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9.1. PRINCIPLES OF MONOCHROMATIC DATA COLLECTION

\

Fig. 9.1.6.7. The largest allowed rotation range per exposure depends on
the dimension of the primitive unit cell oriented along the X-ray beam;
this is diminished by high mosaicity.

have such strategy features, and it is vital to employ them before
collecting data.

9.1.6.8. The Weissenberg camera

To avoid the overlap of reflections on adjacent lunes and allow
much larger rotation ranges per image, up to 5-10°, the
Weissenberg camera was reintroduced (Sakabe, 1991). This
minimized the number of exposures for a data set, which fitted
well with some imaging-plate detectors with large size and slow
read-out. In the Weissenberg method, the detector is translated
along the axis of rotation at a rate directly coupled to the rate of
rotation. The method required a finely collimated and parallel SR
beam so that the spot size on the detector was small. Rows of spots
in a particular lune then lay between those from the previous one.
Data could be recorded in a very short time on a series of rapidly
exchanged imaging plates, which were subsequently read out off-
line. Complete data could thus be recorded in a mattter of minutes.

This was an application of screenless Weissenberg geometry,
quite different from that originally used for small molecules, with
the imaging-plate translation being small, sufficient only to offset
the spots from adjacent lunes. The speed of the system was
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Fig. 9.1.6.8. If the crystal lattice is centred or if its orientation is non-axial,
the reflections do not overlap in spite of overlapping lunes.

especially useful for looking at short-lived states, with a lifetime of
minutes to hours. However, there are severe limitations, the first of
which is that the background is relatively high, as it is recorded over
the whole of the large rotation range. This substantially degrades the
signal-to-noise ratio for the integrated intensities. In addition, the
prediction of crystal orientation and hence reflection position, and
of optimum rotation ranges, is less straightforward than for the
rotation method. Finally, the handling of the imaging plates off-line
leads to limitations in the subsequent processing and analysis,
already a problem in the initial orientation and evaluation of the
sample.

Recent developments at the ESRF involve the use of a robot in
changing and reading the plates (Wakatsuki et al., 1998), but this
system has not been in operation long enough to lead to a sound
judgement of its impact. In general, the Weissenberg method is at
present not as widely used as the simpler rotation geometry.

9.1.7. Rotation method: geometrical completeness

This topic has been reviewed recently (Dauter, 1999).

9.1.7.1. Total rotation range for non-anomalous data

The total set of structure-factor amplitudes from a crystal is a
sphere of points in reciprocal space, with a radius defined by the
maximum resolution. The intensities of the two hemispheres of data
show a centrosymmetric relationship based on Friedel’s law, which
only breaks down if anomalous scatterers are present. However, the
diffraction pattern possesses internal symmetry related to that of the
real-space unit cell. This means that for all space groups an
asymmetric unit of reciprocal space can be defined. Provided the
intensities of all reflections in this asymmetric unit have been
measured, those of all others can be generated by the symmetry
operations and the Fourier transform for the complete structure
computed.

The asymmetric unit has the shape of a wedge extending from the
origin at the centre of the reciprocal sphere with a cutoff at a
maximum radius corresponding to the limiting diffraction angle
(resolution). Once the Laue symmetry group of the crystal has been
determined (IT A, 1995), it is straightforward to define the shape of
this wedge and establish which data must be recorded to make up a
complete unique set. For macromolecular crystals, where there can
be no centre of symmetry, the possibilities are further simplified to
the point group rather than the Laue group. All space groups
belonging to the same point group have the same asymmetric unit.
The only differences lie in the presence or absence of screw axes or
centring. Thus, space groups P2,2,2, P2,2,2, P222,, P222, 1222
and /22,2, all belong to point group (symmetry class) 222 and
have the same asymmetric unit in reciprocal space. The only
consequence of the presence of screw axes or lattice centring is to
introduce systematic absences for some classes of reflection within
this asymmetric unit of the point group.

