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(57) Abstract: The present invention relates to a method for preparing a 6-perdeoxy-6-per(2-carboxyethyl)thio-y-cyclodextrin sodi-
um salt, said method comprising: reacting y-cyclodextrin (SM1) with iodine and triphenylphosphine in an organic solvent, and ob -
taining an intermediate 6-perdeoxy-6-periodo-y-cyclodextrin (SGMD-1); adding a sodium methoxide methanol solution to the reac-
tion solution, directly adding acetone without performing reduced-pressure distillation, precipitating a solid, performing filtration,
and obtaining a SGMD-1 crude product; performing recrystallisation on the SGMD-1 crude product; reacting an obtained recrystal -
lisation intermediate (SGMD-1) with 3-mercaptopropionic acid (SM2) under alkaline conditions (such as sodium hydride), and ob -
taining a 6-perdeoxy-6-per(2-carboxyethyl)thio-y-cyclodextrin sodium salt crude product (SGMD crude product); performing ad-
sorption on the SGMD crude product via an adsorbent, and performing recrystallisation.
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A R AENEE EEEN . & H AR AR T 2009 SRR AL RO ZR AL
ET, T AR ARG S (Bridion) 5 2010 4% H A PMDA #itiE -71: 2015
12 ¥R E FDA #itilE F. HAET, ST mEmLEcafEek 50
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I B AR i S HIVE T DMF. 7E28 D& a7 E I HERY (SGMD) 5
I, W02012025937 K H I Wi N 488, AEEF EEREMT L ORIV
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SGMD# & SGMD
%5 6-2RHE-6-4 ( hFa: 6-2RE-6-2 (2-
2-BEZE) Bifl-y - BRZE) ity -
W L
4 F3: CrzHio4NagO45Ss F3: CrzH104Nag0ssSs
STE: 2178.01 HTE: 2178.01

TEA KW SE T Z, NES SML F Rl EF0EHEE (VW) O 30:1~
150:1, Phik 35:1~140:1, 40:1~130:1, 45:1~120:1, 50:1~110:1, 50:1~100:1
A 60:1~100:1,

TEARRBARISEE T =, PR VAR IEE T ZEH& SGMD
LT, RS H SGMD-1 HEE NN EIRT Y, SR )5 AT B A, EFE%HH
HIVEFHTN N, N-— FHEHEZ (DME). — HETRDOMSO). HEE, 21,
7 A I B TR ) B30k L rP PR T TR SV 77, A3 TR /DM 1R 5 71
P/ DMSO B &7 BUH E/DME K ZEE/DMF KRG T, AR
A A A E/DME FREER, BEWEFILE (VviV) 8 1.03~1:2.5,
PRI LFI A 1:0.4~1:2.4, 1:05~1:2.3, 1:0.6~1:2.2, 1:0.7~1:2.1, BARIEH]
L4 1:0.8~1:2.0,
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TEAR KR SERE 7 S=rh, BriR AL IERE . riEfAR-1 (SGMD-1)
RTINS (SM2) HIFCRHER A 1:8~1:25, 1k 1:9~1:24, 1:10~1:22,
1:11~1:21, FwARIERFERE/RE A 1:12~1:20,

TEARRIAM ST 9, TR AR ELE T FA{E-1 (SGMD-1)
Sk FoR EREE N 1:10~1:50, ik 1:12~1:48, 1:15~1:45,
1:17~1:42, 1:18 ~1:40, HMEFIEEREELLA 1:22~1:40.

FEARRIARISERE T =, Bk e+ : F+ SGMD =45 &
WHAAN: OB, K, HERRAE, SHE. ZE5KEEEY, ik
FH I/ 7K AR 5 VA 7 B 2L B 7K R B ¥ 771

TEARRIAM ST 9, T AiER R ELE T T R B A0E B B 9%
P, wERS. RALRHE . Eibss (M S ER HE ), 50,
WA, B bR 2~3 BN AR A R 2H . Pk RO R R LR
W, ARG R T DL AE A, T DURE R

TEA R AMISERE 7 =, BRI iEREF IEZE T SGMD #H 5 5 T B 5]
ey 1:01~1:2.5, ik 1: 0.1~1:23, 1:0.1~1:2.1, 1:0.2~1:2.0,
1:0.2~1:1.8, H Ak 1:0.2~1:1.5.

KR TR S, B 540 SGMD-1 #ATESE N, &
bR TILA HAR T y-FRR0RE 5 IR0 = R 5L % S S i K & P AR R =4 = 2R
SR e RN AR, R R R T 25 PR OR = R R DMF, 1)
T T2, 5T SGMD-1 BiE, 1w H 8B ART SGMD it H 1)
AT . EPRMNES R, HME., 245, MHENT 2888868
H TR AT A Rl 24, A5 AHIEE., 2ot R IR, iE
WA, JF AR &R R e EAMET HEr B

It P 158

PR 1. AE-1: - -6- S HUR-y- TR 1) 'THNMR

B 2 iR 6- AR S -6- BT y- PR R = 4 FE TS

MR 3. ATEERETHEAN:. o6-EE-6-4 (2R L3E) WRACy-FRMRE 4N S i
"H-NMR;

MR 4. ATERETREEN: 6-EAE-6-4 (2R 43 WRACy-FRMRE 4N S i
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PP 52 A A B ) v AS 21 B AT T BB R A e i 20 B 1
M 6. _ETTAL Bridon Sml (#tS: RS01G) FESHEE =455 Hr itk B
M 7. _E 774G Bridon 2ml (#tS: S217P O FEENEE =45 A E
B 8:  ETiT M Bridon sSml (Hlt5: S502P ) VESHE A =¥ i A .

B ARSI 7

h T A R AT AR, N TR I B AR SERE Fs TUR, B
2 UL H STl 6 A 5 AR AR Y0 A ) AT ART PR A
S 1. AE-1 (SGMD-1): 6-4 i -6-2 WU —y-ERRI RS (K-8 HX.

ARG T, ML= A 170 g N, N-— B 3 gL (DMF ),
PEERIEIR I 36.16 g =2RILHE, HIMAERAMR. 19 B s S 2R g
I NN RS R L R O O 36.63 g TS T 45 g 1) NN FRIE FR G A
1), G 20~30 C, TRIER VLY 30 7080, IO y-FRRE 12 g0 ROVARSR
FUGETHEZR 70°C, FE RN (2 24 /NEY BB V5E 4 (HPLC $i5).

RNARRFE R 20°C, #5918 20~30 CE&AE T, 7 Bk VAR Z dif hn
AR R RS O 8.74 ¢ AN IR 48 g B kMR . T
MZERR S, $5i 20~30 °C, fREREEFELY 2 /AT B B aR SN HH I 995 ¢
FlE, R KEFREHTE, 8805 20~30 C&HETF, fidk 2 e, )k
g, JEUFHNEE 20 g WPk, 45~50 T AT 8~13 /METS

WS BRI 50 C&AFE T T 170g DMF FISHERE K-SR (N
Bi/DMF=1: 0.8, V/V) H, {RiR#HELY 60 7088, 48 R PR 2 20~307C,
dranfndt. e U, TOEY 32 g Whik. 45~50 C(EZ/EIR)TR 8~13
N fFEROEMAR 14.09 g, 1ELH: 69.5%.

