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Impact-induced ultra-high melting point
oldhamite discovered in Chang’E-6 lunar soil

Chen Li1,2, Yang Li 1,3 , Ronghua Pang 1, Jiyang Xie4, Zixuan Han1,
Yuanyun Wen1, Xiaojia Zeng 1, Li Wang2, Ziyan Qin2, Jie Yang4, Wanbiao Hu 4,
Jianzhong Liu 1,3, Xiongyao Li 1,3 & Wenhui Ma2

Chang’E-6 lunar soil was the first sample collected on the lunar farside. It
provides insights into impact history and thermodynamic evolution of the
Moon. Here we show the discovered widespread oldhamite (CaS) in lunar
regolith samples. Analysis of the microscopic composition and crystal struc-
ture showed that the oldhamite has a cubic structure and presence at the
interface of glass and iron on the surface of the impact glass beads, suggesting
a interface thermochemical reaction. Thermodynamic calculations show that
the formation of chemical reactions requires a reducing atmosphere and high
temperature to ensure reducing environment and high iron activity for pro-
moting the interaction. Such environment suggests a potential large-scale,
high-energy impact event with a S-rich asteroid or involving lunar S-rich
mantle-core excavation. Oldhamite has never been observed in other lunar
samples from near side. Our findings reveal a unique evolution history of the
South Pole-Aitken basin, which is distinct from nearside.

The Chang’E-6 lunar soil samples are the first samples collected on the
far side of the moon. They contain significant information on the for-
mation and evolution of themoon and the transformation of the space
environment. Chang’E-6 landed at 153.978°W, 41.625°S on the far side
of themoon. The landing area is located in the southern plains near the
Apollo basin northeast of the South Pole-Aitken (SPA) basin, which has
multiple terrane sources1. The Chang’E-6 lander collected ~1935.3 g of
lunar soil using scooping and drilling2. The sampling area has multiple
terrane sources and may have undergone multiple phases of trans-
formation. Sample analysis is expected to solve key issues, such as the
bisection of lunar surface terranes3. Multiple stages of magma trans-
formation and an evolutionary period of 2.4-3 billion years4,5 indicate
that the Chang’E-6 lunar soil samples underwent complex thermal
transformation.

Different from the formation environment of meteorites, the
complex impact environment on the lunar surface substantially
changes the physical and chemical properties of lunar soil due to high-
temperature and high-pressure effects, producing minerals or micro-
structures and preserving in the lunar soils. For example, the high-

temperature and high-pressure environment generated by the impact
can cause the phase change of quartz6. Vapor deposition during the
impact forms new minerals or microstructures, such as hapkeite7,
nanophase iron (np-Fe0)8, and digenite9. The chemical processes and
redox changes induced by the impact cause valence state changes in
the Fe-rich components, resulting in the accumulation of Fe3+ 10, np-Fe0

from disproportionation reactions11, in-situ thermal reduction12,13,
redeposition from impact vapor8, and magnetite from eutectoid
reactions14. Thermal events during the impact can also cause mineral
decomposition reactions of heat-sensitive minerals such as fayalite15

and troilite16. Therefore, impact events have changed the thermal
environment on the lunar surface. These complex thermal environ-
ments have greatly changed the lunar surface, especially the largest
SPA basin impact, whichmay directly affect the lunar mantle and even
the lunar core17,18. Therefore, the lunar soil samples of Chang’E-6 may
reveal potential typical impact products of mantle or core sources.

Minerals with different melting points respond to different ther-
mal events19,20. Calcium sulfide (CaS, oldhamite) with a cubic structure
(Fm3m) is a sulfide with a high melting point of 2798K21. Oldhamite
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usually exists in enstatite chondrites and some other undifferentiated
meteorites, forming in a highly reducing environment22–24. It is found in
meteorites as individual crystals, coexisting with other sulfides such as
ninengerite and heideite25. Anomalous distribution of light rare earth
elements and S isotope studies in meteorite oldhamite suggest its
formation chemical reduction and thermal history26–28. Highly redu-
cing conditions are necessary for the formation of oldhamite, and low
oxygen partial pressure promotes the formation of sulfides29. Experi-
ments have also shown thatoldhamite ismost stable under lowoxygen
partial pressure conditions, a property that is important evidenceof its
presence in such meteorites30.

