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EHOARENELEITVWET, LHL. AZOWREILES
MFICAEMT BV RATLICIREL TWAEWLWS., KEOESEN
MAOS TEEMNLZEBFBOERIIFrAYHD LA
Biotage |XIRTE. FICHABHRERIFICEHRMATSEE U —RT
% Biotage® Initiator+> A7 LERETEZILICED. COF v
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ENBHABRT S 2 —I)LORTHEITELREHZRARICSERT
ZENTEET, I5IC. RIGHEIZES 5 9URED T,
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MW = 281.36
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160° C 10 min
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140°C, 5 min

MW = 283.37
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MnO. IC&B 7L —=ILDT b ADEAL

OH o)
MnO,
DCE
200°C, 15 min
MW = 120.15

. MW Amount ) Theoretical Theoretical .
Chemical Name (g/mol) (mmol) Equiv. Weight . Real Weight or Volume

1-Phenylethanol 122.17 2.5 1 305.4 mg 302 pL
Manganese(IV)oxide (MnO2) 86.94 3.0 1.2 260.8 mg
1,2-Dichloroethane (DCE) 98.96 2.5 mL

RIRFYIRZ—=F—DA2 T2 2~5 mL DRIENA FILIS, MOz 1-7 T IR/ — )by RICL2-DV/O0TZVEMAE T, B
TN BRRICH B ZHRBLET. BDBTHNS. BRTEEZIIETET, N T7ILICF vy T%Z L. Initiator DEAFFEICE
BOBETMRLE T, N1 TIHSCCUTIORRNEN, Ld BBVES. RENATLOF vy T2ATENTEET,

RISEEYIE. TLC £72IE HPLC-MS TEZZ—L THh$ A3 e TE, 208 nm ORAEN SRBERBERESI N TEET,

s =B =
RENE

Time Temperature Absorption level Fixed Hold Time
15 minutes 200 °C Normal On

REEY)%E HPLC-MS THH Lo 5. 208 nm T 7T0%DEMMMEANRESNE LT, EEW% Celite THB L. BEIHRIRAZ AN
L7:DCE THAEL. HHpBREEDOELERLBREFET CTREL. LRI EE LT Y TLZ HNMRTOMLIEEC A, 7L
—ADBT S UADEBREIL65%ICBD F LT



MP-BH. ZRAWEZITFEFO7ZILI=ILADZETRD

MP-BH,

~0 - OH
EtOH
130°C, 7 min

MW = 122.17

MP-BH,, Polystyrene-supported Borohydride:

Chemical Name (g;’ln‘:vol) ‘(\nn::‘:';r;; Equiv. Th:;)eriztli:al Th‘(le:;::‘::al Real Weight or Volume
p-Tolualdehyde 120.15 1 1 120 mg 118 puL

MP-BH4 (3.2 mmol/g) 0.75 0.75 234 mg

Ethanol (EtOH) 46.07 3.0 mL

RTXFVIRE—=F—DA2T22~5 mL DRIG/NA FILIZ. MP-BHuw p-RILTILTER. ERALSITR/ —ILEMZET, ERHH
BEAICHZCrERALET, HETHNIL. BETERE T ITFTET, N FILICF v v 7F% L. Biotage® Initiator+%# L T
BBZNBEBTMART 3, N1 7B 50°CUTICAREIN. Lid HBEVES. RISAATPLDX vy TENTEHATEET,

RISEEYIE. TLC £/2IE HPLC-MS TEZZ—LTHH T3 D TE, 215nm ORAEH SHERBREFIENTETET,

RERE
Time Temperature Absorption level Fixed Hold Time
7 minutes 130 °C High On

RERY% HPLC-MS THOM L7z T3 215 nm TREAEBMNMERINE LT, RIEE. REEYEZIEEL. e oOn0
XRAVTHABELELT, FRREEOEAREAETCEBEL. ZBESEELT. HPLC-MS BEL U HNMR IC& B &\ IR 95%. #i
Bl LRy zFonE L
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BBEBRRTOT = FESTRRID

0 o)
OH y
N/\I-r + _— N/'\n/
35 H,N 200°C, 10 min H

0]

MW = 268.32

) Theoretic Theoretic )
Chemical Nam: alWeight al Volume Real Weight or
Hippuric acid 179.18 2.75 1 492.0 mg

Benzylamine 107.16 2.75 1 294.3 mg 300 pL

RITZF VI AR—5—DA> 1= 0.5~2 mL RIS/NA 7ILIC. Hippuric acid(BRE) EARVCILTIVENZET, NATLICEFvy S
% L. Biotage® Initiator+ DERAAEDBREICREWVMAL £, /N1 ZILH 50°CATITAF I N, Lid BBWB. RIBNTTZILDF v
wIENATZENTEET,

