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Sample Information

FmER
Sample Name Olaflur Intermediate Sample properties Liquid
TRV By 8 ) A FE IR A
Date of receipt During testing
2025/10/13 X 2025/10/15 ~ 2025/10/22
o H I e
Test ingredients and structural formula
TR K 413
FE1
Hal ™" NHz . 8= _ HEN_\—\NHM/\-./W\/\M
HE 2
hL_L\wWM/\ R ’L)\j:
AE F[TEB
FimE = I
HIE 3
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10 N :lo/“v“?
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Experimental Requirements
SEIE R

The method is not limited, priority should be given to UV detector, and then ELSD detector. The main

focus is on the control of the reaction in step 2, the production of impurities in the remaining intermediate
A and by-products (mono - and di substituted), and then the purity of the product. Require a separation
degree of 1.5 or above and good peak shape.
TIEAR, ARSI gs, AT P ELSD failids. FEEDIR 2 e Bihds, Pk A BFR
AMEF=Y RS, B BT ARSI, R A ERDERE 15 UL, IEER
4t

EH: BRIFRBEHE, KRSERNIZNHERRE, ARERELTHFA, FUTEH,

Add: EigHHGT KRB85S B &2 (FUW) HEE £MEI0S & P4 : 201600
Add: T EEETEBEX WM #1685 P4 : 321000
AddSIABRRDNER X EB225Fh4KE P4 : 211500

Tel:400-810-6969 Web:www,welchmat.com
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Reference Method
SET
T
Reagent information
BAlE R
Reagent Name Grade Brand
R4 AR Zn| pits gt
Water Ultrapure water Welch
K gtk JENL!
Acetonitrile HPLC Welch
L oy HIE
Trifluoroacetic acid AR Aladdin
=R TR (GETAN
Instrument Information
BER
Test instruments Instrument Model
MR AR X AE AL
HPLC
9 Thermo U3000+Alltech 6100A ELSD
e RCBAH A
1. Test process GRIGTE)
1.1. Method 1 (53¢ 1)
1.1.1. Chromatographic conditions (&34&44)
Chromatographic
column: Ultimate XB-C18 (4.6>250mm,5um)
SNy e
Mobile phase A: 0.1%TFA
Mobile phase: AM: 0.1% =% LR
mshAH Mobile phase B: Acetonitrile
BAfH: 4
Flow rate: .
GO 1 mL/min
Injection volume:
e 20uL

EH: BRIFRBEHE, KRSERNIZNHERRE, ARERELTHFA, FUTEH,

Add:FTEEE RN X WM AERI1685
AddSIABRRDNER X EB225Fh4KE
Tel:400-810-6969

Web:www,welchmat.com
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Column
temperature: 25°C
R}
Detector:
Horil g ELSD
Detection . ] . . .
settinas: Nebulizer and Evaporator Temp.:90<C, carrier gas flow rate: 2.5L/min, Splitter: ON
Time (min) 0 0
RGLD A (%) B(%)
0 95 5
5 95 5
Gradient program:
BhRERL 20 0 100
30 0 100
31 95 5
40 95 5
Notes /
pa g 20

1.1.2. Solution preparation (VA& ECHD

1.1.2.1. Preparation of mobile phase C(JishMHECH]) -

Mobile phaseA : Take 1000ml of water, add 1ml of trifluoroacetic acid, mix well, and filter.

MAAH A: BUK 1000ml, BN=% 4% 1ml, JE2), HhiE, BIfS.
Mobile phase B: Acetonitrile.
B B: M.

1.1.2.2.  Sample Solution (i AR -

Take 15mg of intermediate B reaction solution and dissolve it in 2ml of 0.1% trifluoroacetic acid

aqueous solution.
HL e a4k B SN 15mg,  Bn 2ml 0.1% = 2 BR /KIS A g, Bif5.
1.1.2.3. Intermediate B Reference Solution (F11f]4& B %} fE 1A )

Take 2mg of intermediate B and dissolve it in 2ml of 0.1% trifluoroacetic acid.

