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4. Process for preparation of novel sofosbuvir crystal

By: Zhou, Haohui; Lin, Guaolizang; Wu, Yao; Zou, Wenjuan; Chan, Yunxiz
Assignes: Beijing Winsunny Pharmaceutical Co., Ltd., Peop. Rep. Chinz

Patent Information

Patent No. Kind Language Date

The invention relates to a novel sofosbuvir crystal having high stability and sely. The novel sofosbuvir
sofosbuvir in pos. solvent and neg. solvent. The methed has high repeatability, easy control, high yield, and high product purity.

Application No.

crystal is prepd. through crystg.

Date

CN 105732751 Q|PATENTPAK | A Jul 6, 2016

Priority Application

CN 2014-10742897

Dec 9, 2014

CN 2014-10742897 Dec 9, 2014

Indexing
Carbohydrates [Section33-9)
Section cross-reference(s): 34, 63

Concepts Substances

1100307-88-0P Sofosbuvir 9
Absolute sterecchemistry.

Crystallization

Hepatitis C

Homo sapiens

Pharmaceutical coated tablets

Drug bicavailability
Hepatitis C virus
Human

Page 2 in PATENTPAK
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= CASTF2015F2HIFET A foPatentPak™
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6. Preparation of substituted nucleosides, nucleotides and analogs thereof as antiviral agents
Q, Quick View PATENTPAK ™

By Beigelman,
From PCT Int. Ap

atkina, Natalia
vage: English, Database: CAPLUS

Patent No. Kind Language
¥ WO 2016100441 Al English

Disclosed . B is substituted purine and pyrimidine nucleobase; dashed bond between R and R® is absent, then R is H, substituted
phosphate, § Patent Family ) ch R and R’ are independently hydrogen or deuterium; R® is -OH or F; methods of synthesizing nucleotide analogs and
methods of ff B US20180176911 A1l English a5 a HCV infection with one or more nucleotide analogs. Thus, nucleotide II was prepd. and tested as antiviral agent and
medicarment a hepatitis C virus.
’ o
7. Process for preparation of sofosbuvir o HO.. 3
Q quick view  PATENTPAK 7 )k c WO 2016/100441 PCT/US2015065981
By Li, Zebiao; Zhu, Mingmin; Zhang, Qinghai; Zhu, Gongfeng; Zhang, Zhaogue; Lin, Yanfeng HN o Ve
From Faming Zhuanli Shenging (2016), CN 105665804 A 20160615, | Language: Chinese, Database: CAP| 2
rha nronn saothod comevicac roackion of (2'93%.2' docv 2 fliora. ' mothulwiding il | =
A ZOOM D?WNLOAP PDF Search in SciFinder + | View Detail
@ O © GED 0
8. Analyst Markup Locations (1) ‘\‘s—ﬁf
NH
Q Q page 130 1o N
oMY
By XL e
Fro| HO oM
CAS RN 1206126-39-7 )
(12) INTERNATIONAL APPLICATION PUBLISHED UNDER THE PATENT l on fl
(19) World Intellectual Property = @ e i i o  w
e LT ax . e Yoo
Intcrnational Burcau - 1 XY o
g an e HN N » - B —_— Fls 0
(43) International Publication Date = WO 2 ] ’ as-d b
23 June 2016 (23.06.2016) WIPO I PCT G = b :
(51} International Patent Classification: (81) Designated States ofl| Search in SciFinder = | View Detail
— COTH 1910 (200601)  COTH 19173 (2006.01) land of ratioral prod
COTH 1920 (006.01)  A6IK 31/7872 (2006.01) AO, AT, AU, AZ. B )
COTH 1911 (306.01)  ASIK 31/7076 (2006.01) BZ CA. CH, CL, (| Analyst Markup Locations (1)
COTH 19213 (200601)  AGIK 31/768 (2006.01) 0O, DZ, FC.FE Gl Q) page 130
COTH 19067 (200601)  ABLP 31/14 (2006.01) HN HR, WU, . f
COTH 19973 (2006.01) KZ LA, LC, LK, LH
21) Interastionsl Application Number: :‘t,;"\ \l\\""m(.n CAS RN 1206126-41-1
PCT/US2015065981 | SK. SL —
22) International Filing Date TR TT. TZ UA, UG, US, UZ, VC, VN, ZA ZM, ZW
16 Devember 2015 (16.122015) (34 Desigmated States (wress otherwise indicatod. for every ®
(25) Filing Language: Fnghsh kind of regional protection available): ARIPO (BW, GH,
ACAS SOLUTION
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Atorvasatin (227)
ReacrioNs @ B loepens | HToon v Avorvaszatin calcwm (211) ) . ) )
— R nT P ———— Analysis of Atorvastatin in Blood plasma by High-performance thin layer chromatography
e - CAS MN: 1-101-CAS-1382
i@ ~ | 0o Ramctions 5= Ambdipine besylate (56)
Anatyee bys - . . .
nesgent . 1. Vi Reaction utall e Link & simias Reactioes Fenofibrate (46) | view Dessitz & instruetions | [ @5 Add to compare |
. Vi All
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o Pharmaceutical capsules (34) Method Category rical Ingr
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e Technigue High-perfor mance thin Isyer chromatography
Equipment Used Automatic TLC Sampler 3
* Owarview ~ Method Category
Source HPTLC determination of atorvastatin in plasma
~ Technique
[EV— i, .
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. ' News & Updates