BENTEFIE TLC £72I1E HPLC-MS TE=Z4—LTHIRT BN TE, 2546 nm ORMHEH SBERBTREB/Z N TEET,

s =B =

RENE

Time Temperature Absorption level Fixed Hold Time
10 minutes 200 °C Very High On

RISEEH% HPLC-MS THM LT T A, 254 nm CTERDOMEIZ 69%ETLE LT, ERYE S 7OO0XI - X2/ —ILH5DE
BRICE>THELIEZA. HPLC-MS, HNMR B& U BCNMR ICK B &, HflE 97%. IR 82%THLNFE LT



2 BERIGED 1: #75AKRIG E Catalytic Transfer

Hydrogenation

PACI,(PPh,), (
\@\ Na,CO,*H,0  HN
DME/H,O/EtOH

7:3:2
160°C, 10 min

MW = 281.36

MW Theoretical Theoretical

Chemical Name (g/mol) . Weight . Real Weight or Volume

trans-3-Bromo-N- 254.13 0.410 1 104.2 mg
ethylcinnamamide
4-Methoxyphenylboronic acid 151.96 0.615 1.5 93.5mg
Bis(triphenylphosphine)

palladium(II) 701.89 0.005 0.01 3.5mg
chloride((PhsP)2PdCl2)

Sodium carbonate monohydrate

(Na2CO3*H:0) 124.00 0.615 1.5 76.3 mg
Dimethoxyethanol/water/ethanol 2.5 mL
(DME/H20/EtOH) 7:3:2 (1.59:0.68:0.46)

RTFZFYVYIRAZ=F—=DA 2T 2~5mL DRIENA TILS, FSVR3-TOEN-IFILSVFLTIR A ARSI T D) ROY
B, REST M) TLLKAME SUMEZMZ Y. REBIC. BEESYEMZEY. BFEYHNARNICHZ 2 HEL. BETH
NITAETEREZRVELET, N1 TIICF v v F% L. Biotage® Initiator+ DEAAEDEREICR > TMALET, /N1 T7ILH50C
RIS S N, Lid HBVB. RISKAITZILOF vy TEAT N TEET,

RISEEYIE. TLC £/2IE HPLC-MS TEZA—L T AN TE, 254 nm ORAEHN SRERBEREFSZIHTEFET,

b = =

BEE

Time Temperature Absorption level Fixed Hold Time
10 minutes 160 °C High On

RIEAY% HPLC-MS TO L= T A, 254 nm TERYIIHE s6%# R LE LT, RIGESWEIBL. AHEEBEEH, BE%E
CSHOOOXRVICERL. SN NaxCOs KAR T, RICKTHELE LT, B#E% Na,SO, TEIES ., BETTREL. 812
SHEL, BFRERAZHEBIFILNSEERL. HPLC-MS BELTTHNMRICEL B ¥, IR 70%. #1E 95% LU ETE/MIHESNEL
Teo

CDEEMIE. RORTYy TTHEATAET,

A0 z—TRIGOFa—~UTIL | © Biotage 2022



A7 w7 2: Catalytic Transfer Hydrogenation

10% Pd/C (

HCOONH,  HN

EtOH
140°C, 5 min ?

MW = 283.37

MW Amount Theoretical Theoretical

Weight . Real Weight or Volume

Chemical Name (g/mol) (mmol) Equiv.

trans-3-(4-Methoxyphenyl)-N-

ethylcinnamamide 281.36 03 ! 84.4 mg

10% Pd on charcoal (Pd/C) (0.94 0.009 0.03 9.6 mg

mmol/g)

Ammonium formate (HCOONH4) 63.06 1.5 5 94.6 mg

Ethanol (EtOH) 46.07 2.5 mL

RTXFYIRAA—=F—DA 2T 2~5mL DRBNA TILC, bTVR3-G-AMNFTITZIU)-N-IFIILS VY FLTIR, FBT7VE
ZOL NIV LA—RYEMAE T, RREIC. TE/—IILENZET. BEUNBRPICHZ L EHEL. BETHNISAE TS
EEXEVWAELET. NAT7ILIZF v v T% L. Biotage® Initiator+DERAEICRE > TMRAL £, /11 7LD 50°CUATFITSEA TN,
Lid WS, RIBAAI7ZLDF v T2/ T N TEES,

RISEEYIE. TLC £7/2IE HPLC-MS TEZA—LTHORTE A TE, 220 nm ORMEHI SRBERIBREB/EZI N TEFET,

s =B =
RENE

Time Temperature Absorption level Fixed Hold Time
5 minutes 140 °C Normal Off

RIVESH % HPLC-MS TOML7cr 3. 220 nm T 5% DERDMEZRL £ L7 Celte ZBLTABL. BFELTZ/—ILT
WoRL. AEERELTEEIER . #1074 (HNMRICK B & 99%LL L) SRMH 98% DINETESNE LT,