S 2. AE-1 (SGMD-1): 6-4 i -6- WU —y-ERRI RS (1K-& 1,
A, MmSL =DM 227 g NN-— HILHEE (DMF),
PFET NN 36.16 g =IRIERE, TiBEEEME . po Lol e R4 5 A hn
1) NUN- RS BRI RS O 36.63 g B T 45 g 19 N,N-— 3 F g A
Hy, R 20~30 C, RIR A 30 208, N v-EREERE 12 g0 RAR

6
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HIHETHEZ 70°C, B RN (£ 24 /NN 25 R N5E 4 (HPLC #35).

RIVARZFERZ 20°C, #9598 20~30 ‘CH&HE N, 18 Fid RNV ARZE Fiin
AN ) AR B I 8.74 g TN IR 48 g AR TR ek MiiD .
INFERE, $58 20~30 °C, CRILIEFELY 2 /DEF. O 948 g TN NN S
TR TR RE R, IR 20~30 T, Bk 2 /D, R RhIE, SED
FHTR R 20 g Wik, 45~50 CERCTHE 8~13 /N,

B S 14 k538 50 C 4 FEEF 270g DME FITTHER R SV (R
Fi-DMF=1: 1.5, V/V) o7, {RiEWHEL 60 708, B2 20~30C, ik,
I 32 g Whit. 45~50 C (EA/EIA) T8 8~13 /it . 1REIZEA K
18.72 g, YL 93.0%. 'H-NMR (400 Mz, DMSO-d;) 8: 5.990~5.972 (m,
16H), 5.042~5.034 (d, J = 3.2 Hz, 8H), 3.841~3.818 (m, 8H), 3.619 (m, 16H),
3.448~3.423 (m, 8H), 3.340~3.292 (m, 8H) (IF WK & 1); ESI-HRMS 3% & i,
7 SGMD-1 43 F 5 U m/z =2176.6386[M+H]", &0 m/z =2198.6249
[M+Na+H]+, B W T2 51 gt e a5 N e vk 5(E (2175.6354)
FFF o #EXFIRE N 0.48 ppm, TEm IR T HZ W, (TEILFTE 2).

S 3. thiAlK-1 (SGMD-1): 6-4 [ 58 -6- 2T -y- TR 8 ks 1) ki

AAMGY, 1L M= MA 159 ¢ NN- " HILHEE (DMF),
PFET NN 36.16 g =IRIERE, TiBEEEME . po Lol e R4 5 A hn
() NON-— FR B R o O 36.63 g B T 45 g (19 N,N-— FH 3 FR i
Hy, R 20~30 C, RIR A 30 208, N v-EREERE 12 g0 RAR
FFHFHEE 70°C, PR (2 24 /Y R REHR Y584 (HPLC #45).

RIVAR R FBIE FE 20°C, 1518 20~30 ‘C4&AF T, 17 Fid ROYARZR i
HH AR ) RS I 8.74 g HHEEANINAE 48 g W I HH R BGR MR . T
e e, #H 20~30 °C, {RIRFEFELY 2 /NET. 2 398 g NEEINA S R
HS I R T A AR, 58 20~30 T, BidE 2 /DR, dRihIE, 28U
NN 20 g ht, 45~50 °C (28 / B AT 8~13 /M.

W S BRI 50 C4&AF T T 270g DMF FISHERE RS (N
Bi-DMF=1.0: 2.0, V/V) 4, {RiRfHL 60 740, FEE 20~30C, Hrih,
I8, N 32 g Wkt . 45~50 CEIRATIR 8~13 /NEf [ EIZRHEH K 17.51
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g, WRTEH: 87.0%.
SEHE 4: hAj4k-1 (SGMD-1): 6-2 i -6- 2K y- AWK 14 1.

FAMY, 1 SOL R EH I 13 .2kg N N- "B 5 {2 (DMF ),
PEET I 3.6kg =2RIERE, SiMFEEME. M b RONRER H R e
N, N-Z FHEE IV 9 CHFF 3.67kg TIVA T 4.5 kg I NON-Z R HIlEIE ),
iR 20~30 °C, CRIBR VLY 30 708l N y-IRIAE 1.2 kg RVIRRITUG
THEZ 70°C, RIE/RMN (£9 24 M) 2R RV TE4S (HPLC 1),

RIVAR R FBIE FE 20°C, 1518 20~30 ‘C4&AF T, 17 Fid ROYARZR i
HH A ) B sy CH 874 ¢ WIS AN 21 4.8 kg HEEH B EGR MDD -
MoEEUE, i 20~30 °C, (R LT 2 /NEF. I 49.9kg TAEE A S R 3
HS I R T A AR, 58 20~30 T, BidE 2 /DR, dRihIE, 28U
FH N W 2.0kg K%, 45~50 CEUAT4E 8~13 /IR,

W TR AR 50 C 44 T T 2.6 kg DMF AR B FE S (H
fi-DMF=1.0: 0.8, V/V) 1, {RiB#HL 60 7080, FER 20~30°C, ik,
g, PO 3.2kg Whik. 45~50 T (EA/EMR) 15 8~13 /M. 15528
HEFAR 1.77kg, BORTER: 87.9%.

SR 5. R ABE M -2 E -6 (- LI FACy-FARIK
P ER A A B R

ARG, M1 L M=K I 200 g NON-— B 3L B g
576 g FHNEE (SM2). RNEREFRE 0~5T, IMAZI 738g, F
SPEFE 30 38, P B SRR FR RN SGMD-1 [ N N-— 3 B i e vy
W CE 10 g SGMD-1 T 66.2g 1 NN-_ HIU B HBERZ), FEinetiE: 20~40
EF. WG, RNAKRFHEE 70°C~75C, (R (412 /N
2 OB R B T4

R 20~30°C, B RUNAR BRI 96 g @lifkoK, FEEE 30 2k, 1luE,
DL 20 g INEE#RSE, 280 4542 'C, BATFIR 12~15 /IEF, 1555 8.81 g,
K%, 88.1%.

S 62 FY R ATHEYUHM: 6-R A -6-4 (2-RIR 43D WRAC-y-FARES
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PR I R

AT, 1L B = LRI 200 g NN-Z U B, 9.64
g MIENTE (SM2). RNMAERBERE 0~5T, IAELE 738 e, O
BE 30 204, 1) _Eod SO AE ZR N SGMD-1 [ NN~ B 3 B B s vl O
10 g SGMD-1 ¥+ 66.2g B NN- HE HER O, sinEral: 20~40 408k,
WINSERUE, RNARRTHEZE 70°C~75C, FRRMN (412 N Z ok
RINVTEA.

R 20~30°C, mRMARRINA 96 g 4ifbk, $iHE 30 08, TE,
DL 20 g AL, 5 4542 C, BT 12~15 /hE), 19 891 g.
W2, 84.1%.

