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(54) Title: STEVIOSIDE M CRYSTAL FORM, PREPARATION METHOD THEREFOR AND USE THEREOF
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(57) Abstract: The present invention relates to a stevioside M crystal form, a preparation method therefor and a use thereof, and
specifically, relates to a naturally extracted high-intensity sweetener, i.e., a stevioside M crystal form A, the preparation method therefor
and the user thereof. By means of comprehensive characterization of the new crystal form, the new crystal form is found to have
advantages such as a high degree of crystallinity, good stability, and low hygroscopicity, and is applicable to a more comprehensive
field of application. The preparation method in the present invention is simple and easy to operate, has high selectivity and good

reproducibility, and can stably obtain the target crystal form.
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M i 78 R Il 2 7 A0 i

BARG
ASE W R R A, JC AL e Tl A9 BE MO BT e B R LR 9% T vk
A& o

BEREAR

B A B TR O Moy R S R BT 2 L K, 2 B S A iR
PIAEY . T3 b BRI Ry AR S BE 1, 2 —Fh ol AR mifft g, %
B ELIE R RARACKE o FH A BE A B Br s RS E R AT b B =R
o B AEH A HE OB A 3, (R LR T AR I . BB A A
BECL R g S A BEATT A E, BB TR RERA ST . BEE ]
SHEATE AW A, F g AL R SR BB Z B E L. HET, i
Wy EIF IR R S BE T SRS W TR A BE AT AN, AT A BEB Y L B A B
CH . fHAPEDTT AEH s MY o Forfr,  TH 4 B D AT H 49 8% MO (1) 1 RS B 4
A TH 4 B AT 1) 5 TR, B FDARLAEAE Ay Bt B9 5H R A8 H

i 2 B MOFF (e PR Ay 1 T MR S L 77X, Reb M), (13-[(2-O-B-D-fitt
VR ] 2 0 & -3-O-B-D- IEL Mg 57 285 40 5 -B-D- MHE I 51 287 B ik ) S ot ikt DL T2 A2 - 16-05
~19-12 -[(2-O-B-D- Nl i %] 45 Hi 3 -3-O-B-D- Ik I 47 45 B F -B-D- itk I 51 4 B 35 )6
e M 3R b A BT R

G A M DL (3% & 18 0.05%-0.5%) A/ T i 4 . & FICN
104151378 AN TF T —Fh R 4l 2 M 10 7 ¥ o A0l T RAR Wl A MU 5
H0L UM A K 2 8 TSGR T 2 E. EFICN
104726523 AT 7RI FH & SEUDP-HE B 5 # iy F0 - & e pE & oy,  CUEH2a B A
R REBE G OB A P2 A BE M 19 75 . L RICN 104163839 AN TT 1 LLEH 2 b
CHAKY, EMREINEN TS5 EYRIURATR RN, 1355 kAc-Reb
M, FEBEAT K M43 2077 wh il s B MO 19 7. B HICN 103397064 ALTE T —Ff
ATt 36 B A Bl 20 BE DT 0 IS, A T 3 IR A I A B AL R fE AR T, 4R UDP-
] 26 Bl B 2 % N RN/ B P A3 UD - 26 S 2 T (1 2 40 PR ) PR A e IV AR
RHARTBEMET (7. R NEAAAE A P AR d . OV SR 2, HE DA & 4l
HH 4 BE MO 25
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e T A B M AE ﬂm%m¢ﬁﬁ£mmmﬁﬁm%mﬁ N T75% -
%%%ﬁﬁﬁMﬁE $#?m$m%ﬁfM%-ow%zﬁo%ﬂ®J
105722533 A#RIE T W 5 5 29 BED AN 2 2D — i R G 2 VAL A T ok SR
mﬁ%%Mﬁ@%Eoﬁ¢,ﬁ%ﬁMHﬂﬁ%%Dﬁﬁﬁm%ﬁﬁ%,ﬂu%
R A M A FE IR 0.3%(wWiw) o FRAR, T ATREMET I /K s S 310 B a,
R THEY N ETE, AR HAR M A

