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1. Concise Redox Deracemization of Secondary and Tertiary Amines with a Tetrahydroisoquinoline Core via a Nonenzymatic Process
By: Ji, Yus; Shi, Lei; Chen, Mu-Wang; Feng, Guang-Shou; Zhou, Yong-Gui
A concise deracemization of racemic secendary and tertiary amines with a tetrahydreisoguincline core has been successfully realized by orchestrating a redox process consisted of N-

bromosuccinimide oxidn. and iridium-catalyzed asym. hydrogenation. This compatible redox combination enables one-pot, single-operation deracemization to generate chiral 1-substituted 1,2,3,
4-tetrahydroisoquinolines with up to 98% ee in 93% yield, offering a simple and scalable synthetic technique for chiral amines directly from racemic starting materials.

[Ir(cod)CI], / (R)-SynPhos -

Ee: 86-98%

Nog NBS, Na,CO5 N Yield: 87~95%
R DCE, H, (500 psi) R
Racemate One-pot, Single-operation Chiral
Nonenzymatic Process Secondary & Tertiary Amines

Indexing

‘ Heterocyclic Compounds (One Hetero Atom) (Section27-17)

Concepts Substances
[

Enanticselective synthesis Hydrogenation catalysts
Oxidation

12112-67-3 Dichlerobiscyclooctadiens )diiridi
76189-55-4
133545-16-1 &
445467-61-8 %
503538-68-0 (S)-SynPhos &

stereoselective prepn. of tetrahydroisoquineline derivs. via iridium-catalyzed
deracemization in presence of chiral phesphine ligands

Chiral ligand
B stereoselective prepn. of tetrahydroisequineline derivs. via iridium-catalyzed

deracemization in presence of chiral phosphine ligands

stereoselective prepn. of tetrahydroisequincline derivs. via iridium-catalyzed
F Y o ST R = o=l T M Y= ST 1= et 1 Catalyst use; Uses

QUICK LINKS
0 Tags, 0 Comments

SOURCE

Journal of the American
Chemical Society
Volumel37

Issue33
Pages10496-10499
Journal; Online Computer
File

2015

CODEN:JACSAT

ISSN: 0002-7863
DOI:10.1021/jacs. 5b06659

COMPANY /ORGANIZATION

State Key Laboratory of
Catalysis, Dalian Institute of
Chemical Physics

Chinese Academy of Sciences
Dalian, Peop. Rep. China
116023

ACCESSION NUMBER

2015:1340032
CAN163:331216
CAPLUS

PUBLISHER
American Chemical Society

LANGUAGE
English
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6. Preparation of substituted nucleosides, nuclectides and analogs thereof as antiviral agents
Q, Quick View PATENTPAK ™

By Beigelman,
From PCT Int. Apy

atkina, Natalia
uage: English, Database: CAPLUS

Patent No. Kind Language
¥ WO 2016100441 Al English
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Disclosed . B is substituted purine and pyrimidine nuclecbase; dashed bond between R and R is absent, then R is H, substituted
phosphate, f 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 US20160176511 A1 English as a HCV infection with one or more nucleotide analogs. Thus, nucleotide II was prepd. and tested as antiviral agent and
medicament a hepatitis C virus.
] o
7. Process for preparation of sofosbuvir g HO- 3
Q quickView ~ PATENTPAK ™ )|\ WO 2016/100441 PCT/US2015065951
By Li, Zebiac; Zhu, Mingmin; Zhang, Qinghai; Zhu, Gongfeng; Zhang, Zhaoguo; Lin, Yanfeng . o e
From Faming Zhuanli Shenging (2016), CN 105669804 A 20160615. | Language: Chinese, Database: CAP| <
oo seone thod =5 £ 2DV 0l 2tfliora. mothyducidiog il =
ZOOM D9WNLOA~D PDF Search in Scifinder = | View Detail
Q@ © © CGED
8. Analyst Markup Locations (1) fr"
NH
Q @ page 130 oM
oMY
By e
Fro HO 0o
CAS RN 1206126-39-7 13 9
(12) INTERNATIONAL APPLICATION PUBL m UNDER THE PATENT CO4 l e {9
(19) World Intellectual Property = g Mo ’ ) o &
e LT x . (o i ho 80 5
Intcnational Burcau g 1 XY ©
7 an | N N » - ) —_— Pl 0
(43) International Publication Date = WO 2 : as-d b
23 June 2016 (23.06.2016) WIPOIPCT G = bl
(51) International Patent Classification: (81) Designated States ofl| Search in Scifinder = | View Detail
— COTH 1910 (200601)  COTH 19173 (2006.01) lund of ratioral prod
COTH 19260 (2006.01) AGIK 31/7872 (2006.01) AQ, AT, AU, AZ, B .
COTH 1911 O006.01)  ASIK 317076 (2006.01) BZ, CA. CH, €L, | Analyst Markup Locations (1)
COTH 19213 200601)  AGIK 31/768 (2006 01) DO, DZ, EC. FE, K ® page 130
COTH 19067 (2006.01) ASIP 31714 ( 2006.01) HN,_HR, HU, I'l') n, L
COTH 19073 (2006.01)
21) Interastional Application Number: CASRN1206126-41-1
| PCT/US2015.065981 b —
22) International Filing Date: TR TT. TZ UA, UG, US, LZ, VC. VN, ZA. ZM, ZW
16 December 2015 (16.122015)  (34) Designated States (wricss otherwise indicated, for cvers &
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atarvastatin