2EBRERIGED 2: 74 —ILR « 7IA=RLEMEA
= FRZAK

(0]

Ok v () e O
o o) o O DMF

160°C, 10 min Q

MW = 178.19

Chemical Name Theoretical Theoretical Real Weight or Volume
Weight Volume

Maleic anhydride 98.06 1.250 1 122.6 mg

1,3-Cyclohexadiene 80.13 1.875 1.5 150.2 mg 179 pL

N,N-Dimethylformamide (DMF) 73.09 2.5mL

TIRF v I AZ—F—DA o1z 2~5mL RISENA TS, BKT LA VB 130 /OAF YU TV E LU DMF #MRET, N1 7
JLIZF v 7% L. Biotage® Initiator+DERAAERICHE > TMAL £9. /N FIHS0°CUTITEE TN, Lid VWS, RERNTT
LWDFvuT2HTUNTEET,

RIEEYIE. TLC £72IE HPLC-MS TEZR—LTHMNT BT A TE, 200 nm OBMKEEHNSRBELIEREFSI A TEET,

s =B =

RENE

Time Temperature Absorption level Fixed Hold Time
10 minutes 160 °C Normal On

HPLC-MS EL UM HNMR IC& B &, R BEBEINER IS 99%, #EIXIT%ICAD F LT

RiE. RO Ty TORIC. BIECEDOUI/OANT YIS IV ERECEZINENHDET (BECSRETTEREIINELNHD F
7).

RA4707z—TRBEOF 21—k~ 7L | © Biotage 2022



ATY T 2: 13 FHH

Sy v e Py

150°C 5 min

MW = 267.33

Chemical Name (gyln‘ﬁvol) Amount Equiv. Theoretical Theoretical Real Weight or Volume
(mmol) Weight Volume

Diels-Alder product 178.19 1 1 178.2 mg

Benzylamine 107.16 1 1 107.2 mg 109 pL

1,2-Dichloroethane (DCE) 98.96 2.5 mL

RIRFVIRR—F—DA 2T 2~5mL RKISNAA T IS, ATV T 1 DOF 1 =L AP INA—RIEODERY. RSN TIvELU1,2-
COOO0TRYEMAET, N1 TILICF v v T% L. Biotage® Initiator+ DERAEICRE > TIMBL T, /N4 T7ILH 50°CLLTICAR]
Th. Lid BBWeB. RIBRTITZILDF vy TEATCENTEET,

RISEEYIE. TLC F/oUE HPLC-MS TEZAZ—LTHRHT B LA TE, 208 nm OBRAEHL SRBELER /B LHTEET,
i —]

REFTE

Time Temperature Absorption level Fixed Hold Time

5 minutes 100 °C Normal Off

ERTAUIILTIVENZAZ . BRLULET7S FERYDITELET. MAT 3 ERABBENESNFE L. COBREERBL.
FIRESHE LT 92%0ME Y EENRETERYIESNE L.



3EEMIRIG

(o]
o NH, /O
o 4+ Acetic acid N
+
N’J\) DMF N
H 220°C, 15 min

MW = 314.39 g/mol

Chemical Name (gyln‘ﬁvol) Amount Equiv. Theoretical Theoretical Real Weight or Volume
(mmol) Weight Volume

Isatoic anhydride 163.13 1.7 1 277 mg

Benzylamine 107.16 1.7 1 182 mg 186 pL

Benzaldehyde 106.12 1.7 1 180 mg 173 pL

Acetic acid 60.05 1.7 1 102 mg 97 pL

N,N-Dimethylformamide (DMF) 73.09 3.0 mL

RITXTFYIREA—=F—DA 27Tz 2~5mL DRIGNA FILIC, FEKAH R RUSLFTI V., RVIXTILTFTER, BEEEMAE . &
IS, DMF #NAET, N1 FIICF v v F% L. Biotage® Initiator+DERAEICR > TMBEL ET, /N1 7ILH 50°CLLTFICSEN S
. Lid BBV S. RIENAZILOX vy TENTZ N TEET,

RIEBYIE. TLC £T2IE HPLC-MS TEZA—L TN T AT oA TE, 235nm OMAEHD SRBERIEREBE N TEET,

b = E11—]

REHRE

Time Temperature Absorption level Fixed Hold Time
15 minutes 220 °C Normal On

RIEEY% HPLC-MS TOM LTty 23, 235nm TERYOME 718% %R L E L. RIGEAYMOBELZHRETF CEESI L, Az
DAICRESEE LT, RIC, Biotage 75wy adOX RIS 74 —RESATLZAVWT. BIBIFIL /ATRVDI VIV AT
EREREELE Lo, SRAERY ('H NMR IC& 3 £>97%) HUNE 70% CHEE S NE LT,