AT, SBUANTE, WTRESEUIE . A, Rueth. W PRI R AT
EZ S, BB A A AR . AR SR A A P 1 R )
XPHEUR S AR E g P AT R B AT IR K I . B A CN 103739639 ARICN
wwwMOAWLTﬁﬁﬁAH%%ﬁ%ﬁ L 7 HLAG 1T T RN 5 AR
ARy, A9 HATARE P A K PE s L . L AICN 105037458 A FF 1
A BEDE A A B A 45 W R E s Rt A e R e At S . B, kT
ﬁ%%Aﬁ\ﬁ%%Bﬁ\ﬁ%%CH\ﬁ%%DH%miﬁnﬁﬁﬁL
R I et T M 4 B MU 1) o 28 DA A 4T 1ok

N BB ER *%%@~ﬁﬁ%ﬁﬁ%ﬁﬁ%M%m%ﬁ 191 Tt 5 i 5L B
K LF . ARtk m . U PR R A R, TR B IR LA
Tl £ 7 R0 FH 3

KHAE
KW S ARSI BB AOEH A B MR A

KI5 A H R SR AEBE B iiH 490 M S AL R 6 5 ik
AW A H 2 S EFTIR BT AR A0 3 MO ah L Al

AR YIS —J5 T, fe i 7 — Al s M I 2 A, i 28 A A Cu-Ka
(1) X-SH M RATH T, DIRER RN 20 AALELh 430, 6.57. 8.04, 16.31. 17.57
12091 4bAG HH A2 FRF AR AT S 0

TE 7 — kv, ik db A QP 1T 7 I X3 268 R AT 3 (XRPD)
PLEE R 7R 2048 . B ZEVa I 10, LLAZR R 1 & 1 1) BE dF0 DL 9 B3R R 1 AT
SJUEE (%) AHN 588 B 5 A Q0T AR AIE -

201f d AH ) 58 FE %

3.51 25.12 14.4
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4.30 20.54 63.7
5.27 16.75 17.7
6.57 13.44 54.4
8.04 10.99 100.0
13.43 6.59 28.8
14.61 6.06 39.9
16.31 5.43 59.5
17.57 5.04 87.7
18.34 4.83 40.8
19.25 4.61 22.5
19.75 4.49 32.1
20.91 4.24 42.6
22.56 3.94 31.5
23.67 3.76 19.5
3.51 25.12 14.4
4.30 20.54 63.7
5.27 16.75 17.7
6.57 13.44 54.4
8.04 10.99 100.0
13.43 6.59 28.8

ER — Mk, Bk S BAA W 2T R R R R i g, Y
30-160 °CAH1210-250 °CIX [i] Py A 4 AiF W Hrulé

e — Rk Bk, Bk db B A ) A K 5 3 B 42250420 °CTF45 73 it

FEA — b, Bk & B AL Wi 4T 7R 1 30 25 7K 20 W B P % o o A 6
&0 0-40%30 [ A, FLWRSC /K 43 B 5T 5 1 43 2045 0-9.4%; 71 AH XS W B 4 40-80%
Ja Py, IR OK 7 (5T & 4 308 9.4-14.0%.

