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Fingerprint of X-ray diffraction of Tibetan medicine Zuotai and its study on
microstructure and morphology
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Abstract: Objective To establish the X-ray diffraction (XRD) fingerprint of Zuotai, determine the composition and content of
main phases in it and detect the microstructure of these simples. Methods XRD was used to analyze 15 batches of Zuotai samples,
and the fingerprint of Zuotai samples was established; Full spectrum fitting was used for qualitative and quantitative analysis of
Zuotai samples; Scanning electron microscope (SEM) was used to analyze the micro characteristics of Zuotai particles, k-value
method and titration method were used to determine the content of HgS, the main component of Zuotai. Results Fingerprint of
Zuotai was established, and the similarity was more than 90%. There were nine common peaks, peaks 2, 4—7 were the characteristic
peaks of HgS, and peaks 1 and 3 were the characteristic peaks of S. The full spectrum fitting analysis of Zuotai showed that there
were mainly cubic-HgS (space group F-43m 216), hexagonal-HgS (space group P3221 154) and orthorhombic Ss (space group Fddd
70), and their contents were 56.87%, 3.573% and 39.56% respectively; Scanning electron microscopy (SEM) showed that the
morphology of Zuotai was loose cluster spherical particles, and the particles size about 200-800 nm. The average content of HgS in
15 batches of samples measured by K-value method is 56.90%. Conclusion The established X-ray diffraction fingerprint has strong
specificity and can be used as the basis for its quality evaluation; The application of K-value method is simple, convenient and
accurate, which provides an important method for the content determination of Zuotai.
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Fig. 1 Spectrum of 15 batches Zuotai by XRD
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Hrhn=1, 1=0.15428 nm, REFHKEEE (@), I
RV, 1T RRTHARRT SR EENS 191, FdgE LR 1.
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Fig. 1 XRD comparison spectrum of Zuotai sample

TEANHEN) 20, dEM UL E, 458 HE 2.
2.1.5 HMUESHT N Matlab 8.0 34, 12 HAH

F1 EXERNEIEEIENT 20) REREE ()
Table1 Chromatographic peak position of Zuotai sample (26) and lattice spacing (d)

S1

S2

S3

S4

S5

S6

S7

S8

S9

S10

St1

S12

S13

S14

S15

o

20/) 2081
dinm  0.425 89
20/°) 22.69
dinm  0.392 62
20/) 22.96
dinm  0.386 86
20/) 25.26
dnm 035227
20/¢) 25.84
dinm 0,345 03
20/¢) 26.32
dinm 033745
20/(°) 27.60
dinm 032270
20/°) 28.14
dnm 031707
20/°) 28.56
dnm 031219
20/(°) 29.32
dinm 0,304 45

20.16
0.440 11
22.64
0.392 94
2295
0.387 02
2499
0.356 14
25.73
0.345 30
26.37
0.33795
27.64
0.322 57
2791
0.318 86
2821
0.316 08
28.56
0.311 98

20.74
0.427 70
21.92
0.405 32
23.00
0.386 36
25.31
0.351 60
25.75
0.345 69
26.34
0.33820
27.67
0.322 69
28.15
0.316 73
28.62
0.311 66
30.51
0.292 75

21.14
0.419 90
2250
0.393 96
2299
0.386 52
25.35
0.35091
25.86
0.344 37
26.25
033871
2122
032735
27.63
032235
28.14
031653
30.48
0.293 30

20.55
0.431 84
22.52
0.393 25
23.03
0.385 37
23.40
0.364 35
25.15
035383
2593
0.343 58
26.34
0.338 08
27.65
032236
28.13
0.316 64
28.60
031123

20.61
0.430 80
22.61
0.392 39
23.02
0.386 03
25.18
0.35321
25.76
0.345 55
26.35
0.337 82
27.63
032212
28.11
0.31718
30.06
0.296 74
30.43
0.292 86

21.84
0.406 99
22.66
0.392 26
23.00
0.386 19
23.81
0.373 40
25.37
0.350 78
25.85
0.344 76
26.31
0.338 08
27.63
0.32179
28.09
0.31740
30.11
0.29578

2041
0.433 91
20.86
0.425 08
22.92
0.387 02
25.26
035246
25.65
0.346 48
26.31
033833
27.02
0.329 96
27.62
032225
28.01
031765
30.24
029521

21.23
0.418 70
2249
0.395 34
22.95
0.386 70
23.76
0.373 85
25.02
0.35545
26.31
0.33783
21.57
0.32325
28.13
0.316 85
30.10
0.296 26
30.45
0.293 31