Return to Home

Analyte
Atorvastatin (227)
Atorvastatin calcum (211)
Ezetimibe (20)
Ambodipine besylate (56)
Fenofibrate (45)

View All

Matrix
Pharmaceutical tablets (293)
Biood plasma (50)

Tablets (49)

Pharmaceutical capsules (33)
Garcnim atrovi s (20)
View All

Method Category

Technique
Reversed-phase HPLE (152)
Spectrophotometry (101)
UV-visible spectroscopy (71)
HPLC (57)

Liquid chromat ographic UV
detectors (43)

View All

Results s

SertRelevance -

*

Analysis of Atorvastatin in Blood plasma by High-performance thin layer chromatography
CAS MN: 1-101-CAS-1389

View Details & Instructions

Analyte
Matri

Other Materials
Method Category
Technigue
Equipment Used

Source

@D Add to Compare
Atorvasatin
Biood piasma

Material: 60 Fzss sifica gel HPTLC plates

Active Pharmaceutical Ingredient and M etabolite Anaiysis

High-performance thin laver chromatography

Automatic TLE Sampler 3

HPTLC determination of atorvastatin in plasma

Jzmshidi, A.; Nateghi, A. R

Chromatographis (2007), 65 (11/12), 7653-766. Vieweg Veriag/GWV Fachver sge GmbH
Document Sources
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Sign In ?{:ﬁﬁ]\SC| Fmderfl]K%%l] %}E—Uj Welcome to Scifinder

Username scicas?521

{ Did you notice our new look?
Password | Our new branding wil also be phased into
training and other support materials in the
[C/Remember me . coming months. If you are a Key Contact and
(Po notuse 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? ! fg;:;;;olgfggen?:}ﬁ SaFinder Future
Build your career, help shape the future of
research information 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
more now.

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

What is SciFinder? chemistry viewer significantly reduces the
. ®. o o . time spent locating the important chemistry in
SdFinder = is a research discovery application that provides integrated access to the world's most comprehensive and 3 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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Select All Deselect All

0 of 5 Research Topic Candidates Selected References
ol 58 references were found containing "prepare of catalysll" as entered.l 58
U 945572 references were found containing the two conce;El"prepare" and "catalyrst‘l closely associated with one another. | 945572
] 1540022 references were found where thel two conceats,“prepare" and "catalyst 1540022
. 13258959 references were found containing the concept "prepare”. 13258959
= 2928663 references were found containing the concept "catalyst”. 2928663

"Concepts” FX A 7 B XA & ;
“Closely associated with one another” ZF/RREII HIE—EFF;
“were present anywhere in the reference” ZRXRE HIME—RE AT ;
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REFERENCES @

Refine by: @
® Research Topic
) Author

' Company Name
) Document Type
() Publication Year
) Language
) Database
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The effect of antibiotic residues

on dairy products
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|- neferences Selected
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Get Get . GetRelated | = View Only “% Tools « | Create Keep Me Send to
Substances Reactions E Citations 5= CHEMZENT A ools ‘— Posted Alert _L SciPlanner
Display Options

1. 2-Oxo0-1,2,3,4-tetrahydropyrimidines Ethyl Esters as Potent - Glucuronidase Inhibitors: One-pot Synthesis, In vitro and In silico

Studies

Q Quick View [T other Sources

By Igbal, Sarosh; Shaikh, Nimra N.; Khan, Khalid M.; Naz, Sehrish; Ul-Haq, Zaheer; Perveen, Shahnaz; Choudhary, Muhammad I.

From Medicinal Chemistry (Sharjah, United Arab Emirates) (2018), Ahead of Print. | Language: English, Database: CAPLUS
Background: Glucuronidation is essential for the metab. and excretion of toxic substances. &#946;-Glucuronidase enzyme slows
down the process of glucuronidation, and thus plays an important role in the on-set of colorectal carcinoma, and many other
diseases. Inhibition of &#946;- glucuronidase activity is thus identified as an important approach for the treatment of several
diseases. Objective: Current study was aimed to synthesize a library of 2-oxo-1,2,3,4-tetrahydropyrimidine and to evaluate their
&#946;-glucuronidase inhibitory activity, and their mode of enzyme inhibition. Method: We s...