S 7. R AAE A -6 (- LI FACy-FARIR
P ER A A B R

SRR A 1L B = TR IR 200 g NLN-— FH R FIE I, 8.64¢
LTI (SM2). RNVARRFERE 0~5C, IMAZEih 6.42 g, w0 +E
30 08P, A IR RS RZR TN SGMD-1 ) NON-— H B s %
10 g SGMD-1 # T 66.2 [f) NNN-— RIL R ELR D, FINRFA]: 20~40 478F.
WINTEIE, RNAARRFHLE 70°C~75C, R0 RN (Z512 /N Rkl
R5EA o

R 20~30°C, SR BRI 96 g 4lifhk, BEEE 30 05k, 1k,
DL 20 g INER#RSE, 28 4542 'C, BATFER 12~15 /IR, 555 9.02 g,
W 90.2%.

S 8: R MBEA A -6 (- AIL) FAS-y-FA IR
P ER A A B R

F ORI H 1L B = TR AR 200 g NON-— FHIE F LR, 8.64¢
WAL (SM2). RMAERBEIRE 0~5°C, IMAZ A4 4.41 g, FTohis:
30 434d, B RS AR R T AN SGMD-1 ) NUN-— FEE R Bt ROl COF
10 g SGMD-1 ¥ T 66.2g 19 NN-— F I HER R, @ INRTR]: 20~40 40k,
WINTEIE, RNAARRFHLE 70°C~75C, R0 RN (Z512 /N Rkl
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RV 5E 4

YeiE 20~30°C, AR FHARIA 96 g ZE4kK, $iHE 30 28, ITIE,
DL 20 g HEAMASE, 1590 4522 C, FRTHR 12~15 /i, HHM: 934 g,
WEE: 93.4%.

LR 9: FFEHBEPIRLN: -2l -6-2 (2-RBLHE) MR-
PR I R

AR, I S0L B s VA PRI 15.88kg N,N-_ HEE T fi,
1.05 kg #idEMNE (SGMD-SM2). WAR RFRE S 0~5°C, IS LT 7.38
g, AN 30 8F, bl S AR R IR SGMD-1 1) N N-— FJE
BERAER CFF 1.2kg SGMD-1 ¥5 T 7.94kg Y NN-— LR ELR, e
[[]: 20~40 8. WNERE, REARRSE 70C~75C, R RN (4]
12 /BT OB SO 584

I8 20~30°C, A ROVARRINA 3.84kg 4Aifb K, #HE 30 08, 1TE,
LA 7.8kg TNERYE, 1508 4542 °C, s8R 12~15 /NI, i 1.1kg.
B#: 91.7%.

SCHE] 10: FF A . 6-B A -6- (- LB BRACy-FARRY
P ER A A B R

AAMRYT, M1 L= TR R I 200 g NON-— 3L ki, 5.76¢
MLV (SM2), A REES 0~5C, IMAZE 406, FAHHE
30 435k, [ B3R RNAE R SRE I SGMD-1 (1) NON-— B I B ER RO CFF
10 g SGMD-1 Y& T 66.2 g B N,N- R L), whnediE: 20~40 235k,
TG, RNERTHEE 70°C~75°C, {fRRMN (412 N ZEE
R5EA o

R 20~30°C, B RUNAR BRI 96 g @lifkoK, FEEE 30 2k, 1luE,
DL 20 g INERIHRDE, 58 4542 C, BT 12~15 /MRT, 7948 891 g.
2 89.1%.

SCHEE] 11: EPEHEMTRER: 6- A -6-0 Q-1 43 BACy-FRRRsah &h

10
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ap it

W LA A A7 TR S0 g IR A FI 44k /K 150 g 5 HEE 100 g
PHREWW, 50 CH&AT, MATGHR 75 g fiFE 30 08k, 198, ik
K 50 g BEEIEDE, BRRYT T ISR 50~55 C, WhFEE 200 g, M
SEHE, ISR, EHNEE 25~30°C (HrdtiBfE), WEHrds 0.5 /NEF (B
eabf 8], JEE, FEUEA 100 g HEEWMGE—IR, TS EHET 60~65 C, A
T4 24 /N, 13 30,5 g BB AKRER. YR 61.0 %. T-NMR (400 Mz,
D,0) &: 5.123~5.133 (d, J = 4 Hz, 8H), 3.982~4.006 (m, 8H), 3.864~3.911 (m,
8H), 3.555~3.615 (m, 16H), 3.052~3.087 (m, 8H), 2.921~2.956 (m, 8H),
2.778~2.815 (m, 16H), 2.408~2.451 (m 16H) (WA 3); ESI-HRMS i
B R T 2. 199941432 [M-H], &7 5 BT EEN 9 21 11 20
EAH N 1999.40159[M-H], éﬁﬂw%jj 6.36 ppm, & RTHIRIEIRE
o, SEESEREMN, GFE 40, f2RIZSCh e & a7 5
MEEN 2% RS I 45 S PR 1 SG11 ATX AR, HEMSH o=
K 98.842%, & HVRILRANEUE T LT R RIS R s AR E,
228 S AT B ATl o 2 B R RR A . 2R WL 1.

SO 12: SFEEEE: 6-2E-6-4 Q-RELID) B- v -ERRIRh
EaN b el
W &7 B ATRE S AL 50 g INAE4lifbK 150 g 5 2.8 150 g KR &8

tr, 50 ‘CHAET, IAGEEER 10 g AR LER Sog 4k 30 205k, ik,
alifh K 50 g PEIRIEDT, AR T IERIE T 50~55 °C, N 4EE 200 g,
s e, SR, EHNEE 25~30C (7 daiB ), MR & 0.5 N

CHrdEEFIR]D, b, 3EUFA 150 g Z82MBE—ik, BS54 T 60~65 C,
F AT 24 /NEF, 15 27.8 g HER AARFEME . R : 55.6 %. 1ZIR1%
ST 1) 45 B BT SE BB s ke I 5 SR L B R 1 R SG12 AT 0B B AL
HFERDIA—EE N 98.488%. HH M2 EBURT LiihiA, K
() &% & I T b vl S O R 2% g S T BR

SEEE] 13: ST ETREAN: - -6-D Q- 3L WS- v -FRRES Y

11
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£ RS

W BT TR RE T 50 g IAE] 150 g 4k /KA 150g Z 8T, 50 ‘C4
R, InABRPEEA LS 75 ¢ fEEE 30 438, 1huE, 487 50 g BRIRIETE &
ARG T IR 50~55 C, MINLME 400 g, Whnseke, BRI,
TRE 25~30C (Fradi/E), FHEtrdh 0.5 /N (B disfED, Z3E, I8
PEH 150 g ZEEhst—ik, FrfREET 60~65 C, BT 24 /N, 15
23.6 g A ACIRE R, WRTHE: 47.2 %. %% SZHEF]H] & 147 T8
BN 2% RO 45 R LB 22 1 o SG13 47t MR E, HEmD e E
K 98.734%. R HIBIZ AT LA, B RS RS ERET
T A HOR R 2 S 1 R

