%38 % H3M [=/ S SO 7/ B (= S e Vol. 38, No. 3
2024 4F 6 1 CHINESE JOURNAL OF HIGH PRESSURE PHYSICS Jun. , 2024

DOI: 10.11858/gywlxb.20230807

KEEREN IS IAETR 28 GPa FUERE F73E

EWE. o FOIEME U RET, FWE DZE,
| o®A M UkR R OB REX

MR W B e, B R ADRHE R E G S, SR iom & e Rk oL, 5 Ak KB 130012)

FEE: R BEEREN A, — A JE AT AR BBy i PR S AT R R B AT R, (2 B T AT
G 22.5~34.5 GPa K [A| Wy 40 R E AR i o B IR A 4 50%MgSi05-50%A1,05 (Eng,Corsy, )
EEREET® T h44k9 %4, HAE 27 GPa ML b 454k 7 454 MgSio, # & # th AL,O, & B M
JEA A& T8 m . Ak, # B Eng,Cors, 1 7 K AR EAL F 28 GPa By JE A7 4 U # AT & JE B 1R JE
MU EEAE., BE,FARAERAERORNATHRAERERSE, FERKERX £ R HE- K&K
BB RE ¥ % (6.0~22.5 GPa) ; M5, RIEKE KK E 1 & BT A 5 Eng,Cory, 89 5F 5 %
R, 55 28 GPa JE R JE T8 X I ) & 4 3k JE ; ¥ EngoCorg, Z2 Tl 34 E .2 000 KR & 4 ¢ T 1k i
3~7hs e, IR X S &ATE AL 2 08 8 F R4S F B Eng Corg #ATM XM, &R K
W: EZABTRYARTHETZ A, HALO, WIEME AT 13.7%, BT AW T4 R, #
JEPE B AR JE B 41 % 29 GPa, I E R I AR E T K EAKREN A 28 GPa I 6y i 1K JE 58, HE #b
TABERENAEZERLEMNREZ A,

REIE: KRR EA; E A A7 ;28 GPay & i & [

PB4 25:0521.2;0521.3 NERAR ARG A

K& AR ML (large-volume press, LVP) 43 A1 € - [ fa] 2y & ™= AL 24 B A 2 Rl e o= A e B A3
T4 NI A7 % T4k ( diamond anvil cell, DAC) JEHL, LVP FRE & R U A, 78 F T RARFURL B B4 0T
I MR IETEAR, 2 Fhfim = A2 6 B 4y S IE PO A . IE 7S A . 1E /i Ak B 45, BT, IE7S
A s AR 58 e — AL R RREIA B 10 GPa A4y, )iz W H T A WA AR 770, A8 28 S 7E B 5 JR 0
TSR R AR A, T 2 G Rk 0y 1E N A %S & (6-8 Y LVP) . 6-8 A LVP J& i & 1F /S TH 4 e
U ) — R Al 4 30 A, DT R /N IR A He s o ™ A e o 3 o 2R G A R RE R T A R
DA A5 R B AR RIR SE, AT LA 6-8 89 LVP 52 BN [R) F 56 70 Rl 40 e JR R 10,

LVP 2R 3Kl 28y (Vs 22 50 Hh (900 ) ) 22 2 460 Ay s A R o, <87 3 >R FH S s A 00 R 722 s iR A 7 s
TIRRE o 2 1A TSR AR B HE T3 AR AS 55 0 LVP 28 i 3 ok 00 5 S A7 o R, AT DASRAS R AR 44 sk
) FELBEL B 7R 298 7 e R A, R AR A R AR AR B R B FLBEL A AR, FEIX R GE TR T, T A e % B A A R
FIAEAR i 7 (58 , 302 —F A e Ar S R RS i 7 i o B LVP 1 & J DL S M b R R 3 )

* I ks HHA: 2023-12-08; &= HHA:2023-12-20

EEWA: FHEARPAEEA (11974131); B 5 HE f W & 1050 H (2018YFA0703400) 5 2544 Ui 4% 1 52 55
e [ o8 OB AL RO T B (R MUk 9£(2017)1597 5)

fEEE N HWAE(1994—), 5, Hid, BYBROFST 5, 322 D\ =R im0 ik v 8 168 /068 [ ) 68 6 ek ol 4 B ) PR F 5
E-mail: yufeige@jlu.edu.cn