10 A0 z—TRIGOFa—~UTIL | © Biotage 2022



Hantzsch, 3 {t &Y YIRS

+ + NH.OH
/’u\x/Jl“o’f\\. ¢ 140°C, 5 min

MW = 329.40

Mw

Chemical Name (g/mol) Equiv. ThsvoeriZ'::al Th::I'::::al Real Weight or Volume
Ethyl acetoacetate 130.14 12.5 5 1.63 g 1.59 mL
Benzaldehyde 106.12 2.5 1 265.3 mg 254 pL
Ammonia (14.0 M NHz in H20) 35.05 10 4 714 uL

NTRFYIRRZ—F—DA2Tc2~5mL DRI/ TILIC. FE MBI FIL. RUYXTILTER. PYEZFKEMAET, 17T
JICF vy T% L. Initiator+OFERAEICE > TMBLE T, N1 T7ILA 50°CULTISAEE N, Lid BBIWES. RIGNA TILOF v
wIENTZENTEET,

RISEEMIE. TLC £72IZ HPLC-MS TEZA—LTHOMTZIEHTE, 215nm ORAEHI SHERIBERE/I N TEET,

REBRE

Temperature Absorption level Fixed Hold Time Pre-stirring

5 minutes 140 °C High On 20 sec

RIEEH% HPLC-MS TOMT L= T A, 215nm TERYIDME 5% =R LE LT, KEERIE, BAEIH /-l KkHhSEESR
T, 59%MUNE THIFRAERY (HPLC-MS I2& B ¥ 97%) AESNE LT,

11



HBEKIZERR I

@] OH F K,CO, 0 o
o T

‘:‘\N 210°C, 30 min

MW = 225.25

Chemical 'I;I:svoeri:tr:: 1::32::::: Real Weight or
3-Methoxyphenol 124.14 1 1 124.1 mg 108 pL

4-Fluorobenzonitrile 121.11 1 1 121.1 mg

Potassium carbonate (K2CO3) 138.20 1.2 1.2 165.8 mg

Acetonitrile (MeCN) 41.05 3mL

RTVZFYIAZ—=F—DA> 2 2~5 ML DRISNA TILIS, REAU DLy 47V AORYY Z R 3 XA MF2 T /-, B&
U7 b= R ULEMZET, NATILICF vy FE L. Initiator DERFEICK > THALEY., BEErEHRICEHEDRET 3HE
HHB0ETH, EBISRCEELME (10°CE7iF 20 bar) ICBFZLSICHAZABLET. Thid. CORBICEDNTTILA
ABEICED, 2barilET 3L, A—F—DREEHRETILDICORATLNL vy FEYVENEZHNETT, CNETSICIE. 7R
NYAR - IFq4wvh - E—RICBTI3HENHD £T, advanced edit (ORy MIFEBORE A RDOT., FildOoRy bEL
HBOELRE) #LT. HLLI U FITEdt RE) 2HLTLESIV. BWEHLWI s Y RUT. EHESTIRTONS
X—BERETDIENTITET, N TIDSCCUTITSEIN. Lid BBWES. REBNATZLOF vy T2/ T e TESE
ED

XEAH S w Rid Initiator A¥ 22bar. Initiator+ld 30bar ICE D £7,
RISEEYIE. TLC £7IE HPLC-MS TEZRZ—L A2 T A TE. 235 nm OMAEN S RBLIFREBZ2 N TEET,

3 EN

KERTE

Time Temperature Pressure Absorption level Fixed Hold Time
30 minutes 210°C 20 bar Normal Off

mEE. RISEEYERBL. BFEME 7 rZ FULTESRLE L, KHRESOEIBEHBEZHET TEMBL. Biotage 75w
AVOT T ST 4 — U AT LTHETIFIL-ANTRI TSI (0-20% FEETFIL) OBHRUETERL. ERDEBRELEL
Too #HFE 98% (HPLC-MS LT H-NMR IC&B) « IR 6% TERINEBENE LT

12 A0 z—TRIGOFa—~UTIL | © Biotage 2022



=TTl 7 = /bR

MP-CNBH, N~
Aoetlc acid
DCM
110°C, 7 min

MW = 225.34

MP-CNBH;, Polystyrene-supported Cyanoborohydride:

[~ pe
./) B—=

. MW Amount ) Theoretical Theoretical .
Chemical Name (g/mol) (mmol) Equiv. Weight Volume Real Weight or Volume
N-Benzylmethylamine 121.18 0.5 1 60.6 mg 65 uL
p-Tolualdehyde 120.15 0.6 1.2 72.1 mg 71 pL
MP-CNBH3 (2.4 mmol/g) 1.25 2.5 520 mg
Acetic acid 60.05 2.5 5 150 mg 143 mL
Dichloromethane (DCM) 84.93 2.5mL