It is usual to define the limits of the asymmetric unit by placing
restrictions on the indices. For point group 222, the common
conventional choice of limits on the reflection indices hkl is

0 <h < hmax, 0 <k < kmax 0 <1< lnax,

where Aoy, kmax and [« are defined by the maximum resolution. In
all point groups, there are multiple but equivalent ways of defining
the asymmetric unit, but a default definition is generally chosen by
the data-reduction software. For example, in triclinic symmetry, any
hemisphere constitutes an asymmetric unit, and there are three
typical choices of index limits:

0 <h < hmax,

kmin S k S kmax,

lmin S l S lmaxa

or
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Table 9.1.7.1. Standard choice of asymmetric unit in reciprocal
space for different point groups from the CCP4 program suite

Point group | Index limits
1 hikl: | 1>0
hkO: | h >0
0kO: | k>0
2 hkl: | k>0,1>0
hkO: | h >0
222 hkl: | h>0,k>0,1>0
4 hkl: | h>0,k>0,l>0
Okl: | k>0
422 hkl: | h>k,k>0,1>0
3 hkl: | h>0,k>0
006: [I>0
321 hkl: | h >k, k>0
hhl: | 1>0
312 hkl: | h >k, k>0
hol: {1>0
6 hkl: | h>0,k>0,>0
Okl: | k>0
622 hkl: | h>k,k>0,1>0
23 hkl: | h>0,k>h,0l>h
hkh: | k> h
432 hkl: | h>0,k>1,1>h

0 S k S kmaxy lmin g ) g lmax,

or

hmin S h S hmaXa kmin S k S kmax’ 0 S l S lmax-

The standard choices of asymmetric unit taken from the CCP4
program suite (Collaborative Computational Project Number 4,
1994) are shown in Table 9.1.7.1.

The data are complete if the Ewald sphere has been crossed by all
reflections in the asymmetric part of the reciprocal lattice. During
data acquisition and reduction, all measured indices are con-
ventionally transformed to this asymmetric unit of reciprocal space.
Firstly, this allows merging of symmetry-equivalent measurements
as appropriate. Secondly, it allows the completeness of the data to
be assessed efficiently, using contributions from the whole sphere.

For all point groups, rotation of the crystal by 180° from any
starting angle on the ¢ spindle axis is sufficient to provide a
complete set of data (this is not sufficient if anomalous
measurements are required; see Section 9.1.7.2). Given such a
total rotation, the redundancy of the measurements will increase
with higher crystal symmetry. Thus, for a triclinic space group, the
unique data will be measured almost twice on average (see the blind
region below); for orthorhombic, eight times; for hexagonal class 6,
12 times; and for 622, 24 times. Redundancy is, in principle,
advantageous, giving improved data quality (again see below), but
it is generally possible to record complete unique data with a
minimal overall rotation and correctly chosen starting angle on the
spindle. It is of course necessary to determine the crystal orientation
matrix, and this remains a vital part of data-collection strategy. With
the intense time pressure currently on both SR beamlines and home

Fig. 9.1.7.1. Rotation of a triclinic crystal by 180° in the X-ray beam,
represented as rotating the Ewald sphere with a stationary crystal,
projected along the rotation axis. For the purpose of analysing the
relation of data completeness to crystal symmetry and orientation both
representations are equivalent.

sources, it is often essential to collect complete data with the
minimal rotation range. This may well change with the advent of
extremely fast detectors on the brightest SR sources, when the
decision-making process may take longer than data collection.

Thus, the crystal point-group symmetry has a profound effect on
the total rotation range and the optimal starting spindle and crystal
orientation for the most efficient recording of complete unique data.
The rest of this section suggests strategies for the collection of
complete data with minimal total rotation when anomalous
measurements are not required.

