E3S Web of Conferences 12, 04003 (2016)

DOI: 10.1051/e3sconf/20161204003

i-DUST 2016

Statistical investigations of an ENIG Nickel film
morphology by Atomic Force Microscopy
Rosine Coq Germanicus1,3 , Philippe Leclère2 , Eric Hug3 , Florent Lallemand4 ,
and Philippe Descamps1
1

Normandie Université ENSICAEN / CRISMAT / UMR 6508, 6 boulevard Maréchal Juin,
14050 Caen Cedex 04, France
2
Service de Chimie des Matériaux Nouveaux, CIRMAP, Université de Mons, Belgium
3
CRISMAT, Normandie Université, UMR CNRS 6508, 14000 Caen, France
4
IPDiA, 2 rue de la girafe, 14000 Caen, France
Abstract. The morphology of a Nickel layer grown by an Electroless
Nickel Immersion Gold (ENIG) technique used for microelectronics
interconnections is determined by Atomic Force Microscopy (AFM)
investigations. The root mean square (rms) roughness, determined over a
scanned area is a function of the AFM scanned area size. In this work, we
propose to consider the dynamic scale theory and the power spectrum density
(PSD) analysis in order to perform a comprehensive determination of the
surface properties of the ENIG nickel layer. Results highlight the existence
of a first regime with a roughness exponent of 0.95 and a fractal dimension
(DF) of the nickel film about 2.05. This case study is presented in order to
propose further investigations. In fact, same experimental procedure should
be performed in a magnetic shielded zone where a very low noise level is
available such as the Low-Noise Underground Laboratory (LSBB) of Rustrel
(France).

1. Introduction
In order to explore optical, mechanical, electrical and chemical properties of surfaces,
quantitative investigations of surface morphology are important requirements to perform
comprehensive studies. At the nanoscopic scale, Atomic Force Microscopy (AFM) appears
to be a useful research tool in a wide range of different scientific fields such as materials,
physics, chemistry, geology, and biology [1–4]. The AFM probe consists in a cantilever
equipped with a sharp tip with a diameter of 5–30 nm. Based on the interactions between
this tip and the probed surface, the deflection of the cantilever is measured and controlled via
an optical system. While the tip scans the surface, a feedback loop is used to determine the
topography when the system is maintaining a constant deflection value. In the last 30 years,
AFM instruments have been developed to easily obtain 3D-mapping surface topographies and
nanostructures with stable and high signal-to-noise ratio regarding the X, Y and Z resolution.
The vertical resolution (Z), called sensitivity, is determined by the thermal and acoustic noise
of the cantilever. For a free rectangular cantilever with a spring constant k of 1 N/m, when
measurements are performed at room temperature in standard laboratory environment, the
thermal noise is near 0.074 nm [5]. The lateral resolution (X,Y) depends on the tip apex
geometry and on the tip convolution with the surface.


C The Authors, published by EDP Sciences. This is an Open Access article distributed under the terms of the

Creative Commons Attribution License 4.0 (http://creativecommons.org/licenses/by/4.0/).

E3S Web of Conferences 12, 04003 (2016)

DOI: 10.1051/e3sconf/20161204003

i-DUST 2016
AlSiCu Pad
Passivaon

SiO2

Solder

Silicon
a)

Zn Grains

b)

Ni

d)

c)

Figure 1. Schematic of the ENIG process for interconnections with Solder a) AlSiCu Pad, b) Zincation
pre-plating, c) ENIG, d) Solder ball.

From topographic images, for a first order statistics, the morphology of the sample is
often characterized by the Root Mean Square (RMS) roughness. This statistic parameter is
determined over the fixed scanned area. For more complex film morphologies, this unique
value cannot be sufficient. For deeper studies, dynamic scale analysis and Power Spectral
Density (PSD) were developed [6] to describe more accurately the surface properties. The
analysis is based on the self-similarity or self-affinity properties [7]. In this study, we propose
to use the dynamic scale analysis of a nickel layer surface grown in a microelectronic cleanroom as an UBM (Under Bump Metallization) for interconnections.