20.88
0.424 88
21.67
0.409 58
23.02
0.386 19
23.49
0.378 28
25.82
0.34503
26.30
0.338 45
27.62
0.322 57
28.58
0.31193
29.99
0.297 90
30.36
0.294 53

20.66
0.429 31
2253
0.393 45
2297
038702
2513
0.354 48
2571
0.345 68
26.34
033782
27.60
032271
28.12
031675
29.81
0.299 46
30.57
029209

20.72
0.226 91
20.60
0.392 94
2293
0.386 54
24.67
0.360 42
25.79
0.345 82
26.36
033820
27.67
032235
28.06
031772
2952
030243
30.05
0.296 92

21.68
0.409 54
2292
0.386 69
23.68
0.37575
25.19
0.353 88
25.95
0.34371
26.26
0.338 96
27.10
0.328 66
27.60
0.322 57
2848
0.31295
30.49
0.29370

22.54
0.393 63
2297
0.386 69
2545
0.349 96
26.26
0.338 83
26.69
0.333 62
27.06
032900
2747
0.324 54
2774
0.321 67
28.60
0.311 86
29.25
0.304 98

2234
0.397 64
22.60
0.392 25
2297
0.386 70
24.26
0.366 43
25.12
0.353 80
25.35
0.351 05
25.76
0.345 16
2633
0.338 58
26.94
0.330 56
2173
0.32178
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&gl
g5 24 S1 S2 s3 S4 S5 86 87 S8 89 Si0 Sl SI2 S13 sS4 SIS
11 26/C) 30.03 3054 3113 3065 2893 3118 3070 3065 3112 3043 3101 3063 3070 3017 3052
dim 0.29722 0.29276 0.286 88 0.29144 0.30785 0.286 61 0.290 98 0.29135 0.286 97 0.292 94 0.287 51 0.291 64 0.290 53 0.29626 0.292 76
12 20/C) 3049 3080 3341 3112 3056 3556 3110 3110 3357 3120 3414 3105 3333 3044 3116
dimm 0.29331 0.28979 0.26797 0.286 89 0.29238 0.25217 0.287 15 0.287 07 0.266 65 0.28609 0.26249 0.28743 0.268 66 0.29370 0.286 97
13 20/) 3110 3018 3583 3405 3138 3774 3593 3400 3552 3535 3574 3576 3586 3064  34.66
dmm 0.28697 0.28679 0.250 00 0.263 00 0.28528 0.23822 0.249 86 0.263 32 0.25265 025376 0.25083 0.25083 0.250 48 0.29370 0.258 59
14 20/) 3552 3587 3707 3581 3592 4286 3701 3573 4275 3782 3769 3675 43.09 3104  43.58
dim 025231 0.25047 0.24233 0.25047 0.24987 021092 0.24275 025115 0.21157 023761 0.23847 0.244 35 0.29089 0.28778 0.207 50
15 20/C) 4262 3768 4305 3773 3894 4349 4304 3780 4314 3925 3884 4274 4339 3127  43.67
dmm 0.21172 0.23848 0.20993 0.238 16 0.230 92 0.208 00 0.209 98 0.23737 0.20938 0.22934 0.23167 021123 0.20841 0.28590 0.207 10
16 20/C°) 4225 4264 4361 4314 4270 4368 4372 3865 4369 4321 4305 4360 4364 3544 4786
dmm 0.20892 0.21191 0.207 37 0.209 56 0.21124 0.20723 0.206 83 0.23293 0.207 19 0.208 97 0.209 84 0.20706 0.20728 0.25295 0.18979
17 20/C) 43.60 4377 4388 4365 4345 4479 4571 4000 4506 43.62 4363 4482 72 4323 5075
dmm 0.20701 0.206 87 0.206 11 0.207 19 0.208 14 0.202 26 0.198 36 0.225 16 0.201 07 0.20706 0.20728 0.20205 0.20235 0.20924 0.179 81
18 260/C) 4460 4555 5179 4568 4572 5156 51U 4103 5120 4689 4513 4537 5054 4358  51.64
dimm 0.20299 0.198 80 0.176 41 0.198 77 0.198 16 0.17707 0.178 34 0.21985 0.178 01 0.19368 0.20073 0.19973 0.18031 0.20755 0.176 85
19 26/C) 4563 4834 5253 4772 5115 5183 5165 4286 5172 5120 4573 4571 5138 4390 5450
dmm 0.19852 0.18809 0.17398 0.19042 0.178 34 0.176 28 0.176 69 0.21087 0.176 60 0.178 07 0.19820 0.19803 0.17772 0.20595 0.168 16
20 26/) 5173 5174 5410 5161 5190 5265 5182 4372 5207 5172 5113 5146 5171 47.03  57.07
dim 0.176 66 0.176 38 0.169 35 0.176 95 0.17599 0.173 61 0.176 18 0.206 92 0.175 56 0.176 57 0.178 59 0.17743 0.176 63 0.193 14 0.161 19
21 26/C) 5435 5450 5437 5183 5376 5456 5280 4563 5259 5190 5174 5187 5180 5128 60.08
dimm 0.168 69 0.168 15 0.168 57 0.176 13 0.17048 0.168 09 0.17294 0.198 57 0.173 85 0.17587 0.176 66 0.176 15 0.17635 0.178 10 0.153 91
20 26/C) 5692 56.66 5646 5451 5480 5684 5464 5172 5353 5431 5446 5263 5221 5176 6132
dmm 0.16148 0.16224 0.16287 0.16803 0.167 15 0.161 77 0.16789 0.176 44 0.16271 0.168 57 0.16846 0.17372 0.17465 0.176 44 0.151 05
23 26/C) 62.17 5809  69.97 5595 5676 6164 5654 5402 5439 5520 5674 5441 5467 5427 63.60
dim 0.14923 0.15878 0.13446 0.16423 0.162 19 0.15032 0.16274 0.16940 0.168 63 0.16621 0.16206 0.168 40 0.16769 0.169 06 0.146 17
24 26/C) 6628  69.83 7225 5685 6523 6971 6502 5453 5678 5687 5851 5669 5701 5637  69.94
dimm 0.14090 0.134 60 0.130 72 0.161 84 0.14283 0.13475 0.14327 0.168 00 0.16208 0.16193 0.15759 0.16226 0.161 11 0.16306 0.134 41
25 26/) 6943 72.05 6499 6984 7165 6971 5658 6471 6575 6104 5980 6211  63.08  70.77
dimm 0.13520 0.130 96 0.143 40 0.13459 0.13160 0.13478 0.16292 0.14385 0.14183 0.151 67 0.154 41 0.14923 0.14723 0.133 03
26 20/() 74.01 69.82 7251 7057 6520 6992  69.63 6156 6311 6983 6591 7198
dim 0.12798 0.134 58 0.13023 0.13336 0.14285 0.13444 0.134 88 0.15056 0.147 17 0.13449 0.14146 0.131 11
27 2000) 69.85 7170 6927 6921 6556 6803 73.14
d/nm 0.134 53 0.13150 0.13565 0.13556 0.14231 0.13771 0.12927
28 20/0) 69.87  69.69 7158  69.84
d/nm 0.12563 0.13493 0.13172 0.134 61
29 20/() 72.07
dim 0.13093