BEES: B9 (1988 —), 53, W1, B3, £ 2 N3 & Fe G RGBT 45 1 LA B 28 8 15 44 ) T 5%
E-mail: qiangtao@jlu.edu.cn
Kt (1972—), F, Wi, B, F2NF m iR T #8 Z 1) GE AR R I A 5 W PERIF Y.
E-mail: zhupw@jlu.edu.cn

030201-1


mailto:yufeige@jlu.edu.cn
mailto:qiangtao@jlu.edu.cn
mailto:zhupw@jlu.edu.cn

38 & FWARSE . RIBREALUE AR E28 GPafbbr e Jrik 5531

LR PITRA, VF 2 W58 T A7 2200 & 0 R s 45 1 GRS 23 GPa), e T M a7y i o0 FH 9 0T 5 (s
T 23 GPa) . K Sl i & WG A& KT 25 GPa) "), [Ritk, 23 GPa LA b B 5 1A 5 s 5E Ak B2 22
MR 1AL, 408 Zr f& 34.5 GPa WY R AR A RE, AE AR AR 55 (%) s BH AR L BN, 255 8 R G B T4, A5 &
SEH Y T AR, H R B> 22.5~34.5 GPa X ] Al B IERR A R, R, 38 22.5~34.5 GPa [X.
T6] P s 400 JB U 7 1 42 LVIP B9 v Ak 35 i ke 1) 5 AR W
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Table 1 Pressure calibration materials and their phase transition pressure

Pressure calibration material Phase transition pressure/GPa
Bi(I-1) 2.6
Bi (II-1I) 2.7
T1(IT-1I) 3.7
Ba 55
ZnTe (1-1) 6.6
Bi (I1-1IV) 7.7
ZnTe (1I-1M) 8.9-9.5

ZnTe (I-1V) 11.5-13.0
ZnS 15.6
GaAs 18.9
GaP 22.5
Zr 34.5

Wb e 2 AR 8 4 40 P 28 R X R R SR 1) — 3 o AN )1 Fl BELAH AR A R 3%, 07
FE 7 2R ) V5 AT AR, MR8 0 M) R AR A R 5 o X b 7 1k BB AE TR b o AR e vk o ik
FE R T BEAT FE SR AR A2 BN 2, SEBRAE S iR R U I A R SR RS B b a2 o RS R, MgSi0,-ALO, 57
R 22 HLAT v L i PR A R DL SO TR 2H 0 76 = R TR R A AR i U1, o, 50%MgSi0,-50%A1,0, (B
IRAT L, WHR EngCoryy) 1E 2000 K, JE S KT 27 GPa (19 554 F AH7AE My A B2 2 7 (A5 5k 0 45 #9 MgSio,)
KW B AR, B e A BLar & 4 1 ALOS (AL & &) Bl FH s in .- ALO, 7£ MgSiO; i
fif M (12.220.3) % ~ (21.9£0.3) %, XF i (Y 58 Ok 27.0~42.3 GPal"™, R4 Eng Cor,, 78 i I i B R (1945
P, ALP A 28 GPa i 1A 5 Al bR T ) I

AW 5 0 S M) B DL R AR 4 3 O AT AR R XA R SR AR A, LA 2R G B T - s A R 5 A IE i 2k
(6.0~22.5 GPa), Ik 5 B 44 K 58k 28 GPa JiT it (1 R G0 K o B 50%MgSi05-50%A1,05( Eny,Cors,)
TIEA M R G L 2000 KR BE R R B AR SR A S o B B2 R B OB
(scanning electron microscope, SEM) DA M FEL R & X A i 45 4 LA S AL,O, 75 MgSiO, H 114 7 fifk & 1 4 7 il
S, 30 3o MR R o K I A s AR S R R 3, RS LVP 7 12 R 5 b a2 Y R A 25 A