Sign In ?[:ﬁﬁ]\SC] F|nder¢K%$n%ﬁ—% Welcome to Scifinder

Username scicas?521

f’ Did you notice our new look?
Password | Our new branding wil also be phased into
training and other support materials in the
] %ememher me e ) coming months. If you are a Key Contact and
(Do not use on a shared computer) | have questions, or need assistance updating

logos on any of your organization’s websites,
i please contact the CAS Customer Center.

Forgot Username or Password? ! JI_\epa[:erf'sD;:[T:razgiﬁ Scifinder Future
Build your career, help shape the future of
research informztion and attend one of the
most respected scientific meetings in the
world. Apply for the 2016 SciFinder Future
Leaders program by April 10!

Your SciFinder username and password are assigned to
you alone and may not be shared with anyone else.

New to Scifinder?

Learn more about gaining access to ScFinder. A New Way to Explore Synthetic
Preparations in SciFinder!

Learn more about this new solution from CAS
and try 5 free samples of MethodsMNow today!

CHEMCATS Chemical Supplier Program
Chemical supplier? Be part of the world's
preferred chemistry research solution. Learn
mare Now.

Introducing the PatentPak Interactive
Patent Chemistry Viewer
The new PatentPak interactive patent

What is SciFinder? chemistry viewer significantly reduces the
. ol A o B time spent locating the important chemistry in
SdFinder = is & research discovery application that provides integrated access to the world's most comprehensive and a patent by using CAS scientists’ direct links

authoritative source of references, substances and reactions in chemistry and related sdences. -
to key substances in the source patent.

New Commercial Source Logos
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I Explore v Saved Searchmvl SciPlanner I

ls, REFERENCES " REFERENCES: RESEARCH TOPIC @
Research Topic [ ] SAVED ANSWER SETS @

Author Name CSF1R

Company Name jmc

D t Identif Eeree
ocumen ntiier The effect of antibictic residuss on dairy products EP 19870107847

Journal Photooyanation of aromatic compounds i l{%ﬁ?ﬁggn %% Daclatasvir-1

Patent

SUB result
EX resuft

4 SUBSTANCES

- N

Welcome Helen Zhu

=~ MF result
Chemical Structure ¥ Advanced Search
Markush polymerl
Molecular Formula polyrmerl
Property structure search
Substance Identifier *ﬁ?)\u Autosaved Substance Set
IR
& REACTIONS View Al | Import

Reaction Structure ] = ] KEEP ME POSTED @
TERNEER | e

Learn how to:
Create Keep Me Posted
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Explore - Saved Searches « SciPlanner

Research Topic "prepare of 30 grapheng” > references (767) > Facile Synthesis of 3D Graphen...

REFERENCES: RESEARCH TOPIC @

'} REFERENCES

|
B Research Topic [ |
Author Name

Company Mame

|prepare of 3D graphene

Document Identifier Bxamples:
The effect of antibictic residues on dairy products
Journal Photocyanation of aromatic compounds

Patent

& SUBSTANCES
== Advanced Search

Chemical Structure - - —— -
Markush 9&*@@2@%4?@@?? - 1N, Wlthl Of
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Welcome Helen Zhu

Explore v Saved Searches v SciPlanner

Research Topic "prepare of 3D arapheng”

REFERENCES @

Select All Deselect All

1 of 8 Ressarch Topic Candidates Selected References
(] 1 reference was found containing "prepare of 3D graphene” as entered. 1

) 910 references were found containing the two "prepare” and "3D graphene]' closely associated with one another. 910
&) 1603 references were found where the two concepts "prepare” and "3D graphene” Were present anywhere in the reference. 1603

S 58400 references were found containing the concept "prepare”, and either the concept "3D" or the concept "graphene”. The concepts found were closely associated with one 58400
another.

] 102301 references were found containing the concept "prepare”, and either the concept "3D" or the concept "graphene”. The concepts found were present anywhere (perhaps 102301
widely separated) within the reference.