As stated above, for all crystals, rotation by 180° is fully
sufficient to cover both sides of the Ewald sphere with intensity
measurements. This is necessary for a triclinic crystal rotated
around any arbitrary axis and also for a monoclinic crystal rotated
around its unique b axis (Fig. 9.1.7.1). A twofold redundancy of
unique data results; fourfold for the monoclinic case. Now consider
arotation of less than 180° (Fig. 9.1.7.2). Owing to the curvature of
the Ewald sphere and the centre of symmetry arising from Friedel’s
law, the region of the sphere with reflections measured twice is
diminished, and for part of the sphere there are no measurements.
Most importantly, the proportions are resolution dependent. With a
limited rotation, the high-resolution intensities reach a higher

Fig. 9.1.7.2. Rotation of a triclinic crystal by 135° is not sufficient to obtain
totally complete data. At high resolution the completeness is higher than
at low resolution, where a full 180° rotation is required.
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Fig. 9.1.7.3. After a 90° rotation out of a required 180°, the overall
completeness is higher than 50%.

completeness than those at low resolution: data 90% complete at
high resolution may be missing 20% of the low-resolution shells.
Indeed, the low-resolution terms only become complete when a full
180° has been achieved.

The major data-processing software packages provide estimates
of overall completeness as a function of total rotation range and
starting point. However, they tend to neglect this variation with
resolution. The fundamental importance of completeness at low
resolution will be returned to later.

For total rotation by a given percentage of the angle needed to
provide complete data, the resulting percentage completeness will
be higher, again as a consequence of the curvature of the Ewald
sphere. Consider again the triclinic case, when complete data
require rotation by 180°. A single continuous range of 90° gives a
completeness of about 65% (Fig. 9.1.7.3). Splitting the rotation
range is advantageous; for example, if the crystal is rotated over two
ranges of 45°, separated by a gap of 45°, the completeness typically
rises to about 80%. In summary, for the triclinic case, the starting
point and crystal orientation are irrelevant, but if it is impossible to
cover 180° in the time available, it is better to use two or more sets
of ranges. The software can again often provide advice on such
strategies.

Fig. 9.1.7.4. For an orthorhombic crystal, a 90° rotation is sufficient
provided the starting or final orientation is along the major axis.

When the crystal has symmetry elements, the situation is more
complex. Now the completeness is sensitive to the starting point of
rotation and the crystal orientation, as well as the total rotation
range used. All three must be considered in defining an optimum
strategy for minimal rotation to give complete data. Consider an
orthorhombic unit cell where the asymmetric unit comprises any
octant of the reciprocal lattice. Minimal complete data requires a
total rotation of 90° between any twofold axis and the plane
perpendicular to it (Fig. 9.1.7.4). This requires that one of the major
axes must lie along the direction of the beam, either at the start or
end of the 90° rotation, when the other two axes will lie in the plane
of the detector. It is not necessary to rotate around one of the major
axes, but the rotation axis should lie in one of the three major planes.
If these conditions on crystal orientation or starting point are not
satisfied, then more than a 90° rotation will be required. The proper
selection of starting point is vital. A 90° rotation starting midway
between two axial positions, when the major axis only lies along the
beam after 45°, will reduce the completeness after 90° to about
65%, since in essence the same 45° of unique data will be measured
twice, albeit with high redundancy (Fig. 9.1.7.5). This emphasizes
the need to define the crystal symmetry and orientation properly
before data collection if minimalist protocols are to be employed.

In general, the higher the crystal symmetry, the more the
completeness depends on the crystal orientation. In point groups
321 or 312, the asymmetric unit may be defined as a 30°-wide
wedge that spans the space between the positive and negative
direction of the threefold axis. The index limits are

0 <h < hmax, 0<k<h, Imax <1< Inax.
If the crystal is mounted with the threefold axis along the rotation
spindle, it is sufficient to rotate by 30°, but only if the a or b axis lies
along the beam at the start or end of the range. In contrast, if the
crystal is rotated around a or b, then it is necessary to cover 90°. The
second procedure will lead to a threefold increase in redundancy,
but at the expense of a longer time.

The total rotation requirements for various crystal symmetries
and orientations are given in Table 9.1.7.2. It is difficult to give
reliable estimations for cubic crystals, since they vary dramatically
with the crystal orientation.