1 EBRFENSERE

1.1 LVPE&

e i A o 1o SR P/ T g o M o ik oo T 7™ AR 2 B (6-8 28 LVP), J& 7 3 AR~ £ Wl g 2% 1F 1o
JE R 25 F o B [T (A B 358 v i o T B o 2 PS03 7 AR S8 AR 1 T, /TS v e il o T e A R
14 fe KAV 3000 t, Bt Kawai B85 LR, PHA KGO0 XHERY I R R G0 . 1% w1 2o 1ol 42 ) R G 0K
ST AN BT g, 7 B FRS 30 MING il T 3 5 1 478 R Bk R 9 A v T LN 23 200 MPa, 7] 1
PP AR Pl B 13 B Beas il AR 7, 2wl e i 0 o 248 AR U T it 26, TR A i S B T
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S UL S B, E A  E  SE PR R g, DT Ik B B TR ), R RS BE D £0.01 MPa. S 1] B N A
6 1> 100 mm A A 45 <5 B0 — S il i e e B B n] LK 100 mm 320K B9 — 2R Aili 6 45 4 60 mm fily
T, TE A 32 mm B ZURR AL B B 5 S 7 AT A T, (AR IR AR B ORAR T . AR S A
5140 V PIAS L RS A, 38 i AR SRR A B )R (B R TR 2000 W, P i 4 BE+£0.1W) , 38 it 18 fL e 55X
FIMAARAR PSSR AR o P, PR e 88 | R AR L R IR RS 0 W SR R, R
A v L™ A PRk AT i T P AR BE 5 BHURGA S 194 vl e R R i S 60 4 47F

Octahedral pressure chamber high pressure and high temperature generation apparatus —

Hydraulic unit

et |

Pressure and
temperature
controller unit

& 1 3000 tKawai % LVP
Fig. 1 3000 t Kawai-type LVP

1.2 EEHE

VBN R ARG A 0K BE S A SR T S AR Y R BR . HET, LVP S5 5k SR 6.0/1.5 (/T A 1 K /A
B ARG AR ) A e 0 AT R T 28 GPa 1Y g ek s RSB ™ 1O0, SR T R R e s AL AR TR
RSF, 3 8/3 B 48 HE47 5 T 28 GPa BRI bR o 2Rl ] TFOS HU Ak Ak 23 Fefili U0, 3
il B4 B 5 58 v, BB U T IS AR 5 /N TEHAAE A Bk FH 214 A 8 mm (1948 Cr,0, (9 5E4E MgO /\ i
&, Cr,0, BB 24BN T A% FEA A3 sl i, DA 2 T Fe 250 5 35 BRI 055 4 1 Ry % e A 0 1) %% 300 4
Ak, A RO B AR R 5 R BURE A A S AR R, LA SR R L AR, BB S AE S 2000 K LA I IR
o S S R T AR s R H C R R R 1 (TE A W Res- Tt W Re,, ) 4G ) s 1A T %

2 28 GPa T~ LVP B2/ E i&ARE SIS

21 ARG HEFN

28 GPa JIE IR FE o Xt o B9 R Gl RS2 R A . I, 7E AR E 28 GPa Y Jis M4 K 38 /1, 75 22X KT
28 GPa M AR RS AT bR, FIFH O A B R AR B bR o B A otk .