SO 14: S E R 6-2RE-6-4 Q-RBLID) BA- v -ERRIRN
EaN b el

W &F TERIRE AT 50 g InAFIAE1b K 150 ¢ 5 HEE 100 g HITR Al
o1, 50 T4, AR LS 60 g T dE 30 208h, 38, 4ifh/K30g
PECIEDE, AP FIEMEEIR 50~55 °C, WhNHEE 200 g, WiNTEEE,
2218 AL, PR 25~30°C (W SRR, BERENT &L 0.5 /R (R SR IRDD,
LEgE, BEUEH 100 g FEEME—IK, IR BT 60~65 T, w15 24
B, 45351 g HEBARBEME . IR 70.2 %. 1% FEIZSCHE 6] &
FI&T S ARG 2% TR I 48 TR DL IR 1 oh SG14 178 M B3t H e g
—{hEE A 98.790%. for KIS T B dlAl, AR RSmE
EIET b i ] O R 2 4 o A R R

SR 15: SR - A -6- Q-BRE I WS- v RSN
ER (A o

V&7 PR G AL 50 g IMAEIZlifbK 150 g 5 FEE 100 g IIRE R
H, 50 THRAT, MATGHR 40 g FEHE 30 2088, 13k, 4lifhoK 50 g Bk
JEDE, BUSAEPT T BRI 50~55 °C, W EEE 200 g, Whnsche, 2518
BEd, FEERRE 25~30°C (BT ), BRI 0.5 /NFF (FrdaRTiED,
LEgE, BEUEH 100 g FEEME—IK, IR BT 60~65 T, w15 24

12
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/N, 15 31.6g HEBACKREN A BERTEE: 63.2%. I%IIZSEHER] 6] & K
FY AR A ORI A5 R UM R 1 T SGIS ATR AT HEE, HE R A
L EH: 98.884%. Frth (U B EUR T ErrflAl, foh fa e &
AR T I AR X R 2% e 7 R

SEHE 16: SFEREHEM: 6-2BA-6-2 Q-REZIEE) MR- v -SRI
R (RTAE ]

W &F TERIRE AT 50 g InAFIAE1b K 150 ¢ 5 HEE 100 g HITR Al
B, 50 CTHAF N, A 10g iEHE IR 65g S, it 30 708,
P&, AAkIK 50 g PRk IEDE, BRI IR 50~55 C, N EE 200
g, TWhNTEEe, ZBRRIR, FEHENLEE 25~30°C (MrdRinps), BtEEMTSS 0.5
P CHT T TR] D, 13, BT 100 g FEBEIRGE — K, AR B4 T 60~65 °C,
F TR 24 /NEF, 15 34.5 ¢ HEBRARFENME . WERUHE: 69.0%. %1%
S A7) T A R BT SRR B A R T 45 R LB R 1 T SG16 176 MR,
HERSH LT E R 98.833%. & HIZ% A MUK LT, #& b
Y8 4= i s I T B T ) oy B % o das s R R A

I 17: SRR 6-DAE-6-2 Q- LI BACy-FRRRhEh
R4 ]

1 &7 E BRI AL 50 g ALK 150 g 5 FEE 100 g AR A8
L, 50 CEMT, InATGMExR 10g, #ERE 30 408k, obag, 4ifbKk 50 g B
BNEDE, BRI 50~55 C, WINEEE 200 g, WlNsEEE, 4
M RER, EHIRE 25~30°C (FTamiE ), AT 0.5 /Nl (BT da B[],
o, JEUFR 100 g HEEMEE—IR, FTSHEET 60~65 C, BT 24
B, 45 36.2 g HEBRACIRE 4. BEJEHE: 72.4%. 1% IS p]H] &
(&7 5 AR A 2 R M 45 R L IR 1 R SG17 A7 % B 13 b » Ha‘zﬁ%\ﬂ
—{hE R A 98.878%. fur KA IANEE T EirdlAl, AR BSmE
EIET b i ] O R 2 4 o A R R

I 18: AFH AN 6- DA -6-2 Q- LI BACy-FRRRah Eh

13
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(A ]

T EF TR 50 g InAFIA LK 150 g 5 HEE 100 g BITR AR
tr, 50 TR, M 20g i PE AN d0g ik EALAR, T 30 9045k, o
P&, AAkIK 50 g PRk IEDE, BRI IR 50~55 C, N EE 200
g, TEnsEbe, ZHERIE, EHNEE 25-30°C (FrédiERE), fETd 05
ANESCRIT AR D), T3, S8R 100 g FEEE RS — IR, BT AT 60~65 C,
HATEE 24 /NEF, 15 33.4 g BB ARIENE . CRTEH: 66.8%. 1ZH{Z
SR A7 T £ P BT SRR B A AR T 45 R LB R 1 SG18 476 N IR,
HERSH AL TE R 98.783%. & HIZ% MUK+ LT, &
)2 2% T B B PAMIE T b vl s ook I 2 4 o D PR

IR 19: AR 6-SHAE-6-2 Q- LI BACy-FRRRhEh
R4 ]

& SRR 50 g A BI2E1b /K 150 g 5 ZBE 150 g WHRGER
o1, 50 TR, AT R 25 g 4t 30 20 8h, T3, 4ifh/K30g
PECIEDE, AP FIEMEEIR 50~55 °C, WhNZE 200 g, WEiINTEEE,
2218 AL, PR 25~30°C (W SRR, BERENT &L 0.5 /R (R SR IRDD,
EgE, BEUEH 150 g SFEME—IK, IR EET 60~65 T, mAT1ER 24
NEE, 45433 g HEBRACIRE M. BRI : 86.6%. &It H] &
FI&T 5 ATRE N % TR I 48 51 DL IR 1 dh SG19 1750 i3t , H e
—{LEE A 99.269%. o B FIZYRAEE T EdrdlAlL, AR RSmE
EIET b i ] O R 2 4 o A R R

S 20: ATEERIEEAN: 6- DI -6-4 (2N L) FACy-IAHIR iR
R4 ]

1 &7 BRI AL 1.5kg INAFIZE40IK 4.5kg 5 FEE 3kg MR AR
H, 50 THRMT, IAEHEIR 300 g #1 750g HHEE AR, Bk 30 o6,
g, 27K 1.5kg PR IEDE, BUSORYT T B8R 50~55 °C, b FBE
okg, WINSCEE, SRR, EHRELE 25~30°C (FrdkidfE), Hadrdh 0.5
ANEF CRT BRETIRDD, 129€, JEUFH ke FHEEMAE—IR, iS4 T 60~65 C,

14
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STER 24 /NEF, 15 0.95kg BB AR AR, RERTEH: 63.3%, A=
T P DB 5 CHAA 2 0 “ B SE R M S EiTshlA] (Bridion) 225y
T 8853 ) o 4 BRI ST AT ] 751 2% P 7 5 B A 2 A I 45 SR WL PR 1 SG20
TR R E s, B IA— I E R 98.796%, f I 2R BN T
TR, AR A LR S E AT T T O Y 2% A A R

SEH 21: AFHERIRES: 6-2 A -6-2 (2-RBZE) MR y-H IR
(A ]

e &7 T RTRE B A 1.5kg InABI4i{k K 4.5kg 5 Z0E 4.5kg FIIR GV
Wb, 50 CA&MHET, IATEIER 150 g fich S 40EE 2.25ke, FEHE 30 4
B, nbpE, Sk 1.5kg BEERIEDE, AR T 28RN 50~55 °C, W
LBE kg, ThNseEe, ZBIEN, EEIRE 25~30°C (M), Hidkth
i 0.5 /NEF (R dEst D, 3k, JEUHH 3ke LBEMRBE—IK, IS T
60~65 C, #1524 /NET, 15 1.08kg FE#; ACKIE 4 R0 : 72.0%.
P W12 S 05 151 5 FE) 6 T R M 2 oA U 55 SR DL 2 1 SG21 AT XM Y
BiE, HERDSH WS EN: 98.916%. k2T EadiF],
For B PRS- 2% T B A T vl A HR R R 2 s o P B