KERZBOFEAIA R ZIE NV 15 MR Z R 2K XRD FESCEE .

FLRE, S5 W 3. 15 e REEREFHEAESE 2.6 BB WIEE 1 BROEYE, DUgEmE 1N
RBON PRI R REIILE 0.900 0 LA L, ~FI%k  JRR48HR, NH SPSS 26.0 R AFRF 15 b A it 2t
FAREFANPLRHCR A RTZIIE 09100 BLE, TR ATHRIE, KA N Ward 7%, BEESRAARRAR



$8 B 20225068 $£53% BUP  Chinese Traditional and Herbal Drugs 2022 June Vol. 53 No. 11 = 3325
x2 15HHERERIABHEEN 20, d5 I
Table 2 26, d and /Iy of fifteen batches of Zuotai samples common characteristic peak
1o
A 20/(°) dinm
S2 S3 S4 S5 S6 S7 S8 S9 S10 SI11 S12  S13  S14 SIS
1 2298 03865 41.96 44.79 3842 3577 4334 6241 32.01 37.67 36.63 36.14 45.00 46.50 29.30 25.67 36.63

2481
34.96
45.11
32.33
22.56
17.29
19.92

27.64 03224
30.53 0.2927
43.67 0.207 1
51.84 0.176 4
54.49 0.168 2
56.75 0.162 1
69.63 0.1349