In the above, it was assumed that the detector was mounted
centrally with respect to the incident X-ray beam. If it is offset
either by a 260 arm or by a translation, then the completeness for any
total rotation range will be reduced. Software will generally be

Fig. 9.1.7.5. Rotation of an orthorhombic crystal by 90° between two
diagonal orientations leaves a part of the reciprocal space unmeasured.
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Table 9.1.7.2. Rotation range (°) required in different crystal
classes

The direction of the spindle axis is given in parentheses; ac means any vector in
the ac plane.

Point group Native data Anomalous data

1 180 (any) 180 + 260ax (any)

2 180 (); 90 (ac) 180 (b); 180 + 20max (ac)
222 90 (ab or ac or bc) 90 (ab or ac or bc)

4 90 (c or ab) 90 (¢); 90 + Oyax (ab)
422 45 (c); 90 (ab) 45 (¢); 90 (ab)

3 60 (c); 90 (ab) 60 + 20max (¢); 90 + Omax (ab)
32 30 (¢); 90 (ab) 30 + Omax (¢); 90 (ab)

6 60 (c); 90 (ab) 60 (¢); 90 + Omax (ab)
622 30 (c); 90 (ab) 30 (¢); 90 (ab)

23 ~60 ~70

432 ~35 ~45

required to estimate the effective completeness and derive optimum
strategies. For minimalist approaches to obtaining a high complete-
ness, the importance of selecting the total rotation range, the
optimal starting point and indeed the crystal orientation must be
stressed. This means that the crystal orientation must be defined at
the start of the experiment from the initial exposures.

9.1.7.2. Total rotation range for anomalous-dispersion data

In the presence of anomalous-scattering centres, Friedel’s law
breaks down and the intensities of the two halves of the reciprocal
sphere are no longer equivalent. Strictly speaking, reflections
related by a centre of symmetry or mirror relation cease to have
equal intensities, but those related by pure rotation preserve their
equivalence. The non-equivalent pairs of reflections are known as
Bijvoet pairs. In macromolecular crystallography, it is often highly
desirable to record the intensity differences between the Bijvoet
mates to provide information on the position of anomalous
scatterers, usually to be exploited in phasing procedures (Part 14).
The anomalous signal should also be retained for so-called native
data, for example, in the discrimination between water and ions in
the surface solvent shell.

This implies that the intensities of the unique reflections have to
be measured for both hemispheres of reciprocal space. In the
general (triclinic) case, this requires the rotation of the crystal by a
wider rotation range. At very low resolution, the surface of the
Ewald sphere can be approximated by a plane. In this case, rotation
of the lower half of the Ewald sphere will cover a full hemisphere of
data, and the upper half the remaining centrosymmetrically related
hemisphere. At high resolution, the surface of the Ewald sphere
increasingly deviates from planarity by 6 on each side (Fig. 9.1.7.6).
To record complete anomalous data for such a triclinic crystal
therefore requires it to be rotated by 180° + 26, from a random
starting position. This will measure each Bijvoet mate at least once.
However, only after a total rotation of 360° will the average
multiplicity reach a value of two.

Similar reasoning applies to higher-symmetry space groups.
Intensity data for two asymmetric units related by a centre of
symmetry or a mirror need to be recorded. For some cases, the total
range remains the same for completeness of anomalous data as for
native. However, in several symmetries or orientations, the total
range must again be increased by either Op,x or 26, (Table
9.1.7.2).

/ 180° + 26 11ax \

Fig. 9.1.7.6. For data containing an anomalous signal, when both Bijvoet
mates have to be measured, 180° rotation of a triclinic crystal is not
sufficient and at least an additional 26, is required.