2. A comparative study on coated and uncoated diesel engine performance and emissions running on dual fuel (LPG - biodiesel) with
and without additive
Q Quick View [T other Sources

By Musthafa, M. Mohamed
From Industrial Crops and Products (2019), 128, 194-198. | Language: English, Database: CAPLUS

The study was conducted on a partially stabilized zirconia coated single cylinder, four stroke, water cooled and direct injection
diesel engine and was modified to use the liquefied petroleum gas (LPG) as the primary fuel and pilot spray of biodiesel with and
without Di-tert-Bu Peroxide (DTBP) additive as the secondary fuel. The primary fuel was mixed with air in intake manifold,

T T I

M 4 page: [1 |ofa7279 p W

&
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Get Get . Get Related _ 52 Tools ~ | Create Keep Me Send to
Substances Reactions @ Citations N *— Posted Alert L SciPlanner
Sort by: §Citing References ¥ # Display Options
Accession Number
“4 | ¥ Author Name 1ces Selected I 4 Page: of 737 p M
Citing References
/1. |Publication Year s arrays of carbon supporting high dispersions of platinum nanoparticles #
q {1ite Sources
By Joo, Sang Hown; Choi, Seong Jae; Oh, Ilwhan; Kwak, Juhyoun; Liu, Zheng; Terasaki, Osamu; Ryoo, Ryong ~1958@“

From Mature (London, United Kingdom) (2001), 412(6843), 169-172. | Language: English, Database: CAPLUS

Manostructured carbon materials are potentially of great technol. interest for the development of electronic, catalytic and
hydrogen-storage systems. Here we describe a general strategy for the synthesis of highly ordered, rigid arrays of
nanoporous carbon having uniform but tunable diams. (typically 6 nm inside and 9 nm outside). These structures are formed
by using ordered mesoporous silicas as templates, the removal of which leaves a partially ordered graphitic framework. The
resulting material supports a high dispersion of platinum nanoparticles, exceeding that of other common microporo...

L 2. Chemoselective catalytic conversion of glycerol as a biorenewable source to valuable commodity chemicals .*
Q, Quick View [ Other Sources
By Zhou, Chun-Hui; Beltramini, Jorge N.; Fan, Yong-Xian; Lu, G. Q. ~927 "

From Chemical Society Reviews (2008), 37(3), 527-549. | Language: English, Database: CAPLUS

A review. New opportunities for the conversion of glycerol into value-added chems. have emerged in recent years as a result of
glycerol unique structure, properties, bioavailability, and renewability. Glycerol is currently produced in large amts. during the
transesterification of fatty acids into biodiesel and as such represents a useful byproduct. This paper provides a comprehensive
review and crit. anal. on the different reaction pathways for catalytic conversion of glycerol into commodity chems., including
selective oxidn., selective hydrogenolysis, selective dehydration, pyrolysis and g...
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REFERENCES @ + Substances & Reactions = C(itations KTOOIS ' Posted Alert ¥ sciplanner
Analyze Refine Categorize| Sortby: | Accession Mumber ¥ | # Display Options
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¥ | 0 of 14733 References Selected zkﬂygy M 4 Page: Of 737 b M
Analyze by: @
‘ Publication Year v 2 1. Akind of ultra-thin g-c3n4 ¢g ng tio2 homogeneous special-shaped array thin film and preparation method thereof [Machine *
Translation].
2017 1182 Q, Quick View ~0gR"
: l By Wang, Debao; Li, Honghao; Song, Caixia; Geng, Shize; Zhou, Yanhong -
2015 1146 From Faming Zhuanli Shenging (2018), CN 108816264 A 20181116. | Language: Chinese, Database: CAPLUS
! L [Machine Translation of Descriptors]. The invention discloses a kind of ultra-thin g homogeneous shaped cover i cudes an array of
2016 1144 TiO, film and preparation method thereof. It is characterized in that, the described film is made up of ultra-thin g i cudes
Ll covering rutile TiO, nanorod array with spike shaped rod bundle two homogeneous special-shaped TiO, nanostructure are high
2014 1105 and low, the described method is taking inorganic titanium sulfate as raw material, under acidic conditions, By one-step hydro-
| | thermal reaction on Fto glass substrate film, and then the precursor is calcined, to obtain...
2013 1000
|  —
7 2. One kind of pine cone shape of zno nano microsphere preparation method, and its application [ Machine Translation]. #
|2012 I 949| Q, Quick View [ Other Sources
By Yang, Weijia; He, Xin; Chen, Mei; Liu, Junjie; Liu, Mingguan; Liu, Yanyi; Wang, Nuoyuan; Liu, Junyan; Liang, Ping; Chen, Yizhan ~OffY
2018 a07 From Faming Zhuanli Shenging (2018), CN 108821327 A 20181116, | Language: Chinese, Database: CAPLUS -
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2. Effect of H2 as Pyrolytic Agent on the Product Distribution during Catalytic Fast Pyrolysis of Biomass Using Zeolites

By: Wang, Shule; Persson, Henry; Yang, Weihong; Joensson, Pasr Goeran

Bio-oil generated from catalytic fast pyrolysis or hydrotreating processes represents one of the most promising alternatives to lig. fossil fuels. The use of H, as carrier gas in

the pyrolysis of biomass requires further research to study the catalytic fast pyrolysis reactions in the case of using reactive atm.