32.52
32.52
48.95
32.52
18.53

9.09
18.53

28.53
28.53
32.52
36.81
20.25
14.11
20.25

22.63
26.32
42.11
35.00
15.79
13.95
13.95

33.08
35.77
43.46
40.77
25.38
17.69
28.08

22.66
30.03
35.69
30.03
15.01
11.33
20.68

O 0 3 N W kW

26.32 0.338 2 100.00 100.00 100.00 100.00 100.00 100.00 100.00

100.00 100.00 100.00 100.00 100.00 100.00 100.00 100.00
22.00 26.74 48.19 33.21 46.50 19.41 1598 34.07
26.67 29.30 43.98 30.71 39.51 26.74 19.37 29.30
40.00 58.61 51.81 4036 41.96 41.39 14.53 46.15
26.67 31.50 43.98 33.21 27.97 43.96 25.67 34.07
1533 2930 27.71 23.57 23.08 16.85 9.69 19.41

6.67 14.65 24.10 1643 18.53 12.09 9.69 14.65
1533 12.09 3193 1893 9.09 14.65 11.14 19.41

26.35
30.03
35.69
24.36
13.03

9.35
13.03

Fz3 15 EXH S XRD HHIAETTENER
Table 3 XRD similarity evaluation results of 15 batches of Zuotai samples

MR AR KA AR PS4

KA ARG MR AR KA AR

B b Ff it
Rk QI EE A G S F 4 G A 4 Rk

%

P
i

S1 09017 0.9047
S2 09172 09110
S3 09158 09117
S4 09276 09275
S5 09161 0.9065

0.9296 0.926 3
0.9370 0.9280
0.9380 0.9318
0.9271 09219
0.9407 0.9318

S6
S7

0.9275
09106
S8 09336
S9 09019
S10 09223

0.929 2
0.9397
09331
09130
0.9272

09257 0.9221
09188 0.9146
09140 0.9192
09154 0.9320
0.9240 0.994 5

0.9276 0.9232
0.9310 0.9257
0.9242 09214
09218 0.9235
0.9320 0.9257

S11
S12
S13
S14
S15

0.9187 0.9019
0.9342 09162
0.9072 0.909 0
0.9143 0.9204
0.9396 0.9574
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Fig.4 Cluster analysis of XRD fingerprints of 15 batches of
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Zuotai samples
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Fig. 5 Comparison of XRD fingerprints of Zuotai and
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Fig. 6 Qualitative analysis of diffraction pattern of Zuotai

B A HgS (HEJRRP, ICSD06-0256); /~J7 kAN o
7 HgS(JRRP, ICSD89-0432); 1E J5 #f & Ss(ICSDS3-
2283).
222 &GS WECHERESR, B
TOPAS academic ¥, S AN TV, S &
BATASE, SRIGAEIERE 1, AT A R 19
MRS SHOHAT TG, BRI S, )
K7 mESEEE, A A RRIER AT 40k Ak
H, HEWRS. 2d200E, REHERT: K
TR 425 Z KT Re=15.503%, R EIHI 437 2 A
F Rwp=7.110%, ¥J7E 10%LAP, FRFILLE R,
TEE M TE K

WL XRD A0l G0 Ak KRS I AT,
E TR EERS SRS R G
SRR, PR R B-HeS MRE S ECH
56.86%, 7577 8m A o-HgS MR E DN 3.570%, 1E
T Z Ss REECN 39.56% (B 7). MWIUETE
&2 ST AR RS HESH (R D

| F, 4 ¢
LGk A

i it N, A o
10 30 50 70 90
201)

7 {EXHKEG Rietveld #5845 58

sample Fig. 7 Rietveld refinement results of Zuotai samples
x4 EXHERSENEITERMBRERSY
Table 4 Complete spectrum fitting results and Crystal structure parameters of Zuotai samples
B MBI 1SD B gminam e SRS ik

7 80% nm? amm  bmm  c/em  al(®) bI°) /()

X Rp=5.503 890432  Cubic-HgS 56.865 0.200 7 0.5855 0.5855 0.5855 90 90 90
Rwp=7.110 06 0256  Hex-HgS 3.573 0.1419 04153 04153 09502 90 90 120

832283 Ss 39.562 3.3019 0.1047 0.1287 0.2449 90 90 90

KE, 5 ICSD %4 IHSEIEAR—F.

