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31-614-CAS-29441985 Steps: 1 Yield: 60% 1 *** | Direct Hydrodecarboxylation of Aliphatic Carboxylic
~ Yield ==== - stal-and Light-Free
1.1 Reagents: 2.4.6-Trimeth) dine, [
90-100% (1.108] & NEHE &0l —e ammonium persulfate
80-89% (683) Solvents: DMSO-dg; 2 h, 60 °C
70-79% (625)
Experimental Protocols e—— A3 T2 EZ AT R TG
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AEY 2 ACM e
Reaction Overview Step 1 Step 2
Steps: 2 Yield: -
Stage Reagents Catalysts Solvents Conditions

1
JOURNAL

-30°C 3-4h,25-30°C

Short and efficient process for

the synthesis of trans-4 = - CHH| BHS 7AC|M E7| |—e P Alternative Sieps (1)
ST EUEE AN RHAE TS AlB Z2ED
aminocyclohexanecarboxylic acid O}"” EX"E ZEot MY Z2EE E7|

derivatives .
° txpenmertal Protocols
v

Synthetic Methods  Experimental Procedure @—y 20| A{ Q| A B SHOIS}T|

141- Products

Reactants
@) View Source Full Text «
Company/Organization
APIR& D Centre Reagents
cure Pharmaceuticals Ltd.
Pune 411057 Solvents M
ndia
Procedure hexanecarboxylate (540 mol) in methanol (80 L) at ambient
2 dropwise to the reaction mixture at 25-30 *C under stirring.
3.4 mol) to the reaction mixture in methanol (20 “C,under
d by TLC),remove methanol under vacuum completely.
re.
7. Extract the reaction mixture with dichloromethane (2 x 25 L)
8. Dry the combined dichloromethane layer um sulfate.
9. Concentrate the combined d nane layer under reduc
1 y the sample by column chromatography.
Transformation Acylation of Nitrogen Nucleophiles by Ankhydrides or Dicarbonates
Scale milligram
Characterization Data
1-Methylethyl trans-4-[[(1, 1-dimethylethoxy)carbonylJamino]cyclohexanecarboxylate
Proton NMR 400 MHz, CDCl; § = (d, 6H), 1.36 (s, 9H), 1.76-1.82 {m, 4H), 2.12 (m, TH), 3.16 {m, TH),
Spectrum 4.82-4.88 (sep, 1 }
g8 Zat 24 gojg —e  °F penEREER
Carbon-13 NMR 100 MHz, CDCly

Elemental Analysis

CysH27NOL: Ca

N, 4.91. Found C, 63.01; H, 9.5

Mass Spectrum MS Ol calcd for Cis

27NO4 (M + H) 286.39, found (M + H): 286.39. White solid, mp: 86-87 *C.

State white solid.

)

Method Number 3-366-C

= ;
o HtSA A —e Transfj:rma.tlons ) ) )
1. Acylation of Nitrogen Nucleophiles by Anhydrides or
Dicarbonates
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yethyl)-1H-pyrazol-4-ylJamino]-6-
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Scoring Options

Plan Information

vield: 21%

ice: $51.35

N
o
Ot
M su

- 4 EFZRE2 0| HE, U Ee 55 T 2EY = AS UL

- 4 T2 V= 22 ot 20| “FZYLIL.

- SEO0|HE 2R E22 0|50t oy Z2do| 7172 AFE O &
HEfO|Lt CHA| o] =20 T2 'a2 XEHA| HE L

Complexity Reduction

Reduces the complexity of a step’s reactants compared to its product.

In retrosynthesis plans, you typically want high complexity reduction.
Convergence

Determines how "branched"” the plan is; you typically want the plan to be as branched as possible (high convergence),
rather than linear.

For a given step, the more precursors there are, and the closer their relative sizes are, the more it's considered convergent.

Increasing Convergence displays steps/alternatives with more reactants.

Evidence
Ranks plan steps/alternatives based on the number of evidence examples supporting the particular reaction type.

More evidence examples for a step means that the reaction type has more applications and is more versatile in terms of
conditions and substrates, and hence predictions made based on it are probably more reliable.