In this work, pyrolysis expts. with

lignocellulosic biomass have been performed in a fixed bed reactor in H, and N, atmospheres with/without HZSM-5 addns. to investigate the influence of the pyrolytic agents

during fast pyrolysis of biomass and upgrading of pyrolytic vapors over a zeolitic catalyst. It was found that in a H, atmosphere, H, was consumed in both
catalytic pyrolysis processes, resp. Higher yields of nonaq. ligs. and permanent gases are obtained in a H, atmosphere compared to a N, atmosphere. A ca
process using HZSM-5 in a H, atmosphere increased the prodn. of polymer arom. hydrocarbons and suppressed the prodn. of monomer arom. hydrocarbong
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similar tests performed in a N, atmosphere. The results show an overall increased activity of HZSM-5 in the reactive H, atmosphere compared to a N, atmosphere.
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1. Compounds and methods for anticoagulation therapy #
Q, Quick View PATENTPAK ™ .

By Allende Rodriguez, Mikel; Hermida Santos, Jose; Montes Diaz, Ramon; Oyarzabal Santamarina, Julen ~-:@“‘
Frem PCT Int. Appl. (2016), WO 2016120432 A1 20160804, | Language: English, Database: CAPLUS =

The invention relates to certain compds. that are inducers of Heat shock 70 kDa protein 1A/1B (HSPALA/B) and their use for
anticoagulation 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
antithrombetic effects without accelerating or altering bleeding time.

2. Preparation of new imidazopyrimidine derivatives as negative allosteric modulators of metabotropic glutamate receptor subtype 2 (mGlu2 &
receptor) '
Q, Quick View PATENTPAK ™ ~ o

By Urashima, Kuniko; Toje, Kengo; Koike, Shoko; Masumoto, Shuji -
From Jpn. Kokai Tokkyo Koho (2016), JP 2016132660 A 20160725, | Language: Japaness, Databass: CAPLUS

N.__N The title imidazo[1,2-a]pyrimidine derivs. I [R' = H or halogen; ring & Ph or pyridyl; R?, R?
“ oy (same or different) = hydrogen, halogen, C,_, alkyl or C,_; alkoxy each optionally substituted

s N7 with 1-5 halogen atoms; or in case where R? and R® are at the adjacent substitution position,

R? \ R? and R® together with ring A form C.; carbocyclic ring (optionally substituted with 1-5
\ halegen 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(0)OR?, -C(O)NR*RY,
B }-R® 50,H, SO,NRR®, SO,R®, or NR*SO,R; R?, R® (same...
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"

—_ 0

98%

~128 ‘\

Notes

green chemistry-reagent, silica supporteq
and used, no solvent, aerobic, optimizatis
optimized on temperature, Reactants: 2,
Most stages in any one step: 1
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I I ]
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[ I ]
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ACOH 25
[ I ]
CHCl, 22 - Overview
I I ]
Steps/Stages Notes
DMF 15
' | ' 1.1 R:H,0, R:0,, C:Si0, (sulfuric acid), C:H,50, (silica), 2 h, 120°C, 1 atm green chemistry-reagent, silica supported
DMSO 15 and used, no solvent, aerobic, optimizatio
[ I ] optimized on temperature, Reactants: 2,
Me,CO 15 Most stages in any one step: 1
— ]
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* Overview
Steps/Stages

1.1 S:CH,Cl,, 20-120 min, rt

ARFZEEX , BEFREES
LIRS WICR

~ Experimental Procedure

100%

~128 &

Notes
Reactants: 2, Solvents: 1, Steps: 1, Stages: 1, Most stages in any cne step: 1
References

Indole Synthesis via Rhodium Catalyzed Oxidative Coupling of Acetanilides and Internal
Alkynes

Q Quick View [ Cther Sources

By Stuart, David R. et al

From Journal of the American Chemical Society, 130{49), 16474-16475; 2008

J A C S Represenative procedure for the preparation of acetanilides: Aniline (10.1 mL, 109.7 mmol, 1 eq) was added to a round-bottom flask via syringe and fitted

Al B with a rubber septum. The flask was purged with argon and dry DCM (300 mL, 0.4 M) was added. Acetic anhydride (12.5 mL, 132.2 mmol, 1.2 eq) was added and
the reaction was stirred at room temperature and monitored by TLC. Upon completion (generally a couple of hours, but as short as 20 minutes) the reaction mixture
was washed with a saturated scluticn of sodium carbonate, the organic layers dried with MgS0, and the solvent removed under reduced pressure. The product was
obtained in quantitative yield (14.8 g). In most cases analytically pure acetanilides can be obtained after extraction however if necessary purification by flash
chromatography with ethyl acetate/pet. ether was used (see below for specific conditions). Acetanilide (1a): The above procedure was followed to afford the
product in quantitative yield. This compound can also be purchased from commercial sources (CAS: 103-84-4). *H NMR (400 MHz, CDCl,, 293 K): 3 7.50 (d, 7=
7.8 Hz, 2H), 7.32 (t, 7= 7.9 Hz, 2H), 7.10 (t, 7= 7.4 Hz, 1H), 2.17 (s, 3H). The signal for the exchangeable NH does not appear in the spectrum.
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2.2 S:CH,Cl,, -78°C; 2 h, -78°C

AW

. . _ > EAFHBL

o™ Expefimental Procedure: F&AI 1] DAMHAS B 4

o > 4025 ) Supporting Information £ ?