Fi4k, FIH VESTA BAFLH 1 Ve R b
SRR e R S R, DL 8.
2.2.3 SEM 43H1 SEM ZERKB, A KRR S I
NI 25 B B B R BRI WOk, kLA KB
200~800 nm, A5 AL 200 nm LT, WLE 9.
2.3 {EX HgS A ENE
2.3.1 Kf{E¥ DL CaCOs NS, Kb NbrkE,
RTSBRET 1 oNFaHR, iz K AR IR B KRS
) HeS &, MREUE B seM . 1 PE = H

KW 3 4y, ZIHEHHET R RIS, FRREL
SRMRIRES 9 tr, FHA13Z 10 1 MBS,
L ESTF R A RIS, % “2.17 TR SRt
1T XRD i, 19267 B, 1HESSHFES K
B, 9 HEARM RSD /M T 2%, R1G KAHFIME
79 1.01. FRERESAT CaCOs¥% 4 1 1 HIHLBNR S,
F ST AT 23 5145, 347 XRD A, 753
AT g, WK 10,

B AR R K AB TR 15 Hie KRR S )
HgS &8, 4550 W% 5. 15 fHLkesh b HeS P &
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B-HgS, F-43m(216)

a-HgS, P3221(154)

O Hg?

o s

S8, Fddd(70)

B8 {EREEMD L HIEIE

Fig. 8 Simulation diagram of crystal structure of main components of Zuotai

B9 {EX#am SEM [E
Fig. 9 SEM of Zuotai sample
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XRD {759 El &
Fig. 10 XRD diffraction pattern of Zuotai sample mixed

with reference material Calcium Carbonate (CaCO3, a)

STHN 56.90%, HAKIE N 49.02%, fEfEHA
75.09%, K H HgS s B3 EAE 50%~60%.
2.3.2 WEREN EE BB R 03 g,
BB OHERmY, IR 2.5 g, KRR 10
mL, KA E AN, FIAHEA 30 min, HRR
#1 30 min, JH7K 100 mL, J 1% G R4 22 7 7R i
ML, BRI 2% IR R E R R AL %,
WRER R E 67/ 2 mL, FBRBR S W (0.1
mol/L) %€ . & 1 mL FFRF I €W (0.1 mol/L)

x5 KEZESHEZENE 1SHERF HeS a8
Table 5 Content of HgS in 15 batches of Zuotai samples

measured by K-value method and titration method

HgS/% i/ HgS/% w2/

My — My —
KHZ% WEDE % KHE WEE %
SI 5556 5573 —0.17|S9 6326 6332 —0.06
S2 5025 5032 —0.07[S10 6173 60.76 0.97
S3 5703 5697 0.06[SIl 5462 5452 0.10
S4 7509 75.13 —0.04[S12 5479 5463 0.16
S5 5476 5398 0.78[SI3 5631 56.61 —0.30
S6 6222 6287 —0.65(S14 5283 5287 —0.04
S7 5270 5275 —0.05|S15 5336 5341 —0.05

S8  49.02 4934 -032|¥fH 5690 56.88 0.02

FH4T 11.63 mg Biifbok. 453 AW 5.

2 FROTEEIAS I 15 #AE KRS HeS &R
ZAHBNT 1%, W T KHERA —2 et
3 g

AHFFTIE T XRD v 857 T 2508 K F) XRD 5
g, Hoh 2, 4~7 SIHE G HeS RHIEIE,
1.3 SICHIEN S HIRFHEE  FALEE PRAN 45 B EOR,
15 HEVEAKE A ) XRD B0 S AR AR e, mTBA
AR XRD FREUEIE R ks RS R
1] XRD Bt bbaR i, @it Kiss e
DX AR R B U PR B SRR A, DRI, ST R
1) XRD Fe4C G n H T80 K 5800 RIE4T
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5 I 2 5 A R EES A AN B-HeS

o-HgS F1'S §f5i; I IRAK 4, 15 M RHFE AT

PAZr N 3 K, Hirdh 2T0614 Hiy—3%; ZT0605.

ZT0607. ZT0608. ZT0612 A 2 25 HARMINE

3% MEEERRICN 25 B, BTARERIEN—I, &

A R i (R AR T RO R e, HZE R TR ]

TFEMHATHIE R 28 DRI T 2R ZR T

FHEH.

JHIE XRD il G vER e KA A,

E T AR R E R SRS R, R RIFE A

WA+~ Ry A1 R (HER/NT 10%, 1 EIWIGFEE,

G ARV EE W EERERW], VoK SLJ7 f & B-HgS

N 56.86%, N7 Z o-HgS N 3.570%, 1EJ5 &R

Ss N 39.56%, 5 K AHEANE LT 1) HeS 1)

MEAHIT, YR T K EVERHER R, O KRR

I TE e R it b = oy ) 2 B AR A SEBRE W
BB SRR, RS KRZ L 200~

800 nm FITSRLAEAE, M R KR 25 BRAE I RRAL, 1

AJ e HIE B AR BURL A OC o HAH DG SRR

TER2T, e KA A2 R, HIG R E AT e

A& 5 HAR A BRI AR G B 9K R A 0%,

e R AT e DAGK BRI T AR i 25 B B 28 F
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