Oldhamite is rarely found in natural deposits on the surface or can
beproduced in thehigh-temperature, high-pressuremantle conditionof
the terrestrial planets like Earth andMoon31. Calciumsulfidewith a stable
crystal structure has not yet been found in lunar soil, and only some
studies have found sulfides with similar chemical compositions32–34. It is
unclear whether sulfide minerals with high melting points exist on the
lunar surface and which environments they indicate. The newly dis-
coveredoldhamite in the samples collected in theChang’E-6mission has
provided new insights for the evolution history of the Moon.

Results
Iron beads in the impact glass in the Chang’E-6 lunar soil
samples
The Chang’E-6 lunar soil contains a wide variety of impact glass and
aggregates2,35. We found metallic iron particles embedded in the sur-
face of impact glass beads. The particle size of the metal particles
ranged from a few hundred nanometers to a fewmicrons. As shown in
Fig. 1, themetal particles are uniformly embedded in the surface of the
glass beads. More than 1000 particles were searched in the Chang’E-6

lunar soil, and 7 impact glasses of the same occurrence and 15 nano-
crystals of oldhamite were found (Supplementary Fig 1). The partially
enlarged image shows holes previously occupied by iron particles.
Exfoliated holes are uncommon in the lunar regolith, especially in
impact glass andmetal particles originating froman impactdispersion,
because the solidification temperature of iron is higher than the soft-
ening temperature of glass36,37.

The focused ion beam (FIB) slice position and cross-sectional
structure of the embedded metal particles are shown in Fig. 2a, b. The
cross-section covers multiple metal particles. The FIB cross-section
shows the microstructure of the glass beads andmetal balls. The glass
is uniform indicating that the glass was formed at a relatively high
temperature. Themetal particles are only embedded on the surface of
the glass, suggesting that the metal particles were deposited on the
outside of the glass as a gas or liquid. As shown in Fig. 2c–e and Sup-
plementary Fig. 2, a new phase, oldhamite, occurs between the ele-
mental iron particles and the glass beads. Since the atomicmass of CaS
is low, the contrast was adjusted to observe it in the high-angle annular
dark field (HAADF) image. Low-melting-point sulfides, such as troilite,
may exist in the elemental iron-glass phase, but oldhamite has never
been found. Therefore, the formation process of the impact glass
beads and other glass and iron particles in the lunar soil may be sig-
nificantly different. Figure 2f, g shows a solar wind damage layer (SW
layer) with a thickness of about 100nm on the surface of the metallic
iron. The SW layer has a dense pore structure, and the pore diameter
decreases from the surface to the inside. The fast Fourier transform
(FFT) image shows that the matrix where the vesicles are located has
the crystal structure of α-iron. The vesicles on the metal surface indi-
cate that the particles on the lunar surface had a long history of space
exposure, and the solar wind components tend to be saturated38.

Fig. 1 | SEM images of Chang’E-6 lunar soil impact glass. aMicroscopic image of
glass beads (metal particles aremarked).b, c Localmagnified images of glass beads
(holes are marked; The yellow rectangles in (a) represent the positions of (b, c)

respectively.). d–f Typical occurrence of lunar soil impact glass containing old-
hamite (metal particles embedded in impact glass).
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Composition characteristics and occurrence of oldhamite
Figure 3 shows the results of transmission electron microscopy
(TEM), energy dispersive spectroscopy (EDS), and electron energy-
loss spectroscopy (EELS) of the oldhamite region, depicting the ele-
ment composition and distribution. The EDS mapping results of the
bright-field (BF) and HAADF images of the same region are shown in
Fig. 3a–c. The oldhamite region is enriched with Ca and S, the metal
phase does not contain S, and the glass contains calcium (Supple-
mentary Fig. 3). The EDS line scan results (Fig. 3d) also show that the S
and Ca ratio in the oldhamite is close to 1 (excluding background
elements), and the chemical composition is CaS. In addition, the line

scan data indicate S depletion in themetal phase and the loss of Ca in
the glass. The atomic-level HAADF image shows the crystal structure
of oldhamite (Fig. 3e–g). The hypothetical atomic structure has a
high degree of match with the atomic phase, indicating that old-
hamite formed under favorable crystallization conditions. The full
diffraction of the FFT image also shows that all crystal axes of old-
hamite are well crystallized without dislocations and other crystal
defects. Oldhamite crystals with an ideal structure have never been
found in the lunar soil. Oldhamite has a cubic Fm3m structure and an
ultra-high melting point of 2798K21, making it the mineral with the
highest melting point discovered in the lunar soil. The EELS results