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

30 min, -78°C; -78°C — rt Most stages in any one step: 4

~ Experimental Procedure

-

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 mmel) in n-butylamine (6.4 mL) was placed in a flame-dried round-BotoMEd Tack under an argen 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 mi

for 21 h at 98 °C and poured intoH,0(80 mL). The product was extracted with EtOAc (3 = 80 mL). The combined organic 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{methoxymethoxylphenyliprop-2-yn-1-of° (8). Yield 96%; colorless oil. IR (KBr) v, 3310, 2230 cmt; *H NMR (CDCl;, 400 MHz) & 3.46 (3H, s, H-4b),
3.51 (3H, s, H-1b), 4.51 (2H, 5, H-1a), 5.09 (2H, s, H-4a), 5.17 (2H, s, 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); 1*C NMR (€DCl,, 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 /m/z 275.0000 [M + Nal* (calcd for C,;H, ;05 275.0896).

Step 2

Generation of the Key Aldehyde.'” Oxalyl chloride (272.3 4L, 3.12 mmol) in dry CH,Cl, (9 mL) was added to a stirred solution of DMS0 (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 mmol} or alcohel 17 (300 mg,
1.56 mmel) 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), EGN (1.88 mL, 7.8 mmol) 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 organic phase was decanted off, and the aqueous layer was extracted
with CH,Cl; (3 x 30 mL). The combined organic layers were washed with brine, dried over anhydrous Na,S0,, and evaporated under reduced pressure. 3-/2 5-
Bis{methoxymethoxy)phenyijprop-2-ynal (9). Yield 91%; colorless oil. IR (KBr) v, ., 1660, 2194 cm?; *H NMR (CDCl,, 400 MHz) 3 3.46 (3H, s, H-4b), 3.51 (3H, s,
H-1b), 5.10 (2H, s, H-4a), 5.21 (2H, s, H-1a), 7.08 (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), 0.4 (1H, 5, H-0); C NMR (CDCl,, 100 MHz) & 56.18 (C-4b), 56.54 (C-1b), 92.05 (C-8), 92.27 (C-7), 95.22 (C-4a), 05.58 (C-1a), 110.70 (C-2), 116.72 (C-6),
122.0 (C-5), 122.09 (C-3), 151.85 (C-4), 154.88 (C-1), 176.92 (C-9); HRESIMS m/z 273.0741 [M + Na]” (calcd for C, H, 0, 273.0739).

Al e RA K.

o + OH g =g
‘\0 /ﬂ\o YOy 174 > N
> IR 4
Y R—
- Overview
Steps/Stages Notes
1.1 C:Pd(PPh;),, S:BuNH,, 21 h, 100°C 1) key step, alternate catalyst concentration, catalyst (Cul) and temper)
2.1 R:DMSO, R:Cl(0=)CC(=0)Cl, S:CH,Cl,, 15 min, -78°C yield, Senogashira coupling, 2) key intermediate, Swern oxidation, scal

1 I

75 74 72 79 68 65 64 62 60 38 56 54 52 50 48 46 44 42 40 38 36 34 32 30 28 26 24 |
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MethodsNow

A New Method for Synthesis of Nolatrexed Dihydrochloride

By Zhao, Xueqing; Li, Fei; Zhuang, Weiping; Xue, Xisowen; Lian, Yuanyang; Fan, Jianhui; Fang, Dongsheng
From Organic Process Research & Development, 14(2), 346-350; 2010
Published by American Chemical Scciety

Reaction Steps

o 1 Reactants 14-Indole-2,3-dione, 4-bromo-5-methyl-, CAS RN: 147149-84-6
+ CHy ——OH —_ Methanol, CAS RN: 67-56-1

v
NH a0 &Y

Br

G/CHZ Solvents Mzthanol, CAS RM: 67-56-1
Water, CAS RN: 7732-18-5

NH Procedure

=

Wk

Products Benzoic acid, 6-amino-2-bromo-3-methyl-, methyl ester, 84%, CAS RN: 147149-88-0

Reagents Potassium persulfate, CAS RN: 7727-21-1
sk Sodium methoxide, CAS RN: 124-41-4
Hydrochloric adid, CAS RN: 7647-01-0
Sodium dithionite, CAS RN: 7775-14-6

Add sodium methoxide (22.6%, 4.80 kg, 20.1 mol) to a mixture of 4-bromo-5-methylisatin (6.67 mol) and
ok anhydrous methanol (6.70 L).

Add K;5,0; (1.90 kg, 7.03 mal) to the mixture in parts 10°C with an ice-water bath.

After addition the reactant mixture turns yellow, continue the stiring for 1 hour at room temperature.
Adjust the reaction mixture to pH 8-9 with agueous 36% HCl (1.24 L) 15 °C.

Destroy the excessive K,S,0; by aqusous 5% Na,S,0, solution (450 mL). L 'S\" /_\‘j- =
After ratary evaporation under 2 reducad pressure at 55 °C, Leave a brown liquid. *—9

Mix the mixturs with CH,Cl, (6 L) and H,0 (4 L).

Separate the organic phase.

. Extract the aqueous phase with CH.Cl, (4 L).