RTXF VI RAR—=F—DA 572 2~5mL DRIG/NA TILIZ MP-CNBHs. N-RYTIILXFILT IV, B, p-MILTILTERBLUY
JOOXAZYEMAET. NATIICF vy FE L. Initiator+DERAERICE > TMAL X T, /N FILH50°CATISBA T, Lid
MREWES, RIENATLDF vy TENTEHATEETY,

RISEEYIE. TLC £/ HPLC-MS TE=ZA—LTHIRT B e TE. 220 nm ORAEH S BBRIEREBEZ N TEE T,

RERE
Time Temperature Absorption level Fixed Hold Time
7 minutes 110 °C Normal Off

EfEEZEEEBL. DM THHRL £ LT, HEESOELAREL. RIEEM NaHCO; T, RICKTHA L. REIC Na,SO. T g
TEELR BBLTEZBAEREL. BEFERIELE. EMYE. FLIVU-FETFILI10 1 TAETZSVAATLDAT L
IO TZ74—Il&>THRELE L. BR%E, HPLC-MS LT HNMR IC& B &\ INER(IE 95%, FEEIL 96%ICHD F LTz,

13



RTFEAYTITRIG

\|< o DIEA
o
o H HOBt*H,O H
\“/ OH o ps-cbi O~ N o
o o MeCN o o
100°C, 5 min

MW = 468.60

PS-CDI, Polystyrene-supported Carbodiimide:

. /©/\O/\/\N\N
O

. MW - i i
Chemical Name (g/mol) I(\:::::)T; Equiv. Th‘;ev:::;:al Tlsa;:e:::al Real Weight or Volume
N-tert-

Butoxycarbonylphenylalanine 265.31 1.845 1.3 489 mg

(Boc-Phe-OH)

Leucine benzyl ester (H-Leu-

OBzl) 221.30 1.419 1 314 mg
Diisopropylethylamine (DIEA) 129.25 1.845 1.3 316 pL
1H-1,2,3-Benzotriazol-1-

ol hydrate (HOBt*H20) 153.14 1.845 1.3 283 mg

PS-CDI (1.35 mmol/g) 2.412 1.7 179 mg

Acetonitrile (MeCN) 41.05 1.3 uL

RITRF VI RA—F—DA> Tz 2~5 mL RI&/NA 7ILIC. Boc-Phe-OH. H-Leu-OBzl. HOBt*H20. PS-CDI. ¥4 Y FOFILIFIT
SVEMZAET, REIC. PERZMULZMAEY, BEYHNBERPICHZ 2L DETHNSBHETETRERVET. N1
FILICF vy 7% L. Initiator+ DERAEICRE > TMRAL ET, N1 7D 50°CULTIOREA I N, Lid AEV=B. RGN 7LD+
vy TEATZENTEET,

RIEBYIE. TLC £72IE HPLC-MS TEZA—L THNT AT eNTE, 256 nm OREEHD S RELBREFSI N TEET,

FEE

Temperature Absorption level Fixed Hold Time Pre-stirring

5 minutes 100 °C High On 25 sec
BEfMERBL. CUOOO0ARYTHESELELL. HRRZADELERBZRET TERBL. WAZS/OOXR VICEBREL. Kt

BLELR; RIZEF NaHCOs T, RICKT. £LTHREIC NaSO. TS HEL . 2IBLTHERZIREL. ARZEREEE
#%. Biotage 75w a VOV NI T4 —RBRIATLTAT AV [MBIFINISOIY b 2AVWTERMERRELE L.

14 A0 z—TRIGOFa—~UTIL | © Biotage 2022



IRF*L FORRRG

e 0
o] 220°C, 5 min

MW = 391.51

- MW Amount . Theoretical Theoretical .
Chemical Name (g/mol) (mmol) Equiv. Weight T Real Weight or Volume
2,3-Epoxypropyl-4-
methoxyphenyl ether 180.20 1.43 1.1 258 mg
N-Benzyl-N-2-phenylethylamine 211.31 1.3 1 275 mg
N,N-Dimethylformamide (DMF) 73.10 150 pL

RITZFYIRR—F—DA->7205~2mL DRISNA TILIZ, 2,3-TRFSTACIN-4- X bES T2 T—F )b N-RYTJL-N-2-
TIZIIFILTEVELUDMFEMAES, NI TIIIF vy T& L. ERAEICK > TIBL E 9, Initiator+/\1 7JLH 50°CIATF
AT Ld WS, RIENTZILDOF vy TE# AT ENTEET,

RISEEYIE. TLC £72IE HPLC-MS TEZR—LTHRT AR A TE, 256 nm ORMEEASBRELIBHREBI LA TEET,

s =B =
KEHRE

Time Temperature Absorption level Fixed Hold Time
5 minutes 220 °C Normal Off

RISESY % 254nm THOHL (WE 72%)  £RY % DEHPLC-MS THE L £ L.
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P2=J xTF—TIES

0
o 0 Acetic acid "X
| C‘:\)L Piperidine | %
+ R L. .2 g
|\ EtOH
180°C, 25 min
MW = 201.23