S 11876585 references were found containing the concept "prepare”. 11876585

(] 2881 references were found containing the concept "3D graphene”. 2881

[ 421680 references were found containing either the concept "3D" or the concept "graphene”. 421680

Get References

"Concepts” a3 EEMHN 7 B XiAlR9Y FE ;
“Closely associated with one another” ZF/RREII HIE— G FF;
“were present anywhere in the reference” R EIT HIE—Rs X Ek+
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Ye# 5 | R EHER/R — Citing References

CAS Solutions + Preferences der Help Sign Out
—
——— .
<== SCIFINDER
W 15 soLUTON
Explore v Saved Searches v SciPlanner Save Print Export
Ressarch Topic "prepars of 3D grapheng” > references (767)
Get Get * Get Related - Create Keep Me -1 Send to
REFERENCES @ Substances Reactions E——S Citations ﬁ Tools E Posted Alert _L SciPlanner
| Analyze ‘ Hefine | i | Sort by: | Citing Referances ¥ | 4 Display Options
— Accession Number
)1 | author Name bs Selected M 4 Page: Df 33 p M
Analyze by: @ Citing References
| Author Name v | O 1. _'l’_“t?“fﬂtio“ Year t Oxide Electrode for High-Performance Supercapacitor and Enzymeless Glucose Detection &
Q. ne = Sources .

5
B

By Dong, Xiac-Chen; Xu, Hang; Wang, Xue-Wan; Huang, Yin-Xi; Chan-Park, Mary B.; Zhang, Hua; Wang, Lian-Hui; Huang, Wei; Chen, Peng ~ 531
e —— From ACS Nano (2012), 6{4), 3206-3213. | Language: English, Database: CAPLUS -

Huang Wei 11 Using a simple hydrothermal procedure, cobalt oxide (Coy04) nanowires were in situ synthesized on three-dimensional (3D)
e graphene foam grown by chem. vapor deposition. The structure and morphel. of the resulting 3D graphene/Co, 0, composites
Hu Yun Hang 10 were characterized by SEM, TEM, x-ray diffraction, and Raman spectroscopy. The 3D graphene/Co,0, composite was used as
e ——— the monolithic free-standing electrode for supercapacitor application and for enzymeless electrochem. detection of glucese. The

authors demenstrate that it is capable of delivering high specific capacitance of ~1100 F g™ ata c.d. of 10...

=
o
=]
]
—
=]

) |
Yu Fei 10
) |
Dong Xiacchen 9
e I |
Chen Peng 8 — i ) ) N . .
=1 | -/ 2. AThree-Dimensional Carbon Nanotube/Graphene Sandwich and Its Application as Electrode in Supercapacitors &
Zha Hua 5 Q, Quick View [ Other Sources .
ng_: By Fan, Zhuangjun; Yan, Jun; Zhi, Linjie; Zhang, Qiang; Wei, Tong; Feng, Jing; Zhang, Milin; Qian, Weizhong; Wei, Fei ~ 565
From Advanced Materials (Weinheim, Germany) (2010), 22(33), 3723-3728. | Language: English, Database: CAPLUS =

%:I? A 3D CNT/graphene sandwich structures with CNT pillars grown in between the graphene layers had been prepd. by CVD. The unique structure endows the high rate

] transportation of electrolyte ions and electrons throughout the electrode matrix and comprehensive utilization of pseudo and double-layer capacitance, resulting in excellent
shi Gaoguan 7 electrochem. performances. The supercapacitor based on CGS exhibits 1'00 a specific capacitance of 385 F g at 10 mV s-1in 6 M KOH 1600 2000 soln. After 2000 cycles, a
! I |

capacitance increase of ca. 20 % of the initial capacitance is obsd., indicating excellent elec...

Citing Reference: F B BIREERII @A
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Preferences | SciFinder Help

Welcome Helen Zhu

Explore v Saved Searches » SciPlanner Save Print Export
Ressarch Topic "prepare of 3D grapheng" > references jﬁ/ \* IE_
pax = d
Create Keep Me -1 Send to
REFERENCES @ Substances @& Reactions = Citations Tools ~ E Posted Alert L SciPlanner
Analyze | Refine r""t by: ¥ zfmﬁj Display Options
- A RS
)™ 0 of 767 References Selected I 4 Page: Bf 33 p M
Analyze by: @ B
| Authar Name v | Il 1. Edge-rich agd.(h g=i 2D porous graphene as efficient metal-free electrocatalyst for ORR #
Q Quick View '

5
H

T
]
I
:

T
=]
-
(=
=]
I
E
o
=

Ma Jie

!;—
=

Yu Fei

!;—
(=1

Dong Xiaochen

!lﬂ

Chen Peng

Hm

Zhang Hua

Hm

Qu Liangt

|

Shi Gaoquan

|

By Wu, Xiacho; Xie, Zhiyeng; sun, min; lei, tin; zue, zhenming; Xie, Xiangmin; li, liangyi; Huang, Qizheng

From RSC Advances (2016), Ahead of Print. | Language: English, Database: CAPLUS
A novel edge-rich and (N, S)-doped 3D porous graphene was synthesized by Chem. Vapor Deposition (CVD) and chem. corrosion. The hybrid material as a metal-free
electrocatalyst exhibited a four-electron pathway, stronger alk. tolerance and excellent catalytic activity for oxygen redn. reaction due to the edge effect and heteroatom
synergistic effect.