10. Dry the combined organic phasss over Na.,S0,.

11. Concentrate the combinad organic phases with a rotavapor.
12. Distill the resulted brown liguid under high vacuum.

Scale milligram

R KBr cnvi: 13472, 3382, 2053, 2024, 1716, 1622, 1480, 1277, B16.

— YIR(ER

J

IH NMR CDC: .28 (5, 3 H, Ar-CHL), 3.91 (s, 3 H, -OCH,), 4.26 (br s, 2 H, NH,), 6.54 (d, /= B.2 Hz, 1 H, Ar-H), L ‘j:fz =
7.00 (d, 7= 8.2 Hz, 1 H, Ar-H). —1

=)= I%\
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¢ Structure Editor R-group Definitions

Mg e O i E e

Rl1|( R2 || R3 || R4 || R5 || R6 || R7 || RB || R9 ([ R10 }

/ i (;;r/\ Draw or change atoms or bonds.

Atom  Ehort
N R R1= |05

*
Il
=]

¥ Atoms

Li || Be BIIC||MN|JOC | F ||Ne
Na | Mg Al || Si S Q| Ar
Rbo|| Sr|| Y |[Zr|/ND| Mo Tc ||Ru ||Rh||Pd | Ag |/Cd| In|/5n| Sb|| Te || I ||Xe

\ Cs|(Ba| ° |Hf||Ta| W [|Re||Os || Ir || Pt || Au [|Hg|| TI || Pb || Bi || Po || At || Rn
>_H Fri Rz *

La||Ce || Pr ||Nd ||Pm ||Sm || Eu || Gd || Tb || Dy || Ho || Er || Tm || Yi» || Lu
Ac||Th | Pa|l U ||Np || Pu|/Am | Cm | Bk || Cf | Es||Fm| Md | No| Lr

$'

]
¥ 0 8 .2,

e o 2
@ oo

» Variables

» Shortcuts

S N P Cl Br F r—

c o
/R “z |:|=§ = = b= —
ij 0 Oujo (*

Formula is not available .

=== SCIFINDER
v A CAS SOLUTION

ACS / Proprietary and Confidential / Do Not Distribute



VE )AL ES

Variables
¢ structure Editor ¥ | Any halogen
" - Any metal
T RN TR~ EH O Q [v=] @ M | Any
: . Drawing Editor: A .I'-"ul'l‘rf atom e:-c-:ept H
/ ' @ Drag the reaction arrow to specify reaction direction. © Structure
At e @® Reaction Q Any atom except Cor H
om 0 rFe h
e = Markush Ak | Any carbon chain
Y Cy | Any cycle
[] & Ch | &ny carbocycle
" Hy | Any heterocycle
ha N N\
O e H—w — >
b R1
¥ % "
product
reactant
& 2
Get reactions where the
. 'd structure(s) are:
] ) Variable only at the specified
= A_.B positions
(@ Substructures of more complex
1)_’:" 37 structures
%30? -
o J »
Ak | C HOSMNPOCEB F I Si
O % |;|= E o - = :!Eﬂ g
© Oo|o "

Formula is not available
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jmize N --Analyze

658062-48-7
[

> ‘ klr\
T R oS s
Analyze | Refine Group by: | Mo Grouping ¥ | Sort by: | Accession Number R
Mo Grouping
il Docurnent Salected
Analyze by: @
Catalyst A ! 1. View Reaction Detail @® Link A Similar Reactions
Cul 28 Single Step Hover over any structure for more options.
[ ]
312696-09-6 17
[ ] S
AgNO, 17 YVM
| | W\I + ‘
{MeOCH,CH,),0 16 N
| I ] Y
83%
Nal | 15 ik
1905414-33-6 14
' ' ' - Overview
FDBrz | 11| Steps/Stages Notes
Me, SiCH,MgCl 10 1.1 R:LiO-Bu-£ C:1905414-33-6, S:Dioxane, 16 h, 100°C catalyst prepared and used, screw cap tube used,
' I ' 1.2 S:H,0, rt Reactants: 2, Reagents: 2, Catalysts: 1, Solvents:
Ph.P{CH;);PPh; 10 1.3 R:HCl, 5:H,0, neutralized one step: 3
[ I ]
References
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CAS Registry Number 76210-25-8

G52 Hsg Mny, O

S

Manganese, hex 4
oxododeca-, compd. with acetic add, hydrate (1:2:4)

Other Names

Mangansse, hexadecakis[p-(acetato-o O) tetrazquadodeaca- .-
oxododeca-, compd. with acetic adid (1:2), tetrahydrate
Manganese, hexadecakis[p-(acetato-k Ak d) Itetrazquadodeca-p -
oxododeca-, compd. with acetic add (1:2), tetrahydrate (9CT)
Hexadecaacetatotetraaguadodeczoxododecamanganese-acstic acid
tetrahydrate (1:2)

Mn,,
Mn12 acetate
View more...

BATLBAERMER

64-19-7
CH, 0,

CAS Registry Number: 76125-82-1
View Substance Detail
Explore by Structure 3

Synthesize this...