5 — AR . BTIR B AR L0 A6 2 A #E3391 em 2922 em . 1727
em™. 1639 cm™. 1446 cm™. 1365 cm™. 1228 cm™. 1202 cm™. 1074 cm™. 1032
cem™.991 em™.891 cm™. 637 cm ™ F1560 cm™ ik B AT HRAF UG, i 22 YE ] I+ 2 em™
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FEARR IS 5T, ST — R b AT IR 1 45 BEMAT & 2 A 2% 7
% PTIR I 7O BE . W RE A HE B — Fh R R DL B (VR A
mm Tk, AR LU PR
(1) Rk 7E 0-100 °C i B yu B N, Kl 208 M 1T 53R & 0.1-48 h,
13 BV B
(2)  AH: PBROT R SEBEEMLIE, IERAH 2 0-30 °C R
N, BT CE A a s, 1530 S8
(3) #ER. PROTHESHRISIES, £ 0-100 °C iR NE K,
HAERN/DTEEET 0.1MPa, HEMTHRKERN E G A, 3 230RSEE;
(4> Pk 7F 0-100 °C R JEIEE P, K2R (1) (2)5LG) B &l id
PEERE L, RBE AR, TERRVIEEH 50 MO A A
e —Puig e, PR B 105 2 B M 1) 5T 40 2 4R 20-100%70 [#]
Mo
e — ki, BB IRKER: TR, O, -8 2.
Wl AR, CRFER. FRRAER. LR OHE. FHBUT Hem . DS IR
A e, HORF i —FhER P DL E, B0 BRI S K A3
FERRWIGEE = J7 10, $RAE T — R =BT 09 A & BH B2 AL AR B 49 0 Mo
BIALE T A B . DR A2 b i FH 2%
e — Rk, 48T — M b AT A R W SR AR 0l S BEM Y dn ZEA
FEH G ) H &
e — Pk pivh, A GYEA TH: aamdsy. WEAEY. &k
SR T HEY
AR WIS A Il s B MO S ARl & vk, HT2IM . 5 T84k, H
B P S A R TR R tE s

i

B, AR A S WY BB A S AR W] 1 B % BOARRFAE AN AE R SC (s it )
H B AR 1 B BORRFAE 2 TR AT A AH A &, AT R BG5BT (8 BRI 3B I 3 ATy
Ko WRTRIE, ARAT - RIE,

B 1 e B
B L A S ] B 155 1) 2 R MUTT 5 B AT XC- B 0B AR AT A (XRPD) 8] 5
P 22 7 T B S 455 1O 2 B MO it B A 22 7 19 i B A 0 T (DS C)

S
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K132 A e W] S AL 1 2 B MOET 5 28 A R AR B 20 AT (TG K 5

K478 A 2 W13 HE 1 2 8 MOET & 28 ARG 23 BT (DVS) I

K152 A e WIS AL 1 5 2 B MT d B A 2T AN (IR) ]

62 A K H AL A EH A M S AL R AUB Y TG TE G PE(DVS) e
LP

B 7 0 AN T BH B AR 10 4 0 MOEE o R AR R RS 1 X I 2Rk R AT A
(XRPD)HL R A s

B 8 J& AN J HH 2 AR 1 i 4 B MUY o Y B AR 80 W S ) X- S 4 Ry OR AT A
(XRPD)HL R A s

94 Az W B AL 1 FH 28 4 MAEF W B A 25 °C o A 1B B 60% (1) 45 111 il 47
PAE X5 2k R AT i (XRPD) L

102 A & B B2 A5 0 Sl 4 B MAT S LA TE40 °C. A FE 75% (1) 4 1F R 4%
A2 1) e O (HPLC) H 45 4

P 11 A 5 T B AL ) 4 MO R A TR OB 2R I il 2k

FAR L7 5

AR WINGBIL )2 RN AT SE, EA S Fhl 2 BEMOET AL P
BN RALT L R, A RGETELr . RN, HlS T2 R, ER
PEGF, W SEELRUBEAL Tk A7 o ARt BEal b, S8 T AR .

