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A new, fast, single-pulse x-ray diffraction (XRD) diagnostic for determining 

phase transitions in shocked polycrystalline materials has been developed. The diagnostic 

consists of a 37-stage Marx bank high-voltage pulse generator coupled to a needle-and-

washer electron beam diode via coaxial cable, producing line and bremsstrahlung x-ray 

emission in a 35-ns pulse. The characteristic Kα lines from the selected anodes of silver 

and molybdenum are used to produce the diffraction patterns, with thin foil filters 

employed to remove the characteristic Kβ line emission. The x-ray beam passes through a 

pinhole collimator and is incident on the sample with an approximately 3-mm by 6-mm 

spot and 1° full-width-half-maximum (FWHM) angular divergence in a Bragg-reflecting 

geometry. For the experiments described in this report, the angle between the incident 

beam and the sample surface was 8.5°. A Debye-Scherrer diffraction image was produced 

on a phosphor located 76 mm from the polycrystalline sample surface. The phosphor 

image was coupled to a charge-coupled device (CCD) camera through a coherent fiber-

optic bundle. Dynamic single-pulse XRD experiments were conducted with thin foil 

samples of tin, shock loaded with a 1-mm vitreous carbon back window. Detasheet high 

explosive with a 2-mm-thick aluminum buffer was used to shock the sample. Analysis of 

the dynamic shock-loaded tin XRD images revealed a phase transformation of the tin 

beta phase into an amorphous or liquid state. Identical experiments with shock-loaded 

aluminum indicated compression of the face-centered-cubic (fcc) aluminum lattice with 

no phase transformation. 

 

 



I. Introduction 

 Dynamic x-ray diffraction (XRD) has been widely used to investigate the 

properties of shocked single-crystal structural dynamics over the past four decades, on 

time scales of less than 100 ns. However, dynamic studies with shocked polycrystalline 

materials have been problematic due to insufficient monochromatic x-ray flux and, until 

recently, dynamic experiments using x-ray diffraction diagnostics have been limited to 

materials that can be fabricated as single-crystal targets. Dynamic shock studies of 

polycrystalline materials with dynamic single-pulse XRD diagnostics are a significant 

advance in this field, allowing polycrystalline melt and solid–solid phase transition 

experiments to be observed on a very short time scale. Also, the effects of dynamic 

shocks on material properties including temperature1, texture, and grain size distribution 

caused by dynamic shocks may be investigated using this diagnostic2.  

 Nearly 40 years ago, Johnson et al. 3 showed that a Debye-Scherrer XRD pattern 

could be obtained from lithium fluoride (LiF) and sodium chloride powder samples with 

2.75-Å x-rays in less than 100 ns with a Blumlein pulse generator. To obtain these 

results, the detector was placed within three centimeters of the sample, making dynamic 

experiments impractical due to difficulties protecting the soft x-ray detector from 

shrapnel. Later, Johnson et al. used pulsed x-ray diffraction diagnostics to perform 

dynamic experiments with single-crystal LiF4,5, aluminum, and graphite6, and observed 

phase transitions with single-crystal boron nitride7. In these experiments, the intensity of 

the reflection was three orders of magnitude greater than the powder sample, allowing 

increased conjugate distances, and hence a film-protection capability. In the following 

decades, dynamic single-crystal shock experiments were performed using pulsed high-



voltage sources8,9, notably by Rigg and Gupta 10,11 who showed that the LiF strain 

mechanisms varied depending on whether the crystal lattice was shocked along the (100) 

or (111) crystal orientation.  

 Transformations of solid-state structures and compression dynamics that occur 

during shock experiments may be observed on very short, less than one ns, timescales by 

laser-driven plasma x-ray sources12. Recently, the α-ε phase transition in single-crystal 

iron shocked along the (001) axis has been observed with a laser-driven plasma x-ray 

source13,14. Also, Hawreliak et al. have reported nanosecond x-ray diffraction from 

polycrystalline and amorphous materials using a laser-plasma x-ray source with 

wavelengths in the range of 1.48 to 1.85 Å15. The advantages of laser-driven plasma x-

ray sources include short pulse width, reduction of bremsstrahlung emission, and a very 

small spot size compared to pulsed high-voltage electron beam sources. However, the 