2. Facile Synthesis of 3D Graphene Flowers for Ultrasensitive and Highly Reversible Gas Sensing

Q, Quick View [ Other Sources

By Wu, Jin; Feng, Shuanglong; Wei, Xingzhan; Shen, Jun; Lu, Wengiang; Shi, Haofei; Tao, Kai; Lu, Shirong; Sun, Tai; Yu, Leyong; et al

From Advanced Functional Materials (2016), Ahead of Print. | Language: English, Database: CAPLUS
Fabrication of nanestructured graphene (Gr) for gas sensing applications has become increasingly attractive. For the first time, 3D graphene flowers (GF) cluster patterns are
grown directly on an Ni foam substrate by inexpensive homebuilt microwave plasma-enhanced chem. vapor deposition (MPCWD) using the gas mixt. H,/C,H.0.@Ar as a
precurser. The interim morphologies of the synthesized GF are investigated and the growth mechanism of the GF film is proposed. The GF are decompd. to few-layer Gr
sheets by ultrasenication in ethancl. For the first time, MPCVD-synthesized Gr is exploited to fab...

3. N-P-0 co-doped high performance 3D graphene prepared through red phosphorous-assisted "cutting-thin™ technique: A universal synthesis and multifunctional applications
Q Guick View [T Other Sources

By Zhao, Yufeng; Huang, Shifei; Xia, Meirong; Rehman, Sarish; Mu, Shichun; Kou, Zongkui; Zhang, Zhi; Chen, Zhaoyang; Gao, Faming; Hou, Yanglong

From Manc Energy (2016), 28, 346-355. | Language: English, Database: CAPLUS

Large scale prodn. of three dimensional (3D) graphene materials with high d. and low degree of defects stands for the main challenge hindering their practical applications.

SciFinderf2 @ RAYSCHEME T B |, FEEIAbIE SR

2 SCIFINDER
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Analyze Refine | Categorize
Analyze by: @

Author Name v
Wei Wei 13
[ ]
Huang Wei 11
[ -
Hu Yun Hang 10
I ]
Ma Jie 10
[ ]
¥u Fei 10
[ ]
Dong Xiaochen 9
[ I ]
Chen Peng 8
[ ]
Zhang Hua 8
[ ]
Qu Liangti 7
[ I ]
Shi Gaoguan 7
[ I ]

Show More
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Analyze

Anzlyze by: @
‘Company-Organization

Chingese Academy of

Sciences, Peop Rep
China

Refine | Categorize

r

Manyang
Technological
University,
Singapore
[

Michigan
Technological
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1. N-P-0 co-doped high performance 3D graphene prepared through red phosphorous-assisted "cutting-thin" technique: A universal synthesis and multifunctional applications

Q, Quick View [T Other Sources

By Zhao, Yufeng; Huang, Shifei; Xia, Meirong; Rehman, Sarish; Mu, Shichun; Kou, Zongkui; Zhang, Zhi; Chen, Zhaoyang; Gao, Faming; Hou, Yanglong

From Nano Energy (2016), 28, 346-355. | Language: English, Database: CAPLUS
Large scale predn. of three dimensional (3D) graphene materials with high d. and low degree of defects stands for the main challenge hindering their practical applications.
Herein, we report a universal and readily scalable strategy to produce an N-P-O co-doped free standing 3D graphene through a one-pot red phosphorus-assisted "cutting-thin”
technique. The solid carbon precurser is gradually exfoliated through the slowly released gases (e.g. pH,, H;, C0;) and metallic K during the reaction, which allows the formation
of dominant amt. nanopores, and ensures the high d. of the products. The ...

2. Rational construction of graphene oxide with MOF-derived porous NiFe@C nanocubes for high-performance microwave attenuation

Q, Quick View [ Other Sources

By Yang, Zhihong; Lv, Hualiang; Wu, Renbing

From Nano Research (2016), Ahead of Print. | Language: English, Database: CAPLUS
Exploring lightwt. microwave attenuation materials with strong and tunable wideband microwave absorption is highly desirable but remains a significant challenge. Herein, three-
dimensicnal (3D) porous hybrid composites consisting of NiFe nancparticles embedded within carbon nanocubes decorated on graphene oxide (GO) sheets (NiFe@C
nanocubes@GO) as high-performance microwave attenuation materials have been rationally synthesized. The 3D porous hybrid composites are fabricated by a simple method,
which involves one-step pyrolysis of NiFe Prussian blue analog nanocubes in the presence of GO shee...