Fig. 2 | FIB slice images and space weathering rim ofmetal particles embedded
in lunar soil impact glass. a FIB slice position; b STEM image of the FIB area;
c, d TEM DF and BF images of the interface between iron particles and glass (The
Oldh means Oldhamite; orange DF and BF represent the imaging in dark field and
bright field modes); e HAADF image of the iron particle area containing space

weathering rim (The orange SW layer and the curve represent weathered rims);
f, g Vesicles, magnified image, and FFT image of the space weathering rim on the
surface of iron (The orange line marks the boundary between the metal phase and
the Pt coating).
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show that Ca and S are only enriched at the location with the old-
hamite (Supplementary Fig. 4). The matrix of the glass is composed
of the most common pyroxene-plagioclase impact glass in lunar soil,
and sulfur is enriched in the metal phase. The phase located at the
interface between themetal phase and the impact glass indicates that
oldhamite may originate from liquid-phase interfacial chemical
reactions at high temperatures.

As shown in Fig. 4a–d and Supplementary Figs. 2–4, oldhamite is
common at the interface between the metal particles and the impact
glass in the form of flakes or crescents. The ubiquitous presence of
multiphase reaction products indicates that oldhamite is not an ori-
ginal material from foreign objects such as meteorites, but a product

generated in situ. CaO can remove S from high-temperature metal
solutions, which has been widely exploited in metallurgical
engineering39,40. In lunar soil, metal sulfides and metal phases are
commonly found in Ca-rich glass (rich in anorthite), but oldhamite has
not been found to date37. This suggests that the formation of old-
hamite is different from that of a widespread impact event7.

As shown in Fig. 4e, g and Supplementary Fig. 5, in the HAADF of
the oldhamite crystals of the Chang’E-6 lunar soil, there are bright
areas and dark areas with different contrasts. Through EELS, it can be
found that in the bright area, there is a detectable Fe L2,3 edge peak,
while there is almost no Fe in the glass matrix and dark area. At the
same time, as shown in Fig. 4h–j, Supplementary Fig. 6, when the

Fig. 3 | TEM images and chemical compositionofoldhamite. a,bBright field (BF)
and HAADF images of oldhamite (Oldhamitemarked asOldh); cMulti-element EDS
mapping of the area with oldhamite (In EDS mapping: blue is O, green is Fe, light
blue is S, and red is Ca.; the line scan position is marked); d EDS line-scan results of
the marked area of oldhamite, showing the elemental composition; e Atomic-level

HAADF image of oldhamite under TEM (the crystal zone axis and atomic config-
uration are shown); f FFT image of the atomic phase of oldhamite (the total dif-
fraction is shown); g Crystallographic model of CaS with Fm3m structure(The blue
sphere is Ca and the yellow sphere is S).
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incident electron beam is in the [1 1 2] direction, Ca atoms and S atoms
occupy two layers under HAADF, and atoms with larger atomic num-
bers can be found in the atomic phase to replace the position of Ca.
Combined with the EELS results, the heavy atoms should be Fe. The
phase relationship of the iron-oldhamite phase interface also suggests
a connection between the two causes (Supplementary Fig. 7). Fe (metal
phase) participates in the formation process of oldhamite, which is
related to the diffusion of elemental iron particles. It indicates that in
addition to the Ca ions in the glass, the iron in the metal phase also
contributes a small amount of cations to oldhamite. This shows that
oldhamite is formed in the interface reactionbetweenmetal-rich phase
and Ca-containing glass.