R Ui BH

BRAES b aE X, A5 A S BT 4 30 4 R 5 R 2 ARE Y B A R W B
JoR AR, 18] 7 3 5 AN 5 3 AR TR AH [ S

WOARSCHTH, AR5 BV ARSI 25 (BB P A R I, RTE<A R % AE 7T LA
TIZEEARBIAZ T 1% Hln, AT, RiB“47100" 1 FE99F 101412 1)
4 3ME I W, 99.1. 992, 99.3. 99.44%),

ST 20 R R MR AERT S I, RE<Lr RR G AR AL T-2°,
W hXe, MFERXE2°, BiEHiX+1e,

WA SCHT L, RAE<ES A e HE (3 y v BUE TR 2 b ORI ) P 2
. #e52, PIAARIEW ARG EEA Bl AR 8l
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AR EY

WA, RIEANRWNLED AR G AR B A LG
Yl B AEH], FRACKR I U R B T S A s X
LATI R I 4 AL B . AR WIS Wl AR R R

HEY

KEHEIRE T SAARHBMALAEDIAEGY), BERAAEY.

AR — e st 7 A, ITd A G YafEemdasy. WRAS
Yy Ny A G Y S AR P

ik se it 77 A0, LT IR SRR A A el i S v, TR A R
WA DI fE(Wt%) h0.1-99%, B, 1-90%, HAEH, 2-50%.

EAR R U FHR A A S rh, b m] S A47 HARFHORA], B sLel . ek, I8
B EIAERE. e A G

E— LI St 7 S, TR RV S WA & RERE B b = R, IR R
TR TR AN ST, PR FERE I & B (wt%)<5, % fEi<e, FfEHhi<i,

NS S ARSI, B PR AR ] . BB AR, 3K S 5 A T W
AW AN Y BRI A A W vE B T 20 i 9] o R WD R AR 4 1 I S 0 U5
W, WE AR AT, BUEMENE ) R PT @ BUN R, BRAESI AN, A
[E IR G

SE ] —
HEIREAAT, #4520 gy 4l B R199.5% ) f 4 BEMAEF I A 100 mL A i vh
P12 W, IR R A AN, AEEAET25 °)CF AT T4, 555 0ME

m A

S

EEREMT, 20 g Bl 99.5%I1 i 49 BEMTF A 100 mL Z i 7,
BitE24 hE, HMIERRIOEEE, AaEET25 )CRES TR, B EMET
i A,

St —

FE50 °CEA% R, K520 g 4L EE 3 99.5% M 2 HE M in A\ 100 mL Z.[% 1,

6
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BiFEL WG, WU EI A @k, SEERT25 o C BT, AR5 BEM T i
HIA,

SE it 45 DY

FE50 °CEAE T, ¥10 g 4l B 50 2% 4 BE M In AN 1.5 L g,
BEFELh, U85 I UEMURCE AE25 °C HA R R T0.5 MPaktE N8R, HE
BWHRAEBNT-50 mL, duE, AEEKT25 cCREAT, A M A
A,

S it A o

50 °CE&AF R, B 10 g R4l FE 50 2%I0) A M I LB, Ji
1 h, RS RIE MU E AR50 °CA M TR, AR /NT50 mL, 1 3E,
EIEA A AR T-50 °CR B X5, AR EH A BEMEF dn LA

STt 75

FE50 °CEAE R, K10 g 5ol B 2 40% 197l 45 BEMAF I A 900 mL £ &% -7/K
(2:1, viV)EW T, HiFE0.5 h, L UE S I8 BUCE AE50 °Cy 25 R )8 1°0.5 MPa
KM THER, HEBRAEB/NTS0mL, I3, AGEIET25 °«CFES T,
52 M A,

STt

80 °CE&AE R, K10 g w4l B 2 60% 1/l 45 BEM AT I A 500 mL £ 8¢ -7/K
(11, /B, BEFE0.5 h, LB S KB H AR BRI 22 = 3, 5 & 120
KEMEE, S5, AGBEET25 CFES T4, BilAHMEnIA,

St J\

FE50 °CEAET, #4510 g 4l Bk 80% FH A BEMFF A1 LA WE-7K(1:1,
VIV, BiHE0.5 h, EBIGLIEJS BB LA °C/MI IR IE 430 °C,
HEAA G, ik, AEEAT25 °)CF ST, B HMEREA,