9.1.7.3. Blind region

Even after rotation of the crystal about a single axis by 360°,
some reflections do not cross the surface of the Ewald sphere and
cannot be measured. These lie in a cusp around the rotation axis
which is referred to as the blind region. This is in principle a
disadvantage of the single-rotation method, but for most systems the
problems are easily overcome. Owing to the curvature of the Ewald
sphere, the width of the blind region increases with the resolution
and directly depends on a single parameter, the diffraction angle ¢
(Fig. 9.1.7.7). The variation of the fraction, By, of unrecordable
reflections lying in the blind region at a particular resolution with
Bragg angle 6 is given by

By =1 —cos@.

The cumulative fraction, By, of reflections in the blind region up to
a certain resolution is given by

Bio = 1 — 3(46 — sin46) /(32sin’ ).

Fig. 9.1.7.7. Rotation by 360° leaves the part of the reciprocal space in the
blind region unmeasured, since the reflections near the rotation axis do
not cross the surface of the Ewald sphere. The rotation axis in this
projection lies vertically in the plane of the figure.
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Fig. 9.1.7.8. Dependence of the total fraction of reflections in the blind
region on the resolution for three different wavelengths: 1.54, 1 and
0.71 A.

Biot is shown graphically as a function of resolution for selected
wavelengths in Fig. 9.1.7.8.

For a particular resolution limit, the blind region is narrower if
the wavelength is short, since the surface of the Ewald sphere is
flatter (Fig. 9.1.7.9). This is an advantaﬁge of using short-wavelength
radiation. For Cu Ko radiation at 2.0 A resolution, the blind region
amounts to less than 5%. With shorter wavelengths, it falls below
2%.

The two halves of the blind region on either side of the Ewald
sphere are related by the centre of symmetry. In the triclinic case,
the blind region is therefore unavoidable with a single mount of the
crystal. The only solutions are to use a second mount of the crystal
offset by at least 20 from the first, easily achievable with a
k-goniostat, or to measure from a second sample.

For crystals with symmetry higher than P1, reflections that are
symmetry equivalent to those in the blind region may be recorded,

Fig. 9.1.7.9. For shorter wavelengths the blind region is narrower, since the
Ewald sphere is flatter.

|
7 _emax

Fig. 9.1.7.10. If the crystal has a symmetry axis, it should be skewed from
the rotation axis by at least 6;,,x to be able to collect the reflections
equivalent to those in the blind region.

and there will be no loss of unique reflections. Only if the unique
axis passes through the blind region approximately parallel to the
spindle axis will the reflections lying close to it not be repeated by
symmetry in another region of reciprocal space. To avoid the blind
region, it is sufficient to misorient the unique symmetry axis by at
least Opax from the rotation axis (Fig. 9.1.7.10). To achieve full
completeness, monoclinic crystals should not be oriented along the
unique twofold axis or along any vector in the ac plane.

The reciprocal-lattice points on the border of the blind region
cross the surface of the Ewald sphere at a very acute angle or fail to
cross it completely, staying in the diffracting position for a
considerable time. Their intensity cannot be measured accurately,
because the Lorentz factor is large and its magnitude is very
sensitive to minor errors in the orientation matrix. These reflections
are located on the detector window along the line parallel to the
spindle axis and should not be integrated.

The detrimental effect of the blind region on the completeness of
data is negligible at medium and low resolution or if the crystal is
non-axially oriented. This means that a simple single rotation axis is
sufficient for the majority of applications.

9.1.7.4. Alternative indexing

If the crystal point-group symmetry is lower than the symmetry
of its Bravais lattice, then the reflections can be indexed in more
than one way. In other words, the symmetry of the reflection
positions is higher than the symmetry of the distribution of their
intensities. This situation typically arises for point groups with polar
axes, such as groups 3, 4 or 6, which can be indexed with the ¢ axis
pointing in either one of two directions. The lattice does not define
the directionality of such axes if its two remaining cell dimensions
are equivalent. This problem does not occur in the monoclinic
system, despite the polar twofold axis, as the two other axes are not
equivalent. The most complex case is point group 3, which can be
indexed in the 622 lattice in four non-equivalent ways. The other
such groups have only two alternatives.