The formation mechanism of Chang’E-6 lunar soil oldhamite
Oldhamite s mainly observed in enstatite meteorites, coexisting with
other condensate minerals in calcium-aluminum-rich inclusions or
forming complex sulfide-metal nodules41. In these systems, oldhamite
may indicate high-temperature gas phase reactions in the early nebula
stage or large impact events30,42–44. Mercury or sulfide-rich asteroids in

our solar system may be rich in oldhamite45,46 because the surface of
Mercury is covered with an atmosphere rich in sulfur. The high tem-
perature of impact environments provides favorable conditions for the
formation of oldhamite, and observational evidence has obtained46,47.
Oldhamite may also be widely present in asteroids rich in metals and
sulfides, such as Psyche48. Lunar studies have shown that oldhamite
may exist in the lunar mantle and has a unique isotope fractionation
process49. Simulation experiments and theoretical calculations have
also reproduced oldhamite in the laboratory, indicating it forms under
high temperatures and high pressure31,50. However, the impact glass
rich in metal sulfide particles is easily observed in the lunar soil, this
indicates that widespread impact events will not lead to the formation
of oldhamite, and the formation of oldhamite requires additional
conditions.

As shown in Fig. 5a (and Supplementary Figs. 8–11), oldhamite is
characterized in detail. From the EDS-mapping of the S and Fe ele-
ments, it can be found that the dissolution of the S and Fe elements in
the glass is found near the oldhamite crystal. The area where S dis-
solves is directly below the metal iron phase, indicating that the S

Fig. 4 | Interface chemical composition and crystal doping of oldhamite in the
Chang’E-6 lunar soil. a–d HAADF and EDS mapping results of oldhamite (Old-
hamite marked as Oldh); e–gHAADF images and Fe L2,3 edge EELS of Iron particles
fall off oldhamite (The pink box refers to the bright area, the blue box refers to the

dark area, and the green box refers to the glass, corresponding to the same color
curve in (g)). h–j Atomic-level HAADF image of Ca and S layers and line-scan
grayscale image of oldhamite (L1 and L2 in (i) refer to the direction of the grayscale
image in (j); The blue sphere is Ca and the yellow sphere is S).
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element may come from the metal phase. Therefore, the phase of the
product can be summarized oldhamite exists between the metallic
iron phase and the impact glass in a crescent shape, and a Fe and S-rich
region can be found near the impact glass. This suggests that the S in
the glassmay come fromFeS, and the glasswith Fe components is also
a by-product. The source of S in oldhamite also comes from the metal
phase. FeS and the dissolved S in the metal phase may be the key
sources of S, while Ca can only come from CaO in the impact glass.
Therefore, combined with the evidence found, the chemical reaction
formula for the production of oldhamite may be: CaO(melt) + 3/
4S2(metal) = CaS(Oldh) + 1/2SO2(g or melts) and CaO(melt) + FeS(metal) =
CaS(Oldh) + FeO(melt). Combined with the theoretical calculation of
chemical thermodynamics, as shown in Fig. 5b, c (and Supplementary
Figs. 12–15), the Gibbs free energy criterion of the reaction allows the
chemical reaction to proceed. From thedistribution ofmultiple phases
of the S element (Fig. 5c), CaS phase has the highest S distribution
priority. From the perspective of phase equilibrium and gas phase
redox degree (Supplementary Fig 12), in the temperature range of
1500K–3000K, there is a stable zone where CaS and Fe coexist. The
higher the temperature, the smaller the required PS/PO ratio (that is,PS/
PO ≈ 104; at 2000 K, PS/PO ≈ 103; at 2500K, PS/PO ≈ 102; at 3000K, PS/
PO ≈ 101-2.). From the evidence of CaO activity in lunar soil glass (Sup-
plementary Figs. 13–15), the higher the temperature, the higher the
activity of CaO (2000 K ≈0.01,3000K ≈0.1). When the temperature
over 2500K in the anorthite system, the activity of CaO can realize the
chemical reaction. Therefore, the formation of oldhamite may require
temperature over 2500K, with a higher PS and a lower PO. This indi-
cates that a large impact or excavation rich in S components occurred
near the Chang’E-6 lunar soil sampling area.