2. Experimental details
In order to realize interconnections for highly integrated circuits, the Electroless Nickel
Immersion Gold (ENIG) technique is widely used in microelectronic before components
assembly [8]. The goal of this process consists in obtaining a Nickel film on interconnections
pads, with a high uniformity and excellent conductivity. The main steps of ENIG process
is depicted on Fig. 1. The surface morphology of the nickel film is a critical parameter for
Back End of Line (BeOL) [9]. In the studied sample, the metal finishing is an aluminium
alloy (AlSiCu) deposited on bond pads (Fig. 1a). The diameter of the pad is fixed at 50 m.
In a second step, a pre-plating process called “zincation” activates the metallic surface
(Fig. 1b). Then two metallic layers: a thick nickel coated with a thin film of gold are grown
on the pads (Fig. 1c). This UBM represents the interfacial layer between the metal finishing
and the solder balls (Fig. 1d) used for connecting the integrated circuit (IC) with the package
or with an over IC. The electroless time is controlled in order to create a nominal nickel
thickness of typically 5 m on the pad.
In this study, the ENIG process was stopped after the nickel growth. As a consequence, the
thin gold film that is typically coated on the nickel is not investigated here. The microstructure
of the deposit is examined by Scanning Electron Microscopy (SEM) and AFM. The AFM
images are recorded in Tapping mode using a D3100 AFM (Bruker Nano Inc. Santa Babara,
CA, USA) under standard atmospheric conditions. Commercial tips with a radius of about
8 nm were used. AFM images of 512 × 512 pixels were obtained. The scan rate was fixed at
0.5 Hz. Then, from acquisitions, film morphology and roughness were determined by using
the Nanoscope software (Nanoscope 1.5).
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Figure 2. SEM images of the Nickel surface on pads.
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Figure 3. TM AFM topographic images of the nickel surface after electroless, for 4 scan sizes on the
same area from 10 m × 10 m to 1 m × 1 m.

3. Results and discussion
Figure 2 shows the SEM images of the pad surface after ENIG Nickel growth. For an ENIG
nickel film nominal thickness of 5 m, the pad presents a total diameter of 56 m after the
electroless process. As shown in Fig. 2b, at higher magnification, the nickel layer consists
in a nodular structure. In order to study and to determine the nickel film morphology, AFM
measurements were performed.
AFM topographies at the same location for four scan sizes, from 10 m × 10 m to
1 m × 1 m are presented in Fig. 3. From the large scan sizes, we can appreciate the 3D
view of the nodular structure of the nickel film. By decreasing the scan size Fig. 3c and d, the
local structure of the film is highlighted.
The analyzed nickel surface exhibits granular properties, due to the surface anisotropic
electroless process but also to the morphology of the under-layer (zincation pre-plating).
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Figure 4. Plot of the roughness as a function of the scan size L.

Typically, at a first order statistic, the film microstructure is characterized by the Root
Mean Square (RMS) roughness, also called Rq, which represents the standard deviation of
surface heights. The average roughness Ra which indicates the height deviation is also a
parameter considered for roughness analysis. The evolution of both Ra and Rq parameters
determined inside the fixed 3D scanned area as a function of the surface size and also
depending of the image pixel surface. In order to determine the film morphology, the dynamic
scale theory [10] is used to define the RMS roughness law as a function as the image size.
The plot of the roughness against the scanning size is shown in Fig. 4, this curve is derived
out from the AFM topographic image (10 m × 10 m) presented in Fig. 3. In this case the
analysis is performed with a constant surface per pixel. The graphic highlights the existence
of a first scale regime. This first regime represents the film properties within an individual
grain. The correlation length Ls is estimated to be about 750 nm. This value is in agreement
with the average diameter of the grain. The roughness exponent define by Rq(L) ∼ L is
equal to 0.95. The fractal dimension of the film, is then determined at 2.05 (with DF =
3 – ). From [11], the analysed surface can be considered that a relative smooth surface.
We also applied the Power Spectral Density (PSD) analysis. PSD relates the Fourier
transform of the AFM image in spatial domain [12]. PSD functions are calculated from AFM
measurements obtained for the four scan sizes from 1 m × 1 m to 10 m × 10 m. This
analysis provides also information on the lateral roughness distribution. The PSD results
versus spatial frequency are plotted on log-log scale in Fig. 5. For high spatial frequencies,
the slope of the log-log plot H provides the fractal dimension, deduced from DF = 4 –H/2.
The calculation results DF = 2.06 in agreement with the dynamic scale analysis.
Calculated in 3-D, this DF value seems indicated that the deposition mechanism is
a diffusion-limited growth [13]. The fractal dimension analysis is performed to evaluate
quantitatively a single surface parameter q for the studied surface. Our motivation is to
propose the same experimental analysis in the Low-Noise Underground Laboratory (LSBB)
in order to determine the impact of the noise in topography AFM analysis. We propose
to perform AFM measurements for a similar surface in the LSBB in order to probe
surface properties in static or dynamic modes. The goal should be to compare ground and
underground analysis and quantify the gain in terms of noises in the LSBB environment.
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Figure 5. PSD results for the four scan sizes.

4. Conclusion
In this study, we have explored a comprehensive determination of the surface morphology
of an ENIG nickel layer grown for microelectronics BEoL process. From AFM acquisitions,
the dynamic scale theory and the PSD analysis were applied to determine the roughness
exponent and the fractal dimension. The results indicate a roughness exponent of 0.95 and
a fractal dimension of the nickel film of about 2.05 with a good correlation between the
two techniques. Nevertheless, since experiments presented in this paper are performed in a
standard conditions, potential electromagnetic noise might have impacted the recorded data.
Thus in order to increase the accuracy on this methodology for fractal surface analysis, further
investigations should be performed in a magnetic shielded zone where a very low noise
level is available such as the LSBB of Rustrel (France). These very specific environment
conditions, where noisy sources are reduced, should be able to provide a far better sensitivity.
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