VEIUR A8 (5 7F 6 GPa LA I . AH AR {1 Bl L BH 28 4% 1) Fe b 0 5 47 F b o2 - Ak B ZnTe( 1 - TN AHAR
416.6 GPa, TT-MAHZE 5 8.9 GPa, M-IVAHZE 5 12.9 GPa) | Bifb %% ZnS(AH7E 5 15.6 GPa) . i{k 8%
GaAs(FH7% /5 18.9 GPa) MIBE 1L 8% GaP(MIZE 55 22.5 GPa) ™, SR FH 9 4 v 0 3 S5 56 R i 1 e, OEL I it o )
Ak, JE IASIE %60 8/3 4l %% . &l 2(a) FzR, ZnTe 76 JE J1 Nz TSP 7 3 Wk H BH R 48, 150 A
ZnTe KA T 3 WAHAS . 3@ F 2 50 E 4.6 MPa XTI ZnTe B9 1 - T AH7E &5 K 6.6 GPa, JHJE
7.1 MPa | X} )i ZnTe B9 11 - AH4% 54 8.9 GPa. 7E Kl 2(b)~ &l 2(d) H, i )& 14.2. 19.0 F1 28.1 MPa 43 4|
XFRE ZnS. GaAs., GaP [ AHAE £k 15.6. 18.9 Fl 22.5 GPa,
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10° Phase transition 1 (a) ZnTe 400 - (b) ZnS
" 6.6 GPa M
300
G :
% 10°F Phase transition 2 < 1
Q
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10' ¢ & 100 - Phase transition
100k Phase transition 3 15.6 GPa
12.9 GPa 0F 1
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Fig. 2 Electrical resistance-oil pressure curves of pressure calibration materials: ZnTe, ZnS, GaAs and GaP

A 3 2R G0 G RIS (R A AR ) A A S EMIE T 28 GPa B R S8 i - IR TR sl A £k o 2 KA
iy 28 AT A I K W7 24 55 MPa ZR Gt H X 1 28 GPa Y s R ik o I A i B 4R e ik 2 i Tl T b o
SEHY, H TR A A H AN TE R T AR B S B A ORI TE S IR R IR 3 28 GPa (Y JE A
JESR T 2R T 55 MPa B R G0 e . AR HE SCHR [13] #kif, 78 DIA % LVP 1Y 3 mm #ffi WC Fhfit, FIH
W HIAE 2000 KI5 T BT IR RS0 bR, 75 2 15 MN Pl /7 7= 4k 28 GPa (/R K% . Kawai il
DIA I () 3R AR AL 43 ) 2 Bl R 89 1/ V31 1/3, Kawai (914 FE 2% 2 DIA B V345, PR, SRAEIRZS
T, 28 GPa X} 1. T Kawai 74 1) 8.8 MN it 1, 25 [& S il 5 Hemili 22 [R] i BE 48 ) R B0m -t 2k 10% 241,
P, BE5E 9.8 MN AR AE R I T 77 A 28 GPa KRS i) R GE 4 J1, LB k4 1 XTI 65 MPa 1) R 481
JE, HEM &R S 77 2E 28 GPa ISR R 58 A R SE il 2l 65 MPa.
22 SREEIHEERNREHE

ST RE SN 50%MgSi0,-50%A1,0,( Eng Cors, ) , En 18# MgSiO,, Cor 183 ALO,™); JE H bR e 412 H
8/3 4% . SIS IR N 65 MPa, 5 JE 52 2000 K, AR AT ] 3~7 h, Yk A2 RS . B RE S OG s e
AT FTRAE .

i i LabRAM HR Evolution {5 43 ##$7 2 6 1547 hr 2 1% s 38 4 R-AXIS RAPID 113 X
X S AT BT (XRD) {GHE AT 4E & A9 XRD 35 3 i Magellan 400 37 % 5 SEM 64T — Wk B 1 1% DL K
U L (BSE) 75 BUR 43 B s R REIE AL (EDS) #4710 X 5370 32 AP 2E K & 1 535 A H] JEOL JXA-8230
HLF I X9 4R W B A A (EMPA) #E 4T AMBUS 50 B, TAEH RN 15KV, BLR 51070 A, HEE4>
WER A 5 um,

3 SEWERKITR

HR A Liu %025 (4236, 78 27 GPa DL K J7 . 1600 K DL B EE %44 T, Eng Cors, 15 25 S 856K 0~
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45k MgSio, 1 L& = A 5 WK 1Y B, JHAERE ALO, HH i AL f# .