Get Reactions where Substance isa »  Product
Reactant
Reagent
Get References Reactant/Reagent
Export as Image Catalyst
Export as molfile Solvent
Send to SciPlanner Any Role
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Analyze | Refine Group by: [No Grouping ¥ | Sort by: [ Accession Number V| Display Options

= 0 of 12 Reactions Selected

Analyze by: @
1 L. View Reaction Detail 69 Link

KMnO. 6 Single Step Hover over any structure for more options.
—

TEA chloride 2
s —— |
110743-42-5 1
s —
Ce(NH,);(NOs ) 1
e — |

H,0 1
[ —

Mn{OAC), 1
e — |

[
+

D1—CH;

2 &

Show More

complex with picoline

- Overview
Steps/Stages Notes

1.1 R:Ca(NH,},(NO,), 5:MeCN, rt; 15 min, rt crystals formed after 3 days at room temperature, Reactants: 2, Reagents: 1, Solvents: 1, Steps: 1, Stages: 1, Most stages in any one step:
1

References

Manganese/Cerium Clusters Spanning 3 Range of Oxidation Levels and CeMn8, Ce2ZMn4, and Ce6Mn4 Nuclearities: Structural, Magnetic,
| and EPR Properties

Q Quick View [ Other Sources

By Lampropaulos, Christos et al

From Inorganic Chemistry, 53(13), 6805-6816; 2014

Experimental Procedure

[ - ﬂl mish eneral/ | ypical Procedure: Method B. To a stirred solution of [Mn,,0,;(0,CMe),(H;0),] (0.50 g, 0.25 mmol) in a solvent mixture comprising MeCN (15 mL) and pyridine (10 mL) was slowly added solid (NH,),[Ce(NO;),] (0.28 g, 0.50 mmeol). The resulting

lmlgalutg emi W solution was stirred for 15 min, during which time the color changed slightly from dark brown to redbrown. The solution was filtered and left undisturbed for a peried of 3 d, during which time black needles of 1-2py6MeCN grew. They were isolated as for
Method A; the yield was based on Ce. The identity of the product was confirmed by elemental analysis, IR spectral comparison, and unit cell determination to be identical to material from Method A. The picoline version [Ce;Mn,0,5(0:CMe),,(NO,,(pic).] (17)
«can be obtained in comparable yield by the same method using picoline instead of pyridine. Anal. Caled (Found) for 1'2H,0: C, 21.14 (21.25); H, 2.50 {2.75); N, 4.48 (4.26)%.

- METHODSNowW™

Procedure

1. slowly add solid (NH,),[Ce(NO,).] (0.28 g, 0.50 mmal) to a stirred solution of [Mn;0,;{0;CMe),:(H;0).] (0.50 g, 0.25 mmol) in a solvent mixture comprising MeCN (15 mL) and picoline (10 mL).
2. Stir the resulting solution for 15 min.
View more...

Available Experimental Data
Elemental Analysis

View with MethodsNow
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6. View Reaction Detail @@ Link
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For R R

1). SRS NI BT, SR 5 BRI R N SO S OvE, - 75 B 3R 45 R 4R 1
2). SSIRBU=MIVIIT, R )5 FRERIUCHAE N = VI N, 13 2R R4 R 4R 2.

3). I RIS ER

ISUBSTRNCES: CHEMICAL STRUCTURE @ I

Structure Editor:
Java Non-Java Search Type:
HO ®  Bxact Structure
Substructure
Similarity
Show precision analysis
Click image to change structure or . -
view detail. @ ChiamDraw
Launch a SciFinder substa
Import CXF More

Bl ¥ 1of52 ubstances Selected
Y 1. 1445-01-6 *
~3499 j i ~s0 &%
H
s
Absolute sterecchemistry.,Rotation (-).
Cl H].ﬂ o

Benzenemethanol, a-methyl-, (a5)-

Get Reactions

Retrieve reactions for:

All substances
® Selected substances

Limit results by reaction role:

Product

1®) Reactant
Reagent
Reactant or reagent
Catalyst
Solvent
Any role

+ Key Physical Properties

Regulatory Information

Spectra Get Cancel
Experimental Properties

—
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For 2R

1). SRS NI BT, SR 5 BRI R N SO S OvE, - 75 B 3R 45 R 4R 1
2). SSIRBU=MIVIIT, R )5 FRERIUCHAE N = VI N, 13 2R R4 R 4R 2.

3). MG R LR

UBSTANCES: CHEMICAL STRUCTURE @ - .
(=] 1 of 54 Substances Selected Get Reactions
) 1. 1517-69-7 & Retrieve reactions for:
Structure Editor:
Java Mon-Java Search Type: ~3m31 4 * os B¥ All substances
on %  Exact Structure = Selected substances
B Substructure OH
: Similarity - Limit results by reaction role:
= Product
Show precision analysis R Reactant
Reagent
Reactant or reagent
Click image to change structure or ) . Catalyst
view detail, @ ChemDraw' Sow;t
Launch a SciFinder substd Absolute stereochemistry.,Rotation (+). Ay rol
Import CXF ¥ role
CgHyp O
Banzenemethanal, a-methyl-, (ak)-
» Key Physical Properties Cancd
o Lo Il e
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Ences (52) = get reactions (7938)