3. Facile self-assembly N-doped graphene quantum dots/graphene for oxygen reduction reaction

Q, Quick View [T Other Sources

By Fan, Mengmeng; Zhu, Chunlin; Yang, Jiazhi; Sun, Dengping

From Electrochimica Acta (2016), 216, 102-10%. | Language: English, Database: CAPLUS
Nitregen doping carbon nanomaterial has become an important metal-free electrocatalyst for oxygen redn. reaction (ORR) in fue cells. N-doped graphene quantum dots (N-
GQDs) are one of the most promising nanomaterials due to abundant electrocatalytic edging and N doping active sites, but low yield, high dispersity and ne forming efficient
percolative conductive network hinder their direct application as the electrocatalyst. Hydrothermal method is an effective route for prepg. high-quality N-GQDs and meanwhile,
overcomes the drawbacks of complicated prepg. progress and low yield. We further hy...

4. High performance agar/graphene oxide composite aerogel for methylene blue removal
Q, Quick View [T Other Sources

By Chen, Long; L, Yanhui; Du, Qiuju; Wang, Zenghua; Xia, Yanzhi; Yedinak, Emily; Lou, Jun; Ci, Lijie
From Carbohydrate Polymers (2017), 155, 345-353. | Language: English, Database: CAPLUS
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1. Agreen and simple strategy to prepare graphene foam-like three-dimensional porous carbon/ Ni nanoparticles for glucose sensing
Qr [ Other Sour,
ang, Li; Zhang, Yayun; Yu,
From Sensors and Actuators,

View

, Juan; Yang, Han; Y
mical (2017), 239, 172-1

fihan; Song, Yonghai
| Language: English, Database: CAPLUS

A green and simple strategy to prep. graphene foam-like three-dimensicnal (3D) poreus carbon/Ni nanoparticles (NiNPs) nanocomposites was developed for glucose detection.
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The discarded sponge-like natural product, pomele peel, was employed as novel supporting materials
peel/Ni*~ which was then carbonized to construct the graphene foam-like 3D porous carbon/NiNPs n3
by SEM, transmission electron microscopy, N, adsorption/desorption isotherms, X-ray powde...

MEANFRER

hod to form pomelo
refully characterized

2. Facile synthesis of flow
Q qQuick View [ Other Sour,
By Zhang, Jie; Chen, Jim
Frem Journal of Collgi

hanol electro-oxidation

ng; Kiani, Mary
English, Databas

phene-nickel foam (PYGNF) electrode composed of flower-like Pt n.

(2018), 4 ols
This paper presents a facile approach for the synthesis of a novel
graphene. The fabrication process involved the chem. vapor depg;
replacement reaction without using any seed and org. solvent. The,

electrochem. impedance spectroscopy were employed to confj heir typical electrochem. characterist...
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Zhongti; Chen, Yongting; Kong, Xin; Xue, Yinghui; R
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In addn. to the weak interlayer coupling, ReS, possesses the highest anisotropic ratio along its two principle axes as compared to all exptl. investigate

Shengli; et al

n of graphene cnto Ni foam as a substrate and the subsequent growth of Pt NPs via a galvanic
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3. Extremely Weak van der Waals Coupling in Vertical ReS2 Nanowalls for High-Current-Density Lithium-Ion Batteries
By: Zhang, Qin; Tan, Shuangjie; Mendes, Rafasl G.; Sun, Zhongti; Chen, Yongting; Kong, Xin; Xue, Yinghui; Rusmmeli, Mark H.; Wu, Xizojun; Chen, Shengli; Fu, Lei

In addn. to the weak interlayer coupling, ReS, possesses the highest anisotropic ratio along its two principle axes as compared to all exptl. investigated 2D layered materials. As shown in early
studies, the direction of the Re-Re at. chain is more conductive than other cryst. orientations. However, 2D layered materials, including ReS,, are always randomly oriented in a conventional
stacked geometry. Therefore, we first synthesized ultrauniformly distributed vertical ReS, nanowalls (V-ReS,) grown on 3D graphene foam (3DGF) by chem. vapor deposition with Re-Re sites
adjacent to the graphene for the purpose of enhancing the cond. Meanwhile, the ReS, nanowalls expose more active sulfur edge sites, which improves easy lithium intercalation and
deintercalation. Te enhance the cond. of the whole electrode material, 3DGF was selected as template due to its high cond. and high-sp. surface area. Moreover,this favorable vertical structure
shortens the pathways and facilitates fast diffusion of both Li + and electrolyte ions. As expected, the V-ReS 2 /3DGF composite demonstrated good cycling stability at high-current-densities when
serving as anode material for LIBs. At the high c.d. of 1000 mA/g, the capacity of our ReS, /3DGF anodes still maintained over 200 mAh/g even after 500 cycles. The extremely weak vdw
coupling material of ReS, holds great promise for practical applications in LIBs. In addn., it broadens the material choice of anode materials for other alk.-ion batteries.
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CigHis N, O
2-Naphthalenol, 1-[2-(2,4-dimethylphenyl)diazenyl]-