B3 R BRE i B P2 6 TE AN XRD 3 o 38 o X F B8 OGS R AR HR B T A ALA ELA 2 7 Al-
Brg 72 16 (A4 I AR id ) LK RI R Cor (47 8 i (SRR TR bR TE) U, 76 XRD i E 241 T L
Xof S B A2 B A7, %I 4 4R A B4 8 A0 Brg MR E Cor, SEURZ5 B 75 2000 K., 65 MPa & 48 i JE (19
PR R 451 R, Eng,Corg, SE50 R i 55 45 4 Al-Brg F1 Cor WY [EVA K, 5 Liu 451 (R 18 — 30, iESE T
65 MPa Z 4 i FE 4 17 14 s 14 58 KT 25 GPa.
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Fig.3 Raman spectra (a) and XRD pattern (b) of pressure calibration mineral sample

ik — 25 A RE G 0 UK A 3 oF EDS XA 7E 5 4K 5 45 4 MgSio, 1 ALO, 2 i (£ F1 7
TR I AT A R . 7R 4(a) TR B9 SEM % e EDS A, & 4(b) BT R B RETE R T
G4 Mg, Si. O 3L 3 Fh BB ILE, 4542 2 FEhh Mg FI Si J6 2 B9 IR FIEAS 1 ¢ 1, T LARIA 2E iy

Signal strength/eV

10 pm
I

2 4 6 8 10 12 14 16 18
X-ray energy/keV

Kl 4 FE5E EDS JGEFEAT: (@) FIEIER, (b) STTEARER

Fig. 4 EDS element content analysis at sample selection point: (a) SEM image; (b) elemental spectrum

# 2 EDS & SMiX 5389 Eng,Cors, ¥ MR & L 5 B E /R 5>
Table 2 Molar fraction of each component obtained by EDS measurement in En,,Cors, sample
Element Molar fraction/%

Mg 21.67

Si 23.13

Al 7.71

MgO 35.94

Si0, 49.49

AL O, 14.58
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EDS /i MgSiO,(#i BLA7 8 471, [A] 15 5] MgSiO, H' ALO, MY EE /R 43 %, 3 3 %) e SCHk [13] o i &b
Al 45, Eng,Cors, FE AL FE 2000 K. 65 MPa 119 57 il =y R 45 14 T ¥ i 78 MgSio; 11 ALO, M EE /R 438 T
14.5%, UEA 65 MPa £ Gt i & %t 07 (4 44 & 77 7 T 28 GPa.

B )5 , 3 2k BSE D300 ¢ A BL A7 2 A1 1 obn ST J& A5 1 /2 EMPA 19 3 BS54 . anf&l 5 v BSE [&]
B, LB N E A AT 24 PRI 3 h RS AR RSN T S um, ASBETH 2 EMPA [ HUEE 53
PEAAF (S um) 5 PRIE 7 h AORE S b, A LA 8 A f kAR K E S um LLE, W5 2 EMPA 43398514, fES X A
HA S AP ALO, & BT RS AR AE

5 BSE E1Z: (a) fRIE 3 h B, (b) BHR 7 h BR G
Fig. 5 BSE images: (a) sample held for 3 h; (b) sample held for 7 h
B IR IR 5 R S5 g i b A B A S o T AE AL B iE AT EMPA WA, @ik 22 EMPA i, 5K 8 40
A RCEE BOT- S48, 15 209 45 4150 BER 43 8O0 35 3. A L4324 v ALO, I BE IR 20850 13.74%, “F-31%
20 1.05%. GnE 6 i, Xt b Sk [13] AT A4S, BEIEE IR 43 80 (MgSi05-ALO; A ALO; Y EE IR 4341
S (13.74+1.05) %) X W 4 JEE 1A FE 3 24 28 29.7 GPa, 1R 25 29°4 1.5 GPa, iEB 2000 K, 65 MPa £ 4t il F X L
1) JE 1A e 5 5 T 28 GPas,

#3 EMPANRMERATETSEATEATHERDE
Table 3 Molar fraction of each component obtained by EMPA in bridgmanite of sample