There is an analogous problem for cubic space groups within
point group 23. Here the lattice possesses fourfold symmetry, but
the intensity distribution has only twofold symmetry. Rotation by
90° leads to alternative, although perfectly permitted, indexing of
reflections.

Each allowed scheme is permitted and self-consistent for a single
crystal, since all possibilities will perfectly match the crystal lattice.
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Table 9.1.7.3. Space groups with alternative, non-equivalent
indexing schemes

Symmetry operations required for re-indexing are given as relations of indices
and in the matrix form. In brackets are the chiral pairs of space groups
indistinguishable by diffraction. These space groups may also display the effect
of merohedral twinning, with the twinning symmetry operators the same as
those required for re-indexing.

Space group Re-indexing transformation
P4, (P4y, P43), P4y, 14, 14 hid — khl 010/100/001
P3, (P31,P3y) hkl — hkl 100/010/001
or hkl — khi 010/100/001
or hkl — khl 010/100/001
R3 hil — khl 010/100/001
P321, (P3,21,P3,21) hil — hkl 100/010,/001
P312, (P3,12,P3,12) hkl — hkl 100/010,/001
P6, (P61, P6s), (P6,, P64), P63 | hkl — khl 010/100/001
P23, P2,3, (123, 12,3), F23 hkl — khl 010/100/001

However, under alternative indexing schemes, the same reflection
will be given different indices, which can pose problems when data
from more than one crystal are to be merged or compared. Merging
is needed when more than one sample is required to record a
complete data set. Comparison is needed when looking for heavy-
atom derivatives or for ligand complexes with isomorphous
crystals. For these, the reflections of one crystal must be selected
as a standard, and it is easy to make other crystals consistent with
this standard either by changing the orientation matrix at the time of
intensity integration or by applying re-indexing to the integrated
intensity set. The alternative indexing schemes are related by those
symmetry operations present within the higher symmetry of the
Bravais lattice but absent from the point-group symmetry. The point
groups with alternative indexing systems are shown in Table
9.1.7.3, together with the necessary symmetry operations for re-
indexing.

Several experiments require the recording of multiple data sets
from the same crystal. One example is the collection of more than
one pass with different exposure times (see below), and a second is
in multiwavelength anomalous dispersion (MAD) experiments. In
these experiments, the software systems may independently choose
any of the alternative systems for different sets, which may then be
incompatible and need re-indexing. It is much simpler to ensure a
common orientation matrix modified as appropriate for all sets at
the time of intensity integration.

9.1.8. Crystal-to-detector distance

The crystal-to-detector distance (CTDD) should be selected so that
the whole area of the detector is usefully exploited. The shorter the
CTDD, the higher the resolution of the indexed reflections at the
edge of the image; but if the CTDD is too short, then the outer
regions of the detector window record only indices with attached
noise rather than intensities. A longer CTDD spreads the back-
ground radiation over a larger area of the detector as the background
level diminishes in proportion to the square of the CTDD. In
contrast, owing to collimation and focusing, the profiles of the
Bragg reflections do not broaden so much, and the signal-to-noise
ratio is enhanced at longer distances. It is advantageous to use the
largest possible CTDD while ensuring that meaningful data are not
lost beyond the active edge of the detector.

It is not straightforward to judge the resolution limit of
meaningful diffraction. The most scientific approach involves
recording, processing and merging a small number of images and
making a decision on the basis of the resulting intensity statistics.
However, this does require time, which should only pose a problem
on ultra high intensity sources with very rapid data collection. A
more pragmatic approach relies on visual inspection of the initial
exposures using a graphical display at various contrast levels.
Normally, if reflections are not visible by eye at the highest display
contrast, their intensities are not meaningful. Some safety margin
can be applied by setting the CTDD to a slightly shorter value than
that estimated from visual inspection. Naturally, the resolution limit
to which meaningful intensities extend depends on the exposure
time, and the decision concerning the CTDD should follow the
selection of the appropriate exposure (Section 9.1.11.2).