Molecular Weight
276.33

Melting Point (Experimental)
Value: 166 =C

Boiling Point (Predicted)
Value: 476.7+40.0 °C | Condition: Press: 760 Torr

Density (Predicted)
Value: 1.14+0.1 g/cm3 | Condition: Temp: 20 °C Press: 760 Torr

pKa (Predicted)
Value: 13.52+0.50 | Condition: Most Acidic Temp: 25 °C

Other Names

HO

2-Naphthalenol, 1-[(2,4-dimethylphenyl)azo]- (9CT)
C.I. Solvent Orange 7 (7CLECT)

Sudan Red (6CT)
1-[2+4(2,4-Dimethylphenyl)diazenyl]-2-naphthalenal
AF Red Mo. 5
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Falent 1 By Allende Rodriguez, Mikel: Hermida Santos, Jose; Montes Diaz, Ramon; Oyarzabal Santamarina, Julen ~ O
From PCT Int. Appl. (2016), WO 2016120432 A1 20160804. | Language: English, Database: CAPLUS =
Journal 1 The invention relates to certain compds. that are inducers of Heat shock 70 kDa protein 1A/1B (HSPALA/B) and their use for

anticeagulation therapy; and to a methed for anticoagulation therapy that comprises the administration of one of these inducer compds. It
has been here proved that induction of Heat shock 70 kDa pretein 1A/1B by administration of cne of these inducer compds. has

antithrombeotic effects without accelerating or altering bleeding time.

k 0 a2 Preparation of new imidazopyrimidine derivatives as negative allosteric modulators of metabotropic glutamate receptor subtype 2 (mGlu2 &
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\ halogen or 1-2 hydroxy group) or 5- or 6-membered satd. heterocyclic ring; ring B = Ph or

R? pyridyl; R®, R (same or different) = H, halogen, hydroxy, amino, -C(Q)OR®, -C[O)NRR",
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100%

1z B

1.1 R:MNaBH,, C:1832616-28-0, C:Ru, 5:H,0, S:THF, 45 min, 25°C

MNotes

solid-supported catalyst, ruthenium supported on porous organic polymer used, reusable
catalyst, sealed tube used, scalable, Reactants: 1, Reagents: 1, Catalysts: 2, Sclvents: 2,
Steps: 1, Stages: 1, Most stages in any one step: 1
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T ]
NH,™ «HCO,” 16 - Overview
[ ]
Steps/Stages Notes
H,O 14 ps/Stag
= ' 1.1 R:NaBH,, C:1832616-28-0, C:Ru, 5:H,0, S:THF, 45 min, 25°C solid-supported catalyst, ruthenium supported on porous organic polymer used, reusable
M.H, 14 catalyst, sealed tube used, scalable, Reactants: 1, Reagents: 1, Catalysts: 2, Solvents: 2,
[ J Steps: 1, Stages: 1, Most stages in any one step: 1
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Show More
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100%
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* Overview
Steps/Stages Notes

1.1 RiH,, R:C5,C0;, C:1610424-70-8, C:1034343-98-0 (oxide), S:PhMe, 2 h, 100°C, 1 atm solid-supported catalyst, palladium catalyst supported on graphene oxide prepared and
used, reusable catalyst, Reactants: 1, Reagents: 2, Catalysts: 2, Solvents: 1, Steps: 1,
Stages: 1, Most stages in any one step: 1

References

Catalyst Enhancement and Recyclability by Immobilization of Metal Complexes onto
Graphene Surface by Noncovalent Interactions

Q, quick view [ other Sources

By Sabater, Sara et al

From ACS Catalysis, 4(6), 2038-2047; 2014

+ Experimental Procedure

@Catal m General/Typical Procedure: General Procedure for Nitroarene Reductions. Molecular hydrogen was added with a balloon filled with 1 atm of H, to a mixture
5 of nitroarene (0.3 mmol), Cs,C0O; (0.3 mmol), anisole as internal standard (0.3 mmol), and NHC-Pd-rGO (6 % 107 mmol, based on metal) in toluene (5 mL). The
system was then evacuated and backfilled with H; in cycles for three times before putting the reaction vessel in an il bath at 100°C for 2h. Yields were determined
by GC analyses using anisole (0.3 mmol) as internal standard. Products were identified according to spectroscopic data of the commercially available compounds.
Entry: 4; Yield 100%.