RY ERIRE DA A L TRIA] (Bridion) 280 Hr

¥ B EE AN ] & AR P A B2 iU A R A R AL S A5
AR RO AR A, K LS T AT R A RO D0 55 H i 1 A 20 4 2 AR [ S AR
I, Bk, TEMAL TR, fERBOS G NERF B IL ~. &% 2015
b E 2L, SRARBUA AR B BT RRSE i 6] 11~21 il 17
BEATRED L I 2R R

B AT

P i R %

(1) g7 BRI ALl i . B IR SERER] 11~21 45 A9 AT B HAE
MRy E, FBENE, B 10ml AT, @S NKE S/
R Tml 2935 &7 ERIREBY 2.0mg RIVEWL 550, VRN &7 SERIFE OL A

15
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W BB A SGI11. SG12. SG13. SG14. SG15. SG16. SG17. SG18.
SG19. SG20 Fll SG21).
(2> EridlH] (Bridion) HEAn 0 & K54 B CE$1#] (Bridion
T H HA MSD #RAl &4k, #5454 S217P, S502P #1 R501G, .
100mg/ml) £ 1.0ml, & 50ml F=EHT, IAKE=ERFEN RS 1ml
297 2.0mg W, AEN BT Akl s
FEm 2

HKH Agilent1260 mRGEABC R (B 248 S RHYL, RIMITIEE
PCAEIR AT R B A RS, SR RAR B R R AT EREVER (R A0 AH
il (R E 2 2015 SERRDUSES @l 0512) 5, M /\BeErEbi &
RERCAEFE ] DL 25mM fEE — S A (R Y pH 2 3.00 -4 (83
20, VIV) HIREH A, DAL RREIH B, & FRETHEMN: &l
&ﬁﬁmmM mﬁﬁOMMMIHmﬁmm BRI R T

T(min) 15 22 27 32 37 42 42.01 52
B(%0) 0 0 2 8 25 50 70 70 0 0
A(%0) 100 100 98 92 75 50 30 30 100 100

FAERS O B B[R] 3£ 47 2% BN X2 e 20 IR 67 o A6 A J B ) 45 IR T 5 A8 4
F AL A LTI (Bridion) AR S W AAR G S T, AR R
FHISE|] 2k 0.88 A1 1.00 HIUES) 73] 24 Org48302 1T 58 ME Al & a7y g, oo
48302 WA HHF R —AF A LRSI a8 RN IR “H EHHFHIF ™
FRAH—EEL N 97.0%, B2 AN EE T AR RN & E
RN R PR R A 2R AN, AR A B T RS S A T 1R
) 0L B 1 6~B I 8.

TR IR TE A R B IR R W BT A SURTE & il s | FHE 8 2%,
A [l B — R SO AL S [ HAE A S iR . A IRAR, DL Bl i
A B B AR SE R ] S i R R B, FERE T AR A S, A
AIEEE AN ] UG A 5 BN & Rl sl BUE o AT S A R RIS S
T, XN B RIFE R TR A A R A .
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A K

1. #l# 6-E-6-4 (2-FRFEE L) BiAC-y-FRREath A,
%ﬁ:

1 y-IRRRE(SMD) STV = R B AE LS A S, 15 E R (AA 6-
4 -6- A -y- PR ERE (SGMD-1);

[A] 5L H N N R 1Y) RV, ANl vk s 2508, EL B IO TR
P A, o gE, 193] SGMD-1 1 s

Wik SGMD-1 #H S BE T E 45 4

RSB S S AR (SGMD-1) 5 3-3REW®E (SM2) 7Efft 4
Bl TN, 153 6- i E-6-4 (2RI LIL) TRAly-FRm
RN ShFH i (SGMD #H i)+

1 HriR SGMD AH sh & W I A B, ARG B4 A

2. BORESR 1 1755, HAFMLAE T, A LAl NON-— 2R R AL .

3. BURIESK 1 842 Bk, AR T, Al S SM1 #oR =3 R L (viw)
47 30:1~150:1, LI 35:1~140:1, 40:1~130:1, 45:1~120:1, 50:1~110:1,
50:1~100:1 FALEE 60:1~100:1.

4. BREER 12 F—IR ik, HAREAE T, H T SGMD-1 117 E
SRR N, N-THIEFEE R, —FREWNDOMS0), B, ZF,
5 DR B A T 3 L B A A BTR S ], IR A TR /N, N-— R A
MR GV A B/ DMSO WA B EE/N, N-_HEE R & 4
BE/N, N-ZHEHBEEEAER], &GRSR /N, N-—H
B B VR S VAT o

5. RUHHR 4 B, HURHEAE T, AN, N-— B 3L H LR iR & 57
EL (V/V)Y g 1:0.3~1:2.5, IR b4 1:0.4~1:2.4,1:0.5~1:2.3, 1:0.6~1:2.2,

18
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1:0.7~1:2.1, EALiEr WA 1:0.8~1:2.0,

6. BURE SR 1-5 (&R 7%, HAFEE T, SGMD-1 53 M (SM2)
FIREELEE R LA 1:8~1:25, 103k 1:9~1:24, 1:10~1:22, 1:11~1:21, &ALik
BIFCEHEE R HE Sk 1:12~1:20,

7. BRI 1-6 {E—Ip Aik, HAFEET: SGMD-1 55408 R FE EE
JREEA 1:10~1:50, fhik 1:12~1:48, 1:15~1:45, 1:17~1:42 ¢ 1:18~1:40,
TARIE I BERHEE IR EE A 1:20~1:40.

8. BURIEER 1-7 AR ik, HAFEFET: FF SGMD i 45 dm Y
WA LME, K, HIEBCRANE, BUXEE R SKRE SR, prik
M/ /K B LB 7K BRI A o

0. BUAMESK 1-8 f£ ik, HARFIErET: Mk B At .
RALBIBE . EALER . 20 TImAE A A BT 4H, fiitik B drs e immis s
LA GHEMKIA, Rk, FridEfei 2 it E s o L.

10, BUAIESK 1-9 fE—I0 AV, HAFIEFET: SGMD H i 5 BRI e i

BN 1:01~125, 01 1:01~1:23,1:01~1:2.1,1:02~12.0 }% 1:02~
1:1.8, HAik 1:02~1:1.5,
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Gualitative Compound Report

PCT/CN2016/095985

Data File

Sample Type
Instrument. Name.

Acg Method

IRM Cafibrafion Status
Comment

Sample Group

Stream Name

Compound Table

SGEMO-1-001.d
Sampte

Instrument 1

0150528, roedicing_scregning.m

wi

Samiple Name
Pasition

User Name
Acquired Time
DA Method

Tnfo.