capability of laser plasma sources to produce sufficient flux at penetrating x-ray energies 

above 15 keV may be cost-prohibitive16. In contrast, our low-cost, portable, single-pulse 

electron beam x-ray source will produce characteristic 17.4-keV and 22.1-keV line 

emission of sufficient intensity to perform a wide range of dynamic polycrystalline XRD 

experiments. Because these conventionally produced x-rays are sufficiently energetic, 

polyethylene blast shielding can be used to protect the detector and the x-ray source, and 

a vitreous carbon back window may be used to allow a shock-loaded steady-state 

observation time of greater than 100 ns. A direct, comprehensive line flux emission 

comparison between high-voltage pulsed electron beam x-ray sources and laser-driven 

plasma x-ray sources has not been performed, and an experimental comparison would be 

very useful. 



 This paper describes our newly designed, single-pulse XRD system. Because this 

system has a pinhole collimator and a small source spot size, it produces a highly 

collimated x-ray beam  The 35-ns pulsed x-ray source provides sufficient characteristic 

line emission to observe polycrystalline Bragg diffraction patterns from flat, metal 

surfaces. High-energy-source bremsstrahlung shielding is incorporated directly into the x-

ray diode, and Compton scattering of high-energy x-rays in the beam from the target 

sample and back window is the dominant contributor to background noise. A low-noise 

imaging system couples the phosphor image to a thermo-electrically cooled charge-

coupled device (CCD) camera through a coherent fiber-optic bundle.  

 A series of high-explosives-driven shock-loaded polycrystalline experiments were 

performed on samples of tin and aluminum using this single-pulse XRD diagnostic. 

Analysis of the XRD images reflected from the shocked tin sample indicated that a phase 

transformation of the tin beta-phase into an amorphous or liquid state had occurred. 

Identical experiments with shock-loaded aluminum showed compression of the face-

centered-cubic (fcc) lattice with no phase transformation. 

 

II. Experimental Apparatus 

 National Security Technologies (NSTec) designed and built the 37-stage Marx 

bank having 8.1 nF per stage described in this report. The capacitor stages were charged 

to –30 kV and subsequently triggered to discharge in series into a remote needle-and-

washer x-ray diode through a 40-Ω, DS-2158 coaxial transmission line17. The Marx, 

coaxial transmission line, and x-ray diode were all pressurized to 80 psig with dry air. 

Upon triggering, the high stage-to-ground capacitance and low stage-to-stage capacitance 



cause sequential over-voltage of the ball gaps. This allows the Marx stages to erect in 

series, producing a high-voltage output. The stage ball gaps were independently adjusted 

to a spacing of 0.100 ±0.001 inch. The pulse width was approximately 35 ns with a pulse 

timing uncertainty less than 10 ns. The x-ray diode was located inside the blast 

containment vessel, with a specially designed high-voltage coaxial feed-through that 

allowed placement of the x-ray source very close to the sample. A vacuum feed-through 

penetration in the containment vessel was also required to evacuate the x-ray diode. 

 A schematic diagram of the single-pulse XRD experimental configuration appears 

in Figure 1. The x-ray diode was specially designed for x-ray diffraction, with a short, 

low-characteristic-impedance vacuum transmission line section and a needle-and-washer 

anode-cathode (A-K) configuration9,18. A 1-cm-thick tungsten shield plate effectively 

eliminated direct high-energy bremsstrahlung emission outside the diode in all forward 

directions, except through the pinhole collimator. Because the molybdenum and silver 

emission line energies are much lower than the potential developed across the A-K gap, 

the diode was designed to reduce the load impedance. This resulted in higher emission 

current and lower electron impact energy, thereby increasing the production of 

characteristic line emission, while minimizing bremsstrahlung emission. A 5-mm-

diameter stainless steel cathode and 1.5-mm-diameter anode of molybdenum or silver 

with spherical tips were used, and all sharp points and edges in the A-K region were 

eliminated. In this configuration, the peak voltage across the diode was estimated to be 

slightly less than 400 kV19. Because the electron beam impact caused erosion of the 

anode surface, the anode was replaced after approximately five shots. The characteristic 

Kα wavelengths and Kβ filters for these anodes are shown in Table I. To produce a 



collimated x-ray beam, a tungsten pinhole was placed 70 mm from the anode. The 

smaller dimension of the rectangular pinhole was aligned parallel to the plane of 

dispersion to produce a collimated beam with a divergence of approximately 1° FWHM. 