SE it L

FE80 °CE&M T, K10 g4l Bk 60%FH 45 BEMEF I 500 mL £ -7K
(11, /)BT, BEFE0.5 h, W #Gd I8 IS B U8 N DN 0. 1g 9 [t 41 FE 2R 95% )
A BEME, BEJS HARR R =i, ¥ R EEE, J3E, At EiET25
°CHFHEZTFH, A PEMET EINA,

SE A+

HEEREM T, K20 g 4l 55 499.5% (1) Ff 49 HEMEF & 29 AT 100 mL7K

7
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Hr, w12 hE, R R A EE AR, BRAR R A MAT L BB

X b3 S 48] 1 45 14D EH A R MO B R A EAT X W R AT S AT (XRPD)
ERERERST(DSC). #REDHT(TG) A IK 3R 7 Hr (DVS)FE

XRPD7 1. HoR A 4 E A & v AN 5 A FR 2 7] Bruker D8 advance ! [T 4
T =W BEATR, KA Cu-Kadit 2 (A= 1.5418 A), 203 N3 F405F,
FIRTE S o2/ /Fb . HAa Mg B I 1. XRPDISE B R Fid s 7] 1 75 1 51
M MARA RIS MIE

PEAE R AR X b AR AT B b, ehRe o i B A5 30 (AT S 1 AT 11 2 R
TP o A S5 s AF . RiAe . IRE W RIAHXS B E R e MR R 2 5, AT
WP B A B s P AR BRI A RICR AT 3 B0 ] o g iy O HOR ARG AR )
(RIAH T 9 FE e AR AR Ak o DL, A S B (1R R S0 i S50 O 56 ) it A I 3 2 AR ik 2
(Rr, AT A 5 AT b A R, S R 323 5 IR o U PR A7 B T AN 22 B AT A AH
XPSREE . ok, FIW b AL B — A N R AR R AR, BRI A — &R
WENRE— DA, M2 —ERE Md-VTEE A RER . N5
e, fRIRAEWMEET, HT & E TSRS IE AT 2B 2, s,
G 75 MRS e S A P S B (4T, B 4l A AR AT BE N 4 I A 2
REAIE T 1T

DSCHr#r: H R £ H 4415 /K B A F IDSC 850024 22 7= 49 4 1 A AT
K, SACAERA, AGE B Y 108G /0 Bh . Hoar b &5 R 1K 2.,

TG/ M. H % 78 [ i 9t 23 7] i) Netzsch TG 209F3 2 H TR 43 B UK M, ¥
FEJG . 30-400 °C, #F##EZE . 10 K/min, WF95: 25 mL/min. H2r #4550,
K3,

DVSr#T: H R IR SMS{L # /A FIDVS Intrinsic 5 25 7K 43 W I AR AT
WSE, MEWESL: 25 °Cy AR : 0-95%. H M4 B K4, bk s g
P TH 2 BEM R S A LE 25 °C 40%RH £ 18 R Wi o B S A% - FH A MM G
ERAGEMB, B REILIHeE L. RN, FHATHEME 5 B A L E 5 617
(40%-80%RH) 5 1 I g MEAK T B o

*1
. X W B AR A, | R T AR A
STy R A
(0%-40%RH) (40%-80%RH)

8
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i » 40%RH, MK 9.4%
HEHEM T A 9.4% 4.6%
80%RH, WK 14.0%
i » 40%RH, M7k 15.3%
HEgEEM Y B 15.3% 2.1%
80%RH, WK 17.4%
i o 40%RH, /K 11.0%
HEgEE M eI 11.0% 8.2%
80%RH, WK 19.2%

X bR S5 B A R A BEMA SR A, 105 °CA&ME TR — K G AT
XRPDZ 1, HAadra RIWLE 7. IWE 79 UG HH R BUAAR, ) B i 4
PR RS TR R o Tl 2 MO 2 BAE Rl 45 AR R AN AR E , 2105 °C&AF T
FHE— R ATLER, Hobvd LIKES.