Composition Molar fraction/%
MgO 34.67
Si0, 51.61
ALO, 13.74
&5 |- TR, 3 1 X EngCory, B4 5 5 25 JE 52 o :
6 YA AR ATRE i, X R AT 550 FE R 5% Sor |
FEIRAPEONE AHT . 45, ABRSCRIL T 2000k | Bre o
iU . 28 GPa L | (R TESR (XE 57 65 MPa &2 O |
SR BRE o P TR RSB E A 20k Sy Cor
B, TR AR R A, AT R L E R A S !
B 5 AT X M B A P 9, o A X LR 20¢ GarX GartCor \
BB TR O 2, I K R, 28 LVP . , EnCor, ,
S R AE 7 U R R HEAT 0, R R R RN AL S o, 0T 1o
S AT SR I, DA T 8 75 T b PR A0 oA Molar fraction of ALO,/%
TR, T e R AR R 5 A AT LAAE I R TR SE 5 Y K6 2000 K T MgSiO,-ALO; A Z Hi& il 5 0121
Ji A e i, LR I SR R o T A T Fig. 6 Phase relations in the MgSiO;-Al,0,
30 3 ot A 5 e A ) 22 4L 2R 495 9 R 5 0t system at 2000 K
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i A S 5 B s HEAT U, A3 B AR e A IE M £k, Q] 7 TR o Al iz il 2R nT LU, 0~28 GPa fiE
A 5 0 ] P % 7 P8 2R 95 it T T LA T R 7 e L 1 T S

30 °
= g+Cor
@ r EngCO! sn”B‘\CO‘
o GaP* \3"/,\"/0/\ 23
=
& 20 - GaAs *
g 15 ZnS ¥
:% * ZnTe (I-1IV)
S 10/,
° nTe (11-1I)
% *7nTe (1-11) Pressure calibration curve
3 S5t * 300 K resistance calibration
@ 2000 K mineral calibration
O 1 1 1 1 1 1
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Oil pressure/MPa

K7 R bR E 2k

Fig. 7 High pressure chamber pressure calibration curve

4 ZiL5RE

T 3o LR T 7R R bR R s, A3 T 8/3 2R i /N TR g P M 1 AR G Uil - i AR S SR AR

IEHZR, SCE T iR T 28 GPa DL b s 4 e 5 1 bk i, AH S TR TR AR R R R, S R R BUME R AE
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Pressure Calibration Method of 28 GPa for Large-Volume Press

GE Yufei, YOU Cun, WANG Xinglin, LIAN Min, ZHAO Xinyu, FENG Bingtao,
MA Xiaoci, TAO Qiang, HU Kuo, LIU Zhaodong, ZHOU Qiang, ZHU Pinwen

(Synergetic Extreme Condition High-Pressure Science Center, State Key Laboratory of Superhard Materials,
College of Physics, Jilin University, Changchun 130012, Jilin, China)

Abstract: In the large-volume press (LVP), the pressure calibration for the sample chamber is generally
carried out by using phase transitions of specific materials with resistance changes. But there are no suitable
materials for pressure calibration in the range of 22.5—-34.5 GPa. As we know, the mineral 50 mol%MgSiO;-
50 mol%Al,0; (Eng,Cors,) systems in deep earth undergo structural transition to perovskite phase under high
pressure and high temperature (HPHT) conditions. Moreover, the content of AL,O, dissolved in perovskite
MgSiO; increases gradually with raised pressure above 27 GPa. Therefore, En,,Cors, was selected as the
pressure calibration material for further calibrating 28 GPa in the LVP in this study, and this is an indirect
pressure calibration method. First, the low-pressure calibration curve (6.0-22.5 GPa) of system oil pressure
versus chamber pressure was obtained by using the phase transitions of different pressure calibration
materials. Then, based on the low-pressure calibration curve and previous research results Eng,Cors,, the
estimated system oil pressure corresponding to the 28 GPa of chamber pressure is 65 MPa. At the estimated
oil pressure, the En,,Cor,, samples were heated to 2000 K and maintained for 3—7 h. The results of X-ray
diffraction, Raman, and electron probe measurements indicate that bridgmanite has been successfully
synthesized, and the dissolved Al,O; molar fraction is greater than 13.7%. According to the previous
research results, the corresponding sample chamber pressure is about 29 GPa. This method successfully
calibrated the sample chamber pressure around 28 GPa in the LVP, which fill in the blanks for calibrating
this pressure range.

Keywords: large-volume press; pressure calibration; 28 GPa; high pressure and high temperature
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