Get - - -1 Send to
g References %ka ’_ SciPlanner
Group by: | No Grou Find Additicnal Reactions ¥ Display Options
|- ) |4 4 Page: - of 530 p M
0of79 Combine Answer Sets

[ 1. View Re:

4 Steps Hover over any structure for more options.

H
NH, q\
)\/ﬁ\ s . AN JI PN . NHe . e
@77y Combine )
S Answer Sets Combine Answer Sets
=™ 20of50 Reaction & Select an option for combining the two selected saved answer sets:
< 2 (4185)
=7 @ Combine Include all reactions from both sets
Chemical Structure 4
7 1(7938) @ Intersect Include only reactions that appear in both sets
1L 0 )
EEW S () Exclude Include only answers from 2
Lhemical >Iruciure 4 that are notin 1
2 (3888)
e e @ Exclude Include only answers from 1
that are notin 2
1(9519)
Chemical Structure 4
. . | Combine Answer Sets | Cancel
Fi2 (172)
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Get 3 - -1 Send to
References 5(' Tools ﬁ_ SciPlanner
Group by: Zart by: | Accession Number R Display Options
L™ | 0 of 27 Reactions Selected M 4 page: 1 Jof2 b M

1. View Reaction Detail @® Link

Single Step Hover over any structure for more options.

H OH
< R
S
100%
G
-3 "
& ~100 &¥
- Overview
Steps/Stages Notes
1.1 S:H,0, 5:M( B |, 360 h, 30°C biotransformation, ee=92%, resting cells of the yeast C. albicans used, stereoselective,

Reactants: 1, Solvents: 2, Steps: 1, Stages: 1, Most stages in any one step: 1

Q

References

Deracemization of 1-phenylethanol via tandem biocatalytic oxidation and reduction
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O, N / " SH O\cu,.
- | + 4 N - B | b
Cl
~192 b [Step .21] " o NO,
2 ~72 &
v Overview
Steps/Stages Notes
1.1 RiNH;, R:£BUOK, R: #BUOOH, S:THF Reactants: 2, Reagents: 5, Solvents: 1, Steps: 3, Stages: 3, Most stages in any one step: 1
2.1 R:NaH, S:THF Rk
3.1 frrocETTefT ererences
S . 2|
J&)\SC | pla nner ;J-\EESZ#F Syntheses of 4- and 6-substituted thiazolo[4,5-c]pyridines
[ ' SciPlanner © SciPlanner_11_19_2015_112612 1 -
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Export
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Substance Information
1228150-22-8 1228150-239 13091-234
e ] e LT R
T Il |
Reaction Stages Notes Yield CoHM0,5 CyHy CIN,0;5 a” =y
2[1H)-Pyridinene, 4-[[(4- Fyridine, 2-chioro-4-[{4-
] Reactants: 1, Reagents: 2, 90% CoH; CIN O;
1.1 R:POCIy, 5:PhMe, 0°C —rt; 16 h, it — 110°C Solvents: 2, Steps: 1, Stages: 2 Related Info: Related Info: Pyriding, 4-chioro-3-nitro-
’ Y ’ ~ 2 References ~ 2 References Related Info:
Reactions Reactions. - ferences
12 RKaCO3, SH20, cooled, pH 10 Transformation: . ) R
~ 100 Commercial Sources
1. Fommation of Alkyl Halides Regulatory d
from Alcohols 5435-54-1 6258-60-2 626-64-2
oN S 3
References = ‘" u,(__n/‘ . ‘N
High color rendering index and color stable hybrid white efficient OLEDs with a double emitting layer e CiHg03 S
structure using a single phosphorescence dopant of heteroleptic platinum complexes H Benzenemethanethiol, 4-methoxy- HO
By Poloek, Anurach et al CoH. N2 O, Related Info: CoHND
- - - . - N N - 4-Pyridinod, 3-nitro- ~749_Referenws 4-Pyridinal
From Journal of Materials Chemistry C: Materials for Optical and Electronic Devices, 2(48), 10343-10356; Related Info: Reactions Related Info:
~ 71 Commercial Sources 3 o
2014 ~ 113 References Regulatory Information ~ 1351 References
Reactions Reactions

~ 197 Commersial Sources
Regulatory Information

~ 160 Commerdial Sources
Regulatory i

850663-54-5

[
: = MH
oy o

CcHy CIN; 0z

2{1H}-Pyridinone, 4-chioro-5-nitro-
Related Info:

~ 22 References

Reactions

~ 135 Commercial Sources
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q{a3KEXSciFinderlik=:

From: CAS

Dear user.
To complete vour SciFinder registration, vou must click the link provided below. By clicking the link, you 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 yvou 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.

FIFFFHIE CAS RURE TR ( DAV NIRRT | SNFEEEFEM )
FERRIREE. MR, ITRIMR SR E @cas.org IR
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QSaHnder ® ...Part of the process™

Registration for SciFinder® is Complete

You have successfully completed the registration process.

To sign in to SciFinder®, click the link below.

hitps i scifinder.cas oy sciinder

MEFMIN , BRscifinder.cas.orgFFafERASciFinder
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