Chemical Name (g;’ln‘{lvol) ‘(\nn::::;; Equiv. Th‘?\;)eri(;tli:al Th‘(le:;::‘::al Real Weight or Volume
Benzaldehyde 106.12 0.5 1 53.1 mg 51 pL

Ethyl cyanoacetate 113.12 0.6 1.1 67.9 mg 64 pL

Piperidine 85.15 0.1 0.2 8.5 mg 10 uL

Acetic acid 60.05 0.1 0.2 6 mg 6 pL

Ethanol (EtOH) 46.07 2.1 mL

RIZXFYIZXZ—=F—=DA>Tc 2~5mL DRISNA TS, RUXTITFER, T MBI FIL. EXRUD Y BESLUIX/ —
LEMAET NATIICF vy T2 L. Initiator+DERFEICE > TMBAL E T, /N1 7LD 50°CUATITBEN TN, Lid AW B,
RISENATANDF vy TEATENTEEXT,

RISEEYIE. TLC £/2IE HPLC-MS TEZA—L T AN TE, 254 nm ORAEHN SRERBEREFSZIHTEFET,

b = =

RENE

Time Temperature Absorption Level Fixed Hold Time
25 minutes 180 °C Normal Off

RISEAYIE. 254 nm TD HPLC-MS (C&hif. ERYIOFHE 2% %2RLELE. REE. RISESYHN AR ERL. BA%
Biotage 73w ¥ a VORI ST 4 —RBUIATLATEBEIFILATZU 1:2 DAHEETHEELE L. £HYIL HPLC-MS &
U 'H NMR THMFML £ L7z
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Y I R

o)
PA(OAC),, P(o-Tol); (

0 Cs,CO, BuNBr o
< D\ + )’HTOW . E:MF 4 |
0 Br Qs N

o 200°C, 12 min
o]

MW = 262.31

Chemical Name Theor_et|cal Theoretical Real Weight or Volume
Weight Volume

4-Bromo-1,2-(methylenedioxy) 201.02 0.1 1 20.1 mg 12 L

benzene

Butyl methacrylate 142.20 0.15 1.5 21.3 mg 24 L

Palladium(II) acetate (Pd(OAc)2) 224.49 0.004 0.04 0.9 mg

Tri-ortho-tolylphosphine 304.37 0.1 1 3.0 mg

(P(o-Tol)3)

Cesium carbonate (Cs>CO3) 325.82 0.12 1.2 39.1 mg

Tetrabutylammonium bromide 322.37 0.1 1 32.2 mg

(BuaNBr)

N,N-Dimethylformamide (DMF) 73.10 1.12mL

RTZFYIRARZ—=S5—DA 2T 2~5mL DRIGNA TILIS, REES DL BEEENSCOL (1) BT RSTFILTVEZDLE
KURY-0-bUIILKRR T« »EMZET, RICS 4-7‘|:|:E-1,2-k><%l/‘/~>“2“=\'—~‘/)/\“/1i‘/\ XAV IIETFIL. €L TREIZDMF

ZMAET. BEMHARRICH S cE2REL. BETHNEBETEEREVET, N1 7ILICF vy TE L. Initiator+DERA

FEICR-STMRALE T, /A1 TIN50 CATISSE TN, Lid BBV S. RIGNA TZILDF vy TEAT D TEET,

RISEEYIE. TLC £/2IE HPLC-MS TEZA—L T2 A TE, 254 nm ORAEHN SRERBEREFSZIHTEFET,

s =B =
RENE

Time Temperature Absorption Level Fixed Hold Time
12 minutes 200 °C Normal Off

RIS, B = U LA 3.0 mL ZRISEICINZ X L RICENZ 5x25mL OFFEETFIILTHHEL £ L. BEREEHE
7-EE% NaS0. TEJE L. Celite TIBL. O—2U—INKL—4—TEBELEL. BOOEREWEHEIFIL-ATEZY 110D
PETLC THR L. 83%DNETERMHIEONE LT
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J41vT1 R

0
=
[ :©/\0 + e o XX
o Br MeOH (

150°C, 5 min o

MW = 238.29

PS-PPh;, Polystyrene-supported Triphenylphosphine:

o U

Chemical Name (g;dn‘:vol) 5 Th:;)eri:i:(t:al Th;;'::::al Real Weight or Volume
géfl;lzliggs;c;lél,4-benzodioxane-6- 164.16 0.3 1 49.2 mg