Increasing Evidence displays steps/alternatives with more supporting examples.

Cost

Weighs the expenses of the reactions by ranking starting materials based on the lowest price found amongst catalogs.

Yield
Applies to the yield of each step in the plan, which contributes to the yield of the target malecule.

Increasing the Yield displays a higher yield target molecule and steps/alternatives.
Atom Efficiency
Reduces reactant parts not included in a plan step's product.

Increasing Atom Efficiency displays steps/alternatives with the least amount of reactant atoms that do not map to the
product.

Clicking the Apply button redraws the retrosynthesis plan with the revised scoring profiles; clicking Reset Scoring restares the "Medium® default.

Ol = EHAE Zedot U Z2, A=/ THA0 BAIE= LES
1L

2L Y45 F0I7L *E & ALITh
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Analysis of Caffeine in Coffee beverages by HPLC

CAS MN: 1-124-CAS-112381

Method Category:

Food Analysis

Technique: HPLC
Materials Role Image CAS RN
Caffeine analyte View Structure 58-08-2
Cola beverages matrix
Coffee beverages matrix
Chromolith SpeedRod (50 mm x 4.6 mm i.d.} material
Acetonitrile reagent View Structure 75-05-8

Source

Development and validation of a high-throughput high-performance liquid chromatographic assay for the determination of caffeine in food samples using a monolithic
column

Tzanavaras, Paraskevas D.; Themelis, Demetrius G.
Analytica Chimica Acta (2007), 581 (1), 89- 94. Elsevier B.V.

CODEN : ACACAM  ISSN : 00032670 DOI: 10.1016/j.aca.2006.07.081
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Equipment Used
HPLC instrument, HP 1100, Agilent Technologies, Palo Alto, CA, USA

Vacuum filtration system, Schleicher & Schuell, Dassel, Germany

Instructions

Sample Preparation

Grind the coffee samples to a fine powder.

Disperse an accurately weighed amount of ca. 100 mg in 50 mL of HPLC grade water and sonicate for 30 min until complete dissolution.
Filter an adequate volume (ca. 20 mL) of the resulting solution through 0.45 pun syringe filters.

Dilute 2 mL of the filtrate to 20.0 mL with HPLC grade water and inject without further pretreatment to the HPLC system.

Degas the beverage samples under vacuum followed by sonication until all air is removed.

Fiter an adequate volume (ca. 20 mL) of the samples through 0.45 pm syringe filters.

Inject the filtrate in the monalithic column after 1:10 dilution with HPLC grade water.

Nownewn s

Standards Preparation

1. Prepare 1000 mg/L of standard stock solutions in HPLC grade water and store under refrigeration and protect from light.
2. Prepare the working solutions in HPLC grade water by appropriate dilutions of the stock.
3. Stable the caffeine standard stock solution for at least 3 weeks.

Method or Procedure

1. Inject 20 pL of the samples and standards in the monalithic column via the autosampler of the HPLC instrument.
2. Take the mobile phase consisted of an ACN/water mixture (10:90, v/v).

3. Set the flow rate at 3.0 mL/min (P = 68 £ 1 bar) and the column temperature at 25 °C.

4. Detect caffeine at 274 nm with the samples injection rate at 60 h™".

5. Use the peak are for signals evaluation, while inject each sample or standard in triplicate.

Validation
Linearity Range 0-200 mg/L
Limit of Detection 0.10 mg/L
Limit of Quantitation 0.33 mg/L

Accuracy

Precision

Concentration

100.8, 97.6, 100.7 and 99.9%, (%recovery found by standard addition for caffeine added at 10, 25, 50 and 100 mg/L)

Beverage(cola)

100.5, 99.3, 100.5 and 100.6%, (%recovery found by standard addition for caffeine added at 10, 25, 50 and 100 mg/L) instant

coffee

0.47,0.14 and 0.08%, (RSD for concentration of 0.5, 10 and 100 mg/L)

119.5 mg/L, beverage(cola)

39.5 mg/L, inatant coffee
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Cosmetics & Personal Care