Since the reduced condition is not common on the Moon, the
existence of oldhamite should represent a unique event or period over
the Moon’s history. Based on the simulation above, we infer the for-
mation of oldhamite may have occurred as follows: (1) It may have
been produced by a large impact caused by an S-rich impact body,
which is similar to the large impact produced on the surface of S-rich

asteroids. The high temperature and long insulation time of the large
impact caused metals and sulfides exchange elements with the high-
temperature impact glass; (2) It may have been produced by excava-
tion and thermal events that reached the scale of the lunar S-rich
mantle-core impact (or SPA impact). The excavation could have been
caused by large impacts and extensive thermal events formed by ultra-
high temperaturechemical reactionsof S-richcomponentsof the lunar
core51 or lunar mantle19. Regardless of which formation mechanism
occurred, the oldhamite was likely generated by high-temperature
multiphase reactions caused by an impact event since it was dis-
covered at the junction of two phases (metal and oxide), indicating the
diversity of the source of Chang’E-6 lunar soil and the complexity of
the thermal environment.

Methods
CE6C0300YJFM001
The Chang’E-6 lunar samples CE6C0300YJFM001 investigated in this
studywere scooped from the surficial lunar regolith. The sampleswere
extracted from a larger sample in a glove box under high-purity argon
gas. We selected the fine fraction and spread the material on a silicon
wafer coated with a gold film for scanning electron microscopy (SEM)
observations.

FIB-SEM
The morphology and composition of the grain with troilite were ana-
lyzed using an FEI Scios field-emission scanning electron microscope
equipped with energy-dispersive X-ray spectrometers. We selected
regions to obtain thin slices (~100 nm thick) using an FEI Scios dual-
beam system.

TEM-EELS
The FIB slices were examined using field-emission TEM (200 kV, FEI
Talos F200X) to determine the morphology of the troilite. The che-
mical composition and crystal structure were acquired using TEM-EDS
and selected-area electron diffraction (SAED) patterns.

Fig. 5 | Sample evidence and thermodynamic calculations of the by-products of
theoldhamite formation reaction. aHAADFandEDSmappingof the FeandS-rich
region near oldhamite in impact glass (Oldhamite is labeled as Oldh; the solid
yellow line indicates the Oldh area, and the white circles indicate the Fe- and S-rich
region; in EDS-mapping, green is Ca, pink is Fe, and yellow is S);bGibbs free energy
criterion for possible reactions of characteristic products in oldhamite system (The

blue curve and purple curve are the Gibbs free energies corresponding to different
chemical reactions, and the pink background and blue background are the areas
where the Gibbs free energy is greater than and less than 0, respectively.);
c Thermochemical equilibrium calculation of S element with gradual addition of
Ca2+ ions in the system (The curves corresponding to the fonts of different colors
represent the physical phases of the S element distribution.).
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EELS was employed to acquire atomic images of troilite and
magnetite and measure the oxidation state of Fe in the two minerals.
The detection was performed using a Thermofisher Spectra 300
instrument operating at an accelerating voltage of 300 kV. We
obtained the EELS spectra using a Dual-EELS instrument with a probe
current of 20pA and a Gatan 1065 K3 EELS receiver. We used an
exposure time of 0.00034 s and tested the samples for 10 cycles to
ensure the accuracy of the results of the light elements (O, S). The full
width at half maximum (FWHM) of the calibrated zero-loss peak (ZLP)
was 0.7 eV to achieve a high energy resolution.

Thermodynamic calculations
The thermodynamic equilibrium, the Gibbs free energy, and the
enthalpy change of the chemical reaction between Ca and FeS were
obtained using the equilibriummodule and chemical reaction module
of the Factsage8.0 thermodynamic calculation software. We derived
the transition of the system equilibrium for different amounts of Ca in
the iron-sulfur systemat a temperature of 2273 K. The reactionmodule
was used to calculate the Gibbs free energy change and enthalpy
change of the chemical reaction of CaO and FeS、S2 at different
temperatures under standard conditions. The Gibbs free energy
change indicates the spontaneity of the reaction, and the enthalpy
change indicates the endothermic and exothermic properties of the
reaction. The ternary phase diagram and the dominant region diagram
are also drawn using the same initial conditions.

Data availability
The source data generated in this study have been deposited in the
Mendeley Data under accession code “https://doi.org/10.17632/
khvrxvj27c.1”.
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