Benzylbromide 171.04 1.2 4 205 mg 144 pL

(Plsl-sT:jpnrlilr}\gl;)hosphlne 0.9 3 500 mg

Potassium carbonate (K2CO3) 138.20 1.2 4 166 mg

Methanol (MeOH) 32.04 2.1 mL

RTXTF VI RE—=F—DA 27 2~5mL DRISNA T7ILIS, REED) T L. PS-MUTIZIERIT 120 2, 3-2ERO-L, 4-~R2Y
*‘/“7.\'5\'—*7“/-6-|>‘JJLJ\‘JL7_-"E Fo RUSLTOIAREMRAET, RRICAZ/ —IILEMRAES. BFEMHBRFICHZ L =HER L

HBETHNSBETEREEVET, N TILICF vy TR L. Initiator+DERAEICERS > TMEAL £T, /N1 7ILA 50°CLLTICS
MEN, Lid DBEVES. RENTTILDOF vy TEATZEHNTEET,

RIGEEME. TLC £/l HPLC-MS TE=ZA—L T I B N TE. 280 nm ORAED SRBELIEHRER/I LA TEE T,
FERE
Time Temperature Absorption level Fixed Hold Time

5 minutes 150 °C Normal Off

RI5% HPLC-MS T 280 nm TEZAX—Lcr 3. RIGESYHROEMYFHEIL 80%ICHD L. RIGESHE SV H/INY RTiEA
L. AHEEBLE L. £mMY%E 9 HPLC-MS THRE L £ L7
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R1o07x—7TEHAFI

X407 —7ERIEAZ—IVBBEREH5TC
EDZVDTITN EDOFRIEVOMDLLHEN
FERRICKELZEINTLET, TNHDORREA
BCET.NA7OVI—TEMZRNATEIX) v b
DRELAHDET,

RIGEM4Z(ERT 3

LFEZIHEORGEERTE N TEET, BO—ROLA
Eid, BEOEHFIEEZYr 707 —J%FBLIERGICESE
TBIETY, 1700 — TS RTLOMEEBARICER
TRARDICEMBRRTESG SEABICEEIRINSTA—2%L
TICURMT7Yy T LELT

B 4 &4
A0V T—JE/HIE. BE. SHOERRETRRFERS
NTVARGFLIIHBDRLZEMHETTITHONET, Biotage ¥
o0V T —JAMEBIL. BaLBE. BB, BE. HICHIG
LEERERGESFETR—FL. BREOBVERNESNS
CEHFHET Y,

L
—RREV T BIR

RAOO0 =1L 2EHEMICIE. P2 = MU JL. DMF,
T A= LEH—EICERENET,

BROEE

KDL DORM TIHRESNIRIGAEN SEB T ZHEHL BN
BELHDET. FTI3. BEEAIZIBHETHLTHTLLLES
LYo

WEEAE

WBMALE (DMFL NMP. DMSO. X& /=)L TR/ —)L. Biig
BRY) IE FOBMICKDTro/O0V T LEEHRVTT,
BRI EFERY 2154514, Absorption Level # Normal F7zid
High ICEREL T 7230y,

FEEM AR

JEEMAE BRIE. LI, DFHFH 2 THR) 1E. RIGE
BYROMDOEI NI IO T —TIRILF—ICRIGT B84
ThbERINESWHIBERENEIEA T (TREDAF VR
*HBHE) 23UHE. SDMENICNAINZ LA TEET,
BUEOEVAIEZEATIBE. LDEBELNBVRIEESYHE
FLWhDHLhERA. FEMAEZER T IHBS1E.
Absorption Level # Normal %2 WM& Low ICEREL £ T,

1 F VB IE
AFVBEREITATA A THERETATWS S, v1707
I—TBRFORNPEAFERICEVNTT, £k, ZGELEN
DT SDBLTWET, 17 VREKISHRA BEEAEICAR
T30, RIRROBEVWAEPRIGESNOYroO0—7
RNEESHBOICERTRIEHNTEET, 17 UkEE
FRT2551%. BNE%F MVery Highy ICREL TLEEL,

BE

RAOAT =T NA TIDEEREHBEEZBZ 0. FE-7%«
DLEBEVWLSICLTLESL, BEMNTBITZ LR RER
FIZED, KEBFZENLERDDD+RAAY RAR=2
HEEINEEA. PILI P58 OERINEEE®
IR AEEER TR ESIE. MTHEESNBABRETYAT
AT T—TNATIIICBAREFTELTLETL,

=

BER. BEETAIRBEXGOBEICL->TELADET, BHFR
IEEEICEELBVDO T, BEMNNEVBRTHITS N TE
9. —H. ZHOFERIREDFRIGIEBEICKEKEL. B
ERSVWECRIGRENECBRDET, BAEEIL. BEPHE
OHE. FRTIAROMEICRELED,

fir+8
BAE. B, EfBFEE. ARV D v—hlE. BRERE
BE. TETECEEEAITZ LN TEETS

.
B
mi=

40 °C~300 CORBEHETRE IR LN TEET
(Biotage® Initiator+) . RBICEAT 2 RIEEIZ. DN A
EF2ROBEECERMHFE T ZRE. FLERIGBENHTE
TRREEDSBE. RBBEVEECITAHENHDXT,