Pharmaceutical Hair Dyes Composition

Unclassified n: Example
P Hair dyes
~ Purpose
Hair dyes (76K)
Dyes (22K)
Detergents (16K)
Cleaning compositions (8,366) %g E‘E E7|
Colering materials (6.845) .
Component Function
|
Group: coloring cream bleaching agents
~ Physical Form
Alcohol emulsifying agents
Cream preparations (3,817)

Solutions (3.364) Alcohol:
Gels (3.169)
Hair dyes (447)

Emulsions (249)

agents

Alcohol.

agents

surfactants

<

State of Matter
Additional group components reperted

>

Delivery Route Group: developer emulsion dyes

Topical drug delivery systems
(8,721)
Aerosol sprays (11)

emulsifying agents

Aerosols (4) agents

>

Information Included
agents
Component Amount (76K)

carriers
Process (46K)
Effective Dose (5,826) Additional group components reported

Experimental Activity (3.280)

nonionic emulsifying

nonionic emulsifying

nonionic emulsifying

nonionic emulsifying
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Comparative Example

(290) Cosmetic Composition for Coloring or Bleaching Keratin Fibers: Hair Dyes
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I‘” = /I‘” X‘” 7|E N Purpose Target Delivery Route Physical Form Source
S = ©
Hair dyes Hair, Hair dyes - Salutions View
Formulation Ingredients Expand All Groups | Co
— Component Function Amount Reported Optionality
A Group: pulverulent hair bleaching composition bleaching agents 1 Mandatory
- 3.64 wt. % Mandatory
Urea - 2.50wt. % Mandatory
- 4.21 wt. % Mandatory
- Mandatory
- 0.95 wt. % Mandatory
- 0.05 wt. % Mandatory
- 2.00 wt. % Mandatory
7t 420l 7|5 AT -
Bases alkaline agents 11.00 wt. % Mandatory
sodium metasilicate (NazSi03) - 14.00 wt. % Mandatory
Sodium silic; - 5.86 wt. % Mandatory
Ammenium persul - 11.60 wt. % Mandatory
Thickening agents Thickening agents 1.99 Wt. % Mandatory
Surfactants surfactants 0.80 wt. % Mandatory
- 0.01 wt. % Mandatory
~ Group: developer composition - 1 Mandatory

— More Formulations like this...

ching C on: Hair

ching

AR M/

— Purpose: ha
HEZ717] Targex Homo 52,
Delivery Route: -
Prysical Form: cal Form: anhydrous
~ Process
X-” = l:cl’l- I:é'-i Amethod for preparing an agueous hair color-altering composition comprising mixing a pulverulent hair bleaching compaosition and a developer composition to form an
agueous mixture,
~ Experimental Activity
Descriptor Notes Details
AlS: ' thermal control assessment thermal as measured by conducting a bowl test in which 60 g of the 51.5°C
= %{ aA B pulverulent hair bleaching composition and 60 g of the 40V developer compasition

were mixed together in a bowl to prepare hair color-altering compositions, which
were allowed to rest in ambient conditions with a temperature probe in mixture
within 25 minutes

__ ~ Source Patent

Thermal control of hair color-altering compositions
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Agrochemical

Cleaning & Surfactant CAS RN: 9005-65-6
Products

Cosmetics & Personal Care

Food & Related

Polyoxyethylene sorbitan monooleate @

Density (Experimental) 1.06-1.10 gfecm3 -
Inks, Paints, & Coatings
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Experimental Properties
E B CASRN: 151-21-3 Sadium dodecyl sulfate @

Melting Point (1,160) ils
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Density (648)
Boiling Point (621) Melting Point (Experimental) 204-207 °C -
Median Lethal Dose (171) Density (Experimental) 1.00 grems i
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Industry Purpose Physical Form Add up to 5 Ingredients
Pharmaceutical Detergents Sodium hypachlorite
Cosmetics & Personal Care Cleaning compositions

Antibacterial agents
Disinfectants

Paints, & Coatings Fabric softeners + Add Ancther Ingredient
&Related Oral hygiene products Granular laundry detergents
Gels
Tablets
Cream preparations
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