AREREEY , BEERXEE LI ERNRMNICE

=== SCIFINDER
v A CAS SOLUTION

ACS / Proprietary and Confidential / Do Not Distribute

68



5E&

/IIIII'

SciFinderEiEF & AR N SEIG 1T

2 Steps Hover over any structure for more options.

Experimental Procedure:

o T AU R
e T oo - EEIFRYIRIEING?
o™ - XEEEFEARMAA?
o - BEHBZERISupporting Information ?

1.1 C:PA(PPh,),, S:BUNH,, 21 h, 100°C
2.1 R:DMSO, R:Cl(0=)CC(=0)Cl, S:CH,Cl,, 15 min, -78°C

1) key step, alternate catalyst concentration, catalyst (Cul) and tem

yield, Sonogashira coupling, 2) key intermediate, Swern oxidation, s

BERBEIE,

method shown, Reactants: 2, Reagents: 5, Catalysts: 1, Solvents: 2,

51

2.2 S:CH,Cl,, -78°C; 2 h, -78°C
2.3 R:ELN, 30 min, -78°C; -78°C — rt
2.4 R:H,0, R:NH,Cl, 30 min, rt

Most stages in any one step: 4
References

Synthesis of Bioactive Speciosins G and P from Hexagonia speciosa
Q quick View [ Other Sources

By Guerrero-Vasquez, Guillermo A. et al

From Journal of Natural Products, 77(9), 2029-2036; 2014

~ Experimental Procedure

il

Step 1

General Procedure for the Sonogashira Coupling.®*®** Compounds 6a ** and 16 * were synthesized according to literature procedures. Aryl halide 6a or 16
(9.21 mmeol} in n-butylamine (6.4 mL) was placed in a flame-dried rou T =ISETE=N==®nder an argon atmosphere. A mixture of terminal alkynes 7, 25, 26, or
27 (9.21 mmel} in n-butylamine (10 mL) and Pd(Ph; ), (5% or 3%) was added, with the optional addition of Cul (3% where appropriate. The ncems—————
for 21 h at 98 °C and poured intoH,0(80 mL). The product was extracted with EtOAc (3 % 80 mL). The combined erganic layers were washed with brine, dried over
anhydrous Na,S0,, and evaporated under reduced pressure. The crude product was purified by silica gel column chromatography (EtOAc/hexanes, 10-50%). 3-
[2,5-Bis{methoxymethoxy \phenyljorop-2-yn-1-of° (8). Yield 96%; colorless oil. IR (KBr) v, 3310, 2230 cm™; *H NMR (CDCl;, 400 MHz) & 3.46 (3H, s, H-4b),
3.51 (3H, 5, H-1b), 4.51 (2H, 5, H-1a), 5.09 (2H, 5, H-4a), 5.17 (2H, 5, H-1a), 6.95 (1H, dd, 7= 9 and 3.0 Hz, H-5), 7.03 (1H, d, 7= 9.0 Hz, H-6), 7.10 (1H, d, 7=
3.0 Hz, H-3); °C NMR (CDCl,, 100 MHz) & 51.81 (C-9), 56.05 (C-4b), 56.38 (C-1b), 81.74 (C-7), 91.56 (C-8), 95.14 (C-4a), 95.88 (C-4b), 114.19 (C-2), 117.13 (C-
5), 118.50 (C-3), 121.20 (C-6), 151.95 (C-4), 153.06 (C-1); HRESIMS s/ 275.0000 [M + Na]* (caled for C,,H, 0, 275.0896).