of b A S A5 A G RH A B M SR LA, FE25 °CLRH 60%4<1F T fii 72141,
Hor & L W9, Ko AT UG H I & AN, Ui W12 it U A8 1E 0 i A7 55 1
N RS

HPLC/M s HR 26 1B 22 FEAR BHE A TR 2 ] 11260 infinity 0AH €4 35 430
SE o PR IR T RS FR B 25-502 T Bl A BEMAF AL N, TN 25Z=Z THIN 2R
=T, RIEMAK-CIET: 3, vvVEWR, BATERIFER L. RS
MR HAS: 10 mmol/L, pH{H: 2.6)HIMCE Jiik: ¥42.76 0 Bl — SN H il 212
FEKH, MANBERR, HpHMEIHE2.6, (i : Phenomenex’A # ) Luna 5u
C18(2)100A R (il A, HEFE = : Sul. Ji#: 1.0 mL/min. FFiE: 40 °C. AIZ%:

210 nm S AR RTI . PR BE U R -
N 18] (4321 Tt R 00 2% JH i (A = 10 mmol/L, pH | 4 5%
fH: 2.6)%

0.00 80 20
2.00 80 20
10.00 60 40
15.00 60 40
21.00 80 20
24.00 80 20

Hras LI 10, Bk sl g FHI95 2 MM s A, B I k2
FasEtE, HPLC/MHT i 7/R4E40 °C. RH 75%% M N A 40 5 & B RN T

0.2%. Ui B iz B AE =i 5 fF ML SRR E T A
9
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RS AR D EH A M S A, BRI, O KRR
W, HORRREEZI N3 mg/mL, 24hW 14 % 8 FE 2 42 mg/mL . 38 5k 52 i 71
25 TR PR B A B MO B AR R v 2 WL 11, dn B AR K 1 5 L Al
CN 105722533 A H4RIE (1)l 49 8 DT -1 29 EM T JC € A 5 ¥)(293 mg/mL)%E
A%, Byl DL E $2 MK i 1 2-3 4% o

3 s A5 T K A B MOET JsURE B L AR I R 2 AT R A ml SR L

FEA W] B2 S I T AT SCRRARAEAS HRAl 5T IR S8 25, i A& J SCik
BRI G AE 0 225 5K o BeAN N FRAR, AT TE T AR W RIEYHE N A2 ),
AU AR N G2 RT LLREAS B WA 2% P e sl sl iz 2, X 82 i JE U R RS A |
TR BT B ABURIEE SR A P RS2 Y

10
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(D

I H, Pk f BATH Cu-KalfIX-3 b RATIH J5ik, LAUERRM204,
21430, 21657, £98.04. #1631, ZJ17.57MZ1209146 HAH3A . 440, 54 E6
RFAE AT S 0

2. ARAEACRIZER P A s M A, HURRIEAE T, P A AT 2R
WTEN T 7R X - ek R AT 5 (XRPD) W 18, DARE SRR A S A% 2041 « = TE A +
1°, DAATRZR IR il T TR S R P 0 B8 s KA S U (R AR i S AT G A

204 (£1°) d(A) AH T 8 B %%
3.51 25.12 14.4
4.30 20.54 63.7
527 16.75 17.7
6.57 13.44 54.4
8.04 10.99 100.0
13.43 6.59 28.8
14.61 6.06 39.9
16.31 5.43 59.5
17.57 5.04 87.7
18.34 4.83 40.8
19.25 4.61 22.5
19.75 4.49 32.1

11
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20.91 4.24 42.6
22.56 3.94 31.5
23.67 3.76 19.5

3. MRIEBCRIZE SRR WA M A, HARHIEAE T, b s M AGE B AT
% H AR —AEE MR
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