In addition to the significance of the reflection intensities, another
important factor is the spatial resolution of spot profiles on the
detector. If the crystal cell dimensions are large, the profiles may
superimpose and the reflections may be impossible to integrate. At
longer CTDD, the diffraction pattern spreads out and the profile
overlap diminishes. If necessary, the detector can be offset from the
central position to measure high-resolution data at long CTDD, but
a larger total rotation is required to reach full data completeness.
This applies only if the overlap of profiles belonging to the same
lune results from a long axis lying parallel to the detector plane. The
superposition of reflection profiles resulting from overlapping lunes
will not be alleviated by increasing the CTDD; the only remedy for
this is to reduce the rotation range Ay per exposure.

In addition to the proper selection of the CTDD, attention should
be given to the proper positioning of the beam stop. It should be
centred with respect to the direct beam and cover the beam cross
section completely. No part of the direct beam should reach the
detector, and there should be no indirect scatter by the beam stop.
The optimal reduction of air scatter is to have the smallest beam
stop consistent with the dimensions of the beam, placed as close as
possible to the crystal. For a given size of beam stop, the crystal-to-
beam stop distance should be matched to the CTDD, sufficiently far
from the crystal to minimize its shadow and concomitant
obstruction of the valuable lowest-resolution reflections. If the
beam stop is mounted on a metal wire, it is better to position the
wire along the spindle axis where it will only interfere with those
reflections around the blind region.

9.1.9. Wavelength

The wavelength of X-radiation can be tuned only at synchrotron
sources. Rotating-anode generators produce radiation at a fixed
wavelength which is characteristic of the metal of the anode, usually
copper with A = 1.542 A.

The proper selection of the wavelength is most important for
collecting data containing an anomalous-scattering signal. In
general, the imaginary component Af” of the anomalous-dispersion
signal is high on the short-wavelength side of the absorption edge of
the anomalous scatterer present in the crystal. Near the absorption
edge, both components, real Af’ and imaginary Af”, vary
significantly. This variation is utilized in the MAD technique, the
strict requirements of which are discussed in Chapter 14.2.

If the data are collected using a single wavelength with the aim of
measuring Bijvoet differences, AFyom = FT — F~, the require-
ments are not as strict as for MAD. However, it may be advisable to
record the fluorescence spectrum around the region of the expected
absorption edge. If the fluorescence signal from the crystalline
sample is too weak, the appropriate metal or salt standard can be
used. However, the chemical environment of the anomalous
scatterers may cause a shift of the edge by up to 10eV, and it is

188

references


http://it.iucr.org/Fa/ch9o1v0001/references/


<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (None)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Error
  /CompatibilityLevel 1.3
  /CompressObjects /Off
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Perceptual
  /DetectBlends true
  /ColorConversionStrategy /sRGB
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /SyntheticBoldness 1.00
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 524288
  /LockDistillerParams true
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveEPSInfo true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts false
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 150
  /ColorImageDepth -1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages false
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /ColorImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /AntiAliasGrayImages false
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 150
  /GrayImageDepth -1
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /GrayImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 15
  >>
  /AntiAliasMonoImages false
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 600
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile (None)
  /PDFXOutputCondition ()
  /PDFXRegistryName (http://www.color.org)
  /PDFXTrapped /False

  /DetectCurves 0.100000
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /PreserveDICMYKValues true
  /PreserveFlatness true
  /CropColorImages true
  /ColorImageMinResolution 150
  /ColorImageMinResolutionPolicy /OK
  /ColorImageMinDownsampleDepth 1
  /CropGrayImages true
  /GrayImageMinResolution 150
  /GrayImageMinResolutionPolicy /OK
  /GrayImageMinDownsampleDepth 2
  /CropMonoImages true
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /CheckCompliance [
    /None
  ]
  /PDFXOutputConditionIdentifier ()
  /Description <<
    /ENU ()
  >>
>> setdistillerparams
<<
  /HWResolution [300 300]
  /PageSize [641.000 859.000]
>> setpagedevice