ER

RK 30bar DEATRLICRBEZFTSCLNTEET
(Biotage® Initiator+) « Y177 T—7NA T7IADELHD
B A3, BBNICMANELEIN. SEAHEBEINET,
RIEOFHEEHOE RIS BERE CHBALETI L,

FOMDRIGICOVWTIE, BEEZ B LTV, Microwave
Assisted Organic Synthesis, ).P. Tierney and P. Lidstrom.
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Solvent Boiling Point Time Temperature Pressure

(Volume = 5 mL) (1 atm) (°C) (seconds) (°C) (CELD)
1-methyl-2-pyrrolidinone (NMP) 202 95 250 30
1,4-dioxane’ 100 285 284 26.7
Acetone’ 56 280 206 30
Acetonitrile 81 203 225 30
Dichloromethane (DCM) 40 174 200 30
Dimethylsulfoxide (DMSO) 189 60 300 11
Ethanol’ 78 121 210 29
Ionic liquid’ n/a 95 300 5
Methanol 65 155 190 30
N,N-dimethylformamide (DMF) 153 308 300 19
Tetrahydrofuran (THF)" 65 245 242 30
Toluene’ 111 660 250 15.5
Water (deionized)’ 100 136 239 30
Xylenes 137 720 300 15

RAOOV—7BFICHTE2EEBEORMEETIo6, Biotage® Initiator+ > A7 L THSFDMBEDREEENERELE L. SMLOBEZ 2-5mLOYI V0T T—
TRISENAZILTME L. 30 bar F723 300 °CICELE Lz & F OB, BE. EHERSELE L. SICEEHEWED, JREIX 300 °C. Absorption Level 4 Normal (5%
E LT

TIN5 DBREIR. Low REOBETMHMLE L. BRI TVIBERBEELITOLOTHD, BREODBETIASTIESOIHNELIARENBDET,
PIFI-B-AFIA ZHS YD LAFHIILAORAT =k,

<
) _ 5 o
c o c c
g R g
) 2 < g w °
o = w < = [a)
30
Toluene
25
~ 20 DMF
©
e
o Xylene
2 15
19]
2
o DMSO
10 NMP
5 Tonic liquid
0
50 100 150 200 250 300

Temperature (°C)
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Biotage" Initiator+
4700 x—JE8HEE

TOER& XYY FEROEOHORRETI 7O
T—7%FBLIEEEER

Biotage® Initiator+l&. Bt F. EXELF. #EEFRE.
/B FEROERROIHOFHADEBTT, #I X+
PEFNLEBETEZH0. 7vFJL—REETERLED
SWTSw T 4#—LTTY, Initiator+id. 0.2~20mL DI~
T Biotage N1 7I%E. PATLEZEBTZ_EHBRLEED
JBFPHAEHET. WOTHABTERIRBABUATLTH
D, SUTSLDNSTSLADEERT—ILT7vTERBELE
ER

Initiator+id. Vial ZF VN —F3EEESM T 28eE 7w T
JL—RT3IET. &DBVRIL—Tw ERBEL. B
X MEHIRT 2 Z EHARET Y. &K 300°C. 30bar DEES
EICHR T2 T #LLWREPRH L WMEESHMADOIERZE
MEEd. BROBEBVWARTELERTRISCEZ e TEE
To CHICED. BEEFLDFERBRIRTEET,

52 L <& www.biotage.co.jp # B EE LY,

Biotage® Initiator+(&. BMIEFAYr /O —JEMEET.
VNG FTRS - ROGEETT, 01

SHBICDUL T3, Biotage #HDIEHFICHEHLEHE 2T L,


http://www.biotage.co.jp/

RIS
7Ot X%ZXIRT S
RehN—bF—

Biotage #tid. MIREXRZ v 7¥® 70Ot
ARBEEDEXEZRRICT BT S
) —ZHRAPICRELTVWET, %
RICET ZRVAIRE. FHTHEEC DEH,
#HA®D 1D F—LICLD. BEZRDRE
ICRBREY Va—>3 EBRBITLET.
LHitid. BEROBLD=—XICIHZ 5
NA3ERTNMECRENICEDZEF > TVWETD,
SHEE. BLE. 7O XFICH
WTEABREBEFOUMIZ. TR
HELEWY U a—>a3VERHETEIL
NTEXT,

ZDMOIBDIRFEREIS DN TIE,

EUROPE NORTH & LATIN AMERICA JAPAN KOREA

Main Office: +46 18 565900
Toll Free: +800 18 565710
Fax: +46 18 591922

Order Tel: +46 18 565710
Order Fax: +46 18 565705

order@biotage.com

Support Tel: +46 18 56 59 11
Support Fax: + 46 18 56 57 11
eu-1-pointsupport@biotage.com
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