Because the diffraction line resolution is limited by the 1° beam divergence in the 

scattering plane, the pinhole collimator was placed about 3 cm away from the axis of the 

target sample to maximize detector resolution.  

 X-rays were detected by a thin, mirrored P-43 phosphor that converted the x-ray 

image to an optical image approximately 7.6 cm away from the sample. A half-inch 

tungsten beam-stop was used to prevent scattering from the direct beam onto the 

phosphor. Blast shielding was provided by two layers of 0.1-in-thick polyethylene. The 

field of view was 18 mm wide by 12 mm high, allowing observations of 2θB scattering 

angles in the range of 11° to 25°. The optical image was transmitted to a thermo-

electrically cooled CCD camera by a coherent fiber-optic bundle, and the images were 

recorded in a data file. 

 

III. Single-Pulse XRD Experiments 

 Initial laboratory testing of the single-pulse XRD diagnostic system included a 

study of the material properties of the 1-mm-thick vitreous carbon used as a back window 

for dynamic shock loading. Vitreous carbon is an amorphous solid, and like a liquid, has 

no repeating structure. However, the minimum spacing of the atoms required by the Pauli 

exclusion principle results in a nonrandom probability distribution of the scattering 

centers. Therefore, coherent x-ray scattering from local atomic configurations within 

amorphous solids or liquids causes broad interference peaks20. For example, Hawreliak et 



al. 13 have observed these broad interference peaks produced in Laue mode by coherent 

scattering from amorphous Metglas [Ni55Fe27Co15Si1.6Al1.4] foil with a single pulse of 

1.85-Å laser-plasma x-rays. A 0.561-Å single-pulse XRD image was obtained for a 1-

mm-thick sample of vitreous carbon with an 8.5° input angle in a Bragg-reflection 

geometry using an image plate. The result is shown in Figure 2a, and a line-out of this 

image is shown in Figure 2b. The broad interference peaks are observed in first and 

second order, with the first interference peak observed at a scattering angle of 

approximately 15°. 

 Dynamic single-pulse XRD experiments were conducted at the high-explosives 

facility at NSTEc’s Special Technologies Laboratory. The experimental package design 

for the two sample configurations described in this report are shown in Figure 3, and 

details of these experiments are summarized in Table II. A static single-pulse XRD image 

of the sample and a dark background image were obtained prior to the detonation. An 

electromagnetic pick-up at the x-ray diode end of the DS-2158 transmission determined 

the time at which the x-ray pulse diffracted from the sample surface. Because vitreous 

carbon is opaque to visible light, the photon Doppler velocimetry diagnostic registered 

the time at which the shock reached the vitreous carbon–free surface. The shock velocity 

in vitreous carbon is approximately 4.92 km/s9. 

 The first experiments were conducted with Detasheet high explosives on a 2-mm-

thick aluminum 6061-T6 buffer with a 1-mm vitreous carbon back window as shown in 

Figure 3a. The scattering angles for the three lowest-order fcc aluminum diffraction lines 

with 0.561-Å x-rays are given in Table III. As the shock front traverses the material 

interface, the shock wave partially reflects back into the aluminum, and partially 



transmits into the vitreous carbon back window. The penetration depth for 0.561-Å x-ray 

in the aluminum sample was approximately 0.4 mm, and the reflected shock must exceed 

the x-ray penetration depth to ensure equal pressure for all aluminum x-ray reflections. 

Also, the x-ray pulse must fire before the transmitted shock in the vitreous carbon reflects 

from the free surface back to the aluminum–vitreous carbon interface. At the time of the 

x-ray interrogation, the pressure at the interface is substantially reduced compared to the 

peak pressure that occurs when the shock first arrives at the interface. The peak pressure 

and the reduced pressure at the x-ray arrival time were calculated by the WONDY code, 

and are given for experimental run #070607 in Table II. From this code, we estimated 

that the reflected shock had reached a depth of 0.7 mm in the shocked aluminum, 

measured from the aluminum–vitreous carbon interface, exceeding the x-ray penetration 

depth. The interface had moved approximately 0.165 mm in the direction of the initial 

shock. The shift of the (200) and (220) reflections in the image plane caused by the 

shocked aluminum compression and the translation of the aluminum–vitreous carbon 

interface are shown in Figure 4. We also observed that the x-ray reflections from the 

vitreous carbon back window are essentially unchanged in the dynamic image. After 

correcting for the translation, we measured the shock-loaded aluminum compression to 

be Δl/l = –0.020 ±0.006.  