F: BRFREHE, KRSERNWZUAFERRET, ARSKELTird, FIEH,
Add: Ei§HHTI KB/ EesS Bt iETE (F1) HHE EHNE0SH#
Add:#IE S ETE R AME 1685
Add: I A EARTAERXRB22SFIF4E

Tel:400-810-6969 Web:www,welchmat.com
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B AR B %R 2mg, 0 0.1% =% £F& 2ml i&f@, RIS,

1.1.2.4. Intermediate A Solution( [A] 1A A VA& TK)
Take 5mg of intermediate A and dissolve it in 20ml of 0.1% trifluoroacetic acid acetonitrile 1:1.
B )& ASmg, I 0.1% =9 LHR- L0 1: 1 20ml iy f#, BifS
1.1.2.5. Bromoethanol Solution (2 Z. %)
Dissolve 10mg of bromoethanol in 5ml of 0.1% trifluoroacetic acid.
B 2, BEY) 10mg, I 0.1% =98 Z. B2 5ml 5 #, BfS.
1.1.2.6. Propanediamine Solution (P —f&i&7)
Dissolve 10mg of propanediamine in 5ml of 0.1% trifluoroacetic acid.
HUR &%) 10mg, I 0.1% =%l 2.1 5ml 15 fi#, EifE.
1.1.2.7. Bromooctadecane Solution (J& 1 /\ k¥4 K)
Dissolve 7mg of Bromooctadecane in 5ml of acetonitrile.
BORA )\t 7Tmg, N ZJiE sml ¥ fiE, RIS,
1.1.3. Chromatogram and data (i EF#dE)

(1) Chromatogram of Sample Solution (fiti 5 iz itk i, A& 20ul):
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EH: BRIFRBEHE, KRSERNIZNHERRE, ARERELTHFA, FUTEH,

Add: EigHHGT KRB85S B &2 (FUW) HEE £MEI0S & P4 : 201600
Add: T EEETEBEX WM #1685 P4 : 321000
AddSIABRRDNER X EB225Fh4KE P4 : 211500
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BaraEH
FF8 s TREET B E SN frem Jr B (EP) BHLH (EP) | AR (EP)
min m\y*min %
1 2755 15.067 1133 8.64 13.14 5010 118
2 5120 85.008 368.2 48.74 T7.57 9953 128
3 19.450 4163 293 2.39 1.04 221913 na.
4 HEEB 19.640 50.130 2585 2874 1.95 150152 1.39
5 PalEA 20.005 20.028 124.7 11.48 na. 214424 1.25
ok i 174.398 100.00 93.70

(2) Chromatogram of Intermediate A Solution (FF A4k A ¥R IS, BEFERE 10ul):

(ALY

€N
=
E=]
Ll
(R

_]DD__ T T T
0.0 5.0 10.0 15.0 20,0
1] 1) [mind

BardER
S (ERER {RE R[] REE SN e EE JrBs (EP) W (EP) | AXHERE (EP)
min m\*min %

1 FlE{EA 20.083 48.740 2586.3 100.00 n.a. 181109 1.25

5% H 48.740 100.00 0.00

(3) Chromatogram of Bromoethanol Solution (V% Z BTk (it B, #EREE: 100D

0o 50 10.0 15.0 20,0
I (1] [min]

(4) Chromatogram of Propanediamine Solution (7§ &g &, #EREE 10uD

EH: BRIFRBEHE, KRSERNIZNHERRE, ARERELTHFA, FUTEH,

Add: EigHHGT KRB85S B &2 (FUW) HEE £MEI0S & P4 : 201600
Add: T EEETEBEX WM #1685 P4 : 321000
AddSIABRRDNER X EB225Fh4KE P4 : 211500

Tel:400-810-6969 Web:www,welchmat.com




@v ARMx(LE8IRNBRAT

Report No (##4%*5) : 20251010-1027
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-100__ T T T T T T T
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I (1) min]
BRaregR
LT3 TRE T S/IN iikor-diat ) 4r#m (EP) IEHH (EP) | FXIBRHEE (EP)
min mV*min %

1 [ 3.568 405.999 356.2 100.00 na. 1818 1.98
S 405.999 100.00 0.00

(5) Chromatogram of Bromooctadecane Solution (VR /\keiE i it &, HEFEE 10uD

20,0
||-|' [llj [min]

(6) Chromatogram of Intermediate B Reference Solution (H1[a]{A B % B IAWR (01L&, #EFEE
5ul)

EH: BREAGEE, ERSERXWZNAFERAE, ARSKEQTHFAT, FTEH,

Add: £ XBA R Es855 B T2 (PI) MR EMEI0SHE #P4E: 201600
Add: T EEETEBEX WM #1685 P4 : 321000
AddSIABRRDNER X EB225Fh4KE P4 : 211500