Acquisition SW Version

SGMD-1

Vial 2

5/28{2615 12:57:45 PM

Pefault.m

6200 series TOF/6500 serigs Q-TOF B.06.01 (B6157)

Campound Labef RT | Mass I Abund | Foremula ] Tgt Mass 1 DIff {ppm) __{
[ Cpd 1 20.201] 20.501] 2175.6354] B | CIB 72 B 032 2175.5364) 048]
{€ompound Label iz ¢ TAlgorithm THass
Cpd R8T [PRLLNr el THind By Formula pibiNcrs
MS Spectrum
w14 |Cpd 1: 20.201: + FBF Spectrum (rt: 20.027-20.475 min) SGMD-1-r001.d Subtract
[MW+Na+H]+
2198,6248
2
1.5
1-
0.5] [MW+H]+
21766386
0 . l - T T

MS Zoomed Spectrum

Counts vs. Mass-to-Charge {(m/z)

! i i 4 1 T
2160 2165 2170 2175 2180 2185 2190 2195 2200 2205 2210 2215 2220 2225

«to4|Cpd 1: 20.201: + FBF Spectrum (rt: 20.027-20.475 min) SGMD-1-r001.d Subtract
[MW+Na+H]+ 21986249
2,
1.5
1' |
[MVY+H+ ;
0.5 21766386 g
|
0 . 8 8 = j[ i —

- End Of Report ---

Counts vs. Mass-to-Charge (m/z)

P2

2/13

21742176 2178 2180 2182 2184 2186 21.88 2150 2192 2194 2196 2198 2200 2202
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Qualitative Analysis Report

Data Filename SGMD Sample Name SGMD
Sample Type Sample Position P1-A2
Instrument Name Instrument 1 User Name
Acq Method NEG_TOF-1min.m IRM Calibration Status
DA Method QualDAMethed.m AcquiredTime
User Chromatograms
Fragmentor Veitage 400 Cellision Energy 0 Ionization Mode  Fsi
<10 6 |=TIG Sean NEG-SGMD 201:d
i A
184 /]\\
164 / o ,\\ i
. I .
144 /1 e ,
124 [ \\\ o L
! / - : ! :
14 / TR S \//\\H//\/\’k\ IS S AN A SR
, / ; -
: . 7 ‘ : N D ]
08t~/ ‘ S —

0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45 0.5 055 0.6 0.65 0.7 0.75 0.8 0.85 0.0 0.95 1
Counts vs. Acquisition Time {min)

User Spectra
Fragmentor Voltage Collision Energy Ionizaticn Mode
400 0 Esi
%10 4 |- Scan (0.129:0.277'min, 10 scans] NEG- SGMDI01d Subtract(@)ns
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Counts (%) vs. Mass-to-Charge (m/z)
Peak List
m/z z |Abund. |Formula Ion Difference(ppm) |Abs Diff(ppm)
117.00161 1853
1999.41432} 1 19055|C72H11104858 (M-H)- -6.36 6.36
2000.41805) 1 16730{C72H11104858 (M-H)-
2001.4162] 1 16164|C72H11104858 (M-H)-
2002.41518} 1 9237{C72H11104858 {(M-H)-
2003.41534] 1 4838|C72H11104858 (M-H)-
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Qualitative Analysis Report

2004414711 1 2198{C72H11104858 (M-H)-
2021.39545| 1 2991
2022.39734| 1 2641
2023.39918] 1 2504
--~ End Of Report -
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WO 2017/084401

Data File F:\SGMD\SGMD\I&#£\JUNE\20150620\SGMD-CP-150620.D
Sample Name:

PCT/CN2016/095985

Acg. Operator

Acg. Instrument :

Injection Date

Acg. Method
Last changed

Analysis Method :

Last changed

© SYSTEM
1260-002
1 B6/28/2015 18:04:12

Seq. Line :
Location :
Inj :
Inj Volume :

T Fr\SGMD\SGMD\FaFE\ JUNE\ 20150620\ FF . M

! 6/206/2015 16:01:08 by SYSTEM
F 1 \SGMD\ SGMD\f& A\ JUNE\ 20150620\ FF - FX. M
i 6/20/2015 18:59:44 by SYSTEM

3
vial 52

1
15.000 pii

MWD1 A, Sig=200,4 Refeoff (F\SCMD\SGMOVGANIUNERG1 5062015 CMD-EP-150620.D)
mAU | omssez% 2 sGMD
80 - -
60 -
46
- (9]
S g ﬁ
b <@ : - MmO T o \
©1 g3 S oFEEmEI 8 e
| &8 ol Ve l8 GH I & g o IR L
0 J— o U1 ) ! — ]
0 10 20 30 % 50 i
Area Percent Report
Sorted By Signal
Multiplier 1.60800
Dilution 1.6000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: MWD1 A, $ig=200,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min]  [mAU*s] [mau] %
e At R |- emmeeee it |<nommee- |
1 2.203 BV 0.9574 4.44557 1.25289 9.9236
2 3.504 BB @.0825 2.27795 3.87735e-1 @.0121
3 12.216 VB 0.0906 2.42004 3.78307e-1 0.0129
4 12.849 BY 0.0849 5.34483 9.96948e-1 0.0284
5 13.012 VB 9.0864 7.75260 1.36191 9.0412
6 13.388 BV 9.8920 7.85308 1.27320 08.9417
7 13.576 VB 9.0836 4.14515 7,85528e-1 9.9220
8 14.949 BB 9.0858 70.87528  12.95272 ©.3765
9 15.522 BB 0.9892  43.59873 7.56791 9.2316
18 16.201 BV 9.8866 895.89325 161.89849 4.7592
11 17.209 v 9.0836 4.71547 8.38175e-1 9.9258
12 17.324 VB 90,8922 1.96209 2.71854e-1 0.0104
13 18.349 BV 9.1267 1.77018ed4 2227.27832 94.8368
14 19.121 W 0.1085 2.83753 3.57770e-1  0.0151
15 19.284 VB 0.099% 2.24670 3.5670le-1 0.0119
16 20.892 BV a.0770 2.38857 4.56620e-~1 ©.0127
17 21.037 W 0.0928 14.45535 2.45006 0.0768
18 2i.50@ BB 9.0985 2.96534 4.64415e-1 0.,0158
19 21.856 BY 9.1112 5.34324 7.49215e-1 9,0284
20 22.046 VB 9.1152 6.04571 7.56979%-1 9.9321
415
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WO 2017/084401 PCT/CN2016/095985

Data File F:\SGMD\SGMD\ &£\ JUNE\20150620\SGMD-CP-156629.D
Sample Name:

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAUT %

Rl RCREE e R O |-onmemenes fooeone 1
21 23.402 BB 9.06828 4.93259 9.1648%e-1 9.0262
22 23.689 BB 0.0891 4.59634 7.98368e-1 0.0244
23 24.748 WV 2.1178 13.76730 1.,64367 9.0731
24 26.174 BV 9.0934 7.46356 1.18763 0.039
25 28.369 BB 9.1201 4.20189 5.10120e-1 9.0223

Totals : 1.88243e4 2427.87679

#%* End of Report ***
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WO 2017/084401 PCT/CN2016/095985

Data File F:\SGMD\SGMD\IGA¥\APRIL\26158417\RLD-S217P.D
Sample Name:

Acqg. Operator : SYSTEM Seq. Line : 3
Acq. Instrument : 1260-002 Location : Vial 33
Injection Date : 4/17/2015 11:18:69 Inj: 1
Inj Volume : 5.000 pl
Acq. Method T Fi\SGMD\SGMD\FEFE\APRIL\ 208150841 7\FF .M
Last changed 1 471772015 @9:20:49 by SYSTEM
Analysis Method : F:\SGMD\SGMD\F:FF\APRIL\20150417\FF-FX.M
Last changed t 4/17/2015 14:59:39 by SYSTEM
MWD1 A, Sig=200,4 Ref=off (F\SGMD\SGMD UG AAPRIL2015041 ARLDS217P D)
mAU Org48302 §
80~ o $SGMD
o
60 i
40- j
T mi 2 ole @
Smimscael By 8 N {
ol ferrsis s we e 8 8 e
o 10 ' 2 30 40 50

Area Percent Report

Sorted By : Signal
Multiplier H 1.0090
Dilution : 1.0880

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 A, 5ig=209,4 Ref=off

Peak RetTime Type Width Area Height Area

#  [min] fmin] [maU*s ] [mAU] %
e R R R |- e R J<nrmooac |
1 2.183 BB 8.0526 3.91733 9.12255e-1  ©.0324
2 3.768 VB 9,0646  28.22783 6.78080  ©.3035
2 12.179 BV 8.0982 7.94321 1.21633  ©.9854
4 12.313 VB 9.0930 1.97615 3.15987e-1  ©.0212
5 12.960 BB a.1672 2.47690 3.64l64e-1  ©.0266
6 13.245 BV ©9.1227 1.68854 1,39568e-1  8.0182
7 13.994 BB 09.60878  30.30825 5.37296  ©.3259
8 14.587 BV 8.9943 3.16750 5.10845e-1  6.0341
9 14.879 VB 0.0816 1.81%64 3.33796e-1  ©.0196
16 15.150 BB 8.0843 3,19482 5.79995e-1  0.0344
11 15.479 BB 8.0908  33.64925 5.70450 ©.3618
12 15.772 BV 8.06813 2.47334 4.86950e-1  ©.9266
13 16.173 VB 8.0870 329.63629 59.19881  3.5444
14 17.0060 Bv 8.079% 2.57946 5.02758%e-1  ©8.0277
15 17.178 vB 8.6814  43.49159 8.2575%  ©.4676
16 18.076 VB ©.0938 4.48286 7.16752e-1  ©.0482
17 18.354 BV ©.0988 8688.51855 1355.14392 93,4238
18 18.9€0 vV 9.152¢ 4.23852 3.58430¢-1  @.0456
19 19.223 vB 09.0838  27.99390 5.11918 @.201@
20 20.306 BB ©2.0938 6.12545 9,94927e-1  ©.0659
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WO 2017/084401

Data File F:\SGMD\SGMD\IGFE\APRIL\20150417\RLD.D
Sample Name:

Peak RetTime Type Width Area Height Area
& [min] [min] [mAU*s] [maU] %
R REE [--eef-meeee R |-mmeeoeee |-mmee- |
21 26.979 BV 0.0851 1.6@992 2,88344e-1 0.0173
22 21.584 W 2.0914 3.46908 5.83127e-1 8.e373
23 21.808 VB ©.0889 20.52491 3.58051 ©.2207
24 23.357 BB 0.0932 6.41659 1.08189 ©.8690
25 23.726 BB 0.1545 3.78799 3.19187e-1  0.0407
26 24.622 BB ©.1353 1.68931 1.94622e-1 @.9182
27 26.121 BB 8.1536 2,01578 1,84251e-1 9.0217
28 28.320 BB 0.1040 1.83208 2.54504e-1  0.0197
29 3e.289 BB ©.0666 19.36626 4.46841 ©.2082
3¢ 31.332 BB @¢.065%9 2.42328 5.44697e-1 8.9261
31 32,091 BB 0.0564 6.50845 1.79284 2.0700
32 32,525 BB 0.9590 3.46547 8.9834%e-1  0.9373
Totals : 9300.11252 1467.26121
*** End of Report ***

Ko (52

9/13

PCT/CN2016/095985



WO 2017/084401 PCT/CN2016/095985

Data File F:\SGMD\SGMD\F:FF\APRIL\20156417\RLD-5ML-R501G.D
Sample Name:

Acg. Operator ¢ SYSTEM Seq. Line : 2
Acq. Instrument : 1266-002 Location : Vial 35
Injection Date : 4/17/2015 13:17:18 Inj : 1
Inj Volume : 5.806 pul
Acq. Method 1 FI\SGMD\SGMD\F&FE\APRIL\ 20150417 \FF . M
Last changed : 4/17/2015 09:20:49 by SYSTEM
Analysis Method : F:\SGMD\SGMD\{/¥\APRIL\20150417 \FF-FX1.M
Last changed : 4/17/2015 17:33:3@ by SYSTEM
MWET A, Sig=200,4 Ref=off (F\SGMD\SGMD W& APRIL20150417\RLDEML-RED1G.0)
mAY
- Org48302 ESGMD
80
80 -
40-
@ - < OMgoy
27 5 i oy
b eyl =
o1 S8 RN Gl
e 10 20 0 %
Area Percent Report
Sorted By : Signal
Multiplier H 1.2000
Dilution : 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 A, Sig=200,4 Ref=off

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mau] %
SR P R B |xmmmmneen fommennens R |
1 2.191 BBA 9.0518 2.29477 6.45840e-1 9.0227
2 3.196 BB ©.0561 9.95216 2.7590¢ @,1079
3 3.502 BB 0.0800 9.33048e-1 1.75597e-1 9.0101
4 3.799 BB 0.9653 29.08229 6.86703 9.3145
5 9.988 BB 9.9761 9.06019e-1 1.64878e-1 9.826e-3
6 10.384 BV ©.1@36 1.06501 1.48582e-1 2.0116
7 11.461 BB 0.1175 1.47190 1.62693e-1  0.0160
8 11.666 BB 0.8845 9.40859e-1 1.78@51e-1 9.0102
9 12.362 BB 0.0955 9.25975e-1 1.55519%e-1  0.010@

[y
[}
[y
e
[o;3
=
~
=3
<

9.0941 9.97146 1.57e8a 9.1081
9.1239 3.83099 4.47177e-1  9,0415
12 13.4e4 BB 0.1956 2.82164 4.13426e-1 0.03@6
13 13.668 BV 0.1224 1.57171 1.69163e-1  0.9170
14 14.402 BB ©.0870  44.06052 7.90384 0.4778
15 15.96e BV 9.1051 3.81151 5.34845e-1  0.0413
16 15.249 VB ©.0924 1.62247 1.64768e-1  @.9111
17 145.519 BB 0.1600 1.46358 2.30723e-1  ©.02159
18 15,862 BY 0.0898 50,33568 8.66476 8.5459
19 16.114 W 0,1140 1.79861 2.28085e-1  9,0195
20 16.346 W 9.0903 1.26326 2.22211e-1  8.0137

ot
oy
ey
N
~
Ned
Josy
<<
=
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WO 2017/084401

Data File F:\SGMD\SGMD\}&FE\APRIL\20150417\RLD-5ML-R501G.D
Sample Name:

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

s EURTE R PECERRS it |-emmeeman R 1
21 16.539 VB 0.06898 293.62354 52.94633 3.1844
22 17.366 BV 9.8761 1.114906 2.16605e-1 0.0121
23 17.547 W 9.0841  24.36884 4.43740  0.2643
24 18.667 BY 2.08925 1.43937 2.31541e-1 0.09156
25 18.239 W ©.0851 1.37641 2,25795e-1 ©.0149
26 18.373 W 0.0746 1.18236 2.27548e-1 9.0128
27 18.485 VB 0.0921 2.00103 3.42864e-1  0,0217
28 18.759 BB 0.1008 8646.903820 1349.51123 93.7770
29 19.616 BB 09.0852 18.00414 3.32123  ©9.1953
30 20.713 BB 0.0866 2.41889 3.9976le-1 @.0262
31 21.835 BY 8.1295 1.62697 1.83322e-1 0.9176
32 21.995 W 0.0897 3.28981 5.20897e-1 9.0357
33 22.211 VB 0.0926 14.14153 2.40389 0.1534
34 23.777 VB 0.8911 5.45434 9.47808e-1  0.8592
35 24.886 BV 0.0806 1.91083 3.34421e-1 ©.0207
36 24.186 VW 0.1142 2.61467 3.53949e-1  0.0284
37 24.463 VB ©.1998 9.6278le-1 1.17252e-1 @.0104
38 25.867 BY 28,1170 2.26360 2.90279%e-1 ©.0245
39 25.969 BB 0.0792 1,14332 2.04668e-1 0.0124
40 26.576 BB 0.1022 5.33062 7.9489%e-1 0.0578
41 28.041 BB 0.0855 1.02865 1.67823e-1 €.9112
42 28.775 BB 0.6971 5.53649 8.60159%e-1 ©.0600
43 30.514 BB 0.6677 4.,33555 1.01770 ©.047@
44 31.472 BB ©.8589 5.48569 1.49012 €.0595
45 32,208 BB 8.98572 2.97788 8.03816e-1 ©.0323
46 32.634 BB ©.0633 9.25278e-1 2.18804e-1 0.0100

Totals : 9220.70828 1453.46898

**#% End of Report **¥
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WO 2017/084401

Data File F:\SGMD\SGMD\F&FF\APRIL\28158417\RLD-5ML-S582P.D
Sample Name:

PCT/CN2016/095985

Acg. Operator ¢ SYSTEM Seq. Line : 1
Acq. Instrument : 1268-002 tocation : vial 34
Injection Date : 4/17/2015 12:20:47 Inj: 1
Inj Volume : 5.000 pl
Acq. Method : Fi\SGMD\SGMD\F&AF\APRIL\ 20150417 \FF .M
Last changed : 4717720615 09:20:49 by SYSTEM
Analysis Method : F:\SGMD\SGMD\F&F\APRIL\2015@417\FF-FX1.M
Last changed 471772015 17:33:30 by SYSTEM
WMWD1 A, Sig=200,4 Ref=off (F-\SCMD\SGMDWEAEAPRILI2015041 7\RLO-EML-S502P D)
mAU ] 5
) SGMD
80 Org48302
60 8
1 e
40,,
| Ge7 o § 8z 5 0
0 il il . ey e
0 10 20 0 40 50 mi
Area Percent Report
Sorted By : Signal
Multiplier H 1.0009
Dilution H 1.0006

Do not use Multiplier & Dilution Factor with ISTDs

Signal 1: MWD1 A, Sig=200,4 Ref=off

Peak RetTime Type Width Area Height Area

#  [min] [min] [mau*s] [mau] %
R e e s e |-omenmenes |--me e [
1 2.190 BBA 0.6518 2.11716 6.67965e-1 9.8224
2 3.201 BB Q.0582 15.92674 4.39896 9.1684
3 3.803 BE 9.0677 29.44279 6.90618 9.3114
4 9.961 EB 9.1325 1.04389 1.06344e-1 9.e110
5 11.607 BB 9.1113 1.098671 1.30269%e-1 9.0115
6 12.563 BY 0.10638 7.23503 1.081899 0.8765
7 12.727 VB 0.0991 2.33745 3.20262e-1  0.0247
8 13.357 VB 0.1222 2.19373 2.96889%-1 9.0232
9 14.349 BB 0.0873  24.61710 4.3959% 8.2603
19 14.951 BV 0.0943 3.19367 5.15485e-1 9.0338
11 15.881 W 0.8787 9.69480e-1 1.69671e-1 9.e103
12 15.201 VE 2.0783 1.19779 2.17420e-1 9.0127
13 15.499 BB 2.0950 1.93520 3.27146e-1 9.0205
14 15.844 BV 9.9917 27.73581 4.64834 9.2933
15 16.107 WV 9.1085 2.61451 3.69714e-1 2.09276
16 16.338 W 0.681e 1.63239 2.93024e-1 @.6173
17 16.534 VB ©,0884 255.87799 44.96633 2.7060
18 17.374 BY ©.0860 1.92840 3.39347e-1 @.8203
19 17.557 VB 0.8823 33.25457 6.22447 @.3517
2@ 18.085 BY 9.8957 1.49363 2.30150e-1 @.0158
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WO 2017/084401

Data File F:\SGMD\SGMD\F/E\APRIL\20156417\RLD-5M.-5502P.D
Sample MName:

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

e R |-mmommnee |-mmmmmoeee |ommmeeee |
21 18.486 VB ©.1179 4,35459 5,29987e-1 @.0461
22 18.762 BB ©.1018 8920.83984 1372.98657 94.3406
23 19.641 BB 0.0824  20.31250 3.79780  ©.2148
24 28.471 BV 0.1416 1.14836 1.05002e-1 9.0121
25 20.726 VB 0.9999 3.82448 6.0380%e-1 9.0404
26 21.415 BV 0.1313 2.64999 2.63468e-1  0.0289
27 21.624 VB ©.0836 9.55892e-1 1.55722e-1 2.e101
28 22.015 BV ©.1968 3.65956 5.15944e-1 @.0387
29 22.234 VB 8.0918 18.72841 3.26282 ©.1981
38 23.804 BV 9.0937 17.15848 2.86950 0.1814
31 24.187 VB 0.1394 3.57525 3.32631e-1  0.0378
32 25.065 BB ©.1202 1.76926 2.06093e-1 9.0187
33 25.969 BB ©.1127 1.65095 2,12446e-1 9.9175
34 26.582 BB 0.0897 4,01367 6.71963e-1  0.0424
35 28.792 BB 2.1172 4.84583 6.34067e-1 9.0512
36 38.526 BB 2.064% 9.90162 2.36026 8.1047
37 31.485 BB 8.6773 3.31156 6.10345e-1 @.0350
38 32.219 BB 0.9586 108.76851 2.81983  9.1139
39 32,645 BB 0.0567 3.46358 9.46123e-1  0.0366
40 34.897 BB ©,1093 1.24564 1,406l1le-1 @.8132

Totals : 9455,99461 1470.55300

*+* tnd of Report *+*%
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