 Experiments to study the dynamic properties of tin were conducted with a thin 

0.106-mm sheet of tin sandwiched between the 6061-T6 aluminum buffer and the 1-mm 

vitreous carbon back window as shown in Figure 3b. Experiment #070605-1 used a silver 

anode and palladium filter to produce 0.561-Å x-rays. At this wavelength, 90% of the 

diffraction occurs within 0.007 mm of the tin–vitreous carbon interface. The room-



temperature tin β-phase structure is face-centered-tetragonal with a lattice constant of 

3.21 Å and a c/a ratio of 0.546. A second identical lattice is offset at coordinates (a,a,c)/4. 

The four lowest-order diffraction lines are given in Table IV. The (311) and (400) 

diffraction lines are not resolved by our diffraction system, but are quite intense, and 

clearly indicate the presence of the tin β-phase structure. The experimental timing, peak 

pressure, and reduced pressure as calculated by the WONDY code for experiment 

#070605-1 are shown in Table II. X-ray diffraction was observed approximately 80 ns 

after the initial shock arrived at the tin–vitreous carbon interface. 

 Figure 5a shows the dynamic-minus-static 0.561-Å XRD image of the tin sample, 

and the line-out is shown in Figure 5b. By subtracting the static image from the dynamic 

image, the fixed pattern noise within the CCD camera is reduced, and the vitreous carbon 

back window interference peak is eliminated, because changes in the reflections from the 

vitreous carbon caused by dynamic effects are insignificant. Therefore, the resulting 

dynamic-minus-static image enhances the signal-to-noise ratio of the tin x-ray reflections. 

The strong, unresolved (400) and (311) lines disappear, and are replaced with a broad 

peak at the low-scattering-angle edge of the field of view. The broad peak in our image is 

compared to a static liquid tin XRD experiment performed by Vahvaselkä[21] in Figure 

5b. The agreement of the width and location of the broad interference peak leads to the 

conclusion that the shock-loaded tin has transformed to an amorphous or liquid state. The 

slight discrepancies in the location of the broad interference peak and Vahvaselkä’s 

results can be explained by our system resolution, the small translation of the tin–vitreous 

carbon interface, and possibly the increased density caused by compression of the 

amorphous or liquid tin. 



 Experiment #070605-1, performed on tin samples with 0.561-Å x-rays was 

repeated with a molybdenum anode and zirconium filter at a wavelength of 0.709 Å in 

experiment #070605-2, and details are given in Table II. At this wavelength the x-ray 

penetration depth in tin is about 0.015 mm. No other changes were made to the 

experimental package, timing, or diagnostics. The x-ray pulse arrived at the tin–vitreous 

carbon interface approximately 100 ns after the incident shock, and the dynamic-minus-

static image is shown in Figure 6. Compared with those in Figure 5, the unresolved static 

(311) and (400) diffraction lines in Figure 6 are observed at larger scattering angles due 

to the longer wavelength x-rays. Again, we observe a broad interference peak in the 

dynamic-minus-static image near the center of the detector’s field of view, with the 

location and width of the peak in good agreement with the static liquid tin diffraction 

experiments of Vahvaselkä21 as shown in Figure 6b.  

 

IV. Conclusions 

 We have shown that shock-loaded tin driven to peak pressures above 175 kbar 

transforms to a liquid or amorphous state upon release to a reduced pressure around 55 

kbar. Mabire and Héreil22 have performed shock-loaded tin experiments with a single 

crystal LiF as a back window using a projectile launcher. For these experiments, velocity 

interferometer for any reflector (VISAR) diagnostics were used to determine the tin-LiF 

interface velocity, and polymorphic transitions and melt-on-release were inferred from 

the velocity profiles. In shot number SN02, Mabire and Héreil report a peak impact stress 

of 17.9 GPa at the interface, which causes a tin phase transformation into the body-

centered-tetragonal or γ-phase at about 100 kbar. Upon release, the sample returns to the 



β-phase, as shown in their temperature-stress phase diagram, with temperatures at least 

200 K below transformation to the liquid phase. Their shock-loaded tin experiment, shot 

number SN02, was driven to a pressure very close to the peak pressure calculated by 

WONDY code for our tin experiments. Therefore, our observation of a shocked-tin phase 

transition to a liquid or amorphous state is not supported by the VISAR experiments of 

Mabire and Héreil, and the reason for the ambiguity is not clear. 