Step 2

Generation of the Key Aldehyde.*” Oxalyl chloride (272.3 g, 3.12 mmol) in dry CH,Cl, (9 mL) was added to a stirred solution of DMSO (332 4L, 4.68 mmol) in
dry CH,Cl, (1.5 mL) under an argon atmosphere at -78 °C. The mixture was stirred for 15 min, and the alcohol 8 (393.5 mg, 1.56 mmel) or alcehol 17 (300 mg,
1.56 mmeol) in dry CH,Cl, (12 mL) was added dropwise (Note: Swern oxidation could be scaled-up to 1.56 mmol of starting material). After the starting material had
been consumed (nearly 2 h), Et;N (1.88 mL, 7.8 mmel) was added. The reaction mixture was stirred at -78 °C for a further 30 min and was allowed to warm to rt
and quenched with saturated NH,Cl and H,0, and the mixture was stirred for 30 min. The erganic phase was decanted off, and the aqueous layer was extracted
with CH,Cl, (3 % 30 mL). The combined organic layers were washed with brine, dried over anhydrous Na,50,, and evaporated under reduced pressure. 3-/2,5-
Bis{methoxymethoxy)phenyljprop-2-ynal (9). Yield 91%; colorless oil. IR (KBr) v, 1660, 2194 cm*; *H NMR (CDCl,, 400 MHz) & 3.46 (3H, s, H-4b), 3.51 (3H, s,
H-1b), 5.10 (2H, 5, H-4a), 5.21 (2H, 5, H-1a), 7.00 (1H, dd, 7= 9.2 and 1.2 Hz, H-6), 7.12 (1H, dd, 7= 9.1 and 2.2 Hz, H-5), 7.22 (1H, dd, 7= 2.2 and 1.3 Hz, H-
3), 9.44 (1H, 5, H-9); 3C NMR (CDCl, 100 MHz) & 56.18 (C-4b), 56.54 (C-1b), 92.05 (C-8), 92.27 (C-7), 95.22 (C-4a), 95.58 (C-1a), 110.70 (C-2), 116.72 (C-6),
122.0 (C-5), 122.00 (C-3), 151.85 (C-4), 154.88 (C-1), 176.92 (C-9); HRESIMS sz 273.0741 [M + Na]~ (calcd for € ;H,,0, 273.0739).
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A tric formal synthesis of -
By Jang, Jaebong; Jung, Jong-Wh aehoon; Chang, Dong-Jo; Kim, Dae-Duk; Suh, Young-Ger g ' ¢ J?j ﬁ}
Frcn Organic & Biomolecular Che ¥, ¥ 2012 ) ﬁ R
Published by Royal Society of Chemistry ‘9 \
_ === RRYSCET FELUK B
v [N DBAAOBRD | IARISCEIT FR LA B AR
©\/ \/© \\ Products Isoquinaling, 3,4-dihydro-6,8-bis(phenylmethasy -, 95%, CAS RN: 1384461-35-1
Q. 0.
N 1 Reactants Benzensethanaming, 3,5-bis(phenylmathoxy)-, CAS RN: 188662-05-7 p— #@ {
+ 7 — Hexamethylenetetramine, CAS RN: 100-97-0 J Hen
N, N Solvents Trifluoroacetic acid, CAS RN: 76-05-1
Agstic acid, CAS RN: 64-19-7 -
2 & ara B 1
Procedure 1. Add hexamethylenstetramine (3.1 g, 22.1 mmal) to the mixture of 2-(3,5-
bis(benzyloxy Jphenyl)ethylamine (2.0 g, 11.0 mmeol), AcOH (12 mL) and TFA (3 mL) under argon
2. Stir the mixture for 3hours at 90EC.
3. Dilute the reaction mixture with H,0. Iy N
4. Basify with potassium carbonate and extract with CH,Cl,. B S Hé N I *n
5. Wash the combined organic layers with brine. *’ \_Ll_ E
6. Dry over MgS0, and concentrate in vacuo.
7. Purify the residue by column chromatography on silica gel (5 to 10% EtOAc in hexane) to obtain 6,8-
bis(benzyloxy }-3,4-dihydroisoguinaline.
-
Sy Scale gram
—
1H NMR (CDCl,, 400 MHz) & 8.69 (5, 1H), 7.43 - 7.2 (m, 10H), 6.45 (d, J= 1.88 Hz, 2H), 6.36 (5, 1H), 5.05 (5, 2H),
o 5.04 (5, 2H), 3.67 (t, 2H), 2.65 (t, 2H)
13C NMR (CDCl,, 100 MHz) & 161.9, 157.7, 155.2, 140.0, 136.3, 126.6, 128.5, 128.1, 128.0, 127.4, 127.1, 111.9, 105.3,
98.5, 70.1, 46.5, 26.0
- | EhgER
IR (thin film, neat) v,.. 3062, 3032, 2935, 1736, 1620, 1603, 1575, 1497, 1442, 1377, 1351, 1309 cm! H/on
HRMS (FAB+) caled for CuHpNO, (M+H-) 344.1651; found 344.1658
Mass Spec (FAB+) myz 344 (M+H")
-
State yellow solid
N
CAS Method Number | 3-614-CAS-200055 2 {%1? / %’_ H:II 75—;%
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From: CAS

Dear user.
To complete vour SciFinder registration, vou must click the link provided below. By clicking the link, vou agree to all of the following terms and conditions:

I will not share my username and password with any other person.

I will search only for myself and not for others or other organizations.

I will not use any automated program or script for extracting or downloading CAS data, or any other systematic retrieval of data.

I may retain a maximum of 5,000 Records at any given time for personal use or to share within a Project team for the duration of the Project.

My organization's SciFinder License and the CAS Information Use Policies (http://www.cas.org/legal/infopolicy. html) apply to my use of SciFinder.
I will contact my SciFinder Key Contact if I have questions.

If vou do not accept these terms and conditions, do not click the link and delete this e-mail message.

https://scifinder.cas.org/registration/completeR egistration.html ?respKev=B8CB6727-86F3-F014-11E6-D312D80AC094

This link is valid for only one use and will expire within 48 hours.

If vou need assistance at any time, consult the key contact at your organization.
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