as E. coli and salmonella, and they have shown a low sensitivity that can be
partly explained by non-specific bindings and a small number of analytes [56,57]. Dielectrophoresis
may be a solution to this problem, due to its strong specific interaction with cells that may enable
the target cells to be trapped on the sensor surface. The attractiveness of such an approach could
be the objective for directly and quantitatively detecting cells and pathogens with minimal sample
preparation. Furthermore, dielectrophoresis allows discrimination between living and dead cells,
which is of great importance for various applications, e.g., the detection of legionellae in drinking
water [58].

The design and fabrication work presented represents, to the best of our knowledge, the first
attempt to combine the two techniques of SOI-based photonic sensors and dielectrophoresis. Therefore,
this approach may lead to new strategies for detecting biological events, as well as expand the
applications of photonic sensors and reduce the detection limits.

Supplementary Materials: The following are available online at http://www.mdpi.com/2072-666X/11/11/954/s1,
Figure S1: Typical transmission spectrum of ringresonators with coplanar electrode configuration; Figure S2:
Typical transmission spectrum of ringresonator with top-bottom electrode configuration; Figure S3: The resonance
peak shift of the ring resonators with coplanar electrodes exposed to MeOH (n = 1.3118), H,O (n = 1.3164),
EtOH (n = 1.3503), and isopropanol (n = 1.3661) normalized to the peak position in air.
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