 We expect to continue similar experiments with an improved single-pulse XRD 

system in the near future. Improvements will include a large-format image plate detection 

system for observation of higher-order diffraction lines. A beam block will permit partial 

transmission of the direct beam onto the image plate, improving the data analysis 

capability. Improvements will also be made to the x-ray shielding and collimation. The 

single-pulse XRD is expected to become a valuable tool for determination of dynamic 

phase transitions. 
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TABLE I. Characteristic emission wavelengths for silver and molybdenum anodes. 

Anode Kα Wavelength (Å) Kβ Line Emission Filter 

Mo (Z = 42) 0.709 0.050 mm Zr 

Ag (Z = 47) 0.561 0.025 mm Pd 
 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



TABLE II. Summary of Dynamic Experiments. 

 

Experiment # 

 

Configuration 

X-ray delay from 
interface shock arrival 

(ns) 
Peak interface pressure 

(kbar) 

 

Release pressure (kbar) 

070607  Al:C 90 —— 64 

070605-1 Al:Sn:C 190 175 58 

070605-2 Al:Sn:C 100 193 64 
 

 

 

 

 

 



TABLE III. X-ray reflections from fcc aluminum at room temperature and pressure. 

Miller Indices d-spacing (Å) 2θB (°), λ = 0.561 Å  

(111) 2.35 13.7 

(200) 2.04 15.8 

(220) 1.44 22.4 
 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



TABLE IV. X-ray reflections from β-phase tin at room temperature and pressure. 

Miller Indices d-spacing (Å) 2θB (°), λ = 0.709 Å 2θB (°), λ = 0.561 Å 

(220) 2.91 14.0 11.1 

(111) 2.79 14.6 11.6 

(400) 2.06 19.8 15.7 

(311) 2.01 20.3 16.0 
 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



FIGURE CAPTIONS 

 

FIG. 1. Schematic diagram of the single-pulse XRD system. Filtered x-rays from the 

anode are collimated by the tungsten pinhole with an angular divergence of 1°. The 

diffracted x-rays are detected by a phosphor screen 7.6 cm from the sample axis. 

 

FIG. 2. (a) XRD pattern from a 1-mm-thick sheet vitreous or “glassy” carbon with 0.561-

Å x-rays at an input angle of 8.5° with respect to the surface. An image plate is used for 

x-ray detection of the first and second interference peaks. (b) Interference peak integrated 

intensity as a function of scattering angle. 

 

FIG. 3. Experimental designs for (a) shock-loaded aluminum and (b) shock-loaded tin. 

 

FIG. 4. Static and dynamic aluminum (111), (200), and (220) XRD reflections observed 

with 0.561-Å x-rays. The shift to larger scattering angles is caused primarily by lattice 

compression. The first interference peak from the vitreous carbon is observed at a 

scattering angle of approximately 15°. 

 

FIG. 5. (a) Dynamic-minus-static image for shock-loaded tin diffraction at 0.561 Å. This 

image-processing technique allows noise reduction by cancellation of fixed-pattern noise 

within the CCD. The coherent scattering from the amorphous vitreous carbon is also 

cancelled, because dynamic shock effects on this material are shown to be small. (b) ▲, 



line-out of the dynamic-minus-static image; the solid line, liquid tin diffraction results, is 

from Vahvaselkä[21]. 

 

FIG. 6. (a) Dynamic-minus-static image for shock-loaded tin at 0.709 Å. The entire first-

order broad interference peak from amorphous tin is in the field of view. (b) ▲, line-out 

of dynamic-minus-static integrated intensity; the solid line, liquid tin diffraction results, 

is from Vahvaselkä[21]. 
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