Tel:400-810-6969 Web:www, welchmat.com
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700
500+ f
500 1
E 400-;
:l 300
200
100
] - e - "
e
_100: T T T T T T T
00 5.0 10.0 15.0 20,0 250 300 350 4
o ] fmin]
B R
e s TRETET (] WS SN XS wp TEL 4P EE (EP) Li s (EP) | AXERE (EP)
min my*min %
1 19.125 53.970 60.0 100.00 na. 152030 1.26
AR 53.970 100.00 0.00
(7) Chromatogram of Sample Solution (i fh i i K, 25— VKEFE):
700 3
500 <
7 g 2
E wr,:_: - f
= ]
& 300
200 ‘
100 ‘| M
] L .ll. - ____|FI |||,.___ . —
B
_1on__l T T T T T T T
0.0 2.0 0.0 150 20.0 25.0 30.0 350 4
1] [11] [min]
1] |1y (ming
RagR
(e H RETR R HEE SN X B JTBE (EP) | M5 (EP) | AHEE (EP)
min my™*min %
1 2780 35276 28 2146 1340 5009 125
2 5.168 72036 5487 4382 7222 10647 128
3 19.143 57.073 3392 3472 na. 166491 1.38
J5E N 164,384 100.00 85.62
1.2. Method 2 (5 2)
1.2.1. Chromatographic conditions (&RE&4E)
Chromatographic
column: Ultimate XB-C18 (4.6>250mm,5um)
ANy
B BEBEHEN, LRSERNWZNHERRAE, KRSKERTFA, FTRHM,
Add: LigHHIT KB RmEe5SS BIBETZ (PU) BHE XAEI0S# B4 : 201600
ip%: 321000

Add:FTEEE RN X WM AERI1685
AddSIABRRDNER X EB225Fh4KE
Tel:400-810-6969
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Mobile phase A: 0.1%TFA
Mobile phase: A 0.1% =G LR

mBhAH Mobile phase B: Acetonitrile
B#: &M

Flow rate:

GO 1 mL/min

Injection volume: 20 uL

BERE R

Column
temperature: 25 °C
O

Detector:
K ELSD

Detection

Nebulizer and Evaporator Temp.:90<C, carrier gas flow rate: 2.5L/min, Splitter: ON

o FACRERIIE: 90T, BVHE: 25Umin, 4iid: IF
Time (min)
SLRGYD) Vi BO6)
0 95 5
5 95 5
Gradient program: R 2 >0
= (m
B 2 0 100
50 0 100
51 95 5
60 95 5
Notes /
EEFI
1.2.2. Solution preparation (V&)
1.2.2.1. Preparation of mobile phase CJiishMIECH]) -
Same as Method 1.
5751k 1 M
1.2.2.2.  Sample Solution (i FiAERD -
Same as Method 1.
5753k 1 M FH
F: BRFREHE, KRSERNWZUAFERRET, ARSKELTird, FIEH,
Add: L ST KB RSE5S B ETE (H1) BB EREI0SH #B45: 201600
Add: T aEE B E X AMAEH#1685 P45 : 321000

Add: I A EARTAERXRB22SFIF4E
Tel:400-810-6969 Web:www,welchmat.com
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1.2.3. Chromatogram and data (& EF%3E)

(1) Chromatogram of Sample Solution (£tiz v ik (2 &) -

E [
700 =
e oy
500
500
= 400
E
= 300 N -
s )
R o o
200 . JE
100 . Lh’
1k _l___ AP .!:“'.. a
o4
_]DD__ T T T T T
0.0 10,0 200 30.0 40,0 50.0 it
11 [i1] [min]
el M R |
kit
e | R {RBIR REH SN AnemE JrEFE (EP) nrs (EP) | Fu#s (EP)
min m\V*min %
1 2757 12.992 924 955 1370 6167 118
2 5115 81.113 1119 50 65 101.20 9983 129
3 26.120 3.042 650 224 170 244104 126
4 26.545 27.532 406.0 20.25 345 133818 182
5 FE) A 27.500 11.308 2948 832 na 172585 138
J5E 135.087 100.00 120.05

3. Conclusion (45i8)
Using Welch chromatographic column Ultimate® XB-C18 (4.6>250mm,5um) , Analyze the target

sample Under this conditions, the results meet the test requirements.
1 I H JB 38 K Ultimate® XB-C18 (4.6>250mm,5um) , 7EM GRSt T 08 HAs#, 24

MK

Report signature (F}EZF)

Tester(illi): Daniel (2524 14) Date (HH#) :  2025/10/23
Reviewer(# 1%): Jeff ( ERLE#) Date (H#¥i